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ITpoBeneHsbl MccIenOBaHUST CTPYKTYPbl TOHKMX TIJIEHOK Pa3jIMYHONM TOJIIIMHBI U3 OeH30TpUdypOKcaHa,
1,3,5-TpuamuHo-2,4,6-TpuHUTpoOGeH301a U 1,1-mMaMuHO-2,2-TUHUTPOITUIIEHA, TTOJYYEHHBIX METOIOM
KPUCTAJTM3AlIMM 13 Ta30BOi (a3bl Ha pa3IMYHBIX MOMIOXKAX: aJIIOMUHUS, TOJIMITWIeHTepedTanaTa,
rnojarepraMmeHTa, KBapieBoro cTekiia, MoJIMMepHO CMOJIbl, KpeMHUsI U cardupa. [IpoBeneHa rpenBapu-
TeJIbHAasl TTOATOTOBKA Ia3000pa3HbIX MPOAYKTOB, KOTOpPbIE ObLIM IMOJYYeHbl METOIOM TePMOBAaKyyMHOM
cyomManuu. YCTaHOBJIEHO, YTO MOJIEKYJISIDHOE CTPOCHUE TMOJIydaeMbIX TOHKUX TJIEHOK COOTBETCTBYET
nccienyeMbIM BelliecTBaM. OnpenesieHa TEKCTypa IieHOK. B ocHOBHOI Macce nux MopdhoJIorus onpeness-
eTCsl YaCTUIIaMU, UMEIOIIIMMU CTOJI0YaTyio (hopMy, HEpaBHOBECHYIO OTPAHKY M Pa3BUTYIO TTOBEPXHOCTbD.
H3mepeHus mpoBOAUIN METOAAMU PEHTITeHOBCKOM AU PaKTOMETPUHU, CITIEKTPOCKOTTUU KOMOMHAIIMOHHO-
ro paccesiHusi cBeta, MK -crniekrpockornuu, cnekKTpooTOMETPUM B BUIUMOIA, YIbTpahroJIeTOBOM 1 OJIMXK-
Hell nH(paKpacHOM 00JacTsIX, ONTUYECKON 1 JIEKTPOHHON MUKpockonuu. IIpoBeneHbl UccaenoBaHuUs
TOMOJIOTUY TIOBEPXHOCTU U 3JIEKTPOHHBIX CBOMCTB MOJIyYeHHBIX TEKCTYPHMPOBAHHBIX TIJIEHOK.

KiroueBble ci0Ba: CTpYKTypa MOBEPXHOCTU, TEKCTypa, MUKPOMOPGhOMETPUUECKIE XapaKTEePUCTUKU, Tabu-
TyC, MUKPOJIUCTOPCHUSI, CBEPXUYUCTHIE BellleCTBa, 6eH30TpUdypoKcaH, 1,3,5-TpuaMunHo-2,4,6-TpUHUTPOOEH-
3011, 1,1-nnamMuHO-2,2-IMHUTPOITUIIEH, SITUTAKCHSI, Fa30da3Hoe ocaxkIeHUe, CIIEKTPaIbHbIEe CBOMCTBA.

DOI: 10.31857/51028096023100205, EDN: PWYIGZ

BBEAJEHUWE

DdyHpaMeHTaIbHBIE OCHOBBI ITPOLECCOB KPUCTAII-
JIM3aIlMU BEIIeCTB M3 Tra30Boii passl [1] MMeIOT mpak-
THYECKOE 3HaYeHUE IIPU U3TOTOBJICHUM CBEPXYMCTHIX
MaTepUaioB U Pa3IMYHBIX KaTMOPOBKaX ISt hU3H-
KO-XUMHMYECKUX METONOB aHajlu3a, OTBEYAIOIINX
oInpeleJicHHBIM TpPeOOBaHUSIM, IPEAbSIBISIEMBIM K
reoOMeTPUUYECKUM pa3MepaM, YUCTOTEe U CTPYKTYpE.
B manHOM HampaBiIeHMHM NPOOOITOATOTOBKA B BUIE
TOHKHUX IUICHOK, COIepXKallluX HECKOJIbKO JIECSITKOB
WIN COTEH MOJIEKYJISIDHBIX CJIOEB, aKTyajlbHa IS
U3y4eHUs] CKIOHHOCTM BEIIECTB K 0Opa3oBaHUIO
Pa3JIMYHOTO BUJA TEKCTYPBI: MOJEKYJISIpPHOU W/Wian
KpucTamndeckoif. Kpome Toro, moiaydeHue cBepx-
YHCTBIX BEIIESCTB ITO3BOJISICT BepU(PUIIMPOBAThL (PU-
3UKO-MaTeMaTU4eCKNe MOJENIN, IIOCTPOCHHBIC W3
MePBLIX NPUHIUIIOB 0e3 yueTa mpumeceil U TeKCTy-
PBI, U1 IOHUMAaHUS IIPUPOIBI CTPOSCHUS M B3aIMO-

CBSI3U CTPYKTYpbI cO cBoiictBamu. IIpakTtuyeckoe
MIPUIOXKEHNUE HAHHBIX padOT OOYCJIOBJIEHO HEO00XO-
JIVMMOCTBIO Pa3BUTUSI MHUKPORJIEKTPOHHOII 0a3bl M
MOJIYITPOBOIHMKOBEIX YCTPOMCTB [2], a TakxKe I10-
CTpOEHUSI Mojeieii MHULIMMUPOBAHUS XUMMHYECKUX
MpeBpalleHuni B BelecTBax [3].

B Hacrosiieit pabote nHTEpec, MPOSIBJICHHBINA K
(GOpMUPOBAHUIO MOJIEKYJISIDHBIX KPUCTAJJIOB 3HEP-
TOeMKHUX COeINHEHWI 13 ra30BOM (Pa3bl, 00YCIIOBICH
MpeXae BCero BO3MOXHOCTBIO TOJIyYeHUs] CBEPXUK-
CTBhIX 0Opa310B PAaBHOBECHOI OTpaHKHU, a TAKXKE BbI-
COKOIEe(MEKTHRIX 00pa3loB U KAJTUOPOBOK IJIST pas3-
JIMYHBIX METOAOB aHan3a. QOYeBUIHO, YTO TTapaMeTphl
TEXHOJIOTMYECKUX IIPOLECCOB, B KOTOPHIX ITOIy4alOT
CBEPXYUCTHIC Oe3eeKTHRIC BEIIeCTBA U BRICOKOIE-
¢deKkTHBIE KpUucTainyeckue oopa3oBaHUsI, MOTYT
CYILIECTBEHHO pa3nuyaTtbes. M3BecTHBIE paboOTHI 110
HUCCJIeJOBAHUIO CBOMCTB U MOP(MOJIOTUU IHEPTETU -



4 CTAHKEBUY u np.

YeCKNX BellecTB [4—7], TTOIydeHHBIX METOIOM OCa-
>KIEHUS U3 ra30BOM (ba3kl, yKa3bIBalOT Ha (POPMUPO-
BaHME KPUCTAJNIMYECKUX CTPYKTYp, 0Opa30BaHHBIX
o OOJIbIIIel YaCTW CPOCTKAMM YaCTUII, MMEIOIINX
HEPABHOBECHYIO OTPaHKYy. ABTOPHI [4—6] yKa3sIBaiOT
Ha BO3MOXHOCTh U3MEHEHUSI HEKOTOPBIX DHEPIreTH -
YeCKMX CBOMCTB 3a CYET HAOII0MaeMbIX CTPYKTYPHBIX
n3MeHEeHUI — (popMUpoBaHUS A1e(PEKTOB pa3TUIHOMN
IIPUPOLIEL.

CTOUT OTMETUTHb, YTO B 3HAUYUTEJBHOM CTEIIEHU
OTKJIOHEHUSI KPUCTAJJIMYECKO CTPYKTYpPhI OT paB-
HOBECHOTO COCTOSIHUSI B IIpOLeCCaX KPUCTAIM3a-
LIMM U3 ra3oBoii (a3bl 0OYCIOBIEHBI MHOXECTBOM
TEPMOIMHAMMNYECKUX, MOJIEKYJIIPHO-KMHETUYECKUX
U CTPYKTYPHO-(PU3NYECKUX ITApaMETPOB, CPEAU KO-
TOPBIX HEMAJIOBAXHYIO POJIb MIPAIOT MaTepual U
CTPOEHUE TTONJIOKKM. 3a4acTyi0 MUKPOUCKAXKEHUS
(MUKPOIMCTOPCHUSI) KPUCTAJUIMYECKOI CTPYKTYPHI U
TPaHCISITUOHHONM CUMMETPpUHU (OJIOUHOTO CTPOESHMST)
BelllecTBa (QOPMUPYIOTCS 3a CUET Pa3TUIUs TapaMeT-
pOB 3JIEMEHTApHOM SYEKM MaTepUajioB MOMIOXKU
u cyocrpata. Tem He MeHee TIPSIMOIi y4eT JanbHOmei-
CTBYIOLIUX CUJI 1 00pa30oBaHUE TEKCTYPHI IIPU POCTE
KPUCTAJIJIOB TaK Xe BaXXKHBI, KaK 1 XUMUYECKUIT CO-
cTaB MCXOomHOTO BellecTBa. [ToaTomMy mpu momyde-
HUM BELIECTB 3aJaHHOI CTPYKTYPbl U XMMUYECKOTO
COCTaBa MoJjie aHAJIM3UPYEeMbIX ITApaMETPOB B 3HAYM -
TEJIbHOM CTETIEHU PaCIIUPSICTCS.

OBPA3ILbI U METOJbI USMEPEHHWA

ToHKMeE TIEHKH Pa3IUIHOMN TONIIUHBI U3 OEH30-
tpudypokcana (bT®), 1,3,5-tpuamuno-2,4,6-Tpu-
HutpobeHsona (TATB) u 1,1-muamMmnHoO-2,2-IMHUT-
poatunena (JAJIHD) Obuinm mojrydeHBI METOOOM
KpUCTaJJIM3allud M3 ra3oBoil ha3pl Ha pasIMUHBIX
MOJJIOXKKAX: alOMUHUSI, MEAU, MOJIUITUIIEHTeped-
TajaTta, IoAnepraMeHTa, KBapleBOro cTeKia, MOJIu-
MEPHOM CMOJIbI, KpeMHUS U caridupa.

IpeaBapuTeNbHYIO TIOATOTOBKY Ta3000pa3HbIX
MPOAYKTOB, KOTOpPbIE OBbIJIM TOJYYEeHbl METOAOM
TEpMOBaKyyMHOM cyOiauMalum B ssueiikax Knynce-
Ha, MPOBOIWIM C MWUHUMAJBbHOUN CTEIEeHbIO Tepe-
oxJaxaeHusi. Temneparypy B 30He KpUCTaLIU3allUU
KOHTposrpoBaiau B nuamna3oHe ot 20 go 30°C. CHu-
JKeHMsI BKJaJa Bjard B MpolieCC KpUCTaUIM3aluu
JIOCTUTAIN TIyTeM TIpeABapUTEIbHON TOATOTOBKU
BBICOKOBaKYYMHBIX POCTOBBIX KAMED C IOMOIIbIO OT-
Kura Tipu Temneparypax 1o 150°C u BeLaepXXuBaHUU
B BaKyyMe npu gasienun Huke 1077 ITa.

Buemrnwmii Bum oOpa3loB, MOJYYECHHBIX IIPU KC-
CJIeIOBAaHUSIX TEXHOJOTUM W3TOTOBJICHUST TOHKMX
IUIEHOK MOJIEKYJISIPHBIX KPUCTAJIJIOB YHEProeMKUX
COEMVHEHUI, pa3InJancs II0 LBETYy: 00pa3lbl, CO-
nepxamue BT®, umenu 6enbiit 1 GJeTHO-PO30BBIIA
useT, a TATBb u JAJITHD — oTTeHKU XeaToro.

Crout OTMETUTDL, YTO IMIPU YBCIINYCHUHN TOJIIIHWHDBI
CJIOA B€IIECTBA B ITPOLCCCE HANIBbIJICHWA Ha ITOIJIOXK-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

KY pacTyT MUKPOHAIIPSIKEHUS B 30HE KOHTAKTa MO/ -
JIOXKKH U CJIOSI BEILECTBA I10CJIE U3BJIEYEHUS TUIEHOK,
YTO 4Yepe3 HEeNpOIOJLKUTEIbHOEC BpeMs B ciydyae
duKkcanuy Kpaes IJIEHKM IMPUBOAUT K JOKAIBHOMY
OTCJIAUBAHUIO U MOSIBJIEHUIO XapaKTePHbIX IOJIOC Ha
IMOBEPXHOCTU CJIOsl BellecTBa. Ecim IuieHKa Haxo-
JIUTCSI B CBOOOIHOM COCTOSIHUM, TO OHA CKPYyYMBAa€ET-
cs, U OTCJIaMBaHuMe He IPOUCXoauT. B naHHOM ciydae
oTcjlaBaHWEe He MPUBOAUT K PaCcTPECKMBAHMUIO.
ITomo6Has kapTHa HAOIIOHAETCS IPU JJOKAJIBHOCTHA
aHanu3a Oosiee 3 MM, T.e. METOJaMU CTaTUYECKOM
doToperucTpanuu.

ITonroroBneHHBIE 0Opa3Lbl AMAMETPOM OT 25 00
100 MM TIO3BOJISIFOT BBIIIOJTHATH IIPSIMBIC N3MEPEHUS
2JIEKTPOHHOTO CTPOCHMSI, TEKCTYPBI U 30HHOM CTPYK-
TYpBl BEIIECTB pa3HbIMU MeTomaMu. IlpumeHeHuUe
PasIMYHBIX COYETAHWM METONMK PEHTTEHOBCKOTO
paccessHUS M AU paKkILv, CIIEKTPOCKOIIMY Y MUKPO-
CKOIIMH, JAJI0 BO3MOXHOCTb IMOJIYYUTh JOCTATOYHYIO
nHOOPMAIINIO IS TIPEeIBAPUTEITHLHBIX OIICHOK BIIHSI-
HUSI CTPYKTYPBI Ha CBOMCTBA.

B pabore wusMepeHUsT MOPOBOAWIN MeTOIAMU
peHtreHoBckoil mudpakromerpun (ARL X’TRA,
ThermoFisher), cnekTpockony KOMOMHAIIMOHHOTO
paccesHus ceeta (KPC), moBepXHOCTHOTO KapTUpO-
BaHus u orpaxeHus: (Murerpa-Criekrpa, HT-MT),
NK-dypbe-crneKTpocKomMi B peXXKiMe HapyIIeHHOTO
MoJIHOTO BHYTpeHHero orpaxeHus (Perkin Elmer),
CNeKTpoOTOMETPUU B BUAMMOI, YIbTpahuoIeTO-
BOIi 1 6mkHeit nHppakpacHoit oomactsax (Y®-Bun-
BUK-cnekrpodoromeTpuun) (Perkin Elmer), ontu-
yeckoit (Leica) u pacTpoBoil 3JIEKTPOHHON MUKPO-
ckormmu (POM) (Lyra, Tescan).

PE3VIIBTATHI 1 X OBCYXIEHUWNE

Xumuueckuii cocmas, MONEKYAAPHASL
U Kpucmanau4eckas CmpyKkmypa nieHoK

MccnenpoBaHus XMMHUYECKOIO COCTaBa, MOJEKY-
JISPHOTO CTPOEeHUS U (Pa30BOro aHaJIM3a MPOBOIAWIN
metongamu M K-dypbe-cneKTpoCKOIuM, CHEKTPOCKO-
nrt KPC n peHTreHOBCKOM mndpakToMeTprn. B xome
HCCIEIOBAHUM CYIIECTBEHHBIX OTKJIOHEHUM CIeK-
TpaJbHBIX JAaHHBIX, YKa3bIBAIOIIUX HAa M3MEHEHUE
MOJICKYJISIPHOTO CTPOEHMSI M3TOTOBJICHHBIX 00pa3-
LIOB IJICHOK, TT0 CPaBHEHUIO C UCXOMHBIMU MPOAYK-
TaMu He 3adukcuponBaHo (puc. 1, 2). ITomyyeHHBbIE
NK-dypre-ciekTpsl u ciekTpel KPC mccienyeMbIx
BEIECTB CUJIBHO KOoppeaupyior (95—98%) co crek-
TpaMU M3BECTHBIX YMCTBHIX IIOPOIIKOOOpa3HBIX Be-
miecTB [8—15] B yacTH MOJIOKEHUST OCHOBHBIX TTOJIOC
MOMIOIIEHUSI. DTO CBUAETEILCTBYET O LIEIOCTHOCTH
MOJICKYJISIPHOTO CTPOEHHUSI UCCASAYEMbIX BEIIESCTB B
BUJIE TOHKMX IJICHOK U MACHTUYHOCTU UX XMMUYE-
CKOTO COCTaBa.

CTOUT TaKKe OTMETHUTD, YTO aBTOPHI HE UCKITIOYAIOT
TMIPUCYTCTBUS MPOLYKTOB YACTUYHOTO MOJIEKYJISIPHO-
ro pacriaga B oOpasnax Ipu IPOTEKaHUM IIpoliecca
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Puc. 1. IludpakrorpaMmsbl 1 cTpyKTypbl 06pasiioB BT® (a), JAAHD (B), TATD (n) u criektpbl KPC (mmHa BoiHBI 532 HM)
nopoukos (/) u mieHok (2) BT® (6), o-AAAHD (1), TATB (e). Ha BctaBkax — poTorpacduu moBepxXHOCTHU IJICHOK U YACTHUIL
nopolka B MecTax peructpauuu curdajia KPC, mosydeHHbIe ¢ MTOMOIIBIO ONITUYECKOTO MUKPOCKOTIIA.

KPUCTAJUIM3alM U3 Ta30BOI (ba3bl Ha IIOIJIOXKKE.
BrisgBiaeHHble oTKIOHeHUs1 B OaHHbIX MK-dypbe-
CIIEKTPOCKOITMY MOTYT OBITh IIPUYMHON Pa3InIHbIX
MpPOIIECCOB, B TOM YMCJIE M3MEHECHUS XUMUUIECKOTO

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10

COCTaBa, a TaKXKe TEKCTYPHhl, 00pa30BaBIIIEiiCs B IPO-
Lecce M3roToBjieHUsl 00pa3uoB. JaHHBINA (pakT Tpe-
OyeT JalibHeiIeil mpopaboTKU U 0oJiee IeTaIbHOIO
aHaJM3a CIEKTPaJbHBIX CBOMCTB C IIPUBJICUYCHUEM
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Puc. 2. UK-dypbe-criektpbl IwieHOK (1) BTd (a),
o-JAJHD (6) u TATDB (B) B cpaBHEHNU C TTOPOIIKOOO-
pa3HbIMU BelllecTBaMU (2).

pacYeTHO-TEOPETUYECKUX MOMAEICH, U MOCTAHOBKU
JIPYIUX 3KCIIEPUMEHTOB.

B nanbHeleM miaHupyeTcs IIPOBECTU UCCIEN0-
BaHNE METOHAaMHM BBICOKOA(M(MEKTUBHOMN KMIKOCT-
HOI XxpoMoTOorpaduu 1 Macc-CreKTPOMETPU U, a TAKXKe
TEOPETUUYECKUMH METOAAMU KBAHTOBO-XUMMNYECKO-
ro aHajgu3a IJisl pas3aesIeHUs BIUSIHUS XUMUYECKHUX
IIpUMeECeil U CTPYKTYpPhI Ha CIIEKTpaIbHBIE CBOMCTBA
MJICHOK.

Metogamu KPC u peHTreHoBCcKOU AudpakTo-
METpUU Obljla 3aperucTpupoBaHa KpUCTaLIMYecKast
Tekcrypa (puc. 1B, 1) B oOpa3uax reHok u3 JAIHD,
OMHAaKO OTKJIOHEHUIl B MOJEKYJSIDPHOM CTPOEHUU
BBISIBJICHO He ObU10 (puc. 20). [1pu BRICOKMX TeMIIe-
patypax napoB (6osiee 140°C) nmosBIsSIOTCS pa3any-
HbIe TOJTUMOpP(hHBbIE MOTU(DUKAIIUN.

HaHHble cnekTpocKomnuu (puc. le, 2B) u nudpak-
nuu (puc. 1x) maeHok TATD cymecTBeHHO oTimya-
IOTCS TI0 UHTEHCUBHOCTU OTpakK€HUsl 3JIeKTpOMar-
HUTHOTO U3JYyYEHUS OT YUCTBIX TMMOPOIIKOOOPA3HBIX
BEIIECTB B PEHTTEHOBCKOM, MH(MPaKpacCHOM U BUIU-
MOM J1Mana3oHax, YTo, BEpOSITHO, CBUAETEILCTBYET O

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

MPOSIBICHNY KaK KPUCTAJUIMYECKOM, TaK M MOJIEKY-
JIIPHOI TEKCTyphl. B TeKCTypupOBaHHOIA MO IrpaHU
(002) mienke TATB oTyeT/IMBO MpocMaTpUBaETCs
ruiockoctHas aedopmanus rpynn NH, u nepopma-
1us cBsa3u C—NO,, 0 YeM CBUAETEIBbCTBYET YBEINYE-

HME MaKCMMYyMOB ITOJIOC IoroleHus 697, 780 cm™!,

a Taxoke OoJblIoE paspeleHue nyosera 1270—1240 e
CBs13aHO 3TO, MTO-BUAUMOMY, C TIOCTAHOBKOU 3KCIIE-
pUMEHTAa, HapyIIEHHOIO TOJHOTO BHYTPEHHETO OT-
paXkeHusl U MMOArOTOBKOM 00pa3lioB K UCCIIeIOBAHUIO
B BUJIe TJIEHOK. B pe3ynbTare mpoucxoauiia moBepx-
HOCTHasl, a He OObeMHasl PErucTpalus CIEKTPOB
TOHKUX IUIOCKOMapasuIelbHbIX cioeB TATHB momo6-
HO pEerucTpaluu CreKTpOB Ha MPOCBET, YTO MO3BO-
JIUJIO Pa3pellinTh Psifi MUKOB MOJOC TOIIOMIEHUS U
0oJiee TOYHO ONpeNe/INTh UX TOJIOKEHUE B CpaBHE-
HUU CO CIIEKTpaMu 0ObEMHBIX MTOPOIIKOB (pHUC. 2B).
IIpu BBINOTHEHUU M3MEPEHUIT aBTOpaMM ObLIO OT-
MEYEHO MPOsIBJICHUE KaK MOJIEKYJISIPHO, TaK U KpU-
CTAJLJIMYECKOI TEKCTYPHI.

ITpoBeneHHbIE HccaeqOBaHUS TOHKON KpuUCTall-
JIMYECKOM CTPYKTYphl TIEHOK METOJOM ITOPOIIKO-
BOIi PEHTreHOBCKOW AM(MPaKTOMETPUM TMOKa3aIn
UIEHTUYHOCTh KpUCTaLIOrpauyeckoil CucTtembl
00paslioB, IMOJYYEHHBIX METOAaMU ISIMUTAKCUU, U
nmopoukoB (puc. 1). OngHako ObLJIO YCTAHOBJIEHO, YTO
00pasiibl, MOJYyYeHHbIE METOJIOM TEPMOBAKYYMHOTO
HCIapeHus 1 AecyOiMMaliiy Ha aJIIOMUHUEBYIO IO/~
JIOXKY, CKJIOHHBI K 00pa3oBaHUIO0 KPUCTAITUYECKO
tekctypel (TATB {002}; BT® {040}; o-AAIHD
{101}, {021}), mpuyeM TeKcTypa SIBIASIETCS KOMILIEKC-
HOI BEJIMYMHON (MOXET UMeThb 3HaK “+” u “—”) u
ocTaeTcs B 00pasiiax, MoABEPXKEHHbIX U3METBYEHNTO
B aratoBoii ctynke. TeKcTypa MOXET BJIUSTh HA He-
KOTOpbIE CBOICTBa BellleCTBa, B TOM YHCJE U CHeK-
TpaJIbHBIE.

MeTtonom criektpodoromeTpuu B YD-nuranaszoHe
MOTyYeHBI 3JIEKTPOHHBIE CIIEKTPHI (pHUC. 3) ucciaesy-
€MbIX 00pa3loB U onpee/ieHbl OCHOBHBIE SHEPIeTH -
YyeCKHe YPOBHM KPHUCTAJUIMYECKOIO COCTOSIHUSI Be-
mecTBa. [IpoBommnm aHanm3 agcopOIMM 3JIEKTPO-
MarHMTHOTO U3JTydeHUs 110 pe3yjbTaTaM U3MepeHUsl
MPOITYyCKAHUSI 1 MHOTOKPATHOTO IIOJIHOIO BHYTPEH-
HETro OTpakeHMs OT TOHKMX IUVIEHOK BEIleCTBa 1 MO/ -
JIoXKU. CTOUT OTMETUTb, YTO 30HHASI CTPYKTypa
KPUCTAJUIOB HEKOTOPHIX BEILIECTB, ITOJIYYCHHEIX B BU-
Jie TIJIEHOK Ha IOBEPXHOCTHU ITOAI0XKKM, MMEET HEO/ -
HOpOmHy1o KoHburypauuio. Hampumep, KpucTtasiibl
TATDB B cBoeit ocHOBE MOXHO OTHECTU K HOJIYIIPO-
BOIHUKAM, OTHAKO 3allpellieHHasi 30Ha MOXKET ObITh
pa3duTa Ha y4acTKM C Pa3IUYHON KMHETUKOI IBU-
KEHUS BJIEKTPOHOB (puc. 3).

B wmenom mo pesyabTaraM HMCCIETOBAaHUST 2JIEK-
TPOHHBIX CITEKTPOB MOXKHO CIIeJIaTh BBIBOM, YTO BTdD
ABIISIETC IUAJIeKTpuKoM. OnHako o-JAIHD u
TATDB MoryT mposiBIsSITh CBOWCTBa MOJTYNMPOBOIHU-
KOB, MO-BUAMMOMY, U3-3a HAJIWUYMS TMJIOTHBIX CETOK
BOJIOPOJIHBIX CBs3€il, oOecreunBalonInuX TPaHCIIOPT
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SJIEKTPOHOB U CHUKEHUE dHEPreTMYECKOro Gapbepa
B 3alpelieHHoi 30He (E,). B tabi. 1 mpuBeneHs pe-
3yJIbTAThl CTPYKTYPHOTO aHAaJIM3a UCCIeIyeMbIX 00-
pa3loB.

Ha HavanbHOM 3Tame oOpaboTKa KapTUHBI IU-
¢dpakumMy peHTTeHOBCKUX Jydeit Ha TOHKMX TIeHKaX
TATB, BT® u JAJHD BeimonHeHa MeTomoMm Jle
bens [23] u [Maynu [24] 6e3 yueTa MOJEKYJISIPHOTO U
aTOMHOTO CTpOeHMsI BelllecTBa. [lajnee cTpyKTypa Obl-
Jla yTouHeHa MeTonoM PurtBenbaa [25], 3ateM ¢ mo-
Moibio npouenypbel Whole Powder Pattern Model-
ling (WPPM) [26]. Ilocie BBISIBIEHUSI TIEPBUYHBIX
MPU3HAKOB WM3MEHEHUSI MOJIEKYJISIPHOTO CTPOECHUS
MPOMU3BEIEH KBAHTOBO-XUMUYECKUI aHAIN3 Ha TIpe-
MET ONTUMU3ALMU FeOMEeTPUU MOJIEKYJI MPU KOH-
KPETHBIX TeMIleparypax. /lajee B aJiropuT™M MeToaa
PutBenbna u WPPM BHenpeH LMK KBAaHTOBOI 00-
paboTku u co3gaH ckpunt B nporpamme GNU Oc-
tave [27], IpoBencH IOJHBIN aHaIU3 BCeX AU(PPaKTO-
rpaMM COIPsKEHHBIM MeTonoM [28, 29]. Bkiag Tek-
CTYpPbl YYUTBHIBAJIMU TIPU PaA3I0KEHUU CTPYKTYPHOTO
dakTopa paccessHUs Ha chepudecKre TapMOHUKU U
METOIOM ITOCTPOECHUS CBEPXbSIUECUKU.

[IpuHATHIE HavadbHBIE YCIOBMSA IJII pacuera
IrdpakTorpaMM PeHTIeHOBCKUX JIy4deii: KpUCTAIO-
rpaduyeckast MoeIb — Pe3yIbTaT MePBUYHOIO PEHT-
FeHOCTPYKTYpHOTO aHainu3a [16—22], MCTOYHUK
WU3JIyYeHUST — PEHTTeHOBCKas TpyOKa ¢ MEIHBIM
aHonom (CukK,;, A = 1.5406 A), JIETEKTOP MOIYIIPO-
BOITHUKOBEBIN, npodmibHas dyHknus IlceBno-Boii-
ta u [Mupcon-VII, Moneapyembrit nuamnason 26 5°—
60°, HaYaTBHBINM TTapaMeTp TOJYIIMPUHEI Ha TIOJY-
Beicote 0.01.

IMomydeHHBIE 00pa3bl UMEIOT Pa3INYHBIC TOJ-
IMUHY W aare3uio K momioxke. KpoMme Toro, ruieHKn
WMEIOT MHOTOOCHYIO KPHCTAJUIMIECKYIO TEKCTYpY.
HeTanbHBII aHAIW3 BIUSHUS TEKCTYPHl W TIOJH-
MOpGHBIX MOTUGUKAIINI Ha CHEKTPaIbHbIE U IPY-
TMe CBOMCTBA 00pa3IoB SIBJISICTCS IIENIbIO MaTbHEM-
WX UCCIICTOBAHMIA.

CrouT Takke OTMETUTb, YTO KpUCTaJIMdecKas
TEKCTypa MPOSIBIISIETCS Y BceX 00pas3IoB, a MOJIEKY-
JIIpHas1 XxapakTepHa ToybKo 111 TATB. ABTOpPEI CBsI-
3bIBAIOT TAHHBIN (PAKT C YTAaKOBKOU U OpUEHTalIUEH
MOJIEKYJT BHYTpU KpUCTa/uindeckoii peuietku: B TATB
OHa IuIoCcKomapasieibHast, B BT® — TtopcrnoHHOE
LIECHTPOCUMMETpUYHOEe cmelleHue, a B JAJIHD —
CTyIeH4YaTo-MapauiejibHast. DKCIepMMeHTaIbHasT pe-
TUCTpaIrsT MOJIEKYJISIPHOI TEKCTYpbl BO3MOXHA TOJb-
KO TPU CTPOTOM YKJIalKe MOJIEKYJSIPHBIX CJIOEB,
COCTOSIIIMX MPEUMYIIECTBEHHO M3 CUMMETPUYHBIX
TJTOCKMX MOJIEKYJT, ITPY TETUIOBOM KOJI€0aHNUM KOTOPBIX
OTCYTCTBYET WJIW MHUHUMAJICH aIIWUTUBHBINA BKJIaM
CMEXHBIX M DHEPTETUYECKU TTOAOOHBIX (DparMeHTOB
MOJIEKYII.

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10
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Puc. 3. DnexrpoHHble crnekTpbl o6pas3uoB BT® (J),
OAOHD (2), TATB (3) u Si (4) (17151 KaTMOPOBKH).

Mukpomopghonoeus noryueHHbIX MOHKUX NAEHOK

Mopdosoruio TOHKUX IMJIEHOK M YaCTULL TIOPOIII-
KOB, M3TOTOBJICHHBIX METOJOM KPUCTAIIU3ALIUU U3
ra3zoBoii ¢pa3bl, UCCIEOOBAJIN, ITOCIEA0BATEILHO aHA-
JIU3UPYs JaHHbIE U3MEPEHUI C pa3IMYHON JIOKaJIb-
HOCTBIO METOJaMU CTaTUUYeCKOi (poToperucrpaiuu
(G > 500 MKM), onrTYeCcKOM MUKpocKormuu (G = 20—
500 Mxm) (puc. 4) U 3JIEKTPOHHOKM MUKPOCKOITUU
(G =0.5—200 MmxM) (puc. 5, 6). G — TOKaJIbHAsI TOMO-
TeHHOCTb aHAJIN3a, TOKa3bIBAIOIIAast MUHUMAJIBHO BO3-
MOXHOE€ OIpeNe/ieHe HEOTHOPOTHOCTEM TIPSIMO TIPO-
MOPLIMOHATILHO pa3peliarolieii CmocoOHOCTH MeToa.

AHanu3 MopdOJI0TuKu TOHKUX TIJIEHOK HCCleaye-
MbIX BELIECTB MOKa3all, YTO OHU MPEACTaBISIOT CO-
0011 TOHKME CIUIOIIHBIE MAaCcChl, 0Opa30BaHHbBIE CPOC-
IIMMUCST KpUcTajulaMu pa3inyHoii opmbl. Bo Beex
HUCCIeOBAaHHBIX 00pa3liax TOHKUX TJIEHOK, BbIpa-
IIEHHBIX HA ATIOMUHUEBBIX TTOIJTOKKAX, Y TTOBEPXHO-
CTM pazjiesia BellecTB HabItogaeTcsl crojouarast 30-
Ha, cocTodllas U3 Y3KHUX KPUCTAIJIOB, BBITSIHYTBIX
MPEUMYIIIECTBEHHO BJIOJb HOPMaJU K MTOBEPXHOCTHU.
TakuM o0Opa3oM, MOJyYEHHbIE TUIEHKU TOJUKPHU-
crainyeckue. Kpome toro, Mopdosorus moBepx-
HOCTU TUJIEHOK OIIpeAessieTCsl TUIIOM U CTPOE€HUEM
MOMJIOXKHU, a TAKXKE TEXHOJOTMYECKUMU TTapaMeTpa-
MU, MEXaHU3MOM U CTaiueil pocTa MjieHKU (06pa3o-
BaHUE 3apOAbIIIEH—pPOCT 3apoablliei—o0pa3oBaHUe
M pocCT aryioMeparoB). B paboTe Takke (pukcupoBaiu
mpoliecc 3apobiieodpa3oBaHus, (HOPMUPOBAHUS
CPOCTKOB U 00pa3oBaHUsI TOHKUX IUJICHOK, HaIlpu-
mep, BT® (puc. 6).

BHemHssg moBepxHoOcTh IUieHKA TATD cuibHO
pa3BUTa U NPEACTABISIET COOOM CPOCTKMU YIJIMHEH-
HBIX, CTOJI0YATHIX KPUCTAIOB, IPUHUMAIOIINX TEK-
caroHajJbHYI0O (OpMYy Yy IIOBepXHOCTU (pHuC. 5B),
B oObeMe TUJIEHKU MPUCYTCTBYIOT KaK KpPUCTAJLIbI,
WMEIOIINE HEKOTOPYIO CJIOUCTOCTh, TAK U KPUCTAJIITBI
C IJIAAKOM IMOBEPXHOCTBIO T'PAaHEW M PAaBHOBECHOM
OTPaHKOIA.
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Puc. 4. ®otorpadun, caeaaHHbIE C IOMOIIBIO ONTHYE-
CKOr0 MMKPOCKOITa, ITOBEPXHOCTH OOpa3lioB IJICHOK
TATB (a), JAAHD (6) u BT® (B, ), U3roTOBJIEHHBIX Ha
AIIOMMHUEBOI U MEIHOM NoaI0XKax. dOTO Moy4eHbI B
pexxumax oTpaxeHus (a—B) U Ha MPOCBeT (T).

Ha noBepxxoctn mienok JAIHD (puc. 56, 51)
HaOJIIOAIOTCS KOHYCHBIE W MUpaMUIaibHble o0pa-
30BaHUsl, peaCcTaBisIone codboit NEHAPUTHI U Ipy-
3bl KPUCTAJJIOB TAaOJMTYATOM M CTOJIOUATOM (hopM,
HE UMEIOIIMX PAaBHOBECHOI OrpaHKM W raduryca.
TToBepxHOCTb BBICOKOMIOPHUCTAs U IIepoxXoBaTas.

Buemnsst noBepxHocTh mieHKu BT® (puc. 5a)
CWIBHO pa3BUTAa U MPEACTABISET COOOM Npy3y Y-
HEHHBIX TUTACTUHYATHIX ¥ UTOJBYATHIX KPUCTAJIIIOB C
HepaBHOBecHOi#1 orpaHkoii. ITnenku n3 BT® pas-
JIMYHOM TOJIIUHBI Ha Pa3HbIX MOMJIOXKaX U3 aTIOMU-
HUs, (Toporutacta W TodIiepraMenTa (puc. 6, 7,
Taba. 2) OMPEaCcTaBISIOT COOOM TOHKHE CILIOIIHBIE
Macchl, 00pa30BaHHBIE CPOCHIUMUCS KpUCTaJIaMU
BT®. 3apoasIm KpUcTauIoB Ha MOIIOXKKE OpUECH-
TUPOBAHBI XaOTUIHO, OTHAKO B IIPOIIECCe POCTA “BbI-
JKMBAIOT” T€ U3 HUX, Y KOTOPBIX HAIIpaBJIeHUE MaKCU-
MaJIbHOM CKOPOCTH POCTa MEPNEeHINKYISIPHO ITOI-
JIoXKe. B pesymbprate y ImMoBepXHOCTH HaOII0OHACTCS
crosibuarasi 30Ha, COCTOSIIIAsI U3 Y3KUX KPUCTAJLIOB,

Ta6mmma 2. M3MepeHHBIe TOMIIUHBI TUIEHOK

(@ ©)

Puc. 5. POM-uzobpakeHusT TOBEPXHOCTU OOPa3IOB
mieHok BT® (a), JAAHD (6, r) u TATDB (B) ipu yBeau-
yeHuu: a, 6 — xX2500; B, r — X 5000.

BBITAHYTBIX NPEUMYLICCTBEHHO BIOJIb HOPpMaJIM K
ITOBEPXHOCTH.

BHemHssS TOBepXHOCTD TIeHOK 13 BT®, BBIpa-
IIEHHBIX Ha TOIOXKKaX U3 Toporuiacta, nojJuMep-
HOW CMOJIbl, aJTIOMUHUS U MEIU, UMEET 3€PHUCTYIO
CTPYKTYPY U CXOXYIO MOP(OJOTUIO: KPUCTAJJIbI
BHEIIHEN MOBEPXHOCTU IIAIKWE, UMEIOT PA3IMYHYIO
¢opmy u pasmep (ot 1 10 10 MKM), orpaHka IjIoxo
BbIpakeHa, NMPUCYTCTBYIOT Ae(EKTHI B BUIIE YTIy0-
JIEHUM.

BHelHgag noBepXHOCTh IieHKU U3 BT® Ha noxn-
IepramMeHTe mo cpaBHeHUIO ¢ IuieHKamMu BTd Ha
aJlloMUHUU U PTOoporuiacTe 6osiee pa3BuTa (HaOIIO-
JIaeTCsl XaOTUUHBI POCT KPUCTAILJIOB): KPYITHbIE, XO-
pol11o od6pa3zoBaHHbIE KPUCTAJIJIBI UMEIOT YITMHEH-
HYIO TUIaCTUHYATYI0 (hOpMy, XapaKTepHYIO JJIs1 POM-
6uueckoii cucteMbl BT®D, pasmepoM ot 10 1o 30 MKM,
MOBEPXHOCTb KPUCTAJIJIOB LlIepOXOBaTasl.

TommuHa NJIeHOK, MKM
N3mepeHust
Al TO Al T
POMI1 6.957 8.050 24.051 28.306
POM2 6.559 9.037 23.700 26.108
MuxporpaBUMETPHST 6.32 10.08 24.73 30.15

TMpumeuanue. T — nmomnoxka u3 ToHKOrO ciost proporacta (10—20 Mxm); TTT — momuIOKKa U3 TOHKOTO CJIOS MofiniepraMenTa (15—
30 MkM); Al — momIoXXKa U3 TOHKOTO ci10sT amtoMuHus (10—15 Mxm).
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CTAHKEBWY u np.

Puc. 6. POM-1300pakeHust TOBepXHOCTH TUIeHOK BTM Ha nomioxkKax: a — aioMUHMs; 6 — (proporuiacta; B — Meu; T — MOAriepraMeHTa.

(a) (6?

D1 = 6.957 Mmkm

D2 =9.037 Mxkm

D1 =24.051 Mmxm D2 = 23.700 MKM

D1 = 28.306 Mmkm D2 = 26.108 MKM

Puc. 7. OueHka TonmumHbl D TOHKUX IIeHOK 13 BT® Ha nomwioxkax: a — almoMuHusT; 6 — hToporuiacta; B — MeIn; T — MOANEpPraMeHTa.
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TOHKAA KPUCTAJNIMYECKAA CTPYKTYPA 11

TonmuHy MIEHOK OLEHUBAJIUM METOJOM MUKPO-
B3BEILIMBAHUS U OMNPENEsIU MyTeEM aHaIU3a U300-
paXeHUii, MoJIydeHHBIX ¢ moMolbio POM (puc. 7).
Pe3ynbTaTel M3MEpPEHUIT TOJIIWHBI TJIEHOK TIPE-
ctaBjieHbl B Tabyu. 2. HeomHOpOOHOCTH IIJIEHOK II0
TOJIIIIUHE OT LIEHTpa K mnepudeprun He MpeBbIlIana
7%. CTOUT OTMETUTD, YTO MO MEPe YBEIIMICHMST TOJI-
IIMHBI TVIEHOK YaCTUIIbI BEllIECTBA MPUOOPETAIOT Xa-
paKTepHbIii TAOUTYC M OrpaHKy, YTO YKa3bIBaeT Ha
COOTBETCTBUE MMHHMYMa B3HEPruM KPUCTALJIOB B
mTyOOKOM BakyyMme U Mpu aTMochepHOM JaBIeHUM.

3AKIIIOYEHHME

DusnKo-XUMUIeCKIe MCCIeI0BAHUS TOHKHX TLTe-
HOK W3 CBEPXUMCTBIX SHEPreTUUYECKUX MaTepUaioB
MO3BOJISTIOT TOJyYaTh HOBbIE JaHHBIE O Pa3TUIHOM
COCTOSIHUM M CBOMCTBAX BEIIECTB, B TOM YUCJIE U3Y-
YyaTh DJIEKTPOHHOE CTPOEHUE U HAIMYUE B MaTtepua-
JIaX 30H MPOBOIMMOCTHU, OOYCIIOBJIEHHbBIX TEKCTYPOI
U CyNepIIo3Uulineit 3JIeKTPOHHbBIX cocTostHUA. [Tomy-
YeHHbIE B paboTe pe3ysibTaTbl MOTYT HAWTH MTpUMEHe-
HUE TIpU KaTuOpOBKax B CIIEKTPaIbHBIX U IU(paK-
IIMOHHBIX METOJaX U3MEpPEHUsI, Pa3BUTUU Mojelieit
GUBMKM MONEKYJISIPHBIX KPUCTAIOB U TPOLIECCOB
KpUCTAJUIA3alI1 BEIIeCTB Ha TMTOBEPXHOCTHU pa3iny-
HBIX MaTepUajoB.

YcTaHOBIEHO, YTO MOJIEKYISIPHOE CTPOEHUE T10-
JIydaeMbIX TOHKUX IUICHOK COOTBETCTBYET MCCJIE-
IyeMbIM BellecTBaM. Hanmnuue KpucTaLIM4ecKou
TEKCTYphl B poMOuyeckoM BT® u MOHOKJIMHHOM
o-JAIHD He rapaHTUpYET TMOSIBJIEHUE MOJIEKYJISIP-
HOM TEKCTYpPHI M3-3a OTCYTCTBUS TIOCKONAPaJLIeIb-
HOM YyKJIaAKM MOJIEKYJT B OObeMe BJIeMEHTapHOI
sueiiku. IlnockomapasuienbHas yKjaaaka MOJEKYJ
TATB mno3Boamna IIPOBECTH SKCIEPUMEHTAIbHOE
HCCIeOBaHME BIUSIHUST MOJIEKYJISIPHON TEKCTYpPhI
Ha CHeKTpajibHble CBOICTBA IieHOK. Mopdonorus
IMOBEPXHOCTHU ITOJIyYEHHBIX IJICHOK Ha pPaHHMX CTa-
IUSIX pOCTa MpeAcTaBlIieHa MOJUKpUCTaIJaMU He-
PaBHOBECHOI OrpaHKM, Ha 0oJiee MO3AHUX CTadUsIX
MOSIBIISIIOTCSL XapaKTePHBIM rabMTyC ¥ orpaHKa, CTOJIO-
yaThle KPUCTAJUIbI 00pa3yloT APY3bl M KOHIJIOMEpa-
Thl. B 0ocCHOBHOI Macce MopdoJiorust mjieHoK olpe-
JIeJISIETCS YaCTULIAMU, UMEIOIIMU CTOI04YaTyI0 (hopMy,
HEepaBHOBECHYIO OTPAaHKY M Pa3BUTYIO IIOBEPXHOCTb.
ITo mepe pocTa KpucTaajaoB pas3iMyMMa OrpaHKa,
Onu3kast K paBHOBecHOU. Hanbosnee paBHOBECHBIE
KPUCTAJUIBI OBLIN IMOIYYEHbI HA TOBEPXHOCTU aMOpdh-
HBIX cyOCTpaToB U3 cTeKia 1 cardupa. Kpome Toro,
MPOBEIECHBI UCCIIEAOBAHUS TOTIOJOTUU TTOBEPXHOCTHU
M DJIEKTPOHHBIX CBOMCTB TEKCTYPUPOBAHHBIX ILJIC-
HoK. IIpenmonoxurensHo, JAIHD, xak u TATD,
MOXET MPOSIBJIATh IMOJYIIPOBOIHUKOBBIE CBOMCTBA,
a BT® saBasieTcst AU3IEKTPUKOM.

KOH(l)J'[I(lKT HHTEpPECOB: aBTOPLI 3asdBJIAIOT, YTO Y
HHNX HET KOH(])J'[I/IKTa MHTCPECOB.
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ooiiko b.I" MonenbHO-yCUJIEHHBIN aHanu3 audpak-
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HoM Buze // Marep. Becepocc. Hayd. KOH®. ¢ Mexay-
Hap. yyactueMm “II Baitkanbckuii marepuaaoBemye-
ckuii popym”. Ynau-Yua, 29 utons—35 uronsa 2015 r.
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Fine Crystal Structure, Spectral Properties and Surface Micromorphology
of 1,3,5-Triamino-2,4,6-trinitrobenzene, 1,1-Diamino-2,2-dinitroethylene,
and Benzotrifuroxane Films Obtained by Crystallization from a Gas Phase

A. V. Stankevich! *, A. V. Sobolevskaya!, A. N. Gretsova!, M. S. Streltsova!, O. A. Frolova!

'Russian Federal Nuclear Center — Zababakhin All-Russia Scientific Research Institute of Technical Physics,
Snezhinsk, 456770 Russia

*e-mail: A.V.Stankevich@vniitf-ru

We studied the structure of thin films of various thicknesses made of benzotrifuroxan, triaminotrinitroben-
zene, diaminodinitroethylene, obtained by crystallization from the gas phase on various substrates: polyeth-
ylene terephthalate, parchment, aluminum, quartz glass, polymer resin, silicon and sapphire. Preliminary
preparation of gaseous products, which were obtained by the method of thermal vacuum sublimation, was
carried out. It has been established that the molecular structure of the obtained thin films corresponds to the
studied substances. The texture of the films has been determined. In the bulk, their morphology is determined
by particles having a columnar shape, nonequilibrium faceting, and a developed surface. The measurements
were carried out by X-ray powder diffraction, Raman spectroscopy, IR spectroscopy, spectrophotometry in
the visible, ultraviolet, and near infrared regions, optical and electron microscopy. The surface topology and
electronic properties of the obtained textured films were studied.

Keywords: surface structure, texture, micromorphometric characteristics, habit, microdistortion, ultrapure
substances, benzotrifuroxan, triaminotrinitrobenzene, diaminodinitroethylene, epitaxy, gas-phase deposi-

tion, spectral properties.
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B HacTos111€€ BpeMsi MTHTEHCMBHO OCBAaMBAETCS TepareplueBblil IMana3oH 4acTOT, HAaXOASIIMICS Ha TPaHU-
116 MUKPOBOJIHOBOTO U ONITUYECKOTo Nruana3oHoB. OMHUM U3 IIIMPOKO MCHOIb3YEMbIX MAaTEPHUAJIOB B Tepa-
repreBoil ONTUKE SIBJISIETCS aHTUMOHUI UHAMs (InSb), ubs M1a3MeHHas YacToTa M, 3aBUCKUT OT CTENEHU
JISTUPOBaHUsI, TEMIIEPaTyphbl Y OCBEIIEHHOCTU MOoBepXHOCTU. OOCyKnaeTcsi BO3MOXHOCTb reHepalu Ha
noBepxHocTU oOpasia InSb moBepXHOCTHBIX IIA3MOH-TOJISIPUTOHOB — PAa3HOBUIHOCTH IMTOBEPXHOCTHBIX
3JIEKTPOMArHUTHBIX BOJIH — METOAOM HapyIIEHHOTO MojiHoro BHelrHero otpaxeHus (HITBO) (cxema OtT0).
Ipu oMo opManm3aMa MaTpull paccessHUsI YCTAHOBJIEHBI YCIOBUSI HauOosblei 3¢h¢heKTuBHOCTH
BO30YKIEHUSI TOBEPXHOCTHBIX TJIa3MOH-TIOJIIPUTOHOB. B cilyyae mpruMeHeHus ISl 3TOro TeparepleBoro
UBJTyYEHUSI C YACTOTON (O HEMHOTO MEHBbIIIE M, IIMHA PACTIPOCTPAHEHUSI TAKUX TIA3MOH-TIOJISIPUTOHOB U
mTyOMHA MIPOHUKHOBEHMSI UX TOJISI B OKPYXKAIOIIYIO cpeay (BO31yX) CpaBHUMBI C IJIMHOM BOJIHBI U3JIyde-
HUs. BO3MOXHO TOCTUXXEHME TOBEPXHOCTHOTO MJIa3MOHHOTO PE30HAHCa B BUIE PE3KOTO YMEHBIIICHUS MH-
TEHCUBHOCTU OTPaxkeHHOTro oT ocHoBaHUs npu3Mbl HITBO MOHOXpOMaTUYECKOTO U3Ty4eHUsI IPU U3Me-
HEHUMU yrjia NafeHUus U BEJIMUYMHbBI BO3AYIIIHOTO 3a30pa. BbUIM BBHITIOJIHEHBI TECTOBbIE SKCIIEPUMEHTHI T10
HaOII0AEHMIO TMTOBEPXHOCTHOIO MJIa3MOHHOI'O pe30oHaHca Ha miacTuHe InSb ¢ Mcrnoabp3oBaHMeM MPU3MBI
13 BEICOKOOMHOI'O KDEMHUS M1 MOHOXpOMaTHYecKoro usinydenus (A = 141 mxm) HoBocubupckoro nasepa
Ha cBOOOAHBIX 3JIeKTpoHax. MccnenoBaHa 3aBUCMMOCTb PE30HAHCHOTO MTPOBajia OT BEJIMYMHBI BO3YIIIHO-
ro 3a30pa, OTIEJISIIONIEro TIPU3MY OT TTOBEPXHOCTU 00pasliia, M YCTAHOBJIEHO €ro ONTUMaJIbHOE (B CIy4yae
pe30HaHca) 3HaYeHue 111 TOJyTTPOBOIHUKOB C IJIa3MEHHOM 4YacTOTO! B TeparepleBoOM JAuana3oHe.

KioueBble cioBa: TEPArepueBOC N3JTYUCHUE, TIOBEPXHOCTHBIC IIJITA3MOH-TIOJIAPUTOHBI, aHTUMOHW I UHAWA,
ITIOBECPXHOCTHBIC SJICKTPOMAarHMTHLIC BOJIHEI, HOBCpXHOCTHbeI TJIAa3MOHHBII PE30HAHC, METOI HAPYLICH-
HOTIO ITOJTHOTO BHEITHETO OTPpAakK€HUA, J1a3€p Ha CBOOOIHBIX QJICKTPOHaXx.

DOI: 10.31857/S1028096023100072, EDN: OMSWFG

BBEAJEHUWE

SIBIeHnEe TMOBEPXHOCTHOIO IUIA3MOHHOIO Pe30-
HaHca (I1I1P) mo3BossieT KOHILIEHTPHUPOBATh SHEPIUIO
3JIEKTPOMArHUTHOTO IMOJIsI Ha CyOBOJIHOBBIX PacCTO-
saHKUSIX (0 <€ A) BOJM3U MPOBOMSILENA MOBEPXHOCTH,
YTO CYIIIECTBEHHO MOBHIIAaeT 3¢(h(heKTUBHOCTh B3aU-
MOJCMCTBHUSI CBETA C BEIISCTBOM. DTOT 3(PGeKT Jie-
KUT B OCHOBE TUIa3MOHUKM — ITePCIEKTUBHOM 001a-
CTH UCCJIEAOBAaHWI, HAIIPaBJICHHOU Ha MUHUATIOPU -
3allMl0 ONTMYECKUX YCTPOICTB [Jisl yIpaBleHUS,
reHepallii M peTrUuCTpalluy CBeTa Ha MaciuTadax
MEHbIIIe, YeM IJIMHA BOJHBI CBeTa. MeTOoIbI I1a3Mo-

13

HUKU KpaitHe 3((EKTUBHBI TSI CO3MaHMSI BHICOKO-
YyBCTBUTEBHBIX CEHCOPOB [ 1, 2] MUHUATIOPHBIX Ja-
3€PHbBIX UICTOUHUKOB [3], BLICOKOCKOPOCTHBIX MOJIY-
JIITOPOB cBeTa [4] mas TmoydeHnust n300paskeH1it co
cBepxpaspelneHueM [5]. [T1azMoHMKa 3apeKOMEeH10-
BaJia ce0sl B TaKUX MIPUKJIAAHBIX 00IaCTIX, KaK TeJle-
KOMMYHHKALU [6] 1 MeauIIMHA, BKIIIOYasi, HAIIPU-
Mep, 3aJ1a4u OOHapy>KeHUsI BUPYCOB [7], MaTOreHOB B
MMUINEBBIX IIPOAYKTax [8], onpenencHUsI KOHLIEHTpa-
Y TTOKO36I [9]. OmHaKo MoJaBIISTIoONIas 9acTh MC-
cJIeIOBaHUil IO TIa3MOHMKE OTHOCHUTCSI K OITUYE-
CKOMY OuaIia3oHy, TaK KaK TpaaulMOHHEIC IIIa3-
MOHHBIE MaTepuajbl (OJaropomHbIE METaJUIbl) HeE
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IMO3BOJISTIOT BO30YXIaTh MOBEPXHOCTHBIE IIJIA3MOHBI
C MaJIoi [UIMHOM pacipOCTPAaHEHUS, BBUIY TOTO UTO
MX TUIa3MEHHAasl 4aCTOTa IMPUHAIJICKUT KOPOTKOBOJI-
HOBO o0j1acTu criekTpa. [lepeHoc (3KcTparosims)
METOJIOB MJIa3MOHUKU Ha Tepareplenbiii (T11r) nua-
IMa30H MOXET ITOBBICUTH Ka4eCTBO Pe3yIbTaTOB, KO-
TOpBIe paHee OBIMM MoJiydeHbl B TII-gmama3one ¢
IMOMOIIbIO METOIOB PeMPICKTOMETPUM: B YACTHOCTH,
BO3MOXHOCTh MACHTU(PUKALIMU CJIOKHBIX OMOMOJIe-
Kyn [10], MemIUIIMHCKNX NpUMEHEHU IJIsT OOHapy-
KeHUs pakoBBIX KiaeToK [11]. OpHOIT 13 BO3ZMOXHO-
CTEl JJIs1 3TOTO SIBJISICTCSI MCIIOJIb30BaHUE B KAYECTBE
TeparepieBOro IIa3MOHHOIO MaTepuraa y3Kollele-
BBIX ITTOJIYIIPOBOAHUKOB [12], ma3MeHHas1 4yacToTa
KOTOpbIX JiexXuT B TIu-ob6nactu crnekrpa. OouH 13
HamnOoJIee IMePCHEeKTUBHBIX OJIYIIPOBOIHUKOB — aH-
tumonua uHaus (InSb) [13]. Kpome Toro, Bo3mMoxK-
HOCTb JIETUPOBAHUS MIOIYIIPOBOIHUKOB IIPUMECIMU
JTIaeT BO3MOXKXHOCTD YIPABJISITh ONTUYECKUM OTKIIM-
KOM ITIOBEPXHOCTU U ONTUMU3UPOBATH MJIa3MOHHBIC
ceHcopkl [ 14, 15] ¢ ncnonab3oBaHUEM TETEPOCTPYKTYP.

MOJEJINMPOBAHMUE
IITIP na anmumonude unous

Asnenue IITP cocTouT B BO30YKIEHUU MOBEPX-
HOCTHOI 3JIEKTPOMAarHUTHOM BOJHBLI Ha TpaHUIIEC
pasaena MpoBOASIIMI MaTepual—u3oasaTop. Hampsi-
XKEHHOCTb 3JEKTPUUYECKOro IIOJISI ITOBEPXHOCTHOM
3JIEKTPOMArHUTHOU BOJHBI SKCMOHEHIIUAJIbHO BO3-
pacTtaert IIpu IpuOIMKeHNU K HAIIPaBJISIONISH BOJIHY
MOBEPXHOCTU. DTO CBOMCTBO II03BOJISIET TOOUTHCS
BBICOKOIT wyBcTBUTeNbHOCTH [IIIP K m3MeHeHMSIM
ONTHUYECKUX CBOICTB KaK MOBEPXHOCTU, TaK U €€ I10-
KpbITUii. JIsT KaXkKAoro IMpoOBOISIIETro MaTepurana cy-
IIECTBYeT COOCTBEHHAsI pe30HaHCHAs 4acToTa, BhIIIIE
KOTOPOI pe30HAaHC He HAOJII0OaeTCsl, M IIPU KOTOPOM
OH Haubosiee cuibHbIM. OHa 3aBUCUT OT TUIa3MEH-
HOI YacTOThI (0, Marepuaia. B Buanmom nuanasoHe
IUIa3MOHHBIMY MaTepraJlaMy SIBJISTIOTCS METaJUIbl.
Opnako B TTir-muana3oHe MOBEPXHOCTHEIE 3JIEKTPO-
MarHuWTHBIE BOJHBI HA MeTajllaxX cJiabo JIOKaJn30-
BaHHI [16], Mo3TOMY GOJiee TTepCHeKTUBHBIMU IJIsI
paomoneans IIIIP gBiasiorcs TOIYIIPOBOIHUKU.
B yacTHOCTH, pe30HAHCHBIE YaCTOThI Y3KOIIEJIEBBIX

MOJIYIPOBOJHUKOBBIX COECIMHEHUN A"MBY nexar B

TIu-mnanazone [17]. HambGonee mepcCrneKTUBHBIM
MaTepuasioM st TIu-minasmoHuku siisietrcsa InSb
Onaromapsi HaMMeHbllleid cpeau MOJYNPOBOIHUKOB
[I-V rpynn sddexktuBHOil Macce m* = 0.014m,.
ITosTomy InSb o61agaeT oueHb BHICOKOM MOABUKHO-
CTBIO DJIEKTPOHOB. AHTUMOHUJ WHAUS — XOPOIIO
M3yYCeHHBIN TTOJYNPOBOAHUK, OeCpUMECHBIE KpU-
CTaJLIbl KOTOPOT'O MOXHO BbIPACTUTh C IOCTaTOUYHO BbI-
COKOI1 cTeneHbIo yucToThl [ 18], BIutoTs 10 99.9999%.
B JsiermpoBaHHBIX MOJYNMPOBOAHUKAX (MMEIOIINUX
pa3INYHYyI0 KOHIIEHTPAIIUI0 HOCUTENEH 3apsiaa p- U
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n-THUIIA) CBOM BKJIAI B BOJIHY 3apsiA0OB Ha TTOBEPXHO-
cTU 00pasiia, COMPSKEHHYIO C TOBEPXHOCTHOM 2J1eK-
TPOMArHUTHON BOJHOM, BHOCSIT HECKOMIIEHCHPO-
BaHHbIE HOCUTENH 3apsiia — TaKOW KOMIIJIEKC Ha3bl-
BalOT “INOBEPXHOCTHBIE TLJIa3MOH-TIOJISIPUTOHBI” [19].
B ciydae reHepanyu 1mia3sMOH-TIOISIPUTOHOB C TTPU-
MeHeHueM npu3Mbl (cxema KpeumanHa—Paiitepa [20]
wii cxema OtTo [21] — OoJiee IpenroyTuTe/IbHA B
TIu-nuanazone [22]) konedaHUSI MOBEPXHOCTHBIX
3JIEKTPOMATHUTHBIX BOJIH M HECKOMITEHCUPOBaHHBIX
HOCUTeJIeH 3apsiia pe30HaHCHBIM 00pa3oM yCHIMBa-
IOTCSI TIPU paBeHCTBE (OJIM30CTH) BOJTHOBOIO BeKTOpa

TITIIT
ITOBEPXHOCTHBIX I1a3MOH-TtossipuToHOoB (IIITIT) £,

Y TaHI€HLMAJIbHOI COCTAaBJSIIOLIECH W3Iy4eHUs Ky,
Hagarllero Ha OCHOBaHWE IIPU3MBbl 104 YIJIOM

0> arcsin(l/nl), KOTOPBIN TIPEBHIIIIAET KPUTHYEC-

CKWIi yron 0, Marepuanga NpU3Mbl. DHEPIUs U3ITy-
YeHUS IIEPEXOIUT B SGHEPTIUIO MOBEPXHOCTHHIX BJIeK-
TPOMArHUTHBIX BOJIH, YTO TMPOSIBJISIETCSI B BUIE Pe3-
KOro YMEHBIICHUSI MHTEHCUBHOCTH OTPaXXEHHOIO
u3nydyeHus (Kak pe30HaHCHBI MpoBay) IPU YIjIo-
BOM WJIM YaCTOTHOM CKaHMPOBAHMU Malalollero
U3JIy4eHus. YrjaoBas (YacTOTHas) IIMPUHA PE30-
HaHCHOTO MpoBajia MPOMOpLMOHAIbHA 3aTyXaHWIO
MMOBEPXHOCTHBIX ILIa3MOH-MIOJISIPUTOHOB, KOTOPOE
Ype3BbIUAiHO YYBCTBUTEIBHO K COCTOSTHUIO TTOBEPX-
HocTH [23] 1 ee IepexXomHOro CJIosl, 1 TeM OOJIbIIIE,
yeM OJiMKe 4JacToTa MU3JIy4eHHUs O K MJIa3MEeHHOM
JacToTte , Marepuaia obpasua. Eciu anuHa pac-
MMPOCTPaHEHUSI MTOBEPXHOCTHBIX JIEKTPOMArHUTHBIX
BoaH L (paccTosHue, Ha KOTOPOM MHTEHCUBHOCTh
BOJIHBI YMeHbIIIaeTcs B ¢ = 2.718 pa3) 3HAYUTEIbHO
MpEBLIIIAET JIMHY BOJHBI U3IIy4eHUs A, TO (popMa
PE30HAaHCHOTO MpoBajia UCKaXaeTcs BCIAEACTBUE T1e-
pEU3IIyYeHUSI ITOBEPXHOCTHBIX 3JIEKTPOMATrHUTHBIX
BOJIH B INpM3MYy KakK B IIpefesiax ITydka I1amaloliero
W3JIy4YeHUs, TaK U 3a ero npeaenamu. B ciydae me-
TaJUIOB 3HAYEHUSI (0, OTHOCSTCS B OCHOBHOM K OJIMXK-
HeMYy yIbTpapHrOoIIETy, MO3TOMY IS HUX BeTUndInHa L
CpaBHMMA C A TOJBKO B BHAMMOM AMaIla3oHe, IIe
Oiarogapsi BBICOKOI JIOKAJIM3AaLUKM WX IIPUMEHSIOT
st Haomogenus TTITP. B ciyyae moaynmpoBOTHUKOB
3HAYCHUSI ), OTHOCATCS B OCHOBHOM K Tlii-nuamna-
30HY (yactoTta oT 1 mo 10 TT1), 4TOo OTKpHIBAET BO3-
MOXHOCTDb HAOMIONEHUSI Y MCIIOJIb30BaHUS SIBIICHUS
IIITP Ha MOBEPXHOCTU TaKUX IMOJIYNPOBOIHUKOB U
nX coemuHeHMi. PasznmmyHble ypOBHU JIETUPOBAHUS

IIO3BOJIAIOT YIIPAaBJIATDH MJIa3MEHHOI 4YacTOTOM (,l)p.

Hanpumep, noBbIllieHUEe KOHLIEHTPALIMU CBOOOTHBIX
HocuTeneir N cMellaerT 3HadYeHue IUIa3MEHHOM 4a-

Ne’

CTOThI (Dp = B KOPOTKOBOJIHOBYIO 00J1aCTh.
gom”

OTO I103BOJISIET OIIpEACTIATDH IO OIITUYECKOMY CIICK-

TPY KOHIIEHTPALWIO HOcUTeNei N. DIeKTpUIeCKIe

METOAbI M3MepeHUss N 4acTo NAaroT pe3yabTaThl, OT-

Ne 10 2023
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JIMYHBIE OT PE3YIBTATOB, MOJYYEHHBIX ONTUYECKUMU
MeTonaMu [24]. DTo cBA3aHO C TeM, UYTO U3JIydaTeb-
Hble (ONTUYECKUE) METOIbl O0Jiee UyBCTBUTENbHbBI K
00J1acTSIM, JIOKaTM30BaHHBIM HA TOBEPXHOCTU, U M€~
Hee YyBCTBUTEJIbHbI K KOHILIEHTPpAllUU HOCUTENIEH B
DIyOWHE TOJYNPOBOAHUKA, TaK KaK MIyOWHA Mpo-
HUKHOBEHUS 2JIEKTPOMArHUTHOTO MOJIsl IS Tafato-
IIETO U3Ty4eHUsI Ha TTOPSIIKN MEHBIIE, YeM TITyOMHA
CKUH-CJIO$1 [IJ151 TOKA MPU SJIEKTPUUECKUX U3MEPEHUSIX.

M3BecTHO, YTO ONTUYECKHE CBOMCTBA TTOBEPXHO-
CTU TIOJIYIIPOBOJHUKA OTJIMYAIOTCI OT OOBEMHBIX
BBUAY HaJIM4IUsI HA HE oKcHaoB [25]. 3HaHME KOM-
MJIEKCHOW OUAJIEKTPUYECKOW MPOHULIAEMOCTU MpPU
Pa3JIMYHBIX CTETICHSIX JISTUPOBAHUS MO3BOJISIET MO/~
OupaTh ONTUMaJIbHBIE TTApaMETPbl IPU CO3IAHUU Te-
TepOCTPYKTYP. B [26] MBI TpeAIIOIOXUIN, UTO CXeMa
OTTO nepcrnekTUBHA IS Hepa3pyllarollero KOHTpO-
JIs TIOBEPXHOCTU TOJYIMPOBOIHUKOB, & OHU MOTYT
CIIyXXUTh B Kauye€CTBE MOIIOXKEK IJIST MUKPOCKOITUU
IIITP B TTu-guana3one [27].

Panee 1151 BO30y:KIeHUsI TeparepleBbIX 3JIEKTPO-
MarHUTHBIX BOJIH Ha TTOBEPXHOCTU IOJYIIPOBOAHM-
KOB MCITIOJIb30BaJIM ycTaHOBKM TTII-crieKTpocKonuu
BO BpeMeHHOoI1 o6s1actu [28]. C momoliisto cxeMbl OTTO
B TTu-nuanasoHe uccienoBaiy Apyrue y3KollelaeBble
MOJYNPOBOAHUKU, HANpUMEpP, apCeHUJ UHIAUSI
(InAs) [29], 1160 mosyMeTasibl, TAKME KaK KpPEeM-
Huii [30]. B HacTosieit paboTe MCIOb30BaTIN MO-
HoxpomaTuueckoe usiydyeHue Tlii-jazepa Ha CBO-
OOMHBIX 2JIEKTPOHAX.

s Huskux yactoT Tlu-nuanazoHa o < (DL/\/E
(o, = 179.5 cm! [17]), Te. B ciydae Yacror

®< 127 cm™' Momenu Hpyne u Hpyne—JlopeHua ajst
ONMMCaHUs OITUYECKUX CBOMCTB InSb mpubinsm-
TEJBHO COBNAAAIOT. JIOpeHLieBa 4acToTa () COOTBET-
CTBYET MaKCHUMyMy MOIJIOIIEHUS Ha COOCTBEHHOI
yacTtoTre (POHOHOB KpuUCTaIn4ecKoit pemerku. [1o-
3TOMY KOMITJIEKCHYIO TH3JICKTPUUECKYIO TIPOHUIIAC-
MOCTbh aHTUMOHMIA UHAusA B TIl-obiacTu cnekTpa
MOXHO C XOPOIIUM IIPpUOIMKEHUEM OITMCATh MOJIEe-
b0 Hpyne:

2

®

2
p (DD @,

o’ +0ﬁ o(w’ +uﬁ)' M

M3 nurepaTypbl U3BECTHBI ONITUYECKNE KOHCTaH-
ol B TT-o6nactu mist yucroro InSb, namepeHHbIS
pedaekToMeTpuYeCKUMI MeTogaMu. Beimuiiem ma-
paMeTpbl aHTMMOHUWIA WHAWS, BBIACIUB XXUPHBIM
HCITOJIb3yeMbI€ B HACTOSIIIEM YMCJICHHOM aHaJIu3e:
e, =15.4[31], 15.6 [32], 15.68 [17, 33, 34], 15.7 [35],
15.75 [36]; o, = 3.3 [37], 8.6 [31], 9.6 [33], 10.3 [17],
10.7 em~! [34]; o, = 244.2 [37], 292.2 [33], 296 [31],
302.4 [17], 320.7 cm~' [34]; N = 6 x 10V cm!
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(npu Huskux 7) [34], 10" cm! (rIpy KOMHATHOM TEM-
neparype) [35, 38], 3.8 x 105 cm~! [32], 5 x 107 cm™!

2
(mpm BHewmrHeM ocsewieHnn) [37]; U, (104 IC;L]
-C

*

=6.66 [33, 39], 7.6 [37, 38], 7.7 [35], 9 [32]; o=

m
=0.014 [32, 35], 0.0169 [40].

N3mepennbie KonueHTpanun N mis InSb nexar B
JIOCTaTOYHO LIMPOKUX Mpeaeaax, 4YTo, BUAUMO, CBsI-
3aHO C pa3JIMYHOI CTEIIEHBIO YMCTOTHI UCIIOIb30BaH-
HBIX 00pa3lioB, pa3INIHON 00pabOTKOII UX ITOBEPX-
HocTHU [41], a TakKe pa3IMuYHOMN TeMrepaTypou, mpu
KOTOPOI M3MEPSUIM KOHIEHTpauio. Tak, u3BecTHA
SMIMpUYECKasi 3aBUCUMOCTb KOHIIEHTPALMM HOCH-
TeJaeit B aHTUMOHMAE WHAUS OT TeMmmepatypsl [42]:

N =5.76x10“T"* exp(—%)

KOi1 TeMIiepaTypHOii 3aBUCUMOCTA aHTUMOHW, UHIUS
HCIIOJIb3YETCS B KaueCTBE OCHOBBI ISl JETEKTOPOB
Ha ropsiumux 3jekTpoHax [43]. OH o6iamaeT BLICOKOM
MarHUTHON BOCIPUUMUYMBOCTHIO, YTO TO3BOJISIET
NPUMEHSTh €ro B JaTuyMKax Xosna. Bocnmpummum-
BOCTb InSb MCoab3yIOT AJ1s1 MArHUTHOM MOIYISILIUA
IUIa3MOHOB B MarHurormsasmoHuke [44]. Beicokas
YyBCTBUTEJIbHOCTh AaHTUMOHMIA UHIMS K TeMmIlepa-
Type, HaPsSLKEHHOCTU MarHUTHOTO TTOJISI Y OCBEIEH-
HOCTHU, C OIHOM CTOPOHBI, TPEOYET CTPOroro KOHTPO-
JIsl COCTOSIHUSI 00pasiia, a ¢ IPyroii — OTKPbIBAET BO3-
MOXHOCTh MCIIOJIb30BaTh MOJIYJISILIMOHHBIE CXEMBbI
U3MEPEHMUIi, YTO MO3BOJISIET JOOUTHCS BHICOKOTO OT-
HOILIECHWST CUTHAJI/IIIYM.

e

-1
cM . biaromaps ta-

%
my,

e
BECTHBI 3aBUCMMOCTH TMOABWXKHOCTY JIEKTPOHOB |,
OT KOHIIeHTpauuu Hocuteaeit N [39]. DddekTus-

Hag Macca m™ InSb Takxxe uMeeT HeJIMHEITHYIO 3a-
BUCHUMOCTb OT KOHIIEHTpauu Hocuteneir [45]:

23 42
1

m*(N) = m* 14137 A

2 E,m*

npu 300 K. Mcxonst 13 BeIlIIeCKa3aHHOTO IPEICTaBIISICT -
CSI BOBMOXHbBIM OLICHUTh 3JICKTPOHHEIE CBOIiCTBa /V,
W,, m™* QHTUMOHUIA UHIUA 110 3HAYEHUAM YacTOT (),
U (), KOTOpbIE, CBOIO OYepEeab, MOXHO OMpPENeTUTh

U3 onTuyeckoro crekrpa € (o) (1).

JIJ1s1 CTOJIKHOBUTEJIBHOM YacTOTHL (0, = nu3-

N2/3 , ne E, = 0.17 aB

Pacuem onmumanvhbix napamempos 041 Haba00eHUs
PE30HAHCa HA AHMUMOHUOe UHOUSL

DJIH HaXO0XICHUA ONMTUYCCKNX KOHCTAHT 8(0)) n3

n3MepeHuil KoaduimmeHTa oTpaxkeHnsT R MCIIOb-
3yeM ¢dopMaiM3M MaTpHll TepeHoca Il pacyeTa
pacripocTpaHeHUs 3JIeKTPOMAarHUTHBIX BOJH dYepe3
CJIOVCTHIE Cpenasbl [46]. DTOT MeTom OCHOBAaH Ha ypaB-
HeHusIX DpeHess, 3alMCaHHbIX C UCTIOIb30BaHUEM

2023
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S-Matpuir paccesHus. Bun S-matpunbsl BeIOEpeM B
clenytoueil popme:

exXp (_ijidi) rexXp (_ijidi)

N
1-7 1-r
S = ! o (2)
[1:[1 1,eXp (_]kZidi) eXp (_.]kZidi)
1-r 1-r

rae | — HoMep cios (st cxembl OtTo: 1 — mpu3Ma,
2 — BO3OYIIHBIN 3a30p, 3 — MOJYIIPOBOMIHUK), j —
KOMIUIEKCHAsl €AMHULIA, d; — TOJILLIMHA CJI051, BOJIHO-
BOIA BEKTOP B i-M CJI0€ MOXKET OBITh OIpeaesieH KakK

2 2 2
ki = ky + k;, tne ky — TaHreHIMAJIbHASA COCTaBJISIO-

. 2
wast, ky = ko€ — €sin(0)” — HOpMaIbHAsT KOMITO-

HEHTAa, a KOMIUIEKCHBIE KO3(MDMUIINEHTHI OTPaKCHUS
Ha rpaHuULIax CJIOsL #; = F;; , | PABHBI:

& kg —&kgy

’;',i+l -

)

€ iky + €Kz

Otcroga Ko3(GULMEHT OTpaxKeHUsI MOXHO HaWTU
2
Kak R = & = |r|2.
11

I1nasMOHHBIN pe3oHaHC HaOJOAaeTCsl, eCiu Y
KOMILIEKCHO3HAYHOI MaTPHUIIBI .S BO3HUKAET ITOJIIOC.
AHaJIUTUUECKOE pacCMOTPEHHE B TaKOM Cliydyae 3a-
TPYAHEHO, TO3TOMY 3a1ayy HaxOXICHUsS MOJII0COB
OOBIYHO pemaT yMcieHHo. B [21] mpuBeneH mo-
IpoOHBIN aHanu3 Wi cxeMbl OT1T0. KOMIIeKCHBIM

KOC-)(I)(I)I/IHI/ICHT OTpa’kK€HHsA MOXKHO 3aliucaTb Kak:

. 2

_ |"12 + 13€Xp (2szzd)|
123 |1 + F,F3eXp (2jkzzd)| ’
BolpaxkeHue I ONTUMAJIbHON BEJIMYMHBI BO3-

JYUIHOTO 3a30pa d (52 = 1) , IPUTOAHOTIO JJISI YUCTIEH-
Horo aHanu3a [14]:

J In (kz —&ikzy) (E3k 7y + kz3)

- - N )
2k 7, (&3kzy — kz3) (k7 + €1k 2,)

Tak xak apryMeHT Jiorapudma B (5) KOMIUIEKCHBIA,
ypaBHeHUe (5) gBsieTCS TpaHCLUEHASHTHBIM, UMe-
IOIIMM MHOXECTBO KOMIUIEKCHBIX pellleHuid d =
=d'+ jd". Pusndeckum peireHueM (5) MOXeT ObITh
TOJILKO BEIIECTBEHHOE 3HaYeHUe d, KOTOPOE MOXKET
OBbITb HETOCTHXKMMO TP BCeX 3HAYCHMSIX yria 6 m
4acTOThl U3nyyeHus ®. OnHaKo, ecid MHMMas 4acTb
d'" Mana, TO MOXeT BO3HMKHYTb CJ1a0blii pe30HaHC,
KOrJa MUHUAMYM KO3(dULHEHTa OTpaxeHUs R,
HE paBeH HYJIO, T.. MOBEPXHOCTHASl d3JEKTpOMAar-
HUTHAsl BOJHA MPU AAHHBIX BEJIMYUHAX BEIIECTBEH-
HOIi YacTy BO3AYLIHOTO 3a30pa d' BO30yXaaeTcsi, HO
HeadektuBHO (R, >0). OTMETHM, YTO MeTOxX

I1ITP MoxXeT OBITh 3HAUMTEIbHO YYBCTBUTEIbHEE PE-
GJIEKTOMETPUM, HO TOJILKO B cirydae 3(pHEeKTUBHOTO

4

d=
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BO30OYXIIEHUSI TTOBEPXHOCTHBIX JIEKTPOMArHUTHBIX
BoJIH. B ciydae ucnonb3oBanus metona INIITP npu
HEONTUMAaTbHBIX MapaMeTPaX YyBCTBUTEIIbHOCTb M€~
TOJa MOXET 3HAYMTEbHO CHU3UTHCS.

W3 ycnosus cymecrBoBanus I1ITP cnenyer, yro

BEILECTBEHHAsI YacTh €; < 0 J0KHA OBbITh MEHbIIE
Hyns. g gucroro m nerupoBaHHoro InSb n-tuma
CTOJIKHOBUTEJIbHASI YacTOTa OOBIYHO MHOTO MEHbIIIe
IUIA3MOHHOU ; < ®,. Torma, ucmonas3yst Mozenb
Hpyne (1), MmoxHO 110Ka3atb, yro I1ITP cymecTBytoT

TOJIBKO IIpM 4YacToTax w< (Dp/v?,w . Z[.HH YUCTOIo
0 _
VE.

HOCTHAasA 3JICKTPpOMAardHuTHasA BOJIHA 9(1)(1)€KTI/IBHO HEC
BO36y}KﬂaCTCH, TaK KaK CTOJIKHOBUTC/IbHAaA 4acToTa

(0, CTAaHOBUTCS Ha IOPSIIOK BBILIE, T.€. NMPOBOAM-
MocTh InSb p-Tuma HeBbICcOKasI.

InSb 76.4 cm~!. B ciydae InSb p-tumna nosepx-

BropbiMm BaxkHbIM nipu3HakoMm s ITTTP saBaseTcs
HaOMoneHNe MUHUMYMa Ko3(dduiimeHTa oTpakeHUs
MpU yriaax 0oyblIe KpUTAYECKOro 0 > arcsin (1/ VE ) ,

TaK KaK 3TO HEOOXOAMMO 151 CO3IaHUsI DBAHECLICHT -
Hoii BojiHbl. Eciu MuHUMyMBI R HaboaaloTcs npu
MEHBIINX yTJjIax 0, TO OHU BbI3BaHbI UHTEPGhEPESHLIM -
eil cBeTa B BO3AYILIHOM 3a30pe U He CBSI3aHbI C TO-
pPOXJEeHUEM 3JIEKTPOMArHUTHOM BOJIHBI Ha MOBEPX-
HOCTH MOJYITPOBOIHUKA.

PaccmorpuM cxemy OTTO ¢ MCHOJb30BaHUEM
MIPU3MBbI U3 BEICOKOOMHOTO KpeMHus Si (n = 3.41)

Ha pa3IMYHBIX 4YacToTax: o < c)p/\/&,o (63 cm ),

o= wp/\/ew (manpumep, ® =71 cM ) u w > (Dp/\/z-:w
(80 cm~!). HaiinzeM onTuMaybHBIE MTApaMETPHI IJIS
Habmogenus IITTP na InSb, moctpouB muarpamMmy

mns d(0) M COOTBETCTBYIOLIME MM DPE30HAHCHBIE
KpuBble R, (0) WIS HalIEHHBIX C MOMOILbIO 1Ma-
rpaMMbl d (6) ONTUMAaNBHBIX MApaMeTpoB dypp U

6ﬂl'lP'

M3 aHanmm3a nmarpaMM MOXHO cHaelaTh BBIBOII,
YTO pe30oHaHC 3¢pHEeKTUBHO HE BO30YKIaeTcsl BOJIM3U
YacToT M = oop/\/g (puc. 1), T.e. d" He paBHO HYJIIO
pU Beex 3HadYeHus yriioB 0. Ho mpu HeKOTOpBIX 3HA-
yeHUsIX ymioB d" =0 u d' > d" ciabblii pe3oHaHC
BCE€-TaKu Ha6ﬂ}0ﬂ,aCTCH, TaK KaK MblI HaXxoOAUMCH
BOJIM3U mojoca Marpuubl S. B aTom ciayuae peso-
HaHC Hambojiee 3(PpPEeKTUBHO BO30OyXKHmaeTcs IIPH

yrie Opp, Koraa rpaduku d,,;, 1 O,,;, IepecekaroTcsl.
[Mpu MeHbIINX YacTOTaX ® < M, / \/g (puc. 2), no-
Ka JOUAJIeKTpUYecKas IMPOHUILIAEMOCTh HEeBeInKa
le(w)| = 1 — 100, pesonaHc MoxeT 3(BHEKTHBHO 10-
cruratbest (1.6. R(Oppp) =0), xorma d" (Oypp) = 0.
IIpu BBICOKMX YacToTax ® > (l)p/\/a IJIa3MOHHBIA
pe3oHaHC He HabogaeTcs (puc. 3), Tak Kak d ' <€ d".
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Puc. 1. 3aBucumoctn d(0) (a) 1 R, (6) (6) wrst InSb npu wacrore w = 71 em! (A = 141 MxM): a —aMarpamMma BeleCTBEHHOI

d' (1) u MHMMOI1 d" (2) YacTU ONITUMAJIBHOM BEJIMYMHBI 3230pa, ONTUMAaJIbHBIE MapaMeTpbl (ITPU KOTOPBIX HAOII0AaeTCSI MU~

HUMYM OTPaXeHUs R),) dpin (3) pn B = const 1 Oy, (4) ipu d = const; 6 — U151 Pa3IMYHBIX BEJUYUH BO3IYIIHOTO 3a30pa C
OTKJIOHEHHEM OT ONTUMaJIbHOTO 3HaueHUs drpp = 11 MkM (7) (Bpp = 24°377): 0 (0), 0.25d (2), 0.50d (3), 1.25d (4), 1.50 (5).

200
150
100F

d, MKM
W
o S

50

14

0, rpan

Puc. 2. 3aBucumoctu d(6) (a) u R, (0) (6) wrst InSb npu yactoTe ® = 63 em™! (A = 159 MKM): a —auarpaMMa BeIECTBEHHOMI
d' (1) u MHMMOI d" (2) 4acTU ONITUMAJIbHOM BEJIMYMHBI 3230pa, ONTUMAaJIbHBIE MMapaMeTpbl (ITPY KOTOPBIX HAOII0AaeTCSI MU~

HHUMYM OTpax)eHust R)) dpin (3) ipu B = const 1 O, (4) ipu d = const; 6 — U151 Pa3INYHBIX BEJIUYUH BOIYIIHOTO 3a30pa C
OTKJIOHEHHEM OT ONITUMAJIbHOTO 3HaUeHUS dypp = 54.4 MM (1) (Bpp = 18°397): 0 (0), 0.25d (2), 0.50d (3), 1.25d (4), 1.50 (5).

B Takom ciiyyae MUHMMYM OTpakeHMsI BBI3BaH IO-
JIOLLEHWEM MOJYIIPOBOAHUKOBON MOJIOXKOM 3Ba-
HECIIEHTHO# BOJIHBI 32 KPUTUYECKUM YIIIoM O, To
€CTh HeJlb3sl TOOUTHCI MEHBIINX 3HAYCHUH R, pu
yBeJIMUeHNU 3a3opa d; Hao0opoT, 3(PpPEeKTUBHOCTH
MOIJIOIIEHUS C YBEIMYEHUEM 3a30pa TaJacT.

Ha rpacdukax pe3oHaHCHBIX KPUBBIX IITPUXITYHK-
TUpHas TuHUA B ciaydae d = 0 (T.e. B ciIy4ae, Korga
npu3Ma KacaeTcsl MOMIOXKKM) JIEMOHCTPUPYET IO-
IOIIEHNEe PBAHECLIEHTHOM BOJIHBI B 0ObeMe TOJy-
MIPOBOIHMKA, T.€. U3MEPEHMUS BBITIOTHSIOTCS B PEXKH-
Me pediekroMmeTpun. B ciaydyae Haomogenus ITTTP
(puc. 1, 2) MUHUMYM OTpakeHMUsI, KaK MpaBUJIO, HU-
Ke, 4eM IpHr pedISKTOMETPUH 1 3TUX yTIaX HabJro-
TeHUsI.

Jas1 opMUpOBaHUS MIPEACTABICHUS O TOYHOCTU
metona IIITP mpu ompeneleHUMW OONTHUYECKUX KOH-
ctanT InSb paccunraeM Mx ¢ y4eToM ITOTPEITHOCTH

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10

U3MepeHnii. BolbIIMHCTBO pedIIeKTOMETPUIECKUX
YCTaHOBOK (BKJIIOYasl CO3JaHHYIO aBTOpaMu) paboTa-
IOT B Auara3oHe yria nageHus ot 10° mo 75°. B ciyuae
pednekToMeTpun  Ko3(PUIIMEHT OTpaXKeHUS BBI-

yuciasiercss Kak R, = |r12|2. IIpumem, 4dTO TOTrpemI-
HOCTh U3MepeHus:t R coctapisieT 1%, MOrpenrHoCcThb
n3MepeHus yria 6, a BenmumauHbl 3a3opa 1 MxMm. C 1mo-
Molbio MeTona MoHTe-Kapiio (T.e. paHDOMU3UPYS
WCTUHHBIEC 3HaUeHUs d, 0, R cOTIacHO 3aJaHHBIM I10-
TPEILIHOCTSIM) U aJITOPUTMa BOCCTAHOBJIEHMS OII-
TUYECKMUX KOHCTaHT [47] HaiimeM IOrpemniHocTh
onpeAcacHUST IURJICKTPUYECKO MPOHUIIAEMOCTU €
(tabn. 1). U3 Tabimmbl MOXHO cAEIaTh BBIBOI, YTO
TOYHOCTU OOOMX METOJOB CPaBHUMEI.

Onmnako meton I1TTP 6onee uyBcTBUTEIEH K 3HA-
YEHUIO OUIJIEKTPUUECKON IMPOHUIIAEMOCTH MPUIIO-
BEPXHOCTHOTIO CJ10s1 BelllecTBa. PaccMoTpuM oGpaselr
yucrtoro InSb, B KoTopsrii BHeApeH cioit #-InSb Toi-
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Puc. 3. 3aBucumoctn d(0) () u R, (6) (6) wrst InSb npu wacrore = 80 em™! (A = 125 MKM): a —auarpamMMa BEIIECTBEHHOI

d' (I) u MHMMOI1 d" (2) YacTU ONITUMAJIBHOM BEJIMYMHBI 3a30pa, ONTUMAaJIbHBIE MMapaMeTpbl (ITPU KOTOPBIX HAOII0AaeTCsI MU~
HUMYM OTPaXeHUsI R),) dpin (3) mpyu O = const U Opi, (4) npu d = const; 6 — WIs Pa3TMIHBIX BEIMYMH BO3IYIIHOTO 3a30pa,
d = 3 Mxw™m (1), IITTP e Habmomaetcst: 0 (0), 0.25d (2); 0.50d (3), 1.25d (4), 1.50 (5).

UHOM d, = 1 HM Ha mryouHe §. CpaBHUM MaKCH-
MaJibHble U3MeHeHusa max(AR)/AS, KOTopble BBI30-
BET IEpeMelleHME 3TOro Cjl0sl MO ITyOUHE, YTOOBI
OLICHUTh YYyBCTBUTEJIILHOCTb MeTona (puc. 4). Xors

IIyOMHA MTPOHUKHOBEHMS ITOJISI 1/ 2k, 1t onThYe-
CKMX MeTomoB ogHa u Ta xe, ripu IIITP mose 6omee
MHTEHCHUBHOE BOJIM3M IOBEPXHOCTHU, Ojlarogaps de-
MY 3TOT METOI MOYTH Ha MOPSIIOK YyBCTBUTEIbHEE K
MMPUMECSM B INIyOMHE CJI0s MOJIYIIPOBOIHUKA.

BKCITEPUMEHT

Jnsa nadomonenud ITITP Ha anTuMoHune MHIMS B
TIu-guana3zoHe ObL1a coOpaHa AKCIepUMEHTaIbHasI
yCTaHOBKa Ha OCHOBE cXxeMbI OTTO (puc. 5), IT03BOJISI-
o111as1 IPOBOAUTH CKAHMPOBAHUE MO YIJIY U IO BEJIM-
YyyHEe BO3AYIIHOIO 3a3opa. B kKayecTBe MCTOYHMKA
MOHOXPOMaTHUYECKOTO U3JIydeHUs ObLI MCIIOIb30BaH
HoBocubupckuii j1azep Ha CBOOOTHBIX 3JIEKTPOHAX,
MPEACTABIISIIONINI COOOl TIepecTpauBaeMbIid B U~
POKOM OMalia3oHe MCTOYHMK m3iaydeHus. Ha Hem
paHee TIpoBOMMIM paboThl 1Mo TIiI-ria3sMoHUKe C
MPUMEHEHEeM METalJIoB B KayeCcTBE MOMIOXKMU C
Pa3IUIHBIMU IUBJIEKTPUIECKUMU MOKPHITUSIMU [13,
48—50] myist BO30YXKIASHUS DJIEKTPOMATHUTHOM BOJI-
HBI Ha IIOBEPXHOCTU OTKPBITOTO BOJIHOBOAA. B Kaue-
cTBe paboueill MIMHBI BOJHBLI OblIa BbIOpaHa A =
= 141 MKM KakK HauOojiee MOIIIHAsI U CTaOuJbHas
gquHusg TIu-usnydeHusi, He MDomiollaeMasi aTMoO-
cepHbIMU HapaMu Bonbl. MomtHocts TIin-uznyyenmus

PETYIUPOBAIIU C TIOMOIIBIO hrIbTpa /. 171 ITOBKIIIe-
HUSI 9YYBCTBUTEIBLHOCTH U3MepeHuii TTi-usnyyenue
MOIY/JIUPOBAIN C UCIIOJIb30BAHUEM ONTOMEXaHU4Ye-
CKOTO MOIYJISITOpA 2, CONMPSIKEHHOTO ¢ CHHXPOHHBIM
nerekropoM Standford Research SR830. McxonHblit
MMy4YOK IUaMeTpoM 12 MM HaIpaBisUIM C MTOMOIIbIO
CUCTEeMBbI 3epKaJl 3 U orpaHuYuBaiu auacdparmoi 4
C IVaMEeTPOM IIEJIN =8 MM, MOCJE YETO CYKaJIu B ye-
TBIpE pa3a, UCIOJIb3Ys TEJISCKOMUUECKYIO CUCTEMY 6.
B xauectBe mpusmer HITBO 6pl1a BRIOpaHa IIITH-
IpudecKasi Ipru3Ma U3 BBICOKOOMHOTO KpeMHUST Si
(n = 3.41). TTu-usny4eHue p-mosipu30BaHO B ILJIOC-
KOCTH TTaIcHUsI HA OCHOBAHUM MPU3MBI C TTOMOIIBIO
nosisipusaTopa 5. OTpaxkeHHOE U3JTy4YeHUE PEeTUCTPU-
pOBaJIM C TIOMOIIBIO ONTOAKYCTUYECKOTO MPUEMHMU -
Kka l'ones 7 (Tydex GC-1P). CkaHupoBaHue 110 yIi1y
OCYILECTB/ISUIM C IIOMOILIbI0 TOHUOMETPUUECKOTO
CTOJINKA §, TOYHOCTh YCTAHOBKU — 10 36”. YcTaHOB-
Ka oGecrnieurBaia pabounii IMana3oH CKaHUPOBAaHUS
no yriy ot 10° no 75°. CkaHupoOBaHUe 110 BEIUYMHE
BO3IYIITHOTO 3a30pa MPOBOIWIN C ITOMOIIBIO MOTO-
PU30BAaHHOTO MUKPOMEXaHNYECKOro TpaHcasaTopa 9
(Standa), oGecneuymBalOLIEro TOYHOCTh YCTAaHOBKU
1o 1 MxMm. B kauecTBa 0Opasiia UCMOJIb30BaH HeJlIeTU -
pPOBaHHBIN aHTUMOHUI MHAKS INSb, N3roToOBNIEHHBIM
AO “Tupenmer”. Kpucramn InSb obGnamaer siek-
TPOHHBIM THUIIOM 3JIEKTPOIIPOBOTHOCTH, OPUEHTHU-
poBaH B miaockoctu (100), mmeer dopMy Kpyrioi
MJIACTUHBI AUaMETPOM 65 MM U TOMIIMHON 1.8 MM,
LIEPOXOBATOCTh cocTaBsIeT 0.5 MKM.

Taommua 1. CpaBHeHue TouHocTy Metona [TITP u pedaekroMeTpru npyu BOCCTAHOBJIEHUM TU3JIEKTPUYECKOM ITPOHMIIA~

eMocTtH € (0 =63 cm™ )

ITapameTpnl WcTtuHHOE 3HaUYeHue [1I1P Pednexromerpus
e' —6.83 —6.82 £ 0.07 —6.83 £0.08
e" 3.69 3.68 £ 0.05 3.67 £0.05

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS
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Puc. 6. 3aBUCMMOCTb UHTEHCUBHOCTU OTPaKEHHOTO p-
MOJIAPU30BAHHOIO U3JIYYEHHS C IUIMHOM BOIHEI A = 141
MKM OT yrja majeHusi 0, usMepeHHasi IJsi CTPYKTYpbl
“KpeMHHeBasl TTpyU3Ma— BO3AYIIHBIA 3a30p BEJIUMUYUHOMN
d — noBepxHOCTb 1acTiHbl InSb” npu Benmunne d: 70 (1);
100 (2); 120 (3); 130 (4); 170 Mx™m ().

Bbut ripoBefeH psad yIIIOBBIX CKAHUPOBAHWI TIpH
PasjIMYHbIX (I)I/IKCI/lpOBaHHbIX PaCcCTOAAHHUAX OT OCHO-
BaHUSI TPU3MBI OO0 IOMIOXKU U 3a(UKCUPOBAH
MUHUMYM OTPaXXeHWsI TIPU yINaX, IPEBBIIIAIONINX
KPUTUYECKUIA yroa npusmsl 0, = 17° (puc. 6), uro
CBUIETEIILCTBYET O BO30OYXKICHUE TJIa3MOH-TIOJISIPY-
TOHOB Ha MMOBEPXHOCTH aHTUMOHMIA NWHINS.

OBCYXIEHHME

IIpencraBieHHbBIE HA pUC. 6 OKCTIEPUMEHTAIbHBIE
pe3yabTaThl KAYECTBEHHO NEMOHCTPUPYIOT TTOBENE-
HY€ PE30HAHCHOI KpUBOM MPpU U3MEHEHUU BEJIUYU-
Hbl BO3IYUIHOTO 3a30pa, KOTOPOE COOTBETCTBYET
oxunaemomy. HabmogaeTcs MUHUMYM OTpaXXeHUsI
3a KpUTUYECKUM YTJIOM, YTO UHTEPIIPETUPYETCs Kak
IIITP. OnHako mpu M3MEPEeHUsIX ObLT MCIIOJIb30BaH
HEI0CTaTOYHO AOCTOBEPHBIN CIOCOO OMNpeaeaeHus
BEJIMUMHBI BO3AYIIIHOTIO 3a30pa: 3a d = ) MKM ITPUHU-
MaJii 3HaYeHUEe MPU BU3yaJbHOM (prKcallMu KOHTaK-
Ta TIOBEPXHOCTU MPU3MBI C MOMIOXKKOM, UTO MOTJIO
MPUBECTU K OlIMOKe 3aaaHus abCOJIIOTHOIO 3Haye-
HUSI 3a30pa B HECKOJBKO AECITKOB MMKPOMETPOB.
ITo »Toit MpuuKMHe He MpeAcTaBIsIeTCS BO3MOXHbBIM
U3 UMEIOILIUXCSl DKCIEPUMEHTAIbHBIX JaHHBIX BOC-
CTAaHOBUTH ONTUYECKUE KOHCTAHTHI IJISI aHTUMOHUIA
uHaus. K Tomy Xe, Wis1 cXeMbl ¢ IMIWHIPUYECKOM
MPU3MOI CTAHOBUTCS KpaliHe BaKHbIM UMETh TOH-
KW My4OK M3JTy4eHUsI MO OTHOIIEHUIO K pa3Mepam
MPU3MBI, YTOOBI UCKITFOUUTH 3PP eKThl caMopOoKyCcH-
poBkHU. bosee ynauHbIM BapruaHTOM IOCTUPOBKHU CXe-
MBI SIBJISIETCSI MCHOJb30BaHWE MPU3M C TIOCKUMM
TpaHsIMU, HAITPUMED, TPSIMOYTOJTBHO MTPU3MBI.

Tem He MeHee BBINOJIHEHHBIE M3MEPEHMS IIOM-
TBEPKIAIOT PaOOTOCIIOCOOHOCTh COOPaHHOM 3KCIIe-
PUMEHTAJIBHON CXeMBbI M IIOCJIe YCTpaHEHUSI OTMe-
YEeHHBIX HEAOCTATKOB II03BOJISIIOT ONPENeIsaTh ONTH-
YyeCcKMe KOHCTaHThl aHTUMOHUIA UHAWS M IPOBOIUTH
Jpyrue usMepeHusi ¢ nomoiublo siBiaeHus IIITP.
MoxHO yTBepxKIaTh, 4To cxema OTTO C Teparepie-
BBIM JIa3€pHBIM U3JIyYCHUEM IMePCIIEKTUBHA JJIsl U3Y-
YeHMsI TTOJIYTIPOBOIHUKOB, a TAKXKE UX TETEPOCTPYKTYP.
Merton I1IIP BcaencTBre 3KCIOHEHIIMAIBLHOIO pac-
MpeaeJeHrus] SHEPIUM II0JIsI MOBEPXHOCTHOM 3JIeK-
TPOMArHUTHOM BOJHBI 0oJiee YYBCTBUTEJEH K IO-
BEPXHOCTHBIM CBOMCTBaM, 4eM pedIeKTOMEeTpHsI.
PaspabareiBaembiit Meton TII-mIa3MOHUKM TOJI-
KEH IO3BOJIMTh U3MEPSITh TOHKHME 3MUTAKCHUATbHbIS
CJIOM W pa3iIndaTh TOHKHE TeTepOCTPYKTYPhI BOJIN3NU
MMOBEPXHOCTH.

3AKJIIOYEHHME

TeopeTnyeckn M 3KCIIEPUMEHTAIBHO MOKa3aHo,
yTto B TI1I-n1nanazoHe ¢ NCITOJIb30BaHUEM JIA3EPHOTO
WU3TTyYEeHUsT BO3MOXHO HaOJI0MaTh MOBEPXHOCTHBIN
TUTA3MOHHBIN pe30HaHC Ha aHTUMOHUIE MHIIHS C TTO-
Motikio cxeMbl OTTO. [IpenycMoTpeHHBIE B 9KCTIEpH-
MEHTaJIbHOI YCTaHOBKE BO3MOXHOCTHU TIPOBEICHUS

TMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 10 2023
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CKaHMPOBAHMSI KaK I10 YIJIy, TaK 1 110 BEJIMYMHE BO3-
JIYIITHOTO 3a30pa, a TaKXKe BO3MOXHOCTD ITepeCTpOii-
KM JIa36pHOr0 UCTOYHMKA ITO3BOJISIIOT MOACTPpAauBaTh
napaMeTpbl cxeMbl OTTO, 9TOOBI 3(P(HEKTUBHO BO3-
oyxnats IIITTP Ha momioxke InSb, B ToMm umncie neru-
POBaHHOM IO BBICOKMUX KOHLIEHTpallMii CBOOOIHBIX
HOCHUTEJICH.

BJIIATOOJAPHOCTHA

B pa6ote ncnonp3oBano obopynoBanue LHIKIT “CLICTHU”
Ha 6a3e YHY “HoBocubupckuii JICD” B UAD CO PAH.
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KonduukT uHTEpecoB: ABTOPBI 3asBIISIIOT, UTO Y HUX
HeT KOH(JIMKTA UHTEPECOB.
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Observation of Surface Plasmon Resonance in Monochromatic Terahertz Radiation
on Indium Antimonide

I. Sh. Khasanov! *, V. V. Gerasimov> 3 **, O. E. Kameshkov? 3, A. K. Nikitin!, V. V. Kassandrov*
IScientific and Technological Centre of Unique Instrumentation RAS, Moscow, 117342 Russia
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Currently, the terahertz frequency range, which is on the border of the microwave and optical ranges, is being
intensively mastered. One of the widely used materials in terahertz optics is indium antimonide (InSb), the
plasma frequency ®, of which depends on the degree of doping, temperature, and surface illumination. The
possibility of generating surface plasmon polaritons, a type of surface electromagnetic waves, on the surface
of an InSb sample using the attenuated total reflectance method (ATR) (Otto scheme) is discussed. Using the
scattering matrix formalism, the conditions for the highest efficiency of excitation of surface plasmon polar-
itons are established. If terahertz radiation with a frequency slightly less than w, is used for this, the propaga-
tion length of such plasmons and the depth of their field penetration into the environment (air) are compa-
rable to the radiation wavelength. It is possible to achieve surface plasmon resonance in the form of a sharp
decrease in the intensity of monochromatic radiation reflected from the base of the ATR prism with a change
in the angle of incidence and the size of the air gap. Test experiments were performed to observe surface plas-
mon resonance on an InSb wafer using a high-resistance silicon prism and monochromatic radiation (A =
141 um) from the Novosibirsk free electron laser. The dependence of the resonant dip on the size of the air
gap separating the prism from the sample surface is studied, and its optimal (in the case of resonsnce) value
is established for semiconductors with a plasma frequency in the terahertz range.

Keywords: terahertz radiation, surface plasmon polaritons, indium antimonide, surface electromagnetic
waves, surface plasmon resonance, attenuated total reflectance method, free electron laser.
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WccnenoBaHo BIMsSIHYAE YaCTOThI 2JIEKTPUYECKOTO I10Jis B auana3oHe ot 0.1 o 2.0 MIt nipu ruta3aMoXuMu -
YEeCKOM OCaXKIEHUU aJIMa30IoJ0OHBIX KPEeMHU-YTIJIepOAHbBIX TJIEHOK Ha UX XUMUYECKUI COCTaB, CTPYK-
Typy U aekTpodusndeckue cBoiictBa. [lokazaHo, UTO TJIEHKU, MOJlydaeMble BO BCEM HCCIEIOBAHHOM
JMara3oHe YacToT, UMEIOT aMOPGhHYIO CTPYKTYPY C MOCTOSTHHBIM, B TIpelejiax TOUHOCTU U3MEPEHU, X1~
MMYECKUM COCTaBOM. BMmecTe ¢ TeM MOpdo10THsI TIOBEPXHOCTU TUIEHOK U UX 3JIeKTpOodU3NIECKUE CBOM-
CTBa CYIIECTBEHHBIM 00pa30M 3aBUCAT OT YACTOTHI JIEKTPUUYECKOTO TIOJIsI IPU TIa3MOXUMUYECKOM Oca-
KIEHUU. DTO MO3BOJISIET UCTIOIB30BaTh U3BMEHEHUE YACTOThI TTOJIST MPY U3TOTOBJICHNHM TUIEHOK B KaueCTBe
MeTo/a ynpaBjieHus ux cBoiictBamu. OnipenesieH nuara3oH 4acToT, obecreynBalolnii Hauoosee 3hdek-
TUBHYIO MOIMG(UKAIINIO 3IEKTPO(PUINIECKUX CBOMCTB.

KiroueBnie c/10Ba: KpeMHU-YIJIEPOAHBIE INIEHKM, MOAM(MUKALIMS CBOMCTB, YacTOTa, CTPYKTYpa, COCTaB,

Mopdo0THs, 3JIEKTPOTIPOBOTHOCTbD.

DOI: 10.31857/51028096023100175, EDN: GVECJIN

BBEAEHWE

AMopdHbIe aiMa30nog00HbIe KPEeMHUI-YIJIepo-
HBbIC TUICHKU M3TOTAaBIMBAIOT METOIOM BBICOKOYACTOT-
HOTO IJIa3MOXMMUYECKOTO OCAXKASHUST KPEMHUIOP-
raHudeckux coenuHeHui [1, 2]. bnarogaps Haau-
YMI0 B HUX aTOMOB YIJIepOia, KpeMHMUsI, KUCJI0poaa 1
BOOAOPOJA 3HAYMTEIILHO BO3pacTaeT CTaOMIbHOCTh
aMop¢HOI0 COCTOSTHUSI 3TUX MaTepUajioB IO CpaBHE-
HUIO C aJIMa30MOJ00HBIMU YIJIEPOMHBIMU IIEHKA-
MH [3]. DTOT (pakT, C OMTHOM CTOPOHBI, OOECITIEeYNBaACT
MOBBILIIEHHYIO TePMOCTA0OUIBHOCTh aMOP(MHBIX KpeM-
HUI-YIJIEpOAHBIX IJICHOK [4], a ¢ APYroii CTOPOHBHI,
JIOITyCKAaeT BBEACHUE B HUX 3HAYMTEIHLHOIO KOJIUYE-
CTBa MPUMECHBIX aTOMOB (HaIlpuMep, MeTaJlJIOB 0O-
nee 30 aT. % [5]) 6e3 HapylIeHUsT aMOPGHOTO COCTO-
SHUsI. DTO OTKPBHIBA€T BO3MOXHOCTH YIIPaBICHUS
MeXaHU4YeCKUMU [6, 7], anekTpoduzndeckumu |8, 9]
U APYTMMHU CBOMCTBAMU aMOP(MHBIX KPEMHUI-yTJIe-
ponHbIX TuieHoK. Haubosee addekTuBHOTO yripaB-
JIeHUsI BJeKTPOPU3UIYECKUMU CBOMCTBAMU MOXHO
JIOCTUYb IIPU BBEASHUHU B IUIEHKU KapOMa000pa3yro-
IIMX TIEPEeXOIHBIX METAJLIOB: TaHTalla, BoJb(dpama,

22

MoaubaeHa u npyrux [7—9]. BBonumplit MeTayt B3a-
WMOJIECTBYET C aTOMaMMU YIJIEPO/Ia, COAEPXKAIIIUMUCS
B MJIEHKE, (popMUPYysT HAHOKPUCTAJIJIBI KapOuaa Me-
TajlJla pa3MEPOM eIWHMI]I HAHOMETPOB U cO31aBasi
HaHOKOMITO3UTHYIO CUCTEMY, COCTOSIIYIO U3 AUDBJIEK-
TPUYECKON KPEMHUMN-YTJIEPOIHOM MATPULIbL U TIPO-
BOJSIIIIMX HAaHOKPUCTAJIOB, KOHLIEHTpALIUsI KOTOPbIX
onpenesseTcsl KOJIMYeCTBOM BBEACHHOTO MeTasuia [4].
DNeKTpONPOBOAHOCTh MaTepuajia HU3MeHsIeTCs Ha
1LIECTb—BOCEMb TOPSIJIKOB BEIUUUHBI [9].

OnHako BBeAcHUE IpUMeceid, UM XuMHUdecKas
MOIUMUKALIVSI, SIBISIETCI HE €IMHCTBEHHBIM METO-
JIOM YIpaBJICHUS CBOMCTBAMU HAHOYIOPSIOUEHHBIX
CHCTEM B LISJIOM M aJIMa30N0g00HbBIX KPEMHUIT-yTiIe-
POIHBIX IUIEHOK B yacTHOCTU. He MeHee a(pdeKTHBHBII
METOII — CTPYKTypHasi MoauduKalus, T.e. yIpasjie-
HUE CBOMCTBAMM ITyTeM M3MEHEHUSI CTPYKTYpPhl Ma-
Tepuajia B IpoLEecCe WIM IT0 OKOHYAHUU €r0 M3ro-
toneHus [10, 11]. o mM3MeHEHHMS CTPYKTYphl B
Mpoliecce U3roTOBJICHUSI MaTepuasa JIubo Moaudu-
LIUPYIOT TEXHOJIOTMYECKUE PEXUMbI WU3TOTOBICHUS
IUICHOK (HAmpuMep, U3MEHSIOT HaIpsiKeHUe CcMe-
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1LIEHUS Ha JepxKaTesie MOMI0XKM), TMOO BO3AEHCTBYIOT
JIOTIOJTHUTENIBHBIMU (paKkTOpaMu (Hampumep, boMbap-
JUPOBKOM MOBEPXHOCTU PACTYIIE UIEHKW MOHAMU
uHepTHOTO rasza) [12]. st m3aMeHeHusl CTPYKTYPbI
IUIEHOK, KPOME TOTO, WCIIOJb3YIOT Pa3iU4yHble MC-
XOIHBIE TIpeKypcopbl [13], BO3AeCTBYIOT Ha U3ro-
TOBJICHHYIO IJICHKY JIa3epHBIM U3IydeHueM [ 14].

Kaxk ykazaHo BhIllIe, HcCIieayeMbIe aIMa30I10a00-
HBIE KPEMHUM-YTIIepOIHbIE TIJIEHKW M3TOTaBINBAIOT
METOAOM BBICOKOYACTOTHOIO ILIa3MOXUMUYECKOTO
pa3lIOXEeHUST KPEMHHUIOPraHUYECKOro IMpeKypcopa
(kak mpaBuio, nipu yactote 1.76 MIr). OgHako no-
CTaTOYHO OYEBUIHO, YTO YACTOTA JIEKTPUYECKOTO M0~
JIsl B JAaHHOM METOJIe¢ MOXET OKAa3bIBaTh CYIIECTBEH-
HOE BIIMSHYE HA CTPYKTYPY U CBOIICTBA MOTYYaeMBbIX
IJICHOK, TTOCKOJILKY OHa OIlpelnelisieT IapaMeTphl
SJIEKTPOHHOMN Y MOHHOI MOACUCTEM ILJIa3Mbl, BEJIU-
YUHY OTPUIATEILHOTO CaMOCMEICHUS IepsKaTest
TTOJIJTOKKMU.

Bmecte ¢ TeM HEOOXOIMMO OTMETUTD, YTO UCCTIe-
JIOBaHU BIWSIHUS 3TOTO (haKTopa Ha CBOIMCTBA ILjie-
HOK BecbMa Majio. B [15, 16] uzyyaau IiieHKY THAPO-
T€HU3UPOBAHHOTO aMOP(HOTO KPpeMHUS U TUIEHKU
a-Si; _,Ge, H, U3rotoBieHHblE METOAOM HHU3KOYa-
CTOTHOTO MJIa3MOXMMUYECKOTO ocaxaeHus (Mpu ya-
crote 55 kI). B [17] mnenku SiO, nonayyanu MeTo-
JIOM Tra30(a3HOro OCaxKJIeHUsl MPU 4acTOTaxX B €IU-
HUILIBI Kujorepi, a B [18] Tem ke MeTogoM Ipu
yactote 50 T ObuIM KU3roTOBIEHBI IUIEHKUA SiN,.
Bo Bcex cnydasgx ObUIO OOHApPYKEHO CYIIECTBEHHOE
BJIMSIHUE YaCTOTHI aKCUATBLHOTO 3JIEKTPUUECKOTO MO-
JIi B METO/e TLIa3MOXMMMWYECKOTo pasfioKeHUs Ha
CBOICTBa MOJIy4yaeMbIX IJIEHOK. B CBSI3M ¢ 9TUM Ha-
cTosiiasi paboTa IMOCBSIIEHa UCCIEAOBAHUIO BIIUSI-
HUSI 4aCTOThI JIEKTPUUECKOTO TOJIs MPU TJIa3MOXU-
MHUYECKOM OCAXJIECHUU aIMa30MOA0OHBIX KPEMHMIA-
YIJIEPOIHBIX TNICHOK Ha UX CTPYKTYPY U CBOMCTBA.

OBBEKTbBI U METOAbI UCCIIEAOBAHUA

KpemHuuii-yraeponHbie IJIEHKM W3TOTaBIMBAINA
IUIa3MOXUMHUYECKUM pPa3JIoXKeHUEM MNOoJuGeHUIMEe-
tuncunokcaHa (CH;);Si[CH;C¢H;SiO],,0Si(CHj);.
Jas1 M3roToBIEeHUSI MJIEHOK MCHOJIb30BaJIMd yCTa-
HOBKY, OITMCAaHHYIO B [12], KoTOpast Oblj1a MOIEpHU-
3MpoBaHa JJIsk 00ecreYeHUsT BO3MOXHOCTH TIa3MO-
XMMUYECKOIO OCaXIECHUSI MPU Pa3IWYHBbIX 4acToTax
aKCHaJbHOIO B3JIEKTPUYECKOTO TToJisd. B pesynbrare
MOJACpPHM3AMM YCTaHOBKa oOecreuynBalia BO3MOXK-
HOCTb U3MeHeHUd 4acTtoThl 1moJid ot 0.1 mo 2.5 MIn
IpU HANIPSIKEHUM CMEIIeHMSI Ha IepXKaTeJie MOMI0X-
k1 ot 100 1o 2000 B. I1pu HanmpsKeHUSIX CMeLeHUsT
meHee 100 B HaOmomanach HEyoOBICTBOPUTEIbHAS
anare3us MJIEHOK K IMOMIOXKe. B xayecTBe moaiio-
KEK HMCHOJIb30BaJl MOHOKPUCTAJIMYSCKUIT KpeM-
HUIA, CUTAJII U CTeKJ10. TOIMHA MJIEHOK COCTaBIIsI-
na ot 0.5 mo 2.0 mxm. i1t mpoBeaeHUs JIEKTPOPI-
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SUYCCKUX I/I3MCpCHI/Iﬁ Ha MOBEPXHOCTDH ITOMJIOKEK 1N
IMJICHOK HaIlbUIAJIN METAJINIMYECCKUEC DJICKTPOIbI.

HMccnenoBanusi CTpyKTyphbl, (pa30BOro U XuMuue-
CKOT'0 COCTAaBOB IUICHOK OCYIIECTBJISIJIM B pacTpO-
BOM 3JIeKTpOHHOM MuKpockore Vega [1 SBV ¢ aHep-
TroAMCIEepCUOHHBIM JeTeKTOpoM Inca x-Act u mpo-
CBeUYMBalolleM 2JIEKTPOHHOM MUKpockomne (ITOM)
Titan 80-300. Mopdosorumo MoBEpXHOCTU TICHOK
WCCJIEN0BAIA B aTOMHO-CHJIOBOM MUKpockorie (ACM)
NteGRA Prima B noiyKoHTakTHOM pexume. Oopa-
060TKy ACM -1300paxkeHUi OCYILIECTBIISLIA C TIOMOIIIBIO
nporpamMmmbel Gwyddion [19]. [Iasa onpeneneHus TOI-
IIMHBI TJIEHKHU UCIT0Jb30Bav npodusiomerp M 130.
BDnekTpodu3ndecKre CBOMCTBA U3MEPSIIN C TTOMO-
111bI0 aBTOMATU3MPOBAHHOU CUCTEMBI IEKTPODU3U-
yeckux ucciaegosanuiit ASEC-03 E B nuamna3zoHe Ha-
MPSKeHU, COOTBETCTBYIOIIMX YJ4acTKy OMUYECKOit
MPOBOJIUMOCTH.

XUMUYECKHU COCTAB,
CTPYKTYPA 1 MOP®OJIOTUA

KpemHuuii-yraeponHbie MIeHKN, U3TOTOBIICHHBIC
IUIa3MOXUMUYECKUM Pa3JIOXKEHUEM MNOJn(EeHUIME-
TUJICUJIOKCAHA IPY pa3INYHbIX YacTOTaX 3JIeKTpUUe-
ckoro moiist B auama3oHe ot 100 kIt mo 1.9 MITr,
UMeJI aMOP(MHYIO CTPYKTYPY 0€3 KaKnxX-JIM00 KpH-
cTajuindyeckux BkiaodyeHui. Tunuynoe [IOM-u306-
paxkeHHne BBICOKOTO pa3pellleHUs U SJIEKTPOHOIPaM-
Ma B BUAE pa3MBIThIX TG PY3HBIX rajo NpUBeIeHBI
Ha puc. 1. Pe3yabraThl UccliefoBaHUS XUMUYECKOTO
COCTaBa IUIEHOK, M3TOTOBJIEHHBIX IIPU Pa3HBIX Ya-
CTOTax 3JIEKTPUYECKOTO IIOJISI, IIPEACTaBICHBI B
Tab6Jy. 1. Kak BUgHO 13 TabaUIIbI, BO BCEX UCCIIENO-
BaHHBIX IJICHKAaX CoAep:KaHNe aTOMOB YIJIepoia CO-
crasiseT 72—75 at. %, xpemuus 13—14 at. %, kucio-
pona 12—13 at. %, COOTHOIIIEHNE MEXIY ColepKaHeM
aTOMOB yIJIiepoaa 1 Kucjoponaa 5.3—5.7 u B mpenenax
MOrPeIIHOCTU M3MEPEHUI HE 3aBUCUT OT YaCTOTBI
10JIs1 TIPY U3TOTOBJICHUU TTIJICHOK.

MopdoJrornio IMOBEpXHOCTH TUIEHOK MCCCHOBAIN
metonoM ACM. Cnenys [20], mist XapaKTepUCTUKU

Puc. 1. [IDM-u3obpaxeHre U 3JEKTpoHOrpamMMma (Ha
BCTaBKe) KPEMHUI-YIJIEPOTHOI TICHKU.
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Puc. 2. [IByx- (a) u TpexmepHoe (6) ACM-u3o00pakeHust
TIOBEPXHOCTH KPEMHUI-YIJIEPOTHON TIJIEHKH, OCaXKIeH-
HOM IPU YacToTe 3jIeKTprudeckoro mojs 0.1 MIi.

penbeda MoOBEpXHOCTU B HAHOMETPOBOM JMarna3oHe
WCITONIb30BAIM TTapaMeTpP BOJHUCTOCThH ITOBEPXHO-
cti. TUNIMYHBIE IBYX- M TpeXMEpHOe M300paskeHUs
MOBEPXHOCTU KPEMHUIA-YIIEPOIHBIX TJIEHOK TOKa-
3aHbI HA puC. 2, a HA pUC. 3 IIpUBeAcHA 3aBUCUMOCTbD
BOJIHUCTOCTH ITOBEPXHOCTH OT YaCTOTBI SJIEKTpUUIEC-
CKOTO MOJISI TPU OCAXKAEHUU TJIEHOK. 3HAaUeHUsI BOJI-
HUCTOCTU OTPENENIsUIN, KaK cpeaHee U3 TITH u3Me-
peHwmit 1T Kaxkaoro oopasna. Kak BUIHO U3 pyCyHKa,
npu yBeandeHuu yactotsl noust ot 100 no 800 kI
BOJIHUCTOCTh ITOBEPXHOCTU IIJIEHOK YMEHbBIIIAeTCsI
6osiee uem Ha 30%, a mpu maIbHEHUIIIEM YBETUUYCHUH
4acToTa CTaOUIM3UPYETCsl Ha 3HAUEHUSIX OKOJIO 0.4 HM.

W, am

|

1 1 1 1
0 02 04 06 08 10 12 14 1.6
/. MTIu

0.3

Puc. 3. 3aBUCMMOCTb BOJTHUCTOCTH MOBEPXHOCTH TIIEHOK
W oT 4acTOTBI 271EKTPUYECKOrO N0 f TIPU UX OCAKICHUU.

BIEKTPO®U3UYECKUE CBOMCTBA

MexaHU3M 3J€KTPONPOBOIHOCTU B HEKPUCTAJI-
JIMYECKUX MarepualiaX, Kak MpaBuUJIO, OLICHUBAETCS
0 XapaKTepy YaCTOTHOM 3aBUCUMOCTHU BJIEKTPOIIPO-
BonHocTu. [Ipu nepeHoce HocuTelieil Mo HeJloKaIu-
30BaHHBIM COCTOSTHUSIM B pa3pellieHHbIX 30HaX 2JIeK-
TPONPOBOMAHOCTD B IIIMPOKOM 1Maria3oHe He 3aBUCUT
OT 4YacTOThl. B MPOTHUBOMOJIOXXHOCTh 3TOMY HaTUYUE
YaCTOTHOI 3aBUCUMOCTH MTPOBOAMMOCTH C HAKJIOHOM
OKOJIO €IMHUIIbI CBUAETEIbCTBYET O MPBIXKKOBOM Xa-
pakTepe MpOBOAMMOCTH T10 JIOKAJIM30BAHHBIM COCTO-
STHUSIM B XBOCTaX pa3pelieHHbIX 30H [21]. UMeHHO
Takoil BUJ 4YaCTOTHON 3aBUCUMOCTMU BJIEKTPOIPO-
BOJHOCTM HauMHAasi C 4YacCTOT €AMHUILIbI—AECITKHU Tepll
HabiogaeTcsl B aJIMa30MOA00HBIX KPEMHUI-yTIie-
POIHBIX TJIEHKAaX, M3TOTOBJIEHHBIX METOIOM BbICO-
KodacToTHOro (1.76 MTI'1I) mia3sMoOXMMUYECKOTO pa3-
noxeHus (Harpumep, [3]). B HacTosguiein padote
TaKO e BUJl YaCTOTHOU 3aBUCUMOCTHU DJIEKTPOTPO-
BOJIHOCTU HabJoAaICs 1151 TJIEHOK, U3TOTOBJIEHHBIX
npu yacrorax nost 6oiee 1 MI. OgHako B ciiydae
TUIEHOK, U3rOTOBJIEHHBIX MPU YaCTOTE IJIa3MOXUMU-
yeckoro pasioxeHus ot 200 mo 800 xI11, smekTpo-
MPOBOJHOCTh HE 3aBHCeia OT YacTOThl U3MepeHUit
BILIOTH 10 yacToT 10*—10° I, 4TO CBUIETENBCTBYET
00 U3MEHEHUU MeXaHU3Ma MPOBOAMMOCTH.

Ta6mma 1. ConepkaHye XMMUYECKUX 3JIEMEHTOB B TIJICHKAX, M3TOTOBJIEHHBIX IPY Pa3HbIX 4YaCTOTaX JIEKTPUUECKOTO TOJIST

ConepxaHue JIEMEHTOB, aT. %
Yacrota mons, MIig Ornomenue C/Si
C o

0.4 72.6 £ 1.0 13.7+£0.8 13.7£0.7 53£0.3

0.7 732+ 1.8 12.8 £ 0.7 14.0+ 1.6 5.7+£0.2

1.0 724+ 1.5 13.2+0.8 144+ 1.3 5.5%0.2

1.3 74.5+2.4 140+ 1.6 114t 1.4 53x0.4

1.5 743+ 1.7 13.3+£0.6 124 £ 1.8 5.610.2
IMOBEPXHOCTDL. PEHTTEHOBCKHWE, CUHXPOTPOHHBLIE U HEUTPOHHBLIE UCCIIEJOBAHUA  Ne 10 2023
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Puc. 4. 3aBUCUMOCTH OT OOpaTHOM TeMIepaTyphl SJIEK-
TPOIPOBOJAHOCTU TUIEHOK, U3TOTOBJICHHBIX MPU YacTOTe
anextpudeckoro mosst: 0.1 (7); 0.2 (2); 0.4 (3); 0.8 (4); 1
(5); 1.9 MTI1 (6).

_. —_
T 9
~ (=}

_.
S
&

10~°
]0710

10711

10—12

VienpHast IpoBOIUMOCTb, OM~! - cm™!

0.2 04 0.6 08 1.0 1.2 14 1.6 1.8 2.0
Yacrora ucrounuka, MI1x

Puc. 5. 3aBUCUMOCTH 3JIEKTPOIPOBOTHOCTHU IIJICHOK OT
YacTOTHI T10JII TIPYU UX M3TOTOBJIEHUH, TEMIIEpaTypa u3-
mepenust: 300 (7); 360 (2); 420 (3); 480 (4); 520 K (5).

Tab6muna 2. 3aBUCUMOCTb SHEPTUU aKTUBALIMU 3JIEKTPO-
MPOBOJHOCTU KPEMHUM-YTIEPOJHBIX TIJIEHOK OT YaCTOThI
TTOJIST TIPH MIX OCaKISHUN

Yacrora, MIt | 0.1 | 0.2 | 04 | 0.8 | 1.3 | 1.6 | 1.9
AE, 5B 0.98 0.39

1.2110.88{0.800.43 | 0.50

TeMmepaTypHBIE 3aBUCUMOCTH 3JIEKTPOIIPOBOI-
HOCTH TIJIEHOK, M3TOTOBJICHHBIX TIPX pa3HBIX YacTO-
Tax aKCUAJIBHOTO 3JICKTPUYECKOTO ITOJISI, TIPEICTaB-
JIeHBI Ha puc. 4. VI3 prcyHKa BUICH aKTUBAIIMOHHBII
XapakTep 3JIEKTPOIPOBOTHOCTH, €€ 3aBUCUMOCTD OT
YaCTOTHI MOJIS TIPY OCAXKACHUH TIJIEHOK HOCUT HEMO-

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10

HOTOHHBIN XapakKTep: B AMana3oHe 4yacToT IoJis Mpu
ocaxaeHuu 1ieHok oT 100 mo 400 kI ux 37aeKTpOo-
MPOBOJHOCTh BO3pacTaeT Ha YeThIpe MopsiiKa Bear-
YUHBI, a IPU JaJIbHEl111eM yBeJIMYEHU W 3TOTO napa-
METpa OHa YMEHbIIAaeTCsl IPUMEPHO Ha JIBa MOopsiaKa
(puc. 5). DHeprust aKTUBALIMU IIPOBOAVUMOCTU YMEHb-
maeTcs ot 3HaueHuit 1.0—1.2 3B nmpu vacToTax n3ro-
toBaeHus reHok 100—200 kI no 0.4—0.5 3B npu
yacrortax 6onee 1 MI11, T.e. B ;Ba—Tpu pa3a (tabi. 2).
OTO CBUIETENILCTBYET O CYIIIECTBEHHOM U3MEHEHUU
TUIOTHOCTU JIOKAJIM30BaHHBIX COCTOSTHMM B 3arpe-
IIIEHHOM 30HEe MaTepuaya, B pe3yJbTaTe KOTOPOTO
ypoBeHb DepMu CIBUTAECTCS OT CEPEINHBI K Kpato 3a-
MpeIIeHHO 30Hbl. YUYUThIBasi UBMEHEHUSI B 4aCTOT-
HbBIX 3aBUCUMOCTSIX 3JIEKTPOITPOBOIHOCTH,, OTTUCAHHBIX
BBIIIIE, MOXXHO TIPEAIOJIOXUTh, YTO B TIJIEHKaX, oca-
KIEHHBIX TUIAa3MOXUMUWYECKUM pa3iokKeHUEM TIpe-
Kypcopa IIpu 4acToTax 1moJjist MeHee 0.5 MI11, mpeo0-
JlaaeT TIepeHOC HOCUTENE 3apsaa Mo MPOTSIKEH-
HBbIM (HEJIOKaJIM30BAaHHBIM) COCTOSTHUSIM (B OTJIMUME
OT TPaAWILIMOHHON MJISI 3TOro Kjacca MaTepuaia
MPBIKKOBOU MPOBOAMMOCTU MO XBOCTaM JIOKAJIU30-
BaHHBIX COCTOSTHUIA).

SAKJIIOYEHHME

M3MeHeHne 4acTOThI JIEKTPUYECKOIO II0JIST TIpU
W3TOTOBJICHMM aJIMa30MNOA00HBIX KpPEMHUIi-yTIjIe-
POIHBIX TUIEHOK METOIO0M ILIa3MOXMMUYECKOTO pa3-
JIOXKEHMsI IpeKypcopa B auana3oHe JyactoT oT 100 kI
1o 2 MI1 He n3MeHsIeT aMOpP(PHOIO COCTOSTHUS TIjIe-
HOK, a TaKKe MMPaKTUYECKU HE BIIMSICT HAa X XUMUYe-
CKUii cocTaB. BMecTe ¢ TeM CHUKeHME YaCTOTHI ITOJISI
OT CTaHJAPTHOM BeIWYUHBI 1.76 MI 10 4acTOT HU-
ke 500 k11 BBI3BIBAET CYLIECCTBEHHBIC M3MEHCHMS
SJIEKTPOGU3NYECKIX CBOMCTB I10JTy4aeMbIX IICHOK —
IIPU 3TUX YACTOTaX U3MEHSIETCSI MOP(MOJIOTHS X O~
BepxHOCTU. I3MeHeHNe YacTOThI HOJIsI IPU U3TOTOB-
sneHuu 1ieHoK oT 100 go 400 xI11 BBI3bIBaeT U3MEHe-
HUE a0COJIIOTHBIX BEJIMUYMH 3JIEKTPOIIPOBOIHOCTH HA
YeThIpe IMOopsIIKa BEJIMUYMHBI 1 U3MEHEHNE MEXaHMU3-
Ma 3JIEKTpOIlepeHOCca MO CPaBHEHUIO C IUIEHKAMU,
MOIYYeHHBIMM IIPU BBICOKMX YaCTOTaX. DTO ITO3BO-
JISIET UCIIOJIb30BaTh U3MEHEHME YAaCTOTHI DJIEKTpUYEe-
CKOTO IO/ TIpU IUIAa3MOXMMHYECKOM OCaXKICHUU
IUICHOK B KayeCTBE MeToAa YIIPaBJICHUSI UX CBOI-
crtBamu. Hanbonee apdpekTuBHOE yIIpaBIeHUE CBOM -
CcTBaMM O00eCcreunBaeTCs IIPY U3TOTOBJIEHUU TVIEHOK
B nuamna3oHe yactot oT 100 no 500 k1.

BJIIATOOJAPHOCTHA

HccnenoBaHue BBITIOJTHEHO TIpU Momiepxkke Poccuii-
ckoro HayuHoro ¢oHma Ne 22-29-00864 (https://rscf.ru/
project/22-29-00864/).

KoH(auKkT HHTEpecoB: ABTOPHI 3asIBJISIIOT, YTO Y HUX
HET KOH(MIMKTa UHTEPECOB.
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Field Frequency Variation during Plasma-Chemical Deposition of Silicon-Carbon Films
as a Method for Their Structural Modification

A. 1. Popov: % *, A. D. Barinov’ % ** V. M. Yemets!, M. Yu. Presnyakov3, T. S. Chukanova'
! National Research University “Moscow Power Engineering Institute”, Moscow, 111250 Russia
2Institute of Nanotechnology of Microelectronics RAS, Moscow, 119991 Russia
3 National Research Center “Kurchatov Institute”, Moscow, 123182 Russia
*e-mail: popovai2009@gmail.com
**e-mail: barinovad @mpei.ru

The influence of the electric field frequency in the range from 0.1 to 2.0 MHz during plasma-chemical depo-
sition of diamond-like silicon-carbon films on their chemical composition, structure, and electrical proper-
ties has been studied. It is shown that the films obtained in the entire studied frequency range have an amor-
phous structure with a constant, within the measurement precision, chemical composition. At the same time,
the morphology of the surface of the films and their electrophysical properties significantly depend on the
frequency of the electric field during plasma-chemical deposition. This makes it possible to use the change in
the field frequency in the preparation of films as a method of controlling their properties. The frequency range
providing the most effective modification of electrophysical properties is determined.

Keywords: silicon-carbon films, modification of properties, frequency, structure, composition, morphology,

electrical conductivity.
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BBEAEHUE

CniaBBl HA OCHOBE IMPKOHUS ITUPOKO IIPUMEHSI -
IOTCSI B SIIEPHOM TEXHUKE OIS N3TOTOBJICHUS IeTaIei
TEIUIOBBIICISIONINX COOPOK, B TOM UHcjIe 000J04YeK
TeruioBbLIesIomuX 3yeMeHToB (TBOJI) [1]. Jlern-
pOBaHME OJOBOM, HMOOMWEM TO3BOJISICT JTOOUTHCS
BBICOKHX 3KCIUTyaTallUOHHBIX CBOMCTB 3TUX CILjia-
BOB, BKJII04Yasi KOPPO3MOHHYIO CTOMKOCTD IIpU pabo-
yuX TeMIepaTypax U BBICOKME MMPOYHOCTHBIE CBOIi-
crBa. OCHOBHBIM HEIOCTAaTKOM CILIABOB HAa OCHOBE
LIUPKOHUS IIPU IIPUMEHEHUU B aKTUBHOI 30HE siIep-
HBIX SHEPreTUYECKUX YCTAaHOBOK SIBJISIETCS WX HU3-
Kasi KOpPpO3MOHHASI CTOMKOCTh ITPY B3aUMOACHCTBUN
¢ BOISTHBIM TTapoM. ITogoOHBIe yCIIOBUSI MOTYT BO3-
HUKAaTh B YCTAaHOBKE B CJIyyae aBapUii, CBSI3aHHBIX C
noTepeif 1IeJTOCTHOCTU aKTUBHOI 30HBI TMOO TPyOO-
IMMPOBOJOB MEPBOTO KOHTYpa oxnaxneHus. [Taporyp-
KOHMEBAs peaklivsl, BO3HMUKAIOIIasl B 9TUX YCIOBUSIX,
MIPUBOJIUT K BBIACICHUIO B3PBIBOOITACHOIO ra3000-
pa3HOIo BOAOPOJA M BBI3BIBACT 3HAYMTEIILHOE [I0-
MMOJTHUTEILHOE TETLIOBBIASICHUE, YTO MOXKET IIPUBO-
IUTh K KaTacTpo(pUUeCcKWM TIocaencTsusm [2, 3].

27

CriocoOnl TIpenoTBpaIlleHMsT MOJOOHBIX CliEHAapHeB
pa3pabaThiBalOT B TOM YKMCJIE€ B paMKaxX KOHLIEMIUU
YCTOMYMBOTIO K aBapusiM TorinmBa (accident tolerant
fuel — ATF) [4]. OnHuUM U3 HampaBJeHU paGOThHl B
paMKax 3TOl KOHIIEMNIIMU SIBJIsieTcsl pa3paboTKa xKa-
POCTOMKMX MOKPBITUII 000J0ueK TB3Ja. PaboThl B
9TOM HallpaBJieHUU CBSI3aHbI C Pa3pabOTKON MOKPHI-
tait u3 FeCrAl [5—7], MAX-da3 [8—10], cunuuuaoB
nupkoHus [11]. Hanboaee akTUBHO UCCIEOYIOT I10-
KpBeITUd 13 xpoMma [ 12—17]. Uncio paboT 1o uccieno-
BaHWI0 AT F-nokpsITHif 13 XpoMa HEU3MEHHO PACTET
B mocjeaHue roabl. X oCHOBHbIE JOCTOMHCTBA —
OTHOCUTENIbHAs TMPOCTOTa HAHECEHUS, XOpollas
YCTOMYMBOCTD MPU IITATHBIX peXKMMax pabOThI SIAEP-
HBIX 9HEPreTUYECKUX YCTAHOBOK, a TAKXKe MOBBIIIE-
HY€ YPOBHS CONTPOTUBIIEHUST 000J04YEK TB3JIa BbICO-
KOTeMIlepaTypHoOU Koppo3uu. OCHOBHBIM HeloCTaT-
KOM TaKUX TOKPBITUN SIBISIETCSI OTHOCHUTEIbHO
Hu3kas aubddy3moHHas YyCTOMUYMBOCTb MPU TeMIle-
parypax Bbiiie 1000—1100°C [18, 19], mpuBonsiias K
pPE3KOMY MaJeHUIO 3allIMTHBIX CBOMCTB U3-32 PACTBO-
peHus TIOKPbITUS B MaTepuasie-ocHOBe. B cBs3u ¢
9TUM, HECMOTPSI Ha CYLIECTBEHHBI TTporpecc B pa3-
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pabdotke ATF-1ToKpBeITHIT 13 XpOMa, BOITIPOC TTONCKA
JIPYrMX MaTepuaJoB-KaHAMIATOB JIJISI 3allIMThI CILIa-
BOB LIMPKOHUS OCTAETCS aKTyaJIbHbIM.

IMonygennsie aBTopamu [20, 21] gaHHBIE O XXapo-
CTOMKOCTU CUJIULIUIOB MOJIMO/IEHA B YCJIOBUSIX OKHUC-
JICHUSI B ITapOBO3MYIITHOM CMECH TOBOPSIT O MEePCIIeK-
TUBHOCTH 3TUX COEANHEHUI B KaUeCTBE MaTeprajoB
JUUIST 3aIIATHI 000I0YEK TB3JIa OT ITapOLMPKOHUEBOM
peakuuu. Panee [22, 23] OpUIM TOTYIEeHBI JAHHBIEC O
BBICOKOI NU(OY3MOHHON YCTOMYMBOCTUA CUJIUIIM-
OB MOJIUOIEHA B KOHTAKTe co crutaBoM D110 Ha oc-
HoBe 1upkoHus (Zr + 1 mac. % Nb). OgHako BOIpPOCHI
HEMOCPENCTBEHHOT0 (POPMUPOBAHUS CHIMIMIHBIX
MOKPBITUI Ha CIJIaBaxX LIMPKOHMS OCTAIOTCS Ha CETO-
JHSIIIHUI OeHb c1a00 mpopadoTaHHBIMU. MI3BECTHEI
pa3augHbIE CIOCOOBI (DOPMUPOBAHUS MOKPHITUIA U3
CUJIMLIMIOB MOJIMOAEHA: JJa3epHOe HalulaBjieHue [24,
25], MarHeTpoHHOe HambUleHUe [26], TIa3MeHHOoe
HanbuieHue [27—29], mukepHsie nokpbitust [30],
XMMHKO-TepMHuYecKass oopadorka [31]. M3 Bcex 11e-
PEYMCIEHHBIX METOJOB IIMPOKO pacIpocTpaHeHa
XUMUKO-TepMUUeckasi oopadboTka. OgHako misl Ha-
HECEHUSI TTOKPBITUI Ha 000JIOYKU TB3JIA 3TOT METOI
HE SIBJISIETCS ONTUMAJIbHBIM, TaK KaK CONpPSIKEH C
JUINTETBHBIMUY BBIACPKKAMUI U 3HAYNTEJILHOM CTeIIe-
HbI0 TN HY3MOHHOTO B3aUMOACHCTBUS TIOKPBITUS U
MaTepHraja-OCHOBBI, YTO B JaHHOM CJIy4yac IIpaKTu-
yecku Henpuemiemo. IllinukepHoe HaHeceHUE CHU-
JIMIUIHBIX NOKPBITUI, TpeOyIolllee OMJIaBIeHUS I10-
KPBITUS, TAKKe HEIIPUMEHMMO IJIsI CIIJIAaBOB LIMPKO-
HUSI U3-3a MPEBBIICHUS TeMIlepaTyphl ILIaBJICHUS
CWJIMLIMIOB MOJIMOAeHA HAll TeMIIepaTypoOi IjiaBjie-
HUSI CIUIaBOB LIUPKOHUSI. MarHeTpOHHOE HaHECEHUE
CWIMLIMAHBIX HOKPBHITUIA BO3BMOXKHO, OMHAKO 3TO BECh-
Ma CJIOKHBII ITPOLeCcC, MPUBOMAIINI K (DOPMUPOBa-
HUIO CTOJIOYATOl CTPYKTYpPHhI, HE BCeraa ONTUMAaslb-
HOI TS 3aIIIMTHBIX CBOMCTB MOKPHBITHS. OTOeIbHOMN
MPOO0JIEeMOM SIBSIETCSl MOJy4YeHUe MPUTOIHOMN IS
pacmblUIeHUSI TUUIOTHOM MUIIEHW W3 CIJIMIIHUIOB.
OIuH U3 MepPCHeKTUBHBIX CIIOCOOOB HAHECEHMSI CU-
JIMIUOHBIX TIOKPBITUI, MO3BOJSIOIINX OKa3bIBaTh
MUHMMAaJIbHOE BO3IeMICTBIE Ha ITOJIOXKY B IIPOIIEC-
Ce HaHEeCEHUsI, a TAK>Ke TToJTyYaTh MMOKPBITUST pa3ind-
HOM TOJIIIIMHEI U3 CTOJIb TYTOILUIaBKUX (pa3 KaK CHIM-
MBI MOJMOIeHa, — 3TO IUIa3MEHHOE HaIlbUICHUE.
B nmuTepaType npakTU4ecKy He BCTPEUYalOTCs TaHHbIS
0 (hopMHUPOBAHUM ITUM METOJIOM ITOKPHITUI U3 CU-
JIMIUIOB MOJMOIeHa Ha criaBax LupkKoHwus. Ilpu
y4eTe BBICOKOM XKapOCTONKOCTH CHJIMIIMAOB B Mapo-
BO3AYIIHOI cpede, a TakKe MX BBICOKOI nuddy3u-
OHHOM YCTOMYMBOCTU B KOHTAKTe CO CILJIaBAMM 1IUp-
KOHMUSI TIOJIydeHUE 3KCIEePUMEHTAIbHBIX TAHHBIX O
BO3MOXXHOCTH HaHECEHMS MOKPBITUIT U3 CUINIUIOB
MOJIMOIeHa Ha CIUIaBbl LMPKOHMS IIPEACTaBIISICT
3HAYUTEIbHBIN MHTepec. [lolydeHn1o 3TUX JaHHBIX
U TTOCBSIIeHA HACTOsIIIas padoTa.

METOANKA

OO0pa3npl MOKPHITUI IS WCCIeNOBaHUI OBLIN
IOJIyYEHBI ITyTeM HaHEeCEHUS IIOPOIIKOB CUIMIIUIOB

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

Ha MOBEPXHOCTh JUcTa U3 cruiaBa D110 Ha ocHOBe
mupkoHus (Zr + 1 mac. % Nb). B kauecTBe HaIbLISI-
e€MOro MaTepuasia B paboTe UCITOJIb30BaJIN CILJIaB CU-
cteMbl Mo—Si co CpemHUM cofepKaHUeM KpEeMHUs
55 ar. %, 4TO COOTBETCTBYEeT 00JIACTU CYIIECTBOBA-
HUS JBOMHOM 3BTEKTUKU M05Si; + MoSi,. [Topoiiok
cunnunoB 661 cuHTe3upoBadH B UDTT PAH u3 no-
poikoB Monb6aeHa (Mapka [1M99.95 npousBoncra
AO “ITIOJIEMA”) u kpemHus (Mapka 99.8 ¢ yucro-
toit 99.8 mac. % mpousBonctBa OO0 “IlmatmHa”).
TimatenbHO TIepeMelIaHHbIe ITOPOITKM HWCXOMHBIX
KOMITOHEHTOB TTOABEPTaJIu BLICOKOTEMITEpaTypPHOMY
OTXUTY B aTMOcdepe aproHa, 3aTeM CUHTE3UpOBaH-
Hbl€ CWJIMLIWIBI pa3MaJibIBAJIM U TPOCEUBAJIU C TO-
MOIIBIO CUT ¢ mpocBeToM stuen 80, 63 u 32 mxm. [
HaHeCEeHMsT Opaju MOPOIIOK C pa3MEPOM OCHOBHOM
dpakuuu B uHTEpBajie 32—63 MKM.

B xauecTBe MOAIOXKY 15T TTOKPBITUIA UCTIONIB30-
Bann aucT croraBa D110 TommmHOT 2 MM, M3TOTOB-
neHHbI AO “Yereukuit MexaHMYeCKMit 3aBox”, X1-
MUUYECKUi cocTaB MaTepuaia cooTBeTcTBOBaI TY 95
166-98. O6pa3ubl I HAaHECeHUs TTOKPBLITUI B BUIE
MPSIMOYTOJIbHBIX TlapajUle/IeTIUIICIOB BbIpe3ain U3
JINCTa C IOMOIIBIO 3JIEKTPO3PO3NOHHOM PEe3KM, pas3-
Mepbl 00pas3oB cocTaisiu (10—15) X 25 X 2 Mm.
Kpas o6pa3oB nmoasepraiu abpa3uBHOM 00paboTKe
JUIST CKPYTJICHUsI OCTPBIX TpaHei, paauyc 3aKkpyrie-
HUi1 cocTaBst ~1 MM.

IToKpBITUST HAHOCUJU C TIOMOIIBIO YCTAHOBKU
YMIIH-50 mpousBogcrBa OOO “IlnasmaneHTp”
(r. Cankr-IletepOypr). MoliHoOCTh ycTaHOBKU 2 KBT,
TOK AYTY IIPY HAHECEHUM cOoCTaBisiI 35—45 A, B Ka-
YeCTBE TPAHCIIOPTHOIO U IIa3MOOOpa3yIoIIero raza
KCITIOJIb30BAJIM apTOH BBICOKO YMCTOTHI. [ToKpBITHS
HAHOCWJIM Ha OTKPBITOM BO3OyXE, PacCTOSHHUE OT
TIa3MOTPOHA A0 MOMJIOXKKHU cocTaniisio 40—50 M.
OcHoOBHasl Macca 3KCIIEpUMEHTOB 110 ITOA00PY PexXKi-
Ma HaHECEHMUSI, a TAaK3Ke MCCIeIOBAHUIO CTPYKTYPHO-
¢da30BOro COCTOSIHUS IIOKPBITUI ObLiIa IpOBeieHa Ha
MOIEIbHBIX IIOKPHITUSIX, HAHECEHHBIX Ha MOMIOXKY
¢ oHOM cTopoHbl. Ha ocHOBaHMU TTOJIyY€HHBIX TIPU
HMCCIEAOBAaHUY 3TUX 00pa3L0B JaHHBIX ObLIN BHIOpa-
HbI ONTUMAaJIbHBIE PEKUMbI HAHECSHUSI, KOTOPhIE 3a-
TeM IIPUMEHSIJIN U151 TTOJIyYeHUsI BCECTOPOHHE 3alllM -
IIEHHBIX 00pa3lloB, UCHOJIb3YEMbIX B 3KCIIEPUMEH-
Tax IO OIPEAETCHUIO XapOCTOMKOCTH.

st n3y4eHUs CTPYKTYpPbl HAHOCUMBIX TTOKPBITHIA
00pa3sikl IToclie HAaHECEHUSs pa3pe3aau MepIreHInKY-
JIIPHO TUIOCKOCTH MOKPHITUS U UCCIIeNoBaIn. Pe3ky
00pa3loB OCYIIECCTBIISUIM C IIOMOIIBIO 3JIEKTPO3PO-
3noHHOTO ctaHKa. lllnndoBKy 1 moJImMpoBKy ob6pa3s-
LIOB TIPOBOJMJIM IIyTeM TOpsiyeii 3aIlpecCOBKU B
SMOKCUIHYIO CMOJTy ¥ abpa3uBHOIT 00pabOTKU € MO-
clieqoBaTeIbHBIM YMEHBIIEHUEM pa3Mepa abpasuB-
HBIX yacTull. B kauecTBe abpa3snBOB MUCHOIb30BaAIA
oyMmary SiC c 3epHucroctsio ot P120 mo P2500, a Tak-
Ke ajimasHble mopoiuku or ACM 10/7 no ACM 1/0.

MuxkpocTpyKTypa MOJIy4YeHHBIX 00pa3loB ObLia
HCCIIeTOBaHa C TOMOIIBIO PACTPOBOTO 3JIEKTPOHHOTO
mukpockona Tescan VEGA 11 XMU. Xumnyeckuit
COCTaB U3y4yajli METOJOM PEHTTeHOCHEKTPaTbLHOTO

Ne 10 2023
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MUWKpOAaHaIN3a C MCIOJb30BAaHUEM JHEPTOMMUCIIEP-
cuoHHoro crnekrpoMeTpa INCA Energy 450 ¢ nosy-
npoBogHUKOBBIM Si(Li) metekropom INCA X-sight.

st uccmenoBaHusI KMHETUKKU B3aMMOACHCTBUS
MTOKPBITUS 1 TIOIIOXKKN 00pa31Ibl MOABEPTAIN OTXKU-
raM B BaKyyMe Pa3IMYHON IJIMTEILHOCTU IPU TEM-
nepartype 1300°C. OTXUIM IPOBOAMIM B NEYU CO-
MPOTUBJIEHUS C BOJIb(OPaMOBBIMU HarpeBaTesIsiMu 1
MOJMOASHOBBIMU I€TAISIMUA TEIUIOBOM 30HBI B BaKy-
yMe€ IIPY OCTaTOYHOM AaBJIEHUU MeHee 5 X 1073 topp.
JnuTenbHOCTh OTXKHUIOB cocTaBisiia 3, 6 u 9 4. Bpems
BBIXOJIa TIEYM Ha TeMIepaTypPHBIA peXKUM OKOJIO 12—
15 MuH, ero He YYUTHIBAJIM B O0IIIEM BPEMEHMU BBIIIEP-
kuBaHusi. KuHetuky nuggy3moHHOro B3auMoaei-
CTBUS aHAJIM3UPOBAIIM aHAJIOTWUYHO [22, 23].

HMcnbiTannst Ha XXapOCTOMKOCTh MOJTYYSHHbBIX MO~
KPBITUI TIPOBOAMIIN ITyTEM OTXKHUTa Ha BO3AYyXe BCe-
CTOPOHHE 3allUIIEHHBIX TTOKPBITUEM 00pa3loB Mpu
1100°C B Teuenue 1 4. O6pa3ibl HOMELIAIN B KBap-
LIEBYIO TPYOKY, KOTOPYIO YCTAaHABIMBAIU B paboUyIO
30HY TpyoJaToii ey corporusiaeHuss CYOJ1 0,3.2-12.
3aTeM Meuyb BKIIOYAJIM U B TeueHue 15 MUH BBIBOIU-
JIV Ha TeMIIepaTypHbIil pexXuM ucrnbiTanuii 1100°C.
TemnepaTypy o06pa3iioB KOHTPOJUPOBAINA C TTOMO-
IILIO TePMOITaphl XpOMEb-aJlIOMeITb, PACHOIOXEH-
HOMl B MNPOCTPAHCTBE IMEYM B HEMOCPEACTBEHHOI
0IM30CTH OT 00pPa3LOB (PaCCTOSTHME OT TEPMOIIaphl
J10 00pa3loB 0kojo 5 MM). Yepes 1 4 mocnie BbIXoma
Ha pabouuii pexuM Iedb OTKIouanu. OO6pasibl
oXJIaXIalIM B me4yu a0 Temiepatypbl 950°C (okojio
10 MuH), a 3aTeM M3BJIEKAJIM U3 Te4YM IJIsI OKOHYa-
TEJIbHOTO OCTBIBAHUSI HA OTKPHLITOM BO3ayxe. Maccy
00pa31oB 10 U MTOC/IE UCITBITAHWI KOHTPOJIMPOBAJIU C
noMo1bio BecoB BJITD-2100 ¢ muckperHocThio 0.01 T.

PE3YJIBTATHI U UX OBCYXIEHUWNE
Mukpocmpykmypa nokpseimuii

N300paxkeHne MUKPOCTPYKTYPBI TTOKPBITUS T10-
cJie HaHeCceHUsI TIpeacTaBiieHo Ha puc. 1. CienyeT oT-
METUTh, UTO MOAOOHAsI CTPYKTypa HaOI01a1ach BO
BCEX MCCJIEMOBAHHBIX cpasy Iocjie HaHEeCEeHUS TMo-
KPBITUSIX, HE3aBUCUMO OT pexXuma HaHeceHUs . [l1o-
JIydeHHBIC TaHHBIC TTO3BOJISIIOT CASIATh PSII BAXKHBIX
HabmoneHuii. Mopdonorust CUTMLIUAHBIX 3€pEH BO
BCEX UCCIIeAOBAHHBIX CIIydasiX CBUIETEILCTBOBAIA O
JedopMaluy CUJIMLIMIHBIX YAaCTUIL B IPOILIeCCe Ha-
HeCeHUSs MOKPHITUSL. B CTpyKType MOKpBITUSI BCTpe-
YaloTCsI OTHOCUTEIBHO PaBHOOCHBIE 3€pHA, HO MX
ob0beMHas noJig HeBenvka. [TogaBisiiolast 4acTh 3e-
PEH BBITSIHYTA BAOJIb IIJIOCKOCTU HAHECEHUSI, UTO TO-
BOPHUT 00 YCHEITHOM Pa30TPEBe CYJIMIIUITHBIX YaCTHLL
B TUTAa3MEHHOI CTpye, JOCTATOUHOM TSI TIPOSIBJICHUS
VMM IJIACTUYHOCTU 1, TAKMM 00pa3oM, I0CTaTOYHOM
JJIsl YCIEIIHOro (pOpMUPOBAHUS TTOKPBLITUS. TakuM
00pa3oM, 3KCMEPUMEHTAJIBHO MPOJAEMOHCTPUPOBA-
HO, YTO MCHOJIb3yeMasl yCTAaHOBKA IJIa3MEHHOTO Ha-
MMbUIEHUSI, HECMOTPSI HA CPABHUTEJIBHO HEBBICOKYIO
MOIITHOCTb, BIIOJIHE YCIIEITHO MOXKET OBITh MCITIOJIb-
30BaHa i1 HAaHECEHUSI MOKPBITUSI U3 CTOJIb TYTO-
Iu1aBKUX (a3, Kak CHIMIHALI MOJIMOIeHA.

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10
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Puc. 1. INonepeuyHoe ceyeHMe MOKPBITHUS ciutaBa D110,
PEXUM JIeTeKTUPOBAHUS OTPaKEHHBIX 3JIEKTPOHOB.

OOpaliaeT Ha ce0s1 BHUMaHUe U ¢Ga30BbIil COCTaB
UCCIeOBaHHBIX MNOKpbITUii. KoHTpacT, mnoJydyeH-
HBII B pEXXUME IETEKTUPOBAHUS OTPaKEHHBIX dJIEK-
TPOHOB, TO3BOJISIET OOHAPYXUTh KaK MUHUMYM TpHU
pasznuuHble cunuuuaHbie pa3bl. Ha puc. 2 mpeacras-
JIEHO U300paKeHUEe MUKPOCTPYKTYPBI IPYTOro yJyacTKa
MCCIIelyeMOT0 MOKPBITHS, a TAKXKE OTMEUYEHbI TOUKH,
B KOTOPBIX TTIPOBOAWJICS JIOKAJIbHBIM aHAIN3 XUMUYE-
cKoro cocrtaBa (a3. Pe3ynbTaThl 3TOT0 aHaIM3a Ipe/ -
CTaBJIEHbI B Ta0OI. 1.

M3 npencraBieHHBIX TaHHBIX BUAHO, YTO MTOKPbI-
THe 06pa3oBaHO He TONBbKO dazamMu MosSi; u MoSi,,
COCTaBJISIIOIIMMM  UCXOAHBINA HAIbUISIEMbI MOPO-
IIOK CUJIMLIMAOB. B cocTaBe mosyyaemMbIX MOKPBITUI
BO BCEX MCCIeA0BaHHbBIX 00pa3iax moMmumMo MosSi; 1
MoSi, B 3aMeTHOM KOJIMYECTBE NPUCYTCTBYET U ha-
3a, CpelHee ColepKaHWe KPEeMHHUSI B KOTOPOM co-
craBisieT okoJio 53 ar. %. [TomuMo OCHOBHBIX a3 B
MOJIy4aeMbIX MOKPBITUSIX B MaJIbIX KOJIUYECTBAX Obl-
Jia o6HapyxeHa (aza Mo,Si, a Takke Tpu3HaKku ¢a-
36l Si0,. [IpucyTcTBUME HU3IIETO CUIMLMIA U IBY-
OKUCU KPEMHMUS CBSI3aHO C BO3JIEUCTBMEM I1a3MEH-
HOTO TOTOKa Ha YacTHIbl HAHOCUMOTO TOpOIIIKa B
Mpoliecce HambUIEHUSI U corjiacyeTcs ¢ padbotaMu
Ipyrux aBTopoB [28, 29]. I1pu pa3zorpeBe 4acTUll CU-
JIMIIMAOB UAYT MPOLIECChl OKMCIEHUS CUJIULIMIOB,
MpPUBOISIINE, B IEPBYIO OYEPEb, K TTOTEPE KPEMHUS
B pe3yJbTaTe 00pa30oBaHMSs JIETYYero MOHOOKCHAA
KpPEeMHUS U K 00pa3oBaHUIO TUOKCUIA KPEMHUSI, Ya-
CTUYHO WJIH TIOJJHOCTBIO COXPAHSIIOILIETOCS B CTPYK-
Type NOKpbITUsl. Takum oOpa3om, MPUCYTCTBUE B
CTPYKTYp€ HU3IIMX CUJIULMAOB U AUOKCUIA KpPEM-
HUST W OOlllee CHUXEHUE CPEIHEro CoAep>KaHUs
KPEeMHUSI, B TOM 4YucCJie MPUBOsIIEe K CMEIIeHUIO
noneit a3 MosSi; u MoSi,, BIOJHE 0XUAAEMO TIpU
MCMOJIb30BAaHUM aTMOC(HEPHOTO TIJIa3MEHHOTO Ha-
MNbUIEHWS TTOPOIIKOB CUJINLIUIOB MOJIUOIeHA.
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Puc. 2. PacniosioxxeHre TOYEK JIOKAIBHOTO aHajnu3a XU-
MHYECKOro cocTaBa. IlorepeyHoe ceyeHUe MOKPBITHS,
PEXUM JETEKTUPOBAHUS OTPaXKEHHBIX 2JIEKTPOHOB.

Yto kacaercs ¢das3bl CO CPEOAHUM cCoAepKaHNEeM
KpeEMHUSsI Ha ypoBHe 53 aT. %, HauboJiee BEpOSITHOIM
MMPUYUHO ee TIPUCYTCTBUS B ITOKPBITUU HA JaHHbII
MOMEHT MOXET OBITh BBICOKASI CKOPOCTh OXJIAXIE-
HUS paciulaBa CUJIMLIMIOB IIpU (DOPMUPOBAHUU IO~
KpBITHS. BaxkHOiT 0COOEHHOCTBIO SIBISICTCS XUMUUE-
CKMIi COCTaB HepaBHOBECHOM (a3bl, COOTBETCTBYIO-
LU CpelHEeMY COCTaBYy HAaHECEHHOTO TTOKPBITUS U
JIVIIIb HEMHOTO OTJIMYAIOIIUIICS OT cocTaBa MCXOM-
HOTIO mopolKa crtniuaoB (53 at. % KpeMHUs B 00-
cyxnaemoil paze BMecTo 55 aT. % KpeMHUS B cpej-

HEM COCTaBE MCXOMHOTIO IIOPOIIKa). DTO MOXKET ObITh
CBUIETEJLCTBOM TOTO, YTO JaHHasl (a3a sBsieTCs
pe3yabTaToM aMop¢hU3allni CUJIUIIUIHOTO paciuiaBa
MPU €ro pe3KOM OXJIAXKISHUM Tocjie HaHEeCeHUs
Ha MOMJIOXKY. JIJIsT onpenelleHUs] KpUCTAIUTMIEeCKOMN
CTPYKTYPHI ¥ peaIbHOTO MeXaHu3Ma (hOpMUPOBaAHUSI
aTOo#1 (ha3bl HEOOXOAUMBI NOTOIHUTEIbHBIE CTPYK-
TYpHBIE UCCIICIOBAHMUS.

Eie omHoIT xapakTepHOI1 0COOEHHOCTBIO HAOJIIO-
J1aeMOil MUKPOCTPYKTYPbl OKPBITUI SBISIIOTCS JIe-
¢ eKThI IMJIOTHOCTU Pa3IMIHOM Ipupoabl. K HUM oT-
HOCSITCS MYCTOTHI, OOpa30BaBIIIMECS B pe3yJbTaTe
BBIKpallIMBaHUs MaTepuasia B Ipoliecce adpa3suBHOM
MMOJIUPOBKM, a TakKXKe MOpbl, 00Opa30BaHHBIE HEIIO-
CPEICTBEHHO B Ipoliecce HaHeceHUsT MoKpbITUs. I1o
OYEBUIHBIM IIPUYMHAM Pa3[Ie/IUTh 3TU IBE CTPYKTYP-
HbBI€ COCTaBJSIONIME B IIPUTOTOBJIECHHBIX B paMKax
padoThl 0Opa3ax He MPeacTaBIsSIeTCs BO3MOXHBIM.
CreqyeT OTMETUTD, 9TO TIPH OTPAOOTKE PA3TMIHBIX
PEXMMOB HaHECEHMSI ObLI TTOJIyYeH OOJIbIIIO MacCUB
nHGOPMAIIMK O CTPYKTYpe IMOKPHITHiA. ToaImHA I10-
KpBITUI BapbrpoBaiach oT 20 no 6osee yeM 200 MKM.
Honst mnomany nummda IMOKPHITUS, IIPUXOASIIASLCS
Ha JedeKThl B BUIE TTOP U/WUIUA BEIKpAIIMBAHUSI, Ba-
perpoBaiack ot 10—15 10 90 06. % (puc. 1-3).

B psime ciyyaeB 061acTH BRIKpAIIMBAHUSI COCpe-
JOTAaYMBaJINCh HA BHEIITHUX CJIOSIX [IOKPBITHUS, B PsIIie
cllydaeB — Ha BHYTpEeHHMX cJios1X. P o6pa3iioB xa-
PaKTepU30BaJics paBHOMEPHBIM pacIipeaeieHUEM 110
TOJIIIWHE TOKPBITUSI OOJBIIOTO KOJMYECTBA He-
criomHocteit. Kpome 3Toro, B psiie ciaydaeB B
00pa3uax MpucyTCTBOBAIIU TPEIUHBI MEXKAY MOKPHI-
THEM M MaTepUajloM-OCHOBOI YacTh 00pa3loB, 4TO
CTaBWJIO NIPUHUMITMAIBHBII BOIIPOC 00 aAre3uu 1mo-
KpbITUsi. HU B OmMHOM M3 McClieTOBAHHBIX MOKPBITUI
He OBIIM OOHapyXeHBI TPaHCKPUCTAJUIUTHBIE Tpe-

Ta6auua 1. CooTHOIIIEHNE CUTHAIOB KPEMHMS, IMPKOHUS U MOJMGAEHA B pa3IMYHBIX (ha3ax MOKPHITUS (06IacTH

aHaJIM3a COOTBETCTBYIOT OTMEUCHHBIM Ha puUC. 2)

Konuentpauws, at. %
Homep Touku ®daza
Si Mo
1 22.4 77.6 Mo;Si
2 23.3 76.7 Mo;Si
3 35.5 64.5 MosSi;
4 35.1 64.9 Mo;Si,
5 23.7 76.3 Mo;Si
6 65.2 34.8 MoSi,
7 65.3 34.7 MosSi,
8 65.1 34.9 MoSi,
9 534 46.6 HewusBectHO
10 53.8 46.2 HewusBecTHO
11 53.6 46.4 HewusBecTHO
12 64.8 - 35.2 MoSi,
13 65.4 - 34.6 MoSi,
14 — 100 - Zr
15 — 100 - Zr
MOBEPXHOCTb. PEHTTEHOBCKME, CUHXPOTPOHHBIE 1 HEUTPOHHBIE UCCJIEJOBAHUA Ne 10 2023
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Puc. 3. M3o06paxeHust n1ByX NOKpbITHii crutaBa D110 (a, 6) ¢ pasaUyHOI CTeNEHbIO BHIKPAILIMBAHUS, MTOJTYYeHHbIE B peXKUME
ETEeKTUPOBAHMST OTPAKEHHBIX (CI€Ba) M BTOPUYHBIX (CIIpaBa) 3JIEKTPOHOB.

IIWHEL B psiie caydaeB BCTpedanuch OTASIbHBIE TPe-
IIMHBI, paclipoCTpaHEeHHbIE B IIpeaesiaX OTIEIbHBIX
CUIMLUIHBIX 3epeH. OgHaKo HU pa3y He HaOmoaa-
JIMCh TPELIMHBI, IPOXoAsllne yepe3 6osiee yeM OgHO
3€PHO WIN Yepe3 CYIIECTBEHHYIO YaCTh ITOKPHITHS 10
€r0 TOJILLINHE.

IToMuMO Bcero BbIIIECKa3aHHOTO K OIMUCAHUIO
MUKPOCTPYKTYPBI TTOKPHITUI CIeayeT J0OaBUTH TO,
YTO HU B OJHOM CJIydae Ha TpaHUIIe MEXKAY MMOKPBITH-
€M M MaTepuajoM-OCHOBOI He ObLIM OOHapy>KEeHbI
CWJIMLIMIIBI ITUPKOHMS KaK CBUIETEITLCTBO 3aMETHOTO
InddYy3MOHHOTO B3aUMOACHCTBUSI HEMOCPEACTBEH-
HO B Ipoliecce HaHECEHMSI.

Bausnue omicueoé Ha MUKPOCMPYKMYDPY HOKDbLMULL

B paHee npoBeIeHHBIX UCCIEN0BAHUSIX KUHETUKU
IdGY3MOHHOTO B3aNMMOACHCTBUS CUJIMIIMIOB MO-

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUSA  Ne 10

ymmbneHa 1 crmaBa D110 OBIIO BBIIBICHO, UTO JIO-
KaJbHBIE Te(EKTHI TITIOTHOCTH, BBIXOISIIINE Ha TIOC-
KOCTh KOHTaKTa, MOTYT IIPUBOIUTE K CYIIICCTBEHHOMY
JIOKAJTbHOMY TIOBBIIIEHUIO A(D(HEKTUBHOM KOHCTaH-
TeI B3aumopeicTeusa [22, 23, 32]. Kak orMmeuanoch
BEIIIIE, TIPY (popMUPOBaHUM He TP PY3NOHHEIX I1ap,
a peaJbHBIX MOKPHITUI KOJINIECTBO Ae(PEKTOB ILIOT-
HOCTH, (DAKTUYECKM BBIXOASIINX Ha (ppoHT auddy-
3MOHHOTO B3aMMOJICUCTBUS C MaTEPUATIOM OCHOBBI,
MOXET ObITh BeCbMa CYIIECTBEHHBIM. DTO OOCTOSI-
TEJIbCTBO JejlaeT aKTyaJbHbIM BOMPOC O TOM, Ha-
CKOJIBKO paHee IoJlydeHHble Ha MOJEJIbHBIX 00pas-
ax 1uddy3MOHHBIX Map NaHHbIE 00 YCTOWYUBOCTHU
CWIWIIUIOB MOJIMOAEHA B KadyecTBe IMOKPBLITUS Ha
criaBe D110 COOTBETCTBYIOT TaHHBIM JIJISI pealbHBIX
MOKPBITUI. TakKe aKTyaJIbHBIM SIBJISIETCSI U BOIIPOC O
KOJIMYECTBE 1e(DEKTOB MJIOTHOCTU B MOKPHITUU U €TO
aZre3uu K Matepuany-ocHoBe. Jljist oTBeTa Ha 3TU BO-
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Puc. 4. MukpocTpyKkTypa NoKpbITUii criaBa D110 mocie omkuros B Bakyyme nipu 1300°C B Teuenue 3 (a), 6 (6) u 9 u (B, ).
MN300paxeHust MOTy4YeHbI B peKUME NETEeKTUPOBAHUS OTPAXEHHBIX (a—B) Y BTOPUYHBIX (T) 2JIEKTPOHOB.

MPOCHI OBLIN TIPOBEICHBI SKCIIEPUMEHTHI TI0 OTXKUTY
MOy4YaeMBIX ITOKPBITUIA B BAKYYMe IIPU TEMIIEpaType
1300°C B TeueHue 3, 6 u 9 4. MUKpPOCTPYKTypa 3TUX
00pa3loB NpeacTaBicHa Ha puc. 4.

I'maBHOIT OCOOEHHOCTBHIO MUKPOCTPYKTYPBI 00-
paslLoB MOc/e OTXKUTa SIBJSIETCS TIPUCYTCTBUE CIOS
I1dGY3MOHHOTO B3aMMOJIECTBUS TTOKPHITUS U Ma-
Tepuajla-OCHOBHI, T.€. CJIOSI CUJIULMIOB LIMPKOHUSI.
TonmuHa JaHHOTO CJI0S 3aBUCUT TOJBKO OT IJIH-
TEeJILHOCTH OTXHuTa. B mpenerax o6pasia oHa B BEICO-
KOI1 CTeIIeH! IIOCTOSIHHA. DTO BaXXHO BBUIY TOTO 00-
CTOSITEJIbCTBA, UTO B CJIOSIX CHJIMLIMIOB MOJMOIEHA
00pa3loB UMEIOTCI 3HAYUTENbHbIE Oe(EKThI IJI0T-
HOCTHU, B TOM YHCJI€ TPEUIMHBI BAOJb TJIOCKOCTH Ha-
HECEeHMsI, a TAKXKe TTOPHBI U 00JIACTU BHIKpAIIUBAHUS,
Mo pa3Mepam JOCTUTaIoLIue BETUYMHBI, OJU3KOMN K
CYMMAapHOM TOJIIIIMHE MOKPHLITUS. Ecim OBl 3TN ne-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

¢exThl ObUIM XapaKTEPHBI i1 CaMOTO MOKPBITUS U
¢opMHUpoOBaINCh UMEHHO B pe3y/ibTaTe ero HaHece-
HUSI, TO TOJIIMHA cJ10sT AM(PPY3MOHHOTO B3aUMOIeHi-
CTBMS CWJIMLINIOB MOJIMOIeHa 1 cruiaBa D110 B aTux
oOpasiuax sIBHO 3aBucesia Obl OT JOKAJbHOM 1I€JI0CT-
HOCTHU TIOKPBITUSI U Kojebanmach Obl B 3aBUCUMOCTH
OT KOH(Urypanuu 1e(PeKTOB MIIOTHOCTU HOKPBITUS
HETIOCPEACTBEHHO Haa TeM WJIM WHBIM YYaCTKOM
¢dponTa mnddy3noHHOTO B3aumoaeiictBus. OnHaKo
3TO He HAOII0AAJIOCh HU B OMHOM ciydyae. TakuM 006-
Pa3oM, MOXXHO ClieJ1aTh 00OCHOBAHHBII BEIBOI O TOM,
YTO CYIIIECTBEHHAs YaCTh HAOII01a€MBbIX B IIPUTOTOB-
JIEHHBIX oOpa3lax ae¢eKTOB IJIOTHOCTU MOKPBITHUS,
BKJIIOYasl caMble OOILIMPHbIE M3 HUX, OOYCIIOBJICHBI
HE IMOPUCTOCTHIO 1 HU3KOM aire3ueil MOKPHITUS B pe-
3yJIbTaTe HaHeCeHUs, a apTedaKTaMu IPUTOTOBIIC-
HUS 00pa3lioB.

Ne 10 2023
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Puc. 5. 3aBUCUMOCTb 0011Ieii TOJMIIMHBI 05T TUD Y31~
OHHOTI'O B3aMMOJIEUCTBUSI OT KBAJAPaTHOIO KOPHS 13 Bpe-
MEHU OTXMTa.

3aBUCHUMOCTh TOJIIUHBL €10 IU(GEPY3MOHHOTO
B3aIMOJIEMCTBHSI MOJIydaeMbIX TIOKPBITUI C MaTepH-
aJloOM-OCHOBOI1 OT BpeMEHM OTXHWra mpuBeleHa Ha
puc. 5. I3 npuBeaeHHBIX SKCMIEPUMEHTAIbHbBIX TaH-
HBIX CJIEAyeT, YTO KMHETHWKa B3aUMOICUCTBUS TO-
KPBITUSI M1 MaTepuajia-OCHOBBI JOCTATOYHO XOPOIIIO
OIUCBIBaeTCHd TapabdoaudyeckuM 3aKoHOM. OJaHaKo
elie 0oJjiee BakHO, YTO KOJUYECTBEHHO KUHETHUYE-
CKWE TTapaMeTphl 3TOTO B3aIMOIENCTBUS ITpaKTUIC-
CKHM COBIAAAIOT C MOJIyYeHHBIMU PaHee IUIST COOTBET-
cTByIOIIMX AU dy3noHHBIX nap [22, 23]. DTo roBopuUT
0 TOM, YTO paHee MoJy4YyeHHbIe JaHHbIe 00 3P dek-
TUBHOM KOHCTaHTE 3TOr0 B3aMMOJACHCTBUS U O €e
TeMIIEpaTypHOil 3aBUCUMOCTH MOKHO MCIOJIb30BaTh
JUIST OlleHKM TU(M@PY3MOHHON YCTOMYMBOCTU peajlb-
HBIX TMOKPBITHH, TTOTYYEHHBIX pACCMAaTPUBACMbBIM B
HaCTOSIIE paboTe METOIOM.

IMomuMmo paHHBEIX 0 TP HY3MOHHOM B3anMOICH-
CTBUM TIOKPBITUS U OCHOBBI 3TOT 3KCIIEPUMEHT IO~
Ka3zajl, YTO MUKPOCTPYKTypa U (pa30BbIil cOCTaB IO~
KPBITHIA B pe3y/IbTaTe OTXKUTa IIPUXOAST B 6ojiee paB-
HOBECHOE COCTOSIHUE yXe 3a 3 4. V3 CUIMLIMIHBIX
¢da3 B cocTaBe IOKPHITUS COXPAHSIOTCS JIMIIb JIBE,
MosSi; u MoSi,, 3epeHHas cTpyKTypa IMOKPbITUS Xa-
pakTepu3yeTcst OOJbIIE CBI3HOCTBIO. JIjIsT yTouHe-
HUS TTOJYYEHHBIX JaHHBIX ObUT MMPOBENEH TOIMOTHU-
TEJIbHBIN SKCIEPUMEHT IO OTXKUTY MOKPHLITUS B Ba-
KyyMme B TeueHue 1 9 mpu temmnepatype 1300°C. O
IoKa3aJjl, YTO M 3TOTO BPEMEHHU JOCTATOYHO JJIST U3-
MeHeHUsT (Pa30BOro COCTaBa MOKPBLITUS U €ro Iepe-
X0JIa B COCTOSIHUE, COOTBETCTBYIoIIee (pa30BOii nra-
rpamMme.

(@)

©

Puc. 6. BHemiHuii BuI oOpa3ioB Mocjie UCIBITAHUS Ha
JKapOCTOMKOCTb: MOJTHOCTBIO 3aIIUIIEHHOTO MOKPHITUEM
(a); YaCTUYHO 3alUMLIEHHOrO MOKphITUEM (0); 6e3 mo-
KpBITHUS (B).

Pe3y/1bmamb1 Ucnvlmanuil Ha .mapocmoiucocmb

I1pu ydaeTe UMEIOIINXCS TUTEPATYPHBIX TAHHBIX O
>KapOCTOMKOCTU CWIMLMIAOB MOJIMOAEHA, a TaKxXKe
MOJIYYEeHHBIX B paMKax pabOThl JAHHBIX O CTPYKTYpe
MOoJy4YaeMbIX MOKPBLITUIA, OCHOBHBIM BOIIPOCOM, Ha
KOTOPBIIA TOJDKEH ObLI OTBETUTH 3KCIIEPUMEHT IIO
HUCIBITAHUSIM Ha KapOCTOMKOCTh, ObLI B TOM, BO3-
MOXHO JIM C ITOMOILIBIO TEXHOJOTHUM IUIA3MEHHOIO
HAaITbUIEHUS CO31aTh He TIPOCTO MOJAEIbHbBII 06paselr
TMOKPBITUS, a TIOJIHOLIEHHOE, BCSCTOPOHHE HAHECEH-
HO€ MOKPBITHE, CITOCOOHOE 3aIIUTUTH c1jiaB D110 ot
OKUCJIEHUS.

s mcripiTaHus Ha KapocToiikocTh rpu 1100°C
OBLIM IOATOTOBJIEHLI TPU O0Opa3lia, OTIMYAIOIINECS
JOJIeN TUIOIIAAU, 3alUIIEHHON MOKPBLITUEM: TIOJTHO-
CTBIO 3alUIIEHHbI, YACTUYHO 3alLUIIEHHBIN U 00-
pase11 0e3 moKpeITUSI. OHUM OBIJIM TTOMEIIEHBI B padbo-
Yyyl0 30HY IIe4M, BblIE€pXKaHbl B TedeHue 1 4 IIpu
1100°C, a 3aTem oxyaxkneHbl. Pe3yabTaThl U3MEpeHUSI
MaccChl 3TUX 00pa31OB 10 UCIIBITAHUS U TTOCJIE HETO
npeacTaBicHBI B Taba. 2. BHemHuii Bum oOpa3moB
nocJje VCIIBITaHWSI ITOKa3aH Ha puc. 6.

[NonyyeHHBIC TaHHBIE TOBOPST 00 YCIIEIITHOM pea-
JIM3allMM BCECTOPOHHEH 3allluMThl oOpaslia cIlIaBa
D110 oTr oOKMCIIEHHUSI IIyTeM HAaHECEHMsS METOIOM
TIa3MEHHOTO HAITBUICHUST CUJIMIIUAHOTO MOKPBITUS
Ha ero MoBepXHOCTh. CIieIyeT TaK:Ke OTMETUTh, UTO B
cJly4ae YaCTUYHOM 3aIIUThl HA0OP MacChl B IPOIIECCe
WUCIIBITAHUS OKa3aJIcsl 3HAaUMMO HUXKE, YeM IJIsl He3a-
IIAIIEHHOTO MOKPBHITUEM OOpaslia. DTO TOBOPUT O
TOM, UTO JAHHbIX BUJ TTOKPBITUM JaXKe B Cydae Mmo-
BpeXIeHUsI obecneunBaeT ONpeaesIeHHbII YpOBEHb
3aIllUThl MaTepHaga-oCHOBBI OT OKucaeHus1. O6 3ToM

Taomuna 2. M3aMeHeHre Macchl 00pa3lioB B pe3y/ibTaTe UCIIBITAHUST Ha XKapOCTOMKOCTh

VnenbHOE
UcxonHas KoHeyHast N3meHeHue N3meHeHue
Oo6pa3zerlr U3MEHEHVE MAaCCHI,

macca, T macca, T Macchl, T Macchl, % 3 5

10—’ r/cm
ITonmHOCTBIO 3alIMIIIEHHBI 4.79 4.80 0.01 0.2 1.1
YacTUYHO 3alUIIeHHBII 4.31 4.40 0.09 2.1 11.2
Be3s mokpeITist 4.55 5.09 0.54 11.9 61.9
MOBEPXHOCTb. PEHTTEHOBCKMUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIIEAOBAHUS Ne 10 2023



34 IT'HECHUH u np.

MosSi; + MoSi,

9110

200 MKM

Puc. 7. PazmaHble y9acTKM YaCTUYHO 3aIIAIIEHHOTO 00pa3-
11a TIOC/Ie UCTIBITAaHUI Ha XapocToikocTb. [lonepeuHoe ce-
YeHUE, PEKUM JCTEKTUPOBAHUSI OTPAKEHHBIX 3JICKTPOHOB.

CBUIETEJCTBYIOT TaK>Ke TaHHbIE, TTOJyYeHHBIE B pe-
3y/IbTAaTe UCCIECIOBAHUS MUKPOCTPYKTYPhI YACTUUHO
3allMIIEHHOTIO TTOKPBHITUEM 00pa3iia Mocje UCITbITa-
Hust. Ha puc. 7 mpeacrasiieH y4acTOK 3TOro oopasiia,
Ha BEpXHE MTOBEPXHOCTU KOTOPOIO TTOKPBITUE TTPU-
CYyTCTBOBAJIO, @ HA HUXKHEIl — OTCYTCTBOBAJIO.

Ha npuBeneHHOM u300paXkeHUM BUIHO, YTO Ha
HIKHEN TTOBEPXHOCTH OOpasmna oOpa3oBaJiCd CIIOM
OKCcHJla IIUPKOHUS TOJIIMHON mopsaka 100 Mxw.
Ha BepxHeii noBepxHOCTH oOpaslia cjIoit oKcuaa 1up-
KOHUSI IPAKTUYECKU OTCYTCTBYET, KPOME CJIOSI CUJTM-
LUIHOTO TIOKPBITUSI U MaTepuaia-OCHOBBI BEPXHSIS
MOBEPXHOCTb MPAKTUYECKU HE CONEPXKUT UHBIX CIIO-
eB. TpelrHa BIOJb MOBEPXHOCTHU pasziesia CUJIULIM-
JIOB 1 MaTepuajia-OCHOBBI CBsI3aHA C MEXaHUYECKUM
BO3IEICTBMEM Ha JAaHHBIU 0Opa3ell B IpolLiecce pe3-
KU ¥ aOpa3svMBHON MOJIUPOBKH.

3AKJIIOYEHHME

HMccnenoBaHo CTpPYKTYpHO-(ha30BOE€ COCTOSTHUE
TMOKPBITHS, TTOJYYEHHOTO TMyTeM IIa3MEHHOTO Ha-
MBIJICHUS cIlaBa cucteMbl Mo—Si ¢ 55 at. % Si Ha
ciaB Ha ocHoBe LpkKoHus D110. Ctpykrypa mo-
KPBITUI CBUIETEJILCTBYET O YACTUYHOM pacIljiaBjie-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

HUM CWIMLUIHBIX YAaCTUL B MpOLIECCe HAHECEHMUs.
OOpa3zyoniyecs: NOKpbITUsl oMuMo daz MosSi; u
MoSi, comepxat HepaBHOBECHBIC CIIMIIMIHEIE (ha-
3bl. B pesynbraTte oTkura mpu temriepatype 1300°C
B TeueHMe | U B IIOKPBITUU HE OCTACTCS CUJIUMLIUIHBIX
daz, kpome Mo;Si; u MoSi,.

HccnemoBaHbl 0co6eHHOCTH UM OY3MOHHOTO B3a-
MMOJIEUCTBUS MOKPBLITUIL C MaTepualioM-OCHOBOI
pu Temriepatype 1300°C. ITonydyeHHbIe JaHHbBIE TO-
BOPSIT O BBICOKOII CTEIIEHU MX COOTBETCTBUSI OLICH-
KaM KMHETUKU TaKOTO B3aMOACUCTBUSI, CleJIAaHHBIM
paHee Ha OCHOBAaHUM MCCIIETOBAHUSI MOIEIbHBIX 00-
pa3ntoB U(GY3MOHHBIX TTap. DKCIEepPUMEHTaTbHBIC
pe3yabTaThl CBUACTEILCTBYIOT B II0JIb3Y TUIIOTE3bI O
TOM, UTO MYCTOThI U TPEIIMHBI MEXIY TMTOKPBITUEM U
MaTepuaIoM-OCHOBOM CBSI3aHbI B TIEPBYIO OUYepeib C
MeXaHMYEeCKNM BO3AeHCTBHEM Ha 06pasel] B Ipolec-
ce ero MpUroTOBJIEHUS, a HE CO CTPOCHUEM MOKPHI-
THUSI B COCTOSTHUHY MOCJIe HAHECEHUSI.

B pamkax paGoThl yagalioch BOepBbie YCIEIIHO
HaHECTU METONOM IUIa3MEHHOIO HaIbUIEHUSI BCE-
CTOpPOHHEE CHIMIMAHOE IMOKPHITHE Ha criaB D110.
DDPEeKTUBHOCTD 3aIINTHI OT OKWUCIEHUS TaHHBIM
IMOKPBITHEM MaTepHajla-OCHOBHI IOATBEPXKASHA MC-
MBITAHUSIMUA Ha XXapOCTOMKOCTh B TedeHue 1 4 mpu
temneparype 1100°C.

BJIIATOJAPHOCTHA

HccnenoBaHue BBINOIHEHO NpH (DUHAHCOBOM ITOI-
nepxxke POD®U u T'ockopriopanmu “PocatoM” B pamkax
Hay4yHoro rpoekTa Ne 20-21-00137.

KondumkT uHTEpecoB: ABTOPHI 3asIBIISIIOT, YTO Y HUX
HEeT KOH()INKTAa MTHTEPECOB.
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Plasma Spraying of Silicide Coatings to Protect Zirconium Alloys from Oxidation

I. B. Gnesin® *, D. V. Prokhorov', N. I. Gnesina!, A. N. Nekrasov?, B. A. Gnesin', V. 1. Vnukov!,
M. 1. Karpov!, 1. S. Zheltyakova!, T. S. Stroganova!
! nstitute of Solid State Physics RAS, Chernogolovka, 142432 Russia
2Institute of Experimental Mineralogy RAS, Chernogolovka, 142432 Russia
*e-mail: ibgnesin @issp.ac.ru

The work is devoted to an experimental study of the possibilities of applying a protective silicide coating on
an alloy based on zirconium (E110) by atmospheric plasma spraying. Coatings based on the binary eutectic
MosSi; + MoSi, were deposited on the surface of E110 alloy sheet. The features of the structure and phase
composition of the coatings after deposition and their evolution as a result of isothermal annealing at a tem-
perature of 1300°C are studied. Upon rapid cooling of silicide particles during coating, nonequilibrium
phases are formed. As a result of annealing, the phase composition changes, which corresponds to the phase
diagram. The kinetics of diffusion interaction between the coating and the base material has been studied.
The possibility of successfully protecting a zirconium alloy from oxidation at 1100°C in air by complex depo-
sition of a coating of molybdenum silicides has been shown for the first time. The minimum radius of curva-
ture of the surface of the protected samples was about 1 mm.

Keywords: protective coatings, molybdenum silicides, protection against oxidation, thermogravimetry, zirconium,
vapor-zirconium reaction, tolerant fuel, phase composition, microstructure, scanning electron microscopy.
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OrnucaH MeTol pocTa 3alllUTHOro MOKphITUs okcuna rapuust (HfO,) Ha moBepxHOCTU BoJIb(hpaM-peHue-
Boit (W—Re) TepMomapsl, UcCienoBaHbl CTPYKTYpHBIE 1 MOP(MOJIOTMYecKe CBOMCTBA, XMMUYECKUIA CO-
CTaB TOKPBITUS, a TaKKe MPOBEISCHBI TeMIIEpaTypHbIe UCTIBITAHUS TEPMOMAp C 3alllMTHBIM ITOKPBITUEM.
HaitneHsl onrTuMaabHBIE YCIOBUS (POPMUPOBAHUS CTONKMX K OKUCICHUIO Y BEICOKMM TeMIlepaTypam
(Boire 2000°C) nokpeiThii. B pe3ynbpTaTe MCIbITaHUI ObLTa MOATBEPXKIEHA CIOCOOHOCTH MOoKpbITUs HfO,
3aMeJISITh MIPOIECCHI IeTpanallii U pa3pylieHUs TepMoTiaphl IIpU paboTe B arpeCCUBHONM OKUCIISIONIEH

cpere.
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rapHus.
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BBEAEHWE

B HacTos1iee BpeMst pacTeT MOTPEeOHOCTD B BbI-
COKOTEeMIIEpATYPHBIX JAaTUYMKAX, CIIOCOOHBIX pabo-
TaTh npu Temneparypax ~2000—2500°C. OHu Haxo-
JISIT MIPUMEHEHUS B SIIEPHOM 1 a3POKOCMUYECKOM OT-
pacisx, a TakXKe BOCTpeOOBaHBI B METALUIYPIUMU U
MmequnyHe [1—3]. s maHHBIX 1eJIeit XOPOIIo TTOIX0-
JISIT M IIMPOKO HMCIIOJB3YIOTCSI BBICOKOTEMIIEpaTyp-
HbIe TepMonapbl. OTHOI 13 HanboJlee HaIEXKHbIX SIB-
JsieTcs1 Boab(dpaM-peHueBast tepMoriapa [2]. Crias
TyrormiaBkux MetajuioB W u Re xapakrepusyeTcst Bbl-
cokoii remniepatypoii miaiaeHus (3120°C) [4], a Tak-
K€ BBICOKOM ITPOYHOCTBIO U TUIACTUYHOCThIO. OnHa-
ko W—Re-tepMmomnapsl 007amal0T CYyIIECTBEHHBIM
HEJIOCTATKOM: B OKMCJIUTENILHBIX Cpeaax MpU TeMIle-
patype 800—1300°C Tepmomnapbl Ha4MHAET OBICTPO
JIerpagupoBaTh M CTAHOBUTCS HEYCTOMYMBOM, IMO-
5TOMY CYIIECTBEHHO CHIUXAETCSI CPOK ee DKCITTyaTa-
ouu [4, 5]. CTouT 3aMETUTh, 9YTO BpeMs PYHKIIMOHU -
pOBaHMS TaKUX TEPMOIIap MOXHO YBEJIUYUTh 3a CUET
CO3IaHUS Ha MIOBEPXHOCTU CIELIMAIBHOTO 3aIl[UTHO-
IO TTOKPBITUSI, KOTOPOE CMOXET 3aMEIJTUTh Pa3pyIIv-
TeJIbHOE BO3JICHCTBHE BLICOKOTEMIIEPATYPHBIX OKHC-
JINTEBHBIX CPell, C OMHOM CTOPOHBI, U HE OYAET BHO-
CUTH TTOTPEITHOCTY B U3MEPEHUSI, C IPYTOii CTOPOHBI
[6—8]. dj1sT co3maHuUsI TAKOTO ITOKPHITHS OBLT BRIOpaH
OKcH, rapHUST BCIIEACTBUE €T0 BHICOKOI TeMIIEPaTypPhI
rasieHust (2780°C) m tepmocTtabuiabHOCTU. JaH-
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HbIA MaTepuay MOJYYWJ IIUPOKOEe MPUMEHEHUE B
CO3JIaHUU TepMOCTOMKOM Kepamuku [9, 10], a Takke
KOMITO3UTOB Ha €ro OCHOBE, KOTOPbIE aKTUBHO MPU-
MEHSIIOTCS B a9POKOCMUUYECKOI OTpaciiv, HarpuMmep,
MpU CO3aHUU HOBBIX BBICOKOCKOPOCTHBIX JIeTa-
TeabHbIX armaparoB [11]. TTomMmumo 3TOro, oxkcun
raHUS UCTIOJIB30BAJICS JJ1s1 CO3MAHUS TEII03alUT-
HBIX TIOKPBITUI B pakeTocTpoeHuu [8, 10]. PocT mie-
Hok HfO, ocymiecTBasII0OT pa3aTnyHBIMUA CITOCOOAMMU.
ATtoMHO-clIoeBoe ocaxneHue [11, 12] mpumeHSIOT
IU1s1 co3naHust KoHpopMmHbix nokpbiTuii HfO, B TpaH-
3ucTopax. TakxKe Mpy M3TOTOBJICHUU TPAH3UCTOPOB
YacTOo UCTIOIbL3YIOT MarHeTpOHHOE pacriblieHue [13, 14]
3a CYET IJIaAKOCTU MOJy4aeMbIX MTOKPBITUI TPU HU3-
KHUX TemIleparypax pocrta. IToMmuMo 3TOro, cuHTe3
wieHoK HfO, ocyliecTBASIOT METOIOM UMITYJIbCHO-
ro Jla3epHOro ocaxaeHus [15, 16] u MeTogoM 30J1b-
rejab-ocaxueHus [17].

J11s1 moaTBepsKIEeHUST CITOCOOHOCTHU TTOKPBITUS U3
HfO, 3ameniuth nipoluiecc 6sIcTpoit nerpagaunu W—
Re-TepMorniapbl B OKMCIUTEIbHBIX BRICOKOTEMITEpA-
TYPHBIX cpefax ObUIM TPOBENEeHbl TeMIlepaTypHbIe
HUCIIBITaHUSI 00pa3loB ¢ 3alllUTHBIM MOKPHITUEM U
6e3 Hero. bbl10 u3MepeHo BpeMsl, B TeUeHUE KOTOPO-
ro TepMoIlapa coxpaHsijia CBOO QYHKIIMOHAJIbHOCTb,
Ha OCHOBE 4ero ObLJI cAejaH BBIBOA O CITOCOOHOCTHU
MOKPBITHS OKcuAa radpHuUs IPOTUBOACHICTBOBATD BbI-
COKOTEMIIEpPaTyPHbIM OKUCIUTEbHBIM CPEaM.



SAIIUTHBIE ITOKPLITUA W—Re-TEPMOTIIAP 37

Ta6omuna 1. [TapameTpbl 5KCIIEpUMEHTOB

TommnHa, Jnuna DHeprus Hasnenue (O,), | Yacrora
O6pas3usl
MKM BOJIHBI, HM umnysbca, MIx mTopp nasepa, I

Si//HfO, 0.2 5

- 532 100 20
Si//HfO, 0.2 30
Oo6paszenr Ne 1 (W—Re-TepMonapa) 1.0 532 100 30 0
Oo6paszen Ne 2 (W—Re-TepMmonapa) 1.5 1064 125

BSKCITEPUMEHTAJIBHAA YACTb

Brutu monydeHsl ABa o6pasua c nokpeituem HfO,
Ha noBepxHocTH moajoxku Si(100) mpu naBaeHUSIX 5
u 30 mTopp. 3atem ObLT MPOBEAEH CUHTE3 MOKPHITUS
HfO, Ha noBepxHoctu W—Re-Tepmornapsl, KoTopoe
BITOCJIEACTBUM MTPOXOAUIIO TeMITepaTypHble UCTIbITA-
HUS B OKMCIIUTEIBHOM cpene. Bece oopasisr hopmu-
pOBaJIM METOAOM UMITYJIbCHO-JIa3€PHOT0 OCAXIECHUS
¢ ucnojb3oBaHueM TBepaoTeabHoro Nd:YAG-na3e-
pa ¢ 4acToToi ciegoBaHus UMITyIbcoB 20 I, u3my-
qaroIero Ha minHe BOHBI 1064 1 532 HM. B kade-
CTBE aKTHMBHOI cpelbl BBICTYIMaJ KUCJIOPO. (KJiacc
qucToThl 5.0). JlomomHuTeIsHO B KaMepe BO BpeMs
SKCIIEpUMEHTA MPOBOAUIU AKTUBAlIMIO KUCIOpOAa
[18] (Tabu. 1).

DyHKIIMOHANTBHBIE WCIBITAHUS CTAaOMJIBHOCTHU
TepMOITIap MPOBOIWIN C UCIIOIL30BAaHUEM JIabopaTop-
HOTO CTeHIa COOCTBEHHOW COOpKH, yIPOIIEeHHAS
cxeMa KOToporo TpencrasiieHa Ha puc. 1. Mcrobira-
HUSI MPOXOAUJU C TIPUMEHEHUEeM IpomnaH-0yTaH-
KUCJIOPOAHO# Tropejku ¢ MaKCUMaJIbHO TeMIie-
parypoit mimamenu 2700—2800°C. CooTHollIeHUE
JaBJIeHUI B ropesike coctasisuio O, : (C;Hg + C,H ) =
=4.5: 1, BcaencTBue 4Yero IpeoO0JIamano OKHUCIM-
TenbHOE TTaMs. Takne ycJIoBUSI OBIJIM BEIOpAHBI IS
TOTO0, YTOOBI MPUOJIUZUTH JIJAOOPATOPHBIE UCTTHITAHUS
K peaJibHbIM TEXHUYECKUM YCIIOBUSIM, B KOTOPBIX OY-
nIeT paboraTh TepMoIiapa [19]. Tepmormapa pacrona-
rajach Tak, 4To ee CIUIAaBHOM KOHELl HaXOAUJICS B 00-
JIACTU HaWBBICIIEi TeMIlepaTyphl TJIAMEHU Tra30BoOIA

MNonaya raza
C3;Hg + C4Hyg

T'a3oBast ropesnika

0;

s

BonsrMeTp

INoTox miameHn

CrinaBHO# KOHelLL
‘W-Re-Tepmornapsl

Puc. 1. Cxema ucnbITaTeIbHOTO CTEH/IA.
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ropenku. M3amepeHue TepMO3IC TTPOBOIUIN C TIOMO-
B0 MyJTbTUMeTpa Mastech M S8264 ceprnt MS826x,
TeMITepaTypy MePeCUNTHIBAIIN C yIETOM I'PagTupOBOYI-
Ho# Tabauisl 11t W—Re-tepmonap [20].

PE3VJIBTATBI 1 UX OBCYXIEHHUE

IMoBepxHocTu 006pa3oB Ne 1 1 Ne 2 ucciaenoBaimu
C IOMOILBIO PACTPOBOM 3JI€KTPOHHOI MUKPOCKOTTUU
(PBM) (puc. 2, 3). Ha ocHoBe POM-u3obpaxeHuii
MOXHO CIIeJIaTh BBIBOI O TOM, UTO ITOKPBITHE 000OUX
00pa3loB MOJYIUIOCh OMHOPOIHBIM, 0€3 BUANMBIX
J1e(peKTOB, CKOJIOB U TPCIIMH.

st orpenesieHrsT ONTUMAJIbHBIX IJIsl pOoCcTa I10-
kpbiTuss HfO, mapamerpoB nasieHus O, MeTomnom
pe3epdoprosckoro odbpatHoro pacccestHust (POP)
OBUI MCCIEOOBAH CTEXMOMETPUYECKMI COCTaB OBYX
o6pasioB Si/HfO,, mpUroTOoBICHHBIX MPU Pa3HBIX
naBJieHUsX. B mieHKe, CUHTe3MpOBaHHOM TP JaB-
JeHuu 5 MTopp, ObUIM OOHApPYXKEHbI KUCIOPOMHbIE
BakaHcuu (HfO, ), a B ciiyuae oGpasiia, mpuroToB-
neHHoro npu gasiaeHuun 30 MTopp, HemocTaTKa KMC-
JiopoJia B IUIEeHKe He oOHapykeHo. Y3 aToro cienyer,
yto gasieHue O, 30 mTopp siBisieTcss HAWIYYIIUM
JUTIS TaJJbHEUINX SKCIIEpUMEHTOB. TonmmHa o0omnx
nokpuiTuii coctaniistiia 200 HM (puc. 4). Hanee ObUIO
MIpOBENEHO MccliefoBaHUEe (PYHKIIMOHAIBHOCTU I10-

],

200 MM

Puc. 2. PDM-u3obpaxeHne moBepxHocTH oOpasiia Ne 1.
Y4acToK MOBEPXHOCTH — CIUTaBHAS YACTh TEPMOIIApPhI.
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Puc. 3. POM-uzob6paxkeHue MOBEpXHOCTH IJIsI oOpasia
Ne 2. YyacToK IoBepXHOCTH — CILIaBHAs YaCTh TEPMOMApHI.

kpoitus HfO, mois o6pasion Ne 1 1 Ne 2 Ha ucribiTa-
TeJIbHOM cTeHIe. [1apameTphl TIpencTaBiIeHbI B Ta0T. 2.

PG3YJII)TaTI:I WCIBITAHUA ITIOKa3bIBalOT, YTO BPEMHA
SKCILTyaTauuM T€pMoIiapbl BO3paCcTa€T B HECKOJILKO

(a)

DHeprus, MaB

0.5 1.0 1.5 2.0
T T

N
W
(e}

[\

(=

o
T

—

[

(=
T

100 -

0 ~§.~J\\I\ L —J 1 | |

100 200 300 400 500
Kanan

Hopmanu3oBaHHBII BBIXOI
(@]
o
T

600

KWUPUYYK u np.

pa3 3a cuer 3ammTHOrO oKphITHst HfO, (06pazerr Ne 1).
st o6pasiia Ne 2 BpeMsi dKCITyaTalluM COCTaBUIIO
8.76 £ 0.1 c. CToUT OTMETUTD, YTO B JAHHOM DKCIIE-
pUMEHTE NOMMMO BBICOKOM TeMIIEpaTypbl O4YeHb
BaXHYIO0 POJib UTpaeT OoJjbliasi I0Jsl KUCIopoaa B
miaMeHu. CooTHOIIIEHUE JaBJIEHUI B TOpeJike CO-
crassuio O, : (C;Hg + C,H,p) = 4.5 : 1. B akcnepu-
MEHTe TIOATBEPXKAEHA CITOCOOHOCTD 3allIMTHOTO T10-
KPBITUSI OKCUJIa TaddHUST 3aMeJISATh TIpoliecC IoTepu
dyHkunoHaabHOocT W—Re-TepMomnapoii, cBsI3aH-
HOI ¢ ee OKHUCJICHUEM IPU paboTe MPU BHICOKUX TEM-
neparypax, a TakXke 3aBUCHMOCTh TEPMOCTOMKOCTHU
MOKPBITUS OT €TI0 TOJIIINHBI.

C y4eToM TOTO, YTO peayibHble TeMIlepaTypHbIe
YCJIOBUS TIPUMEHEHMST TaKUX TEPMOIIap B paKeTHOM
OTpaciiu SIBJISIOTCS OIU3KUMM (TeMIleparypa OKOJIO
2500°C), a yclioBus cpenbl 6oyiee MITKUMHU (cpena,
oOemHeHHAasT KMCJIOPOAOM), MOXHO CHEJIAaTh BHIBOI,
YTO 3aIMTHOE TOHKOTUICHOYHOE ITOKPHITHE OKCHIA
radpHusg 3aMEIIUT CropaHWe W OKUCICHUE BOJb-
dbpam-peHneBOI TepMOTIapHl U IIPOIJIUT CPOK €€ IKC-
TulyaTaluuu.

(6)

OHeprus, MaB
0.5 1.0 1.5
T T

250 2 2.0

200
150
100

50

O_V\ILJJ\. L

100 200 300 400 500 600
Kanan

Puc. 4. Cniextpsl POP o6pasuos Si/HfO,, HanbiieHHBIX 1Tpy naBieHnn O,: a — 5; 6 — 30 MTopp. DKCiepuMeHT — IITPUXOBAst

JIMHUSA, TCOPETUYECKAA MHTEPIIPETAllA — CIUIOLIHAA JUHUA.

Taomuna 2. ITapaMeTpbl UCITBITAHUIA

JlaBnenue razos, MIla Hampsxkenue
o~ | BpeMsi paboThl
O6pa3usl Temneparypa, °C TEDMOLADLL. C Ha KOHIIax

C3Hg + C4H,y 0, P DEL Tepmoriapsl, MB
O6pa3ser Ne 1 5.85+0.1 32.092—33.464) +
Oo6pazen Ne 2 0.1 4.5 2300 £ 100 8.76 £ 0.1 (32. +6 16'7 )+
W—Re-tepmornapa 6e3 MOKpbITHS 1.61 £0.1 o

MMOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBLIE U HEUTPOHHBLIE UCCIIEJOBAHUSA  Ne 10 2023



SAIIUTHDBIE ITOKPBITHUA W—Re-TEPMOIIAP 39

3AKJIIOYEHHME

B xome paGoThI ObLIM MOJTy4eHbBI 00pa31ibl 3aIIUT-
HOT'O TOHKOIUIEHOUYHOTO MOKPBITUS Ppa3IMYHOMN TOJI-
LIUHBI Ha TToBepxHOCcTU W—Re-tepmomnapsl. Bee 06-
pasubl UCCIeOOBad Ha HaJIWYUe MOBEPXHOCTHBIX
nedeKToB miaeHKN MetogoM POM. Takxke ObLIn mo-
sydensl riieHku HfO, Ha momioxke Si(100). Otu 06-
pasubl uccienoBanu ¢ momoinbio POP, B pesynbrarte
yero ObljIa MTPOoBeeHA KaaudpoBKa IMapaMeTpOB IS
SKCIIEPUMEHTOB U ONpeeieHa CTEXUOMETPUS TTOJTy-
YEHHOTI'O MMOKPBITHUS.

Bce o6pasibl mpoxoauiu NpoBepKYy ¢ UCHOIb30-
BaHMEM MCOBITATEJIbHOTO CTeHJA. bblla u3ydyeHa
CTOMKOCTh TOHKOIUIEHOYHOro mnokpeitusi HfO, k
OKUCJIUTEJIbHBIM CpellaM MpU UCTIbITAHUSX B TUana-
30He Temnepatyp 2300 = 100°C, u m1amMs ObLIO HIpe-
MMYILIIECTBEHHO OKHWCJIMUTEIbHOE, YTO TOBIUSIO Ha
pa3pylieHue MOKPBITHS — BpeMsl 9KCILIyaTalluu Tep-
Monaphl CyLIECTBEHHO CHUKAETCS B TAKUX YCJIOBUSIX.
Ho, HecMoTpsI Ha BhIllI€ONMMCaHHbIE (haKTOPhI, CIIO-
CcoOHOCTh 3aluTHOro mokpsituss HfO, 3amensthb
OKMUCJIEHWE U Jerpagaliio TepMoIiaphbl Ipu ee padoTe
MPU BBICOKUX TEMIIEPATypax B OKUCIUTEIbHBIX Cpe-
Jlax OblIa MOATBEPXKAEHA: BpeMsl SKCILTyaTalluu Tep-
MoOTIaphbl yBEIMYMBAETCSI KAK MUHUMYM B UEThIpE pa-
3a M0 CPAaBHEHMUIO C TEPMOIIAPOii 0€3 MOKPBITHUS.

Ilo pesyiabTaTaM NpoIeaHHOW pPabOTHI MOXHO
clieJIaTh BBIBOI O TOM, YTO OKCHUI radHUS TTOIXOIUT
IUUIST CO3MaHMSI HA €T0 OCHOBE 3aIlIMTHBIX TTOKPHITUIA B
mpubdopax, paboTalOIIMX MPU BBHICOKUX TeMIIepaTy-
pax B OKHCIUTEIBHBIX Cpeaax.
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Protective Coatings of W—Re Thermocouples for Use in Aggressive Enviroments
G. V. Kirichuk® *, A. A. Kozlov!, P. A. Prokopovich!, A. Yu. Goikhman', K. Yu. Maksimova!

! Research and Education Center “Functional Nanomaterials”, Immanuel Kant Baltic Federal University,
Kaliningrad, 236041 Russia
*e-mail: gv.kirichuk @gmail.com

A method for growing a hafnium oxide (HfO,) protective coating on the surface of a tungsten—rhenium (W—
Re) thermocouple is described, the structural and morphological properties and chemical composition of the
coating are studied, and temperature tests of thermocouples with a protective coating are carried out. The op-
timal conditions for the formation of coatings resistant to oxidation and high temperatures (above 2000°C)
are found. The tests confirmed the ability of the HfO, coating to slow down the processes of degradation and
destruction of the thermocouple when operating in an aggressive oxidizing environment.

Keywords: thermal protection, thermal protection coatings, high-temperature thermocouple, hafnium oxide.
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YcTraHOBIEHO, YTO OTKUT aMOPGHBIX TUIEHOK Ti0O,, TOTyYeHHBIX METOIOM 3JIEKTPOHHO-TTy4€BOTO McTiape-
HUs, BaTMoc(epHBIX ycsioBUsx mpu Temiepatypax ot 300 o 400°C nmpuBoauT popMUPOBAaHUIO B HUX KPU-
cTajuTMyecKkoii ha3bl aHaTtaza. CorjiacHO TaHHBIM CTIEKTPOCKOMUY KOMOWHAIIMOHHOTO pacCesTHUS CBe-
Ta yBeJIWYEeHME IOJM KPUCTAIJINYECKOi ¢a3bl MpeKpallaeTcs Npyu TeMIieparype oTkura cBbime 350°C.
ITo pesynbpraram peHTreHO(ha30BOro aHaIM3a OIpeaesieH CPETHUI TMaMeTp KPUCTAJUTUTOB, KOTOPBIN CO-
craBwiI ~23 HM. MccenoBaHust METOIOM 3JIEKTPOHHOM MUKPOCKOIMUM MOKAa3aJIu, YTO IMPU OTKUTE B IJICH-
KaX IPOMCXOAUT KPUCTAIUIM3AIINS IIPUITOBEPXHOCTHOTO CJIOS (TOMIIMHOM 15 HM) 1 B 06beMe DOpMUPYIOT-
cs1 HaHokpucTaiuiel TiO, ¢ padmepamu oT 4 1o 10 HM. C yBeInyeHMueM INTyOMHBI KOJTM4eCTBO HAHOKPUCTAJ -

JIOB YMCHBIIIACTCA.

KnoueBble cioBa: TMOKCU TUTaHA, TOHKWE TUICHKU, aHaTa3, HAHOKPUCTAJUIbI, 3JIEKTPOHHO-JIy4eBOE MC-
MapeHue, TepPMUIECKUIA OTKHUT, KOMOMHAIIMOHHOE paccesiHue CBeTa, pEeHTTeHO(ha30BbIi aHAIN3, TTPOCBE-

YUBarouias 3JICKTPOHHasA MUKPOCKOITHA.

DOI: 10.31857/51028096023100163, EDN: TLETVY

BBEAJEHUWE

Huoxkcun tutaHa (TiO,) 6aarogapsi CBOUM YHU-
KaJIbHBIM (PU3HKO-XMMUYECKMM XapaKTepUCTUKAM
SIBJISIETCSI IEPCIIEKTUBHBIM MaTepuajaoM ISl pa3HO-
IUIAHOBOTO MPUMEHEHUS U YKe ceituac Moydu 1iu-
pOKOe pacIpoCTpaHEHME B pa3IMIHBIX 00JIaCTsX,
TaKMX KaK adpOKOCMMYECKasi MPOMBIIUIEHHOCTb,
CIIOpT, MEAULIMHA, Kpacku (obecrnedyeHre BEICOKOTO
Onecka, HacbIIIEHHON INIYOMHBI 1IBETa U 3aMeHa
METaJUIMYECKOro CBMHIIA), IHUIIEBasl MPOMbIILICH-
HocTb (mo6aBka E171 [1, 2]) u KocMeTtoJiorust (3aiiu-
Ta OT ynIbTpadHOJIETOBOTO M3IYYECHMs B COJIHIIE3a-
IIMTHBIX KpeMaxX U MHOTUX IPYyrux Ipoaykrax) [3].
Hvokcua TuTaHa HE TOKCUYEH, XUMMUYECKU YCTOM-
yuB 1 nojiroBeuyeH. HaHopa3MepHBIM IMOKCUI TH-
TaHa, MOJIYIPOBOJHUKOBBIIA MaTepurasl, UMEEeT BbI-
COKMI TOTEHLMAJI TIPUMEHEHUSI B DJIEKTPOHUKE U
ONTO3JIEKTPOHMKE 3a CYET IIPO3PAYHOCTH B BUIUMOI
00JIaCTU CHeKTpa U BBICOKOTO MoKa3aTeJisl MpeioM-
JieHus. B yactHocTu, ToHkuUe mieHku Ti0,, nerupo-
BaHHBIE d-MeTaJJIaMH, UCIIOJIb3YIOT B KAYECTBE IIPO-
3pavYHbIX KOHTAKTOB IJIsI U3TOTOBJICHUS COJTHEYHBIX
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9JIEMEHTOB, 3JIEKTPOIOB B TOHKOIUIEHOYHBIX
HEYHBIX MOIYJISIX, IJIOCKUX AucIiieeB [4—6].

CeronHsi OOJIBIIYIO aKTyaJlbHOCTh 00peTaloT ho-
TOKaTAIUTUYECKHME CBOICTBA HAHOYACTHULL IUOKCHUIA
THUTaHA, TTO3BOJISIIONINE TMOBLICUTh 3(PPEKTUBHOCTD
TEXHOJIOTUUECKUX MPOILIECCOB OUMCTKU BOJBI U BO3-
JIyXa OT TOKCUYHBIX OpraHn4YecKux npumeceit [7—9].
Cpenu kpuctauimueckux moaudukauuii TiO, aHa-
Ta3 XxapaKTepu3yeTcst HanboJjiee BEICOKOM (hoToKaTa-
JuTndeckoi aktuBHOCTHIO [10, 11]. HanovyacTuiibl
TiO, B a3e aHaTtaza MOTyT OBITH CHOPMUPOBAHDI TTy-
TeM OTKMUra aMop¢HOI1 INIEHK! Ha BO3IyXe IIPY TEM-
neparype 400°C.

B Hacros111ee BpeMst U3BECTHO OOJIbIIIOE KOJIMYe-
CTBO METOIOB MOJYyYeHUsI TOHKUX TIeHOK TiO,: xu-
MUYECKOE OCaxKIeHUE 13 ra30BOi (pa3bl, MIa3MOXu-
MHUYECKOE OCaXIeHUe, TepMUUYECKOe WCIapeHue,
MOHHO-IUIa3MEHHOE pacHblUIeHNE, MOHHO-JIyYeBOE
ocaxIeHue, 30Jb—Ie/ib TEXHOJIOIMSl 1 MHOTUE IpY-
rue [12, 13]. OnHuM U3 HauboJiee MePCHEeKTUBHBIX
CIIOCOOOB MOJIYyYEeHHUSI TOHKOIUIEHOYHBIX MaTepua-
JIOB Ha OCHOBe Auokcuaa tTutaHa TiO, sgBiasiercs me-

COJI-
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TOH 3JEKTPOHHO-JIY4eBOTO UCITApESHUS. DTOT METOI
OCHOBaH Ha MCIIapeHMU MaTepualia MUILIEHU 101
BO3ICUCTBUEM MOTOKAa 3JIEKTPOHOB, SMUTUPYEMBIX
KaToJOM 3JICKTPOHHO-JIy4eBOTO uctaputeis. Mcna-
peHue MUILIEHU MPOBOASIT B BLICOKOM BaKyyMe, 4TO
obecrieunBaeT BBICOKYIO YMCTOTY Ipoliecca, W, Kak
CJIe[ICTBUE, caMUX IUIeHOK. OOHO U3 MPEenMYyIIecTB
METONa BJCKTPOHHO-JIYYEeBOrO HCHApeHUs — JIO-
KaJIbHBIII HarpeB MCHapseMOro Marepualjia Ha Io-
BEPXHOCTH MUIIeHHU. B 30HEe NeiicTBUS SIIEKTPOHOB
Ha Marepuajl MUIICHU TeMIlepaTypa MOXKET ITOCTH-
ratb 10000°C, yTo 1Mo3BOJISIET MONYYaTh IUIEHKHU TYy-
roIUIaBKMX MeETaJUIoB (TaHTaja, MOJUOAeHA M Ip.).
OTIMYUTENbHOI OCOOEHHOCTBIO JTaHHOIO MeToda
SIBJISIETCSI TO, YTO IOMJIOXKM PpaclojaraloTcs Ha
OospiIoM paccrossHur oT ucraputeis (30—40 cm),
YTO UCKIIOUAET UX HATpeB UCIapsieMOil MUILIEHBIO 1
I03BOJISIET MCIIOJIb30BaTh ITOIJIOKKM M3 MaTepUAajIOB,
MOABEPKEHHBIX PAa3pYIIEHUIO TIPU BO3AEICTBUU BbI-
cokux TeMItepatyp [14—16].

B Hactosmeid pabore NMPUBOIATCS PE3yabTaThbl
WCCIIENOBAaHUI TpoIlecca TONMYYECHUS U TTOCIEqyIO-
IIETO OTXWUIa TOHKUX IUIEHOK IWOKCUIA TUTAaHa.
YcTaHOBIEHWE 3aBUCUMOCTEN MEXIY CTPYKTYpOUl U
CBOMCTBaMU MO3BOJIUT pa3paboTaTh METOAMKY Oy~
YEHUS TUIEHOK HAaHOKPUCTAJUIMYECKOTO IUOKCUIA
TUTaHA, IEPCIIEKTUBHBIX U1 IPUMEHEHUS B OIITUKE,
CUCTEMAaX MIPOMBINIJIEHHOW OYMCTKUA OTXOIOB U APY-
rux obJacTsx.

OKCITEPUMEHTAJIBHAA YACTb

Toukue mneHku TiO, ObUIM MOTYYEHBI METOAOM
BJIEKTPOHHO-JIyYEBOIO MCIIapeHMsI B BaKkyyMe Ha
KOMOMHMPOBAHHOM BaKyyMHoi#1 yctaHoBKe 2G 11G2-
ELBeam-0OQ-03 (Torr Int, CIIIA) ¢ 6e3MaciisiHOM
CUCTEMOI OTKAYKHU 1 CUCTEMOI KBaplieBOIO KOHTPO-
JIS1 TOJIMHBL. HamnbuieHre TpoBOAMIM Ha HOMIOXKU
U3 Kpucrtajmauueckoro kpemHuss KOdD-4.5 (100),
miasyieHoro kBapua (SiO,) u candupa (C-cpes),
Temnepartypy Kotopbix 300°C nonaepXuBaiau OCTO-
ssHHOU. ToJIMHY NJIEHOK KOHTPOJIMPOBAJIM KBaplie-
BBIM JATYMKOM, OHa cocTapisiia ~100 aM. Briocnen-
CTBUU IUICHKU OXKUTAJIM Ha BO3IyXE IIPU TeMIIepaTypax
ot 300 mo 400°C B TeueHHUE 5 4, TaKKe MOCJIEIOBA-
TesibHO OT 5 1o 20 1 mpu 300°C.

CrekTpbl KOMOWHAIIMOHHOTO pacCesHUSI CBeTa
(KPC) 06buIn mostydyeHbl Ha 0a3e 30HI0BOIT HaHOJa-
o6oparopuu NTEGRA Spectra (NT-MDT, r. 3eneHo-
rpan) ¢ mpuMmeHeHreM He-Ne y1azepa Ha m1He BOJTHBI
632.8 uMm. MccnenmoBanus criektpoB KPC o6pasiion
MMPOBOAMIN MO CXeMe Ha OTpaxXKeHHe B OHaIla3oHe
50—900 cm~! ¢ paspewenuem 0.9 cm~!. Bece criekTpsl
OBLIU MOJIYYEHBI ITPU KOMHATHOI TeMItepaType.

HMccnenoBaHusi METOIOM MPOCBEUYMBAIOLIEH DIIEK-
TpOoHHOI MUKpocKoTnuu (ITOM) mpoBoanIN B BBICO-
KopaspeliamplleM MPOCBEeYNBAIOIIEM 3JEKTPOHHOM
mukpockorie JEM-2100F (Jeol, AAnonwus). O6pas3ibl

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

B MOIEPEYHOM CEUECHUM IJISI 3JIEKTPOHHOM MUKPO-
CKOIIMU TOTOBMJIM 1O CTaHAAPTHOU METOAUKE, MO-
cJIeIOBaTeIbHO OCYILIECTBIISAS MPOLEIypy YTOHEHUS
MeXaHNJeCKOM NIITM(OBKON—ITOINPOBKOM C TTOCIIE-
JIYIOIIUM (DMHUIIIHBIM pacHblJIEHUEM MOHAMM apro-
Ha c 3Heprueit 4 kaB.

HccnenoBanust MeTonoM Audpakiiu peHTTeHOB-
CKMX JIydeil ObLIM BBIITOJHEHBI Ha PEHTTEHOBCKOM
mudppakromerpe XRD-7000 (Shimadzu, AnoHwns)
B nuarna3one 20 10°—80° ¢ marom 0.02° (CuK,-u3mny-
yeHUe, mirHa BoJHBI 0.15406 HM). CKOpOCTh CKaHU-
poBaHMs cocTaBlisijia 2 rpan/MuH. [loyyeHHBIE pe-
3y/JIbTaThl aHAJIWU3UPOBAIN C UCIIOJIb30BaHUEM 0a3bl
nmauubix PDF-2 Release 2009.

PE3VYJIBTATBI U UX OBCYXIEHHWE

HN3BectHO [17], 9TO B 3aBUCUMOCTU OT YCIIOBUIA
MOJIy4eHUsI TeMIlepaTypa OTXura, Hpu KOTOpOii
MOXKET HavyaTbCsl (pOpMHUpPOBaHME KPUCTATIIMISCKOM
das3pl aHaTas3a, BapbpupyeTcd B quamazone oT 300 o
450°C [18]. Takum o6pa3oM, OBLIO MCCIEIOBAHO
BJIMSIHUE TEMIIEPATYPhl U BpEMEHU OTKUTa Ha MOSIB-
JIEHUe KPUCTAJTMUECKOM (ha3bl B MI3HAYAJIEHO aMop@-
Hoii ieHke TiO,.

Ha puc. 1 u 2 ipencraBiieHBI pe3yabTaThl CITIEK-
tpockonuu KPC mnenok TiO, Ha momioxkax u3
KPUCTAJZINYECKOTO KPEMHHUS B 3aBUCUMOCTHU OT TEM-
neparypbl 1 BpeMeHu oTkura. Kak u3BecTHO, Cylle-
CTBYIOT HECKOJIbKO KPUCTANIMYECKUX MOIudUKa-
LT AMOKCUIA TUTaHA, JJIsi KOTOPhIX HAaOJIOHAI0TCs
XapakTepHble TTMKU: pyTwin — 240 (MyabTU(OOHOH-
HbII Tipouecc), 443 (E,), 610 cm! (Ao [19, 20], ana-
Ta3 — 143 (E,), 195 (E,), 396 (B,,), 520 (4,,) n 634 cm!
(E,) [20—22] u Opykut — 127 (A4,,), 154 (Ay,), 194 (4,,),
247 (Ay,), 412 (A,,), 502 (By,), 640 cM! (A,,) [20, 23].

Kak moxHO BuaeTh (puc. 1), ucXomHbie IIEHKU
TiO, He EMOHCTPUPYIOT XapaKTEPHBbIX UISI KPUCTAJI-
Jmyeckoi pa3el mukoB. B cirygae orkura npu 300°C
B TeUEHUE 5 4 MOSIBJISIETCS UK Ha yacTtoTe ~143 cm~!,
cooTBeTcTBYIOIMiT Konedbanusam Ti—Ti B Kpucranim-
yecKoii ¢ase aHaTasa, HauboJiee MHTCHCUBHBIN OIS
maHHoI ¢a3bl. C pocTOM TeMmepaTyphl OTKHMIa MH-
TEHCUBHOCTh ITMKA YBEJIMYMBAETCS M TMOSBIISTIOTCS
JIOIOJHUTEIbHbIE MUKKA B objactax 195, 396, 520 u
634 cm~!, Takke oTHOCAIIMECS K MoIaM a3kl aHATA-
3a, YTO MOKET KOCBEHHO CBUIETEbCTBOBAThL 00 yBe-
JIMYeHUM ONY KPUCTAUIMYECKOM (ha3bl B ILICHKE
[24, 25]. Cxoxuit a3 deKT HabIomaeTcs Ipyu yBeJIn-
YEeHUU BPEMEHU MOCIeA0BATEILHOIO OTKUTA OT 5 10
20 4 (puc. 2).

BcienctBue orpaHuYeHUSI BDEMEHU DKCITO3ULINH,
CBSI3aHHOTO C MCHOJIb30BAaHUEM TOIJIOXKHN U3 KPU-
CTAJUTMYECKOTO KPEeMHUS, HEBO3MOXHO IeTaJbHO
npocyenutb udMeHeHus B ciekrpe KPC 1o u mocie
oTxwura. C 3Toi eblo Ha pUC. 3 IPUBEACHBI CITeK-
Tpbl KPC mienku TiO, Ha noajioxke carndupa 1o u

Ne 10 2023
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Puc. 1. Crexrpsl KPC nomnoxku Si (2) n o6pasua TiO,
no (I) u mociyie oTXKUra Ipyu pa3IMYHBIX TeMIepaTypax:
3 —300; 4 —350; 5—400°C.

nociyie orxkura npu 400°C mpu OoJibllIEM BpeMEHU
aKcno3uuuu. B pesynbraTe MOXHO HaOJIOIATh ce-
puIo ocTpbIx MUKOB Iipu 381, 418, 431, 442, 577, 645 u
751 cM~!, cBA3aHHBIX ¢ TIOMIOXKKOI [26]. B criekTpe
KPC miieHkn mo otknra HaOI0gaeTCs IMMPOKOE ra-
JIO, XapakTepHoe IJisi aMOp(HOIo AMOKCHUIa TUTaHa
[17]. B pe3ynbraTe OTXXHTA B CIIEKTPE MOXHO YETKO
BBIIEJINTh IUKK, OTHOCSIIMECS K (paze aHaraza (143,
195, 396, 520 1 634 cm~ ).

HaubGonee moaxonsgmuM mis1 AajbHEHIIEro aHa-
JIN3a U3MEHEHUS JOJIM KPpUCTAJINYeCKOM (pa3bl 1 ee
pa3MepoB SIBIISIETCS UK, COOTBETCTBYIOIINI KOoIe0a-
HusaM cesaseit Ti—Ti (~143 cm™!). ComacHo nurepa-
TYPHBIM HAHHBIM [24], 3TOT MUK MOXKHO MCIIOJIb30-
BaTh JJ1s1 OLIEHKU pa3MepPOB KPUCTATIITNUECKUX BKITIO-
YeHUI1 B IUIEHKE 10 M3MEHEHUIO ero ITOJ0XeHUs [25].
st onmpenesieHrs TOYHOTO ITOJI0KEHMS, TIOIYLINP -
HbI U TUIOIIAAM MO IMTMKOM €T0 allllpOKCUMUPOBAIU
¢yukuueii Jlopenna [21, 22]. B pe3ynbraTe aHanm3a
MOXHO CKa3aTh, YTO C YBEJIUYCHUEM BPEMEHU OTXKMU -
ra (ot 5 no 20 4 ipu 300°C) goas KpucTaalandecKoi
¢da3bl pacTeT, 0 4YeM CBHUACTEIBCTBYET YBEIIMUYCHUE
mJIoIaay moja nmukoMm. Kpome toro, HaGmogaeMblit
CIBMT IIOJIOKEHMA NuKa Ha 1.5 cm~! B cuHIOIO 06-
JIaCTb KOCBEHHO TTOATBEPXKIAET YBEIUUCHUE pa3Me-
poB kpuctayuutoB [24, 25]. Cxoxuii a¢pdekr Ha-
OJIroaeTCs U IIPU pOCTe TeMIIepaTyphsl oTkura oT 300
10 400°C B reyeHue 5 4. OgHAKO MPU TeMIIepaTypax
orxura ot 350 mo 400°C yBenmuyeHue IUIOIIAAN 1O
IMMKOM He HaOJII0HaeTCsI, YTO MOXKET OBITh Pe3yJIbTa-
TOM TIpEKpallleHUsl pocTa JOJU KPUCTAIIUYEeCKOM
¢a3nl. [TonoxkeHune IMKa TaksKe CMEIIAeTCs B CHHIOIO
00JIaCTh.

[ns Gosiee neTaJbHOIrO aHaavM3a U OMNpeneseHuUs
pa3sMepoB KPUCTAJUTUTOB METOIaMU peHTreHo(ha30-
Boro aHaiu3a (P®A) u Beicokopaspematomeii [I9M
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Puc. 2. Crnextpst KPC nomnoxku Si (2) n o6pasua TiO,
1o (/) u nocne orxkura npu temmeparype 300°C B Teue-
Hue 5 (3), 10 (4), 15 (5) u 20 4 (6).

ObLIM MccaenoBaHbl IieHKU TiO, 10 u mocie oTxura
npu Temieparype 400°C B Teuenue 5 4. MccnegoBa-
Hue metonoM PMA ObUIO IIPOBEASHO Ha 00pas3nax ¢
nomioxkoi u3 SiO,. Ha puc. 4 npencrasiaeHbl au-
dpakTorpaMMBI 00OpPa3IIOB IO U ITOCJIEC OTXKNTA, a TaK-
ke nomioxku Si0,. Ha HUX MOXHO BbIACJIUTD MUKU,
OTHOCSIIMECS K KIOBETe-IepXKareiaio (OTMEUYeHBI
3BE310YKaMM) U IMUKHU, OTHOCSIIMECS K KpUCTaJUIM-
yeckoil daze TiO, — anarasy (orpaxenus 100, 004,
200) [9, 25, 27, 28], yTo NOATBEPKAAET PE3y/abTaThl,
nosryaeHHbIe MeTogoM KPC.

Ha ocHoBaHuM T0JIydeHHOM AudpakTorpamMMbl
o popmyiie lleppepa [29] ObL1 onipeneeH CpeqHuii
pa3Mep KpUCTaJUIMTA:

Ky

(D) = FWHM (26) cos 6’

rne FWHM(20) — ymupeHue audpakiimOHHOTO
MaKCMMyMa, CBSI3aHHO€ C pa3MepoMm yYactull, K —

143
3 520 634
=
=
o
-
L A N ./\___L 2.
100 200 300 400 500 600 700 800

Cunsur KPC, cm !

Puc. 3. Cnexrprr KPC TiO,/Al,03 no (1) m mocne (2) ot-
>xxura ipu 400°C B TeyeHue S 4.
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25.4°

1, oTH. en.

20 30 40 50 60 70 80
20, rpan

Puc. 4. Indpakrorpammsl nomnoxku SiO, (/) u o6pasua
TiO, no otxwra (2) n mocine orxura mpu 400°C B TeueHue
54 (3).

nocrossHHas Illeppepa (0.9) [25], A — mIMHA BOJIHBI
PEHTIeHOBCKOTO M3JIydeHus, (D) — cpeaHuii pasmep
KPUCTA/UINTOB JaHHOM (a3l B obpasie. s onpe-
nenenus (D) ucnonb3oBanu nuk aHarasa 101. Iupwu-
Hy pedIiekca HaxXOMWIIN, UCITONB3YS pacIipeieieHre
Iaycca. B pesysbrare mojydeH CpeqHmii pasMep KpHr-
cramuta (D) = 23 £ 2 HM.

Metonom [IODM ObLT MccaenoBaH TMOTEpPeYHbIi
cpe3 UCXOMHOTO U OTOoXCkKeHHoro obpa3siioB TiO,/Si.
Ha puc. 5a npencraBieno I19M-u3obpakeHue uc-
XOIHOM TMJIEHKU U KapTUHAa TU(paKILMKU Ha BbIIEICH-
HOM ydacTtke. Ha mmdpaxkrorpamMme IIpHUCYTCTBYET
LIMPOKOE Tajio, UTO TTOATBEPXKIAET MPEUMYIIIECTBEH-
HO aMOP(HYIO CTPYKTYpPY TUIEHKU.

Ha puc. 56 nokazano [1®M-u3zobpaxeHue oTo-
sxckeHHo ripu 400°C mienku TiO,/Si v kapTuHa 1u-
¢dpakuuu Ha BblIeJeHHOM yuyacTke. HecmoTps Ha
Hajauuue aMopdHoro ¢oHa, 31ech yKe YETKO Mpo-
CMaTpUBAIOTCSl TOYEUYHbIE pedIIeKChl, TOKa3blBalo-
II1e KpUCTAIM3AIMIO TUIEHKW B Mpoliecce OTXKHUra
[9, 28]. Haubosiee uHTEeHCUBHBIE pedIeKChl COOTBET-
CTBYIOT HampasJjieHuto [311], 4YTO CBUAETEILCTBYET O
npeodjaJjaHu KPUCTAJJIUTOB JTaHHOTO Hampasie-
HUs. OTa KapTuHa XxapaktepHa st dassl TiO, Tuna
aHara3a. Takxxe Ha PUCYHKE BbIJEJE€Hbl OCHOBHbIE
CKOIUIEHUSI HAHOKPHUCTAJJIOB CTPYKTYpPHOTO THMa
aHara3za. KpoMe Toro, MoxHo o0OpaTuTh BHUMaHUE
Ha KpUCTANIU3ALMIO TPUTTOBEPXHOCTHOTO CJIOS TOJI-
IIMHOM nopsinka 15 HM (puc. 58B). Pednekcrl Ha nu-
¢pakLIMOHHOI KapTUHE COOTBETCTBYIOT HaIlpaBiie-
auto [100]. TTogoOHy0 KapTUHY TaKKe MOXHO OTHE-
CTM K CTPYKTypHOMY TuMy aHartasza. M3 aHanuza
IIDM-u306paxeHuii ObUIM MOJyYEHBLI pa3Mephl 3e-
pEH, KOTOphIe HaXoaTCsI B nuana3zoHe ot 4 1o 10 HM.

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

Puc. 5. [I9M-u3obpaxenus obpasua TiO,,/Si: a — 1o ot1-
xura; 6 — orkur npu 400°C; B — MpUMIOBEPXHOCTHAS 00-
JacTh noce orxkura rpu 400°C.

MOXHO 3aMeTWUTh, UYTO pa3Mep KPUCTALIUTOB,
nosy4yeHHbIi 110 popmyne Illeppepa, 3HaUUTENIHHO
0OJIblIIE TIO CPABHEHUIO C Pa3MEPOM 3epeH, TTOJTydeH-
HBIM ¢ Tomouibio IIDM-ananmm3a. BepositHo, 3TO
00YCJIOBJIEHO TEM, YTO PE3YJIbTATOM aHaIM3a JAHHbBIX
ITOM saBnsiercst pa3Mep 3epHa, a He pa3Mep KpucTa-
mTa, Kak B citydae PDA. M3 mutepatyphl U3BECTHO,
YTO pa3Mep KpUCTAJINTA MOXET 3HAYUTEJbHO OTJIV-
yaThcsl OT pa3Mmepa 3epHa [30].

Kpowme Toro, n3 [I1DM-n3o06paxkeHunit BUTHO, YTO
B MCCJIeIyeMbIX 00pa3iiax MpOUCXOAUT KpUCTAJITN3a-
[UsI IIPUIOBEPXHOCTHOTO CJIOSI M B 00beMe IUIEHKU
oOpasytorcs HaHokpucTtauibl TiO,. C yBennyeHuem
IJIYOUHBI KOJTMYECTBO HAHOKPUCTAJJIOB YMEHbIIIAET -
cs1. Habnrogaemblii 3¢hhekT MOXeT ObITh CBs3aH C
YMEHBIIIEHUEM JIOJIM KMCJIOPOoAa 10 TIIyOrHe TUICHKU
13-3a (pOpMUPOBAHUS TIPU OTKUTE TIPUTTOBEPXHOCT-
HOTO CJI0sI, KOTOPBIA MOXET IPEensITCTBOBATh AUQ-
dy3un KUCJIopoaa BITyOb MJIEHKH.
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BbIBOJbI

Takum obpa3oM, B pe3yabTaTe MpoacJIaHHON pa-
0OTBI YCTAHOBJICHO, YTO OTXWUI aMOP(MHBIX IICHOK
TiO,, nosy4eHHbIX METOJIOM BJIEKTPOHHO-TYyYE€BOIO
vcrapeHusi, B atMochepHbIX yciaoBusax mnpu 400°C
MIPUBOIUT K YX YACTUYHOM KPUCTAJJIM3ALMU ¢ O0pa-
30BaHMeM (a3pl aHaTa3a. DTO MOATBEPKIASHO HCCIIe-
poBaHusiMu KPC u PDA. Bbl10 yCTaHOBJIEHO, YTO C
YBeJIMYEHUEM BPEMEHU U TeMIIePaTyPhl OTXKUTA JOJIs
KPUCTAJINIECKOI (pa3pl U ee pa3Mephbl yBeIMYMBa-
1otcs1. CornacHo gaHHBIM criekTpockornuu KPC yse-
JIMYEHWE JIOJIM KPUCTAJUIMYECKOM (pa3bl IIpeKpalia-
eTcsl Ipu Temnepatype orxkura cbiitre 350°C. B xone
aHayiM3a pe3yJbTaToB, ITOJIydeHHBIX MeTonoM P®DA,
OBLI OoNpeesicH CpeaHUId pa3Mep KPUCTAJLUIMTA, KO-
TOpBI cocTaBU BeauuuHy (D) = 23 £ 2 um. B pe-
3y/lbTaTe MccaenoBaHuii Metonom I1OM obOHapykeHo,
YTO NPU OTKUIE B IVICHKAX IIPOUCXOIUT KPUCTAJLIN -
3alMsl IPUIIOBEPXHOCTHOIO CJIOSI M B 00beMe (op-
MupyloTcss HaHokpuctauibl TiO,. C yBennyeHuem
NIYOMHBI KOJIMYECTBO HAHOKPUCTAJJIOB YMEHbIIIACT -
cs1. HabmropaeMoe siBieHHE MOXHO OOBSICHUTD HEJTO-
CTaTKOM KHCJIOPOJIa B 0ObEMeE.

KonduukT mHTEpecoB: ABTOpBI 3asBIISIIOT, YTO Yy
HUX HEeT KOH(MJIMKTa MHTEPECOB.
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Effect of Annealing Conditions on the Formation of a Nanocrystalline
Phase in TiO, Films

A.V.Nezhdanov" *, A. O. Zhukov!, D. V. Shestakov!, L. M. Vinogradova', A. A. Skrylev!, A. V. Ershov!,
D. A. Pavlov!, A. 1. Andrianov', A. S. Markelov!, G. De Filpo?, M. Baratta?, A. I. Mashin!
! National Research Lobachevsky State University of Nizhny Novgorod, Nizhny Novgorod, 603022 Russia
2Dipartimento di Chimica e Tecnologie Chimiche (CTC), Universita della Calabria, Rende, Cosenza, 87036 Italy
*e-mail: nezhdanov@phys.unn.ru

Annealing of amorphous TiO, films obtained by electron-beam evaporation under atmospheric conditions at
temperatures from 300 to 400°C is found to lead to the formation of an anatase crystalline phase. According
to Raman spectroscopy data, the increase in the fraction of the the crystalline phase stops at an annealing
temperature above 350°C. According to the results of X-ray phase analysis, the average crystallite diameter is
about 23 nm. Electron microscopy studies have shown that, upon annealing, the near-surface layer (15 nm
thick) crystallizes in the films, and TiO, nanocrystals with sizes from 4 to 10 nm are formed in the bulk. As
the depth increases, the number of nanocrystals decreases.

Keywords: titanium dioxide, thin films, anatase, nanocrystals, electron beam evaporation, thermal annealing,
Raman scattering, X-ray phase analysis, transmission electron microscopy.
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Pa3BuTHe GOJMBIIMHCTBA OTPACIIeil OCBETUTEIPHOIM TEXHUKM CTABUT 3aa4y pa3pabOTKM MePeIOBbIX BBICO-
KOMOIIIHBIX OeJTbIX CBETOAMOA0B. MIX KOHCTPYKIIMS MPEANoJaraeT COBMeIIeHNEe ABYX 0a30BbIX 2JIEMEHTOB —
BBICOKOMOIITHOTO CHHETO CBETOAMO/A JIMOO JIa3ePHOTO AUOAA C XKEIThIM JIIOMUHOMOPHBIM KOHBEPTEPOM,
CMOCOOHBIM BBIIEPXKUBATh BEICOKYIO TETIOBYIO HATPy3Ky. B mocienHee BpeMsi akTUBHO BeyTcsl pa3padboT-
KM TBEPHOTENbHBIX (B MEPBYIO ovyepenb KepaMuieckux) toMrHogopoB Ha ocHoBe Ce:YAG, comonupo-
BaHHBIX TaK Ha3bIBAEMbIMU “KpPacHBIMHU~ MOHAMM, KOTOpbIe 00JIa1al0T BEICOKOI TEILIONIPOBOIHOCTBIO U
TEPMUYECKOM YCTOMUYMBOCTBIO. JIOMTOTHUTEBHO pacCMaTPUBAIOT BO3MOXKHOCTD CO3IaHMST HAa UX OCHOBE
KOMITO3UTHBIX apXUTEKTYP C BTOPUYHOM TepMOCTaOUIbHOM (da3oii KopyHaa o-Al,O3, obnanaronieil B pa3bl
GOJIBIIIEH TETIONPOBOAHOCTBIO MPH OJIM3KOM Ko3(hdUIMeHTe TeIIoBoro pacupenus. PazpaboTka kap-
Thl CMIEKaHMS CIOXHBIX CUCTEM Ha OCHOBE TBEPABIX KepaMUUECKUX PACTBOPOB TpebyeT 00s13aTeIbHOTO
KOHTPOJIST UX CTPYKTYPHO-(Ha30BOTO COCTOSTHUSI METOJIOM PEHTIeHOBCKOM Anudpakumu. OmHaKko He Bcerma
J1abopaTopHOTro 00OPYAOBAHUS AOCTATOYHO JJIs TOHUMAaHUSI IPOUCXOMSIIINX TTPU CIIEKAHUU TTPOLIECCOB.
IToatoMy B HacTos11ell paboTe Ha mpuMepe 6udasHbix kepamuk Al,O;—Ce:(Y,Gd)AG npoBeaeHa onTu-
MU3alKs TPACKTOPUU X CTIEKaHMSI C TPUMEeHEeHEeM TMPaKIIUU CUHXPOTPOHHOTO U3inydyeHus. Kommnosu-
Thl CUHTE3UPOBaHbI METOJIOM PEaKIIMOHHOTO MCKPOBOTO TJIa3MEHHOTO CIIeKaHMSI MOPOIIKOB UCXOMHbBIX
okcunoB. Iloka3zaHo, 4To npu ¢pUKCUPOBAaHHOI BeIWUMHE MpuKiIansiBaeMoro gapiaenus 30 MIla u mmm-
TEJIBHOCTM M30TEPMUYECKOrO BblIepXMBaHUS 15 MuH enuHas ¢dasza TBepumoro pactBopa Ce:(Y,Gd)AG
dopmMmupyeTcst TMIIb IpU TeMIilepaTypax cnekanust He MeHee 1450°C. I1pu TakuX BBICOKUX TeMIIEpaTypax
CcrieKaHUsl HAOJIONAIOTCS TPU3HAKY PEKPUCTALIM3ALMM BBUAY OJM30CTU 3BTEKTMYECKOTO TUIABJICHUSI.
VBenuueHune BpeMeH! BblepkuBaHUs 10 30 MMH MO3BOJISIET CHU3UTD TeMIepaTypy (OpMUPOBaHUS O1-
dazHoii cTpykTypsl 10 1425°C 1 nipenoTBpaTUTh HeXeaTeIbHYI0 peKpucTauin3anuio. OmHaKo Mmocieny-
ouMe noseileHue aapiaeHus 10 90 MIla npuBoaUT K COCYIIECTBOBAHUIO B CUCTEME HECKOJIbKUX Bapua-

nuit dasel THna YAG.

Kimouessie coBa: Al,0;—Ce:(Y,Gd)AG, kepamuueckue momuHodopsl, YAG, Ce:YAG, (Y,Gd)AG, GAG,
KOMIIO3UTHAsI KepaMuKa, peaKIMOHHOE MCKPOBOE IJIa3MEHHOE CIEKaHUE, CUHXPOTPOHHOE M3JIy4eHUE,

pEeHTreHOBCKas TubpaKIus.

DOI: 10.31857/S1028096023100229, EDN: ZQBUTA

BBEAEHUE

Pa3zBuTne OoJIBIIMHCTBA OTpaciieii OCBETUTENb-
HOI TEXHUKHU CTAaBUT 3a7avyy pa3paboTKU MepemIoBbIX
BBICOKOMOIIHBIX G€JIbIX CBETOAMOA0B. OHU TOJIKHBI
00J1aJaTh HE TOJBKO XOPOIIMMU ONTUYECKUMMU Xa-
paKTepUCTUKAMMU, CPEAY KOTOPBIX BBICOKAsI CBETOOT-
Jlaya, MHIEKC [IBEToIepenadn, peryaupyemas 1iBeTo-
Basl TeMreparypa, HO ¥ TeIJIOBBIMU — 3KapOITPOYHO-
CTbIO, TETUIONPOBOAHOCTHIO U APYTMMHU CBOWCTBAMU
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[1-3]. B mocnenHee BpeMsi B pOJIM UACATLHOTO KOH-
BepTepa IBeTa sl JaHHBIX CUCTEM pPacCMaTpUBAIOT
komno3uTHble kepamuku Al,O;—Ce:(Y,Gd)AG [4, 5].

YAG g9BIg10TCS IepeIOBBIMHI TTOJTUKPUCTAIIIYE -
CKMMM MaTpuLlaMu Gjaromapsi XOpoIlIuM TepMuYe-
CKIM CBOMCTBaAM — TEPMUYECKOM TTPOYHOCTU, TPEIIU-
HOCTOWMKOCTH U TeruionpoBogHocTt ~9—14 Bt/(m - K)
[6]. ¥ Ce:(Y,Gd)AG B dhopMe ONTUIECKUX KEPaMUK
OTCYTCTBYET SIBHOE TePMUYECKOE TallleHe MHTEHCUB-
HOCTU (DOTOJIOMUHECHIEHIIMU MPU BBICOKOI MOIII-
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HOCTM W WHTEHCUBHOCTM Hakaukm [7]. Cos3maHue
6udaszHoit KepaMuKu co BTopoit hazoii a-Al,O; Bo3-
MOXHO OJ1aromapsi 6;1m30cTi KO3 GHUIIMEHTOB TEILIO-
Boro pacimpenus — 8.4 x 107¢ 1/K mia o-Al,O4
n 8.0 x 107° 1/K mna YAG [8, 9]. Temonposon-
HOCTb O-Al,O; 3HAYNUTETHHO BHIIIE W COCTABIISICT
32—35 Br/(M - K) [10], 4To ymydlIaeT TEIIOOTBOO U
MTO3BOJIIET KPAaTHO YBEJIWYUTh MOIITHOCTb HaKauyKH
CHHETO CBETOMMOIA JIN0O0 JTa3epHOTo nuoaa. [1pw orr-
TUMHU3NPOBAHHOM COOTHOIIIEHUN KOMIIOHEHTOB (CO-
CTaBHBIX (Pa3) TEIIOIPOBOTHOCTb KOMITO3MTa MOXKET
nocturath ~19—24 Bt/(M - K) [11—14].

Panee [.10. KoCbIHOBBIM U COTPYIHUKAMM ObLT
MPEMTIOXEH U yCIEIITHO aripoOUpPOBaH HOBbBI MOAX0
K TOJYYEHUIO MEJIKO3€PHUCTBIX, ONTUYECKU MpPO-
3paunbix KepaMuK RE3":YAG (RE — penkoseMeb-
HbII 3JIEMEHT) METOJOM PEeaKIMOHHOTO MCKPOBOTO
TUTa3MEHHOTO CHeKaHMsI OKCUIHBIX TMOPOIIKOBBIX
cucteM Y,0;—RE,0;—AlL,O; (Hanpumep, [15]). Ha-
crosiiasi pabora MOCBsIIEHAa ONTUMM3AIMU TpaeK-
TOPUU PEaKIIMOHHOTO UCKPOBOTO TJIA3MEHHOTO CIIe-
KaHUsI KOMOO3UTHBIX KepaMuK Al,O;—Ce:(Y,Gd)AG
¢ MpUMeHeHUeM IUdpakinud CUHXPOTPOHHOIO 13-
aydyenus (CH).

MATEPHAJIbI U METO/bI

B kadyecTBe MCXOMHOTO CBHIPhS UCTIOIB30BAIN BhI-
COKOUYMCTBIE KOMMEpPYECKNE OKCUIHBIC ITOPOIIKU:
a-Al,05 (99.99%, Fenghe Ceramic Co., Ltd, Kurai;
d ~ 0.2—0.4 Mmxm), Y,05 (99.999%, Fujian Changting
Golden Dragon Co., Ltd, Kuraii; d ~ 5 Mxm), Gd,O;
(99.999%, Jining Zhongkai New Materials Co., Ltd,
Kurait; d ~ 3—5 Mxm), CeO, (99.99%, Alfa Aesar
Chemical Co., Ltd, Kurait; d ~ 2—3 MmxMm). 7151 KepaMUK
MoJisipHOe cooTHolieHue Al,Os/rpaHat coctanisiio 0.75,
koHueHTpauuu Ce*t u Gd** — 0.1 u 25 ar. % B cooTBET-
ctBur ¢ OpyTTO-opMyIoit (Y 749Gdy25Ce0,001):ALO -
B KavyecTBe KOMITJIEKCHOM CIIeKalomeil ToOaBKU
ncmonb3oBasm 0.8 Mac. % TITpasTOKCHCWIIaHA M
0.08 mac. % MgO. [NopoIIKOBYIO CMECh TOTOBHIIN B
riaHeTapHoii menabHUlle QM-3SP2 (Nanjing Chi
Shun Technology Development Co., Ltd, Kuraii) B
TedyeHHe 12 4 co CKOPOCThIO BpallieHus 279 06./MuH,
WCITOJIB3YS 3TAHOJ B KadyecTBe OUCITepraTopa U KO-
PYHIOBBIC IIAPUKY B Ka4eCTBE MeTIOIIMX Telr. [1ory-
YeHHYIO OMHOPOIHYIO CYCIIEH3UIO BBICYIIIUBAIN MPU
70°C, npoceuBanu yepe3 cuto 200 Mel 1 TpoKau-
BaJiu B BO3AYIIHOM atMocdepe npu 600°C B Teue-
Hue 4 4.

CriekaHue TIOpOIIKOBBIX CMeceil MpU HaBecKe
1.5 r mpoBomuau Ha yctaHoBke SPS-515S (Dr. Sinter
LABTM, flnonus) B rpadUTOBOM TUIJIE C BHYTPEH-
HUM AuaMeTpoMm 15 MM, MpoaoXkeHHOM IpaduTOBOI
oymaroit m3HyTpu. Mcronbp3oBanu AByXCTaaUAHBINA
HarpeB — 1o 1000°C co ckopocteio 100 rpam/muH,
a jiajiee 10 TeMIiepaTyphbl BbIIEPXKUBAHUS CO CKOPO-
ctbio 50 rpan/mMuH. B 1BYyX aKkcniepruMeHTaIbHbIX Ce-
PUSIX BapbUPOBAJIMCH Pa3IMUHbIC TTapaMeTphl crieKa-
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Hus1. B “TeMmrnepaTypHoii” cepuu BHEIIHEE JaBJICHUE
coctapisio 30 MIla npu IJIMTETbHOCTH M30TEPMU-
YeCKOTI0 BhIIEp>KMBaHMS 15 MUH, a TeMIiepaTypa cIie-
KaHus BapbupoBaiachk — 1350, 1400, 1425 u 1450°C.
B cepuu “mo maBieHu0” BpeMsl BbIICPXKUBAHUS ObI-
Jio yBeandeHo go 30 MuH, TeMmIiepaTypa CreKaHUs
coctrapisiia 1425°C (3ToT BBIOOp IapaMeTpOB 0O0Y-
CJIOBJIEH pe3y/bTaTaMM UCCAeI0BaHUs Mpeablayleit
cepuHu), a BapbMpoBaJiach BeJIMUYMHA TIPUKJIaabIBae-
moro gasiaeHusa — 30, 60 1 90 MITa. ITocie ciekaHus
00pa3Lbl KepaMUK OTXKUTaIN Ha Bo3ayxe nipu 1300°C
B T€YEHHUE 5 4 i1 BOCCTAHOBJICHUSI KUCIOPOIHBIX
BaKAHCUM 1 CHSITHUS OCTATOYHBIX HATPSIXKEHU.

st xapakTepu3alu o0pas3lioB NMPUMEHSIIU 1BE
METOAUKU C ucrnojb3zoBaHueM CH, peain3oBaHHbIE
B IlenTpe KoyutekTuBHOTO ToJb30oBaHusT (LIKIT)
“CubupCcKUil LIEHTP CUHXPOTPOHHOTIO U Teparepiio-
Boro uanydeHust (CLICTH)” Ha 6a3e YHMKaJIbHOM
HayuyHoit yctaHoBku (YHY) “Kommnekc BOIIIT-4 —
BOIIII-2000” B MWHcTtuTyTe saepHoit (U3UKU
um. [W. Bynkepa (UAD) CO PAH [16].

st KayecTBEHHOTO WCCAeAOBAHUS ITOJTHOTHI
¢dbopMUpoBaHUS TBEPIOTO pacTBOpa MPOBeAcHA Mpe-
nu3noHHas cbeMka pediaekca 1004 daswsl Tuna YAG
¢ ucnoip3oBaHneM CHM Ha sKcriepMMeHTaJIbHOMN
cranuum “Ilpenmnsnonnas nudpakToMeTpUsT U aHO-
MajJlbHOE paccesiHue” KaHajda 2 HaKOIIMTEJIbHOIO
kossa BOTIII-3 B LIKIT CIICTH [17]. Beibop 3TOTO
pedekca 00yCIIOBIEH TEM, YTO OH JOCTATOYHO WH-
TEHCUBHBII U, C OMHOI CTOPOHBI, HE MIepeCceKaeTcsI C
pednekcamu daser o-Al,O;, a ¢ Apyroii CTOpOHBHI,
HaXOOUTCS B “majbHeil” o0yiacTu, Iue JIydlie IIposIiB-
JIeHBbl 3 deKTH, CBSI3aHHBIE C “pacclioeHueM” pe-
(excoB, COOTBETCTBYIOLIUX OJU3KUM MEXIUIOC-
KOCTHBIM paccTossHUSIM. CheMKYy MPOBOAVIIA B 1A~
naszoHe 20 86.2°—87.7° ¢ marom 0.01° Ha mimuHe
BostHBI CHU 1.5391 + 0.0003 A. XapakTepucTuku mnu-
KOB ONpelesiid MpU anmpoKcuMauuu GyHKIUeH
BoiiTa ¢ ucnonb30BaHUEM OTKPBHITOTO MIPOrPaMMHO-
ro obecrneyeHUs JIST HETUHEMHON alIpoKCUMaIlin
KPUBBIX ¥ aHam3a gaHHbixX “Fityk 1.3.17 [18].

JonoaHUTEbHO TOJYyYeHbl NU(GpaKTOrpaMMBbl C
IMOMOIIIBIO TBYXKOOPAMHATHOTO JeTeKTOpa Ha IKCIe-
pUMEHTaJIbHOM cTaHLMK “/IudpakroMeTpust B “XKecT-
KOM” PEHTIeHOBCKOM Juaria3oHe” KaHaja 4 Hako-
nurtenbHoro konbua BOIII-3 8 HKIT CLICTH [19].
CbeMKy MPOBOJAWIN IETEKTOPHOIT cucTeMoii mar345
(MarResearch, I'epmanusi) Ha miuHe BoaHbl CU
0.3685 £+ 0.0006 A, menn KouIMMaTopa pasMepoM
0.3 x 0.3 MM, paccTosiHUE OT oOpa3lia 10 AeTeKTopa
246.1 Mm.

PE3VYJIBTATDbI

Ha puc. 1 1mokasaHbl pe3ylbTaTbl ChEMKU ITH-
dpakumonHoro pedaekca 1004 daszbl Tuna YAG.
OrnpenelleHHBIE HA OCHOBE alIIPOKCUMAIIUN XapaK-
TepUCTUKHU pediieKca IMpeacTaBIeHbl B Ta0I. 1.
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Ona “TteMmItepaTypHO” CepUM MOXHO IIpOCIIe-
IHATH 3TAITbl (GOPMUPOBAHMST TBEPIOTO PacTBOpA IO
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Puc. 1. ludpakuuonnsiit pediekc 1004 ¢asbr Tuna YAG: a — “temneparypHast” cepust 1350—1450°C/15 muu/30 MIla; 6 —

cepus “nio napnenuto” 1425°C/30 mun/30—90 MIla.

JIBOIHOI cTpyKType peduiekca (puc. 1a). CooTHoIeHue
MEXIy BapyaHTaMU TBEPJOIrO pacTBoOpa, onpeaeieH-
HOE MO TUIOLIAASM MO rpacduKaMU arlpOKCUMUPY-
X GyHKUM, n3MeHsieTcs Kak 75.2 : 24.8—83.0 :
: 17.0—83.3 : 16.7 no Mepe yBeIMYCHUS TeMIIepaTyphl
BoiaepxkuBanusg 1350—1400—1425°C. Xors mocnen-
Hee U3MEHEHUE COOTHOIIECHUS TUIOIIAACH HE BBITISI-
JIUT CyIIeCTBEHHBIM, OHO COIPOBOXIAETCS NU3MEHE-
HUEM OTHOIIEHUS BBICOTHI K IIMPUHE MEHBIIETO
nmukKa Ha ~23% — TMPOUCXOAUT €ro YMEHBIIeHUEe U

yVIIMPEHHE, YTO MOXKXHO TPAKTOBATh KaK “M3MeJIbue-
HHUE” peLieCCUBHOrO BapuaHTa TBEPIOro pacTBOpa o
Mepe ero “ncuyesHoBeHus”. I1o moCTzKeHNN TEMIIE-
patypsl 1450°C equHUYHAs CTPYKTYpa AUPPpaKIIMOH-
HOro pedJiekca CBUIETEILCTBYET O 3aBEpIICHUM TIPO-
Hecca (OpMUPOBAHUSI TBEPAOro pacTBopa. ToJBKO
B ciaydae obpa3sua “1350°C” cpenHeB3BellleHHOE I10-
JIOXKEHHME MUKa 3aMETHO OTKJIOHSIETCSI OT 3HAYCHUS
IJ1st oopasua “1450°C”.

Ta6omuuna 1. Ouenka napametpoB peduiekca 1004 daswl Tuna YAG

Bapeupyemprii OTHoOLIIEHNE BBICOTHI CpenHeB3BelIIEHHOE
Housa o toromanu, % 3 IMonoxenue, rpan
napamMeTp cepuu K mupuHe, 10° oTH. en./rpan TIOJI0XKEHHUE, Tpaj
“TemnepatypHas” cepus: 1350—1450°C/15 mun/30 MIla
75.2 2.8 87.14
1350°C 87.18
24.8 1.9 87.30
83.0 3.1 87.12
1400°C 87.15
17.0 1.4 87.29
. . 7.1
1425°C 83.3 6.0 87.13 87.15
16.7 1.1 87.28
1450°C 100 8.0 87.14
Cepus “1io naBinenuto”: 1425°C/30 mun/30—90 MIla
30 MIla 100 43 87.14
60 MIla 100 39 87.14
8.7 0.16 86.76
90 MIla 62.7 1.9 87.16 87.17
28.5 2.4 87.32
TMMOBEPXHOCTE. PEHTTEHOBCKME, CUHXPOTPOHHELIE U HEMUTPOHHBLIE UCCIIEAOBAHUA  Ne 10 2023
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IIpu uccnenpoBanum o6pasua “1450°C” B pasiuny-
HBIX TOYKaX HaOII0IaJIOCh CYIIECTBEHHOE M3MEHEe-
HUe MHTeHcuBHOCTH peduiekca 1004 ¢das3pl Tuma
YAG. HccnenoBanue KapTHUH ABYMEpPHOU mudpak-
LM MO3BOJIWIO IIPOSICHUTH cUTyauuio. Tak, B CiIy-
yae obpasua “1450°C” KkpoMe OZHOPOMHbBIX KOJIELL
KapTUHa cofepKajia IpKue OIMHOYHbBIE MSATHA KaK Ha
cooTBeTCTBYIOMUX (paze Tuna YAG Kojbllax, TaKk U
Ha Kousbliax ¢a3sl 0.-Al,O5, B TO BpeMs Kak B ciiyyae
MIpOYMX OOpa3lLoB HAOIIONAINUCH TOJILKO OTHOPOII-
HBIe Koiblla. MOXHO 3aK/IIOUnTh, YTO B 00pasie
“1450°C” (pukcupyeTcst Ha4aja0 peKpUcTauIn3alum,
CBOIICTBEHHOE IOJIUKPUCTALUIMYECKMM CHUCTeMaM
BOJIM3U TUIaBJeHUs. B gaHHOM ciyyae TUIaBlieHUE
cienyeT cunTarhb 3BTekTudeckuM [20]. ITo 3Toit ipu-
YyuHE CcleayeT MNpU3HATh TeMIIEpaTrypy CIeKaHUS
1450°C cauikoM BBICOKOM JJisl TIOJyYeHUsI MEeJIKO-
3epHUCTON KepamMuku. [IpoGiemMa HEOKOHYEHHOIO
¢dopMUpoBaHUs TBEPAOIO pacTBOpa MPU TeMIrepary-
pe cnekanust 1425°C Obuta pelieHa yBeIUMYCHUEM
BpeMeHHU BbIIepXKUBaHUs 10 30 MUH. DTHU TeMIlepa-
TYPHO-BpPEMEHHBIE ITapaMeTPHI MCITOJIb30BaJIN B 9KC-
MEepUMMEHTAaxX 10 ONTUMM3ALIMU BEIWYMHBI MPUKIIa-
JIBIBAEMOTO TaBJICHUS B XOJIe¢ UCKPOBOTO IJIa3MEHHO -
TO CIIEKaHMSI.

Jsg cepnn “mo JaBJICHWIO” YBEJIMUEHNE BAPbUPY -
€MOro mnapamMeTpa IPUBOIUT K WHBIM pe3yjbTaTaM
(puc. 10). IIpexne Bcero ciienyeT OTMETUTD, YTO 00-
pazen “1425°C” B “reMnepaTypHOii” cepuu U obpa-
zenr “30 MIIa” B cepuu “mo maBJIeHUIO” OTIMYAIOTCS
TOJILKO BpPEMEHEM W30TePMMUYECKOIO BbIIEpPXKMBa-
Husi. BugHo, yto ero yBeamndeHue ot 15 mo 30 MuH
MO3BOJIJIO AOCTUYhL (DOPMUPOBAHMS €IMHOM (Da3bl
tBepaoro pactBopa Ce:(Y,Gd)AG npu npouux paB-
HEIX ITapaMeTpax. I1oBhIllIeHre TaBICHUS UICKPOBOTO
1a3MeHHoro criekanus ot 30 1o 60 MIla HecKobKO
YIIUPWIO TupakKIMOHHEIMA IMK. A B cIydae oOpasna
“90 MIla” HabmomaeTcst TpoiiHasI CTPYKTypa pediiek-
ca C pacCYMTAHHBIM II0 IJIOIIAAU MO ITMKOM COOT-
HOILLIEHMEM MEXIY cocTaBystiomiumMu 8.7 : 62.7 : 28.5
P HEKOTOPOM M3MEHEHUM CpPEeIHEB3BEIICHHOTO
nonoxeHus pediiekca. McciaemoBaHue AByMepHBIX
KapTuH audpakiuy oOpas3loB cepuu “II0 JaBlie-
HUIO” HE BBISIBUJIO HUKAKIX OCOOEHHOCTEIA.

3AKJIIOYEHHME

IpoBemeHa onMTUMU3AINS TPACKTOPUM pPEaKIIM-
OHHOT'O MCKPOBOTO TJTA3MEHHOTO CIIEKaHUs KOMITO-
3UTHBIX Kepamuk Al,O;—Ce:(Y,Gd)AG c npumeHe-
HueMm MetoaoB nudpakiu CH. OcobeHHOCTH CTPYK-
TYpHO-(}a30BOr0 COCTOSIHUS BBISIBJICHBI HA TIPUMEpPE
JBYX 9KCIIEPUMEHTAIbHBIX CepUit 00pa3IoB.

g TiepBoit cepuy oaaep>kuBacMoe TIpU CIieKa-
HUM naBieHue cocrtapisio 30 MIla, a BappupoBa-
JIach TeMIlepaTrypa M30TepMUYECKOTO BBIACPKUBA-
HUS TIpU ero mmTteabHocTH 15 muH. [lokazano, 4To
0 TeMIeparypbl crekaHus 1425°C BKIIIOYUTEIHHO
coxpaHsIeTCsT ABOITHas CTpyKTypa pedekca, CBUIe-
TEJIbCTBYIOIIASI O He3aBEePIIEHHOCTH TIpoliecca Ghop-
MUpPOBaHUSI TBepAoro pactBopa. MopmupoBaHUe
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omHO(Ma3HOTO TBEPIOTO pacTBOpa GUKCUPYETCS MPU
1450°C, ogHaKO OpPOSIBIISIIOTCSI MPU3HAKA PEKPUCTaI-
JI3AIIH BBHUIY OJIM30CTH SBTEKTUYECKOTO TIIaBICHUSI.

st BTopoii cepuu BbIOpaHa TeMreparypa Bblaep-
xkuBaHusl 1425°C, ero BpeMs1 ObLIO yBeJIu4YeHo ¢ 15
no 30 MUH, a B KauecTBe BapbUpPyeMOTO MapameTpa
paccMaTpMBaid BEJMYMHY MPUKIAALIBAEMOTO JaB-
JIeHUsl. YBeJIUYeHUe JIUTEIbHOCTU BbIIEPXKUBAHUS
B pexume 1425°C/30 MIla nmo3BoJuJio NOCTUYb
dopMupoBaHUsI eqUHON (pa3bl TBEPAOro pacTBOpa
Ce:(Y,Gd)AG 06e3 pekpuctammuzaunu. [ToBbelieHne
nasyieHus 1o 90 MIla nmpuBeno K cOCylIeCTBOBAaHUIO
B CICTEME HECKOJIbKUX Bapualuit passl Tuna YAG.

Takum obOpa3zoM, YyKucTast KpUcTauindecKasi KOM-
nosuTHas cuctema kopyHin—rpaHar Al,O;—Ce:(Y,Gd)AG
C equHOl (ha3oil COOTBETCTBYIOIIETO TBEPIAOro pac-
TBOpa OBIJIa YCITeITHO CUHTE3MpOBaHA METOIIOM pe-
aKIIMOHHOTO HCKPOBOIO ILIa3MEHHOTO CIIeKaHUs
npu 1425°C/30 muna/30—60 MIla. Ilocnenyoniywo
OTNITUMMU3AIINIO PEKMMOB CTIEKaHUS CIIEAYET BECTH He
TOJIBKO C MO3ULIMU (hOPMUPOBaHUS 1ieJeBOro (a3zo-
BOTO COCTaBa Ke€paMWKH, HO W TIpY aHaIW3e psaa
KJIIOYEBBIX XapaKTEePUCTUK T10Iy4aeMOro mMatepuana —
3epEHHOI CTPYKTYPBI, OCTATOYHOMN MOPUCTOCTH, TETI-
JIOMPOBOMIHOCTH, KaPOIIPOUYHOCTH U TIPOUUX.

BJIATOJAPHOCTHA

UccnenoBaHue BbINOJIHEHO 3a cueT rpaHTa Poccuii-
ckoro HayyHoro ¢oHnna (rpoekt Ne 20-73-10242). 3aBbsi-
JoB A.Il. 6raronapeH MUHUCTEPCTBY HAYKU U BBICIIIETO
obpasoBanusi Poccuiickoit denepanuu 3a (pUHAHCOBYIO
MMOIIEPXKKY B paMKaX rocy1apcTBeHHOTO 3agaHust MHCTH-
TyTa XUMHUM TBepmoro Teiaa u MexaHoxumuu CO PAH
(rmpoexT Ne FWUS-2021-0004). Kocbksinos J1.}O. 6iarona-
peH Cosery no rpanraMm IIpe3sunenra Poccuiickoit @ene-
paumu (crunieHaust Ne CI1-3221.2022.1) 3a ¢huHaHCOBYIO
MOAEPXKKY MCCIeNOBaHUIN MO Pa3BUTHUIO METOMOB IOJY-
YeHUs MepeIoBbIX KepaMUUeCKUX MaTepuaioB. B padore
ucrojib3oBaHo obopynosanue LIKIT “CLICTU” Ha 6aze
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Application of Synchrotron Radiation Diffraction Techniques for Optimizing
the Sintering Trajectory of Al,O,—Ce:(Y,Gd)AG Composite Ceramics

A. P. Zavjalov" > *, D. Yu. Kosyanov> **

! Institute of Solid-State Chemistry and Mechanochemistry SB RAS, Novosibirsk, 630128 Russia
2SEC “Advanced Ceramic Materials”, Far Eastern Federal University, Viadivostok, 690922 Russia
*e-mail: Zav_Alexey@list.ru
**e-mail: Kosianov.diu@dvfu.ru

The development of most branches of lighting technology poses the challenge of developing advanced high-
power white light-emitting diodes. Their design involves the combination of two basic elements — a high-
power blue light-emitting diode or a laser diode with a yellow phosphor converter that can withstand high
thermal loads. Recently, the development of solid-state (primarily ceramics) phosphors based on Ce:YAG,
co-doped with the so-called “red” ions with high thermal conductivity and thermal stability, has been actively
pursued. Additionally, the possibility of creating on their basis composite structures with a secondary ther-
mostable phase of corundum o-Al,O3, which has many times higher thermal conductivity at a close coeffi-
cient of thermal expansion, is being considered. The development of a sintering map for complex systems
based on solid ceramics solutions requires mandatory control of their structural-phase state by X-ray diffrac-
tion. However, laboratory equipment is not always sufficient to understand the processes occurring during
sintering. Therefore, in this work, on the example of Al,0;—Ce:(Y,Gd)AG biphase ceramics, we optimized
the trajectory of their sintering using diffraction of synchrotron radiation. The composites were synthesized
by the method of reactive spark plasma sintering of powders of the initial oxides. It is shown that at the fixed
applied pressure of 30 MPa and an isothermal holding for 15 min, a single phase of the Ce:(Y,Gd)AG solid
solution is formed only at temperatures of at least 1450°C. At such high sintering temperatures, signs of re-
crystallization are observed due to the proximity of eutectic melting. Increasing the exposure time to 30 min
makes it possible to lower the temperature of formation of the biphasic structure to 1425°C and prevent un-
desirable recrystallization. However, the subsequent increase in pressure to 90 MPa leads to the coexistence
of several variations of the YAG-type phase in the system.

Keywords: Al,0;—Ce:(Y,Gd)AG, ceramic phosphors, YAG, Ce:YAG, (Y,Gd)AG, GAG, composite ceram-
ics, reactive spark plasma sintering, synchrotron radiation, X-ray diffraction.
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Ha xanane Ne 1 BeIBoma CMHXpOTpPOHHOTO M3nydeHus1 13 Hakonutesst BOIIIT-4M USI® CO PAH cosnana
crneluaanu3upoBaHHast TexHoJiornuecKast CTaHIUS ISl TPOBeAeHUS Y4eOHO-IeMOHCTPALIMOHHBIX PaboT B
LIeJISIX TIOATOTOBKM CTYIEHTOB IMPOMUIBbHBIX CIIELIMATIbHOCTE, a TAKXKe HOBBIX MOJIb30BaTeeit, TeCTUpoBa-
HUS DKCIIEPUMEHTAJIbHOTO 000OPYIOBaHUS U TIPOBEACHUS MPENBAPUTEIbHBIX MU BCIIOMOTATEIbHBIX DKC-
nepuMeHTOB. HemocpencTBeHHOE ydyacTue CTYIeHTOB B pa3pabOoTKe 3JIEMEHTOB CTAHLIMU CUHXPOTPOHHOTO
U3JIyYEHUST U METOIMK MPOBEICHUST SKCIIEPUMEHTOB ITOBBILIAET BOBJICYEHHOCTh MOJIOABIX CIEIIMAIMCTOB
B pabOThI HA CHHXPOTPOHHOM U3JIyYeHUU U pa3paboTKy 000pyIOoBaHUS A1 9KCIIEPUMEHTAIbHBIX CTAHIIU I
co3ngaBaeMoro ucrounuka LIKIT “CKN®”. MonynbHast KOHLENIIMS MOCTPOSHUST CTAHIIUM JaeT BO3MOXK-
HOCTb pEaJIM30BbIBATh Pa3IMUYHbIE METOIMKW U pa3BUBaTh YCTAHOBKY. B cTaThe omucaHbl yCTPOWCTBO
CTaHILIM, TTapaMeTPhl U3JTyUYSHUSI, B CDABHEHUU C IPYTMMU N€HCTBYIOIIMMHU CTAHLIMUSIMU CUHXPOTPOHHOTO
nsnyueHust B USI® CO PAH. IpencrapieHbl IpUMepPhl pealli30BaHHbIX Ha CTAHLIMM METOIUK, MOJTYYEH-
HbIE B XO7Ie BBITIOJIHEHUSI yueOHBbIX paboT. [IpogeMoHcTprpoBaHa paboTa aBTOMaTU3MPOBAHHOTO (hOTOIM -
OIHOTO MOHUTOPA IIJISI BU3yaJlM3allui M KOHTPOJISI MHTEHCUBHOCTH My4ykKa usnydyeHus. PeanuzoBanHas me-
TOIMKA PEHTTeHOMIIYOPECLIEHTHOTO 3JIEMEHTHOIO aHaJIu3a Ha CHHXPOTPOHHOM U3JIyYeHUU B BaKyyMe Ja-
€T BO3MOXXHOCTb aHAJIM3UPOBATH JIETKME BJIEMEHThI, HEAOCTYIHbBIE JJIsl aHAIM3a Ha paHee NeMCTBYIOIINX
craHusx. OnucaHbl MepCNeKTUBbI Pa3BUTUSL TeXHOJIOTUYECKOM CTaHIIMU.

KiroueBble ciioBa: CHHXPOTPOHHOE U3JTydeHUE, 3KCIIepUMEHTaIbHAasI CTAaHIUSI, PEHTTeHOBCKUM TTy4OK,

MOHOXPOMATOP, CIIEKTPpaJbHbIE U3MEePEHMsI, PEHTTeHOMIYyOpEeCIIEHTHBIN aHAJIN3, O0yYeHMeE.

DOI: 10.31857/51028096023100060, EDN: JRQSJJ

BBEAJEHUWE

CunxporpoHHoe uszinydeHnue (CH) — snekrpo-
MarHUTHOE U3JIyYeHUE, KOTOPOE UCITyCKaeTCs 3apsi-
JKEHHBIMU YaCTULIAMU, ABUKYIIIMUMUCS IO KPYTOBBIM
OpOUTaM C yIbTPapeIITUBUCTCKIMHU CKOPOCTSIMU [1] —
YHUKAJIbHbII MHCTPYMEHT MCCJIeOBAaHUS COCTaBa U
CTPYKTYpPBI BElIECTBA, a TAKXKE paJuallMOHHBIX TeX-
Hosioruii. B Mupe aeiicTBytoT mpuMepHoO 50 HayYHbBIX
LIEHTPOB Ha MUCTOYHMKAX CUHXPOTPOHHOIO U3Jyuye-
Hus. MccnenoBarenbCcKye CTAaHUIMU MpeaHa3HaYeHbl
IUTsl peain3allii KOHKPETHBIX MeToArK. B kauecTBe
MpUMepPa MOXHO MPUBECTU CTaHIIMIO CTPYKTYPHOTO
MaTepuajioBedeHUs [2] mis1 uccaenoBaHusI OCOOeH-
HOCTeM MpOCTPaHCTBEHHOI opraHn3aluu QyHKIINO-
HaJIBHBIX MaTepuanoB, craHuuio “bemox” [3] mns
MPOBeNEeHUsI PEHTTEHOBCKOU A(PaKTOMETPUU MaK-
DPOMOJIEKYJISIPHBIX MOHOKPUCTAJLIIOB Ha KypyaToBckoM
WCTOYHUKE CHHXPOTPpOHHOTO M3nydyeHus (Mocksa,

52

Poccus) nnu crannuio Ha kaHane ID02 ESRF (I'pe-
HOOJIb, DpaH1Ms) IJISI UCCAESAOBAHUI MAJIOYTJIOBOTO
PEHTTeHOBCKOTO paccesiHUSI C BpeMEHHBIM paspeliie-
HueM [4]. Takue cTaHUMU MPEAOCTABJISIIOT T0JIb30-
BaTesIM BbICOKOTEXHOJIOTUYHBIN MPeU3UOHHbIH
WHCTPYMEHT LISl BBIMIOJTHEHUSI OMNpeaesieHHbIX UC-
ciiefoBaHuil. B Benymux MUPOBBIX MCCIEI0BATENb-
CKMX LIEHTpax 00JIbllI0e BHUMAaHUE YIEJISIOT MOITYJIsi-
pM3allMU BBICOKOTEXHOJOTUYHBIX METOJIOB UCCIIEI0-
BaHWi cpeau WIKOJIBbHUKOB CTaplluX KJACCOB M
cryneHtoB. B CIIIA cyiiecTByeT cnielidajibHas mpo-
rpamMMma HallMOHaJIbHOM aKaJeMUM HayK IOoJ Ha3Ba-
HueM “Introducing Synchrotron into the Classroom,”
i cokpaireHHo InSynC, pazpaboraHHast 1ist ooec-
MevYeHus npenoaaBaTesissM U CTyIeHTaM BO3MOXHO-
CTM y4yacTBOBaTb B OPUTUHAIBHBIX MCCIECIOBAHUSIX,
MPOBOJMMbBIX B CaMbIX COBPEMEHHBIX MCCeI0Ba-
TenbCKUX nabopatopussx Ha KaHanax CH, 9ToOBI
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YBUOETh, KaK COOMPAIOT, oOpabaTeIBalOT U WHTEP-
MPETUPYIOT JaHHbIE. Peanu3aliusi mporpaMMbl 3a-
KJTIOYAJIach BO BHEAPEHUU TEXHOJIOTHM yIAJIEHHOTO
nmoctyra Kak Ha ctanumsax CH, tak u B mKonax. Ta-
KMM 00pa3oM, yJalidecss MOryT HaOIoaaTh, 00CYyK-
JIaTh M YaCTUYHO y4aCTBOBATh B YIIPaBJICHUHU IIPOBE-
JIEeHeM SKCIEPUMEHTA B PeXXMME PeaIbHOTO BpeMe-
HU [5]. TlogoOHBIE mporpaMMbl, HalleJICHHBIC Ha
BOBJICUECHNE CTapIICKIIACCHUKOB B €CTECTBEHHOHA-
YYHBIE MCCIIETOBAaHUSI NOCPEACTBOM 3KCKYpPCUIL U
MOJEJILHBIX JIA0OpPATOPHBIX PadOT, CYIIECTBYIOT Ha
aBCTPAJIMIICKOM CHHXPOTPOHE [6], KaHaICKOM uC-
touHuke CHU [7]. Bo ®paHuun neiicTByeT Nporpam-
Ma B3aUMOJIEMCTBUS TTAPUXKCKOM LIEHTPATIbHOM LLIKO-
Jbl 1 cuHxpoTpoHa ESRF [8] oxBaTbiBalolasi aKc-
KypCHU, BUPTyaJIbHBIC pa0OThI M HEIIOCPEICTBEHHOE
yJacTHe B DKCIiepuMeHTax Ha KaHanax CH.

B HoBocubupckoii objracti peajqn3yeTcs IIPOeKT
MCTOUYHUKA CUHXPOTPOHHOTO U3JTyYeHUS TOKOJICHUS
4+ “CKHU®D”. [1o nnpenBapUTEIbHLIM OLIEHKAM, MPU
skcrtyataiuu LHKIT “CKHN®” norpedyeTcss 0KOJIO
150 cnietuanucToB, paboTamOIIMX Ha 3KCHEPUMEH-
TanbHBIX cTaHuusgx CU, u 3aHuMMalomuxcss paspa-
OOTKOII HOBBIX B3KCIIEPUMEHTAJbHBIX METOIOB [9].
B LKIT Cubupckoro 1eHTpa CUHXpOTPOHHOTO U Te-
parepuoBoro usnydeHust (CLICTH) na 6a3e Hakonu-
teneit BOIIII-3 u BOIII-4M B UAD CO PAH
um. I'. Bynkepa [10] neiicTBy1OT 3KCIIeprMEHTaTb-
Hble ctaHuuy CH, Ha KOTOPBIX peain30BaHbl METO-
IVUKW ITU(PaKIIMOHHBIX HCCICIOBAHUI CTPYKTYPBI
BemiecTna [11, 12], peHTreHoCeKTpaabHOIO aHaIu3a
BJIEMEHTHOIO cocTaBa o0bekToB [13, 14], EXAFS-
CITEKTPOCKOINH [15], TEXHOTOTMIECKMX TTPYIIOKEHWIA
[16] u ToMy mogoGHBIe. [IpakTUYeCKyIO MOATOTOB-
Ky CTYIEHTOB yXe ceiiuac IIPOBOAST Ha JIeiiCTBYIO-
IIMX 3KCIIEPMMEHTAIbHBIX cTaHIMsIX. Heobxommumo
OTMETHUTb, YTO 00OPYIOBaHME CTAHLIUI, HA KOTOPBIX
BeOyT PYTUHHBIC 3KCIIEPUMEHTHI, HACTPaUBaIOT IS
pelIeHUS KOHKPETHOM 3a1a4u, 1 eTo pa3dopKa Min
MepeHacTpoiika B ydeOHBIX LEJIsIX HeAoIMyCcTUMa, Mo-
CKOJIBKY 3TO CYLIECTBEHHO COKPATUT JOCTYITHOE IS
TEKYIIUX SKCIEPUMEHTOB Bpems. Takum oOpas3om,
BO3MOXHO y4acTHe CTYJICHTOB B ITPOBEACHUM DKCIIe-
PUMEHTOB U 00paboOTKe pe3yJbTaTOB, HO HE B Ha-
CcTpolike obopynoBaHus craHuuii. HeobxomumMocTh
MOJATOTOBKM HE TOJIBKO I0JIb30BaTeeii, HO 1 Cel-
aJICTOB IUISI CO3MAaHUSI U BKCIUIyaTallii 3KCIIepHr-
MEHTAJIBHBIX CTaHIIMU Ha ncToyHuKe “CKUD” mo-
TUBUPOBAJa CO3JaHUE JTOTOJHUTEIbHOM CIelnalb-
HOW CTaHLIMU.

Texnonoruueckast cranuuss CHU mnpencrapisier
co0oi1 cTeH WISl 00ydeHUs OyAyIIMX CTIeIIUATUCTOB
OCHOBaM 3KCIIepMMEHTaJIbHOT paboTel Ha CU.
B npotecce cOopku v HAJTanKU 0O0PYIOBAHUS CTaH-
LIMM CTYAEHTbl CMOTYT TOJIyYUTh HaNISIAHOE TIpe.-
CTaBJIeHWE O MPUHLUIAX PaOOThl BCE CHUCTEMBI U
peabHbIi OMBIT TTOATOTOBKU U MPOBEAEHUST DKCIIe-
pumenToB ¢ CH [17]. Takke 3TOT cTeHA yooOeH s
TECTUPOBAHUS HOBBIX 3JIEMEHTOB amnmnaparypbl s
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CUHXPOTPOHHBIX 3KCIIEPUMEHTOB, HaIlpUMep, PEHT-
T€HOBCKMX JE€TEKTOPOB.

COCTAB YCTAHOBKH

Ha TexHomornyeckoii cTaHIIMM €CTh HA0OOP OTHO-
CUTEJIbHO CTaHOAPTHBIX 3JIEMEHTOB ITOJb30BATE/b-
CKUX cTaHLuii, ucnojn3yrommux CU: Bakyymupye-
Mbiil o ypoBHs 10 Ila xanan BeiBoma CH, momyib
MOHOXpOMaTopa M MOAYJIb U3BMEPEHUI, B KOTOPBIX
pa3MelleHbl MOABUKKIA, MOHOXPOMATOP, NETEKTOPHI
U Tipodee obOopymoBaHMe. BapnmaTMBHOCTH KOMIIO-
HOBKU O0O0pYIOBaHUSI CTAHIIMN OTKPHIBAET BO3MOXK-
HOCTHU IIPOBEIECHUSI JeMOHCTPALIMOHHBIX U Y4EOHBIX
padoT C MPUMEHEHUEM Pa3IMYHbBIX METOOUK HMCCIe-
JOBAaHMI HA CUHXPOTPOHHOM MU3JIyUEHUMU.

Ha puc. 1 npencrapieHa cxemMa KOMIIOHOBKM Tex-
HOJIOTUYECKOI1 cTaHIIMK. B ITepBoii KamMepe ycTaHOB-
JIEHBI MOHOXpOMAaTOp npope3Horo trma [ 18] us kpu-
crayuia Si(111) 1 610K PEHTIeHOBCKUX ILIeIei IS
dopMmupoBaHusi padMepoB Iryuka CH u oTcedeHUs
MpSIMOTO IIydKa M PacCesIHHOTO u3liydeHHs. Bce
3JI€MEHTBI OCHAIllEHbl MOTOPU3MPOBAHHBIMU IT1O-
JIBMDKKAMM, YTO MO3BOJISIET BEIIIOIHSITH HACTPOIKY B
3aKpBITOIl KaMepe C BKIIUYEeHHBIM Iyakom CH.
KpucTami-MmoHoXpoMaTop yCTaHOBJIEH Ha MPELIU3U -
OHHBIA TOHUOMETP C aMIIUTynoi KadaHusi 30°,
TOYHOCTh Ito3unoHupoBanus —0.05° £ 0.025°
MUHUMaJbHBIN mar nepeMerieHuss 0.0005°. Beptu-
KaJIbHOE TOJIOKEHME KPHUCTala MOXHO PEryInupo-
BaTh B quamna3oHe 10 MM ¢ TOYHOCTBIO £ 1 MKM C 1T0-
MOIIbIO BEPTUKTbHOU NoaBMXKKU 3 (puc. 1). PeHT-
TEHOBCKME HOXU [ 1 4 yCTaHOBJICHBI Ha JIMHEMHBIX
MOABMIKKAX C TOYHOCTBIO TMO3UIIMOHMPOBAHUS
3 MxM. TakuMm o6pa3om, B ITepBOiIt KaMepe ITPOMCXO-
IUT (popMUpOBaHME pa3MepPOB U cliekTpa Iryuka CU.

st koHTpoist uHTreHcuBHOCTH CU 1 aBTOMAaTH -
3alliM HACTPOMKHU MOJIOXEHUS 3JIEMEHTOB (pOpMU-
poOBaHUs pa3MepoB Iydyka (POTOHOB B KaMepe MO-
HOXpoMaTopa TakKXe YCTaHOBJIEeH (POTOAMOTHBIN
MOHUTOD ITydka 5. Ha BepTuKaibHO yCTaHOBJIIEHHOMN
JIMHEAHON TOABUXKKE B METAJLUIMYECKOM KOPITyCe
pasMmellieH KpeMHUeBbIit p—i—n dortoauon. Ilepen
JIUOIOM OITIMOHAJbHO MOXET OBITh YCTAaHOBJICH
MOJIMPOBAHHbBIN KpUcTaul cuuHTWLIsITopa CAWO,
tonmuHoi 0.4 MM. Tlepen CHMHTUILISTOPOM PacIio-
JIOXXeHa peHTreHOBCcKas qradparmMa U3 TaHTana Iu-
puHOIi 4 MM U BbIcOTOI1 0.4 MM, oTIpeaesioniasi po-
CTPAHCTBEHHYIO YYBCTBUTEIBHOCTH MOHUTOPA.

Bo BTOpOI1 KamMepe pa3MellieHbl ucciienyeMblie 00-
pasiibl, SHEPrO-AUCIEPCUOHHBIN AETEKTOP U BCIO-
MoraTeJIbHbIE 9JIEMEHTBI — JJIOMUHOMOPHBIN 3KpaH,
CCD-kamepbl J1si BU3yaJIbHOTO KOHTPOJISI COBMeE-
LIeHUsI. DT 2JIEMEHThl MOTOPU3UPOBAHBI IJISI Ha-
ctporiku noa myykom CH. B naHHOI1 KOHbUTypauu
pear3oBaHa METOAUKA PEHTTEeHOMIYyOPeCeHTHOTO
aHajM3a 3JIEMEHTHOro cocTaBa o0pasiia.
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Puc. 1. (a) Cxematnueckoe nzobpaxenne TexHonmornueckoit cranumu CU: 1 — 610K BXOTHBIX I1iesieid; 2 — TPOpPe3HO Kpu-
CTaJUI-MOHOXPOMATOpP; 3 — BepTUKaJIbHasl MOJBMXKA MOHOXpOMAaTopa; 4 — BBIXOAHbIE 11IeJIU; 5 — (DOTOAMOIHBIA MOHUTOPD
My4kKa; 6 — SHeproavcrepCUOHHBII neTekTop Amptek; 7 — o6pa3sell. Ha Bkianke: (6) pa3melleHre B KaMepe MOHOXpoMaropa

C KOMIUIEKTOM ILIeJIeH.

XAPAKTEPUCTKHW U3JIVHEHUWA
HA TEXHOJIOI'MYECKOUN CTAHLIUN

CHHXpOTPOHHOE Wu3IydYeHMe Ha TexHoJiormye-
CKYIO CTaHIIMIO BBIBOJUTCS U3 IOBOPOTHOTO MarHUTa
Hakonutesns:t BOIII-4M, paauyc KpuUBU3HBI MTOBO-
pOTa B TOYKE BBIXO/Ia M3Iy4YeHMsI COCTABIISIET 34.55 M.
B Tabn. 1 mpuBeneHBl pacuyeTHBIE XapaKTePUCTUKU
MU3JIy4eHUs Ha ypOBHE pa3MellleHust oopasiia Ha Tex-
HoJiorndeckoii cranuus CH B IByX OCHOBHBIX PEXHU-
Mmax pabotel BOIIII-4M. [Ins1 cpaBHEeHUSI IpUBEIc-
HBI XapaKTePUCTUKN U3JTy4EHUSI, UCIIOJIb3yeMOTO B
PYTUHHBIX B3KcHepuMeHTax Ha craHmusax “LIGA-
TEXHOJIOTUST M PEHTreHOBCcKas autorpadus” [16] u
“JlokaJIbHBINT M CKaHUPYIOIIMI peHTreHodIyopec-
LEHTHBII B2yeMeHTHBIM aHainu3” BOIIII-3 [, 19].
Ha puc. 2 npencrasieHbl pacueTHbie criekTpbl CU Ha
TexHonMOrMYECKON CTAaHUIMU IIPU ABYX TUIHYHBIX
pexumax padorel BOIIII-4M (npu sHeprum 3jeK-
TpoHOB 4.5 u 3.5 I3B, npu cpegHeMm Toke 10 MA).

Ta6mmma 1. CpaBHeHMEe OCHOBHBIX XapakTepuctuk CH1U

g cpaBHEHUS TIpUBEACH CIIEKTP M3IYYCHUS IS
BBIIII-3 B TUIMMYHOM peKuMe, HCIOJIb3yeMOM B
OOJIBIIMHCTBE PYTUHHBIX 9KCIIEPUMEHTOB, peain3y-
eMBIX B McclenoBaTelbckoM LleHTpe mipu sHepruu
anekTpoHoB 2 3B u cpennem Toke 100 MA. Kak Bua-
HO, IIpU dHEPruu 371eKTpoHOB 4.5 3B B BOIIIT-4M
CHEeKTpalibHOE pacnpeaeieHue Ha TeXHOoTornueckoi
cTaHuMM 013Ko K criektpy BOIIII-3, xoTsa u MeHb-
111e TI0 UHTEHCUBHOCTH. DTO ITO3BOJISIET pealn30BaTh
MHOTHE U3 METONMK, WCIONb3yeMbIX Ha CTAHLIMUSIX
BOIIII-3.

I1pu sueprum anexrponos 3.5 [5B B BOIIII-4M
CIIEKTPAJILHBIN TTOTOK CMeIIaeTcsI B 00JIacTh C O0JIb-
el JIMHOM BOJHBI MU3JyYeHUSI U CTAHOBUTCS 3a-
METHO ciabdee, YTO, OMHAKO, He MEIlaeT IIPOBEISHMIO
y4eOHO-IeMOHCTPAIIMOHHBIX padOT. JJaHHBIN pexkUM
pa6otsl BOIIIT-4M uHTepeceH TeM, YTO aHAJIOTUYEH
pexuMy pabOThl KoJUlaliiepa, MCIIOIb3yeMOMY IIpU
TNIpOBEICHUH MCCIeNOBaHMIT B 001acTu (PU3UKU DJIe-
MEHTapHBIX YaCTHUII, KOTIA 3JIEKTPOCTATUYECKUM TT0-

IMTapameTpsl BOIII-4M BOIIII-3
DHeprus 3J1eKTpoHOB, 5B 4.5 3.5 2.0
MarauTHoe 11oJie B TOYKe U3JIyIeHUS, KTC 4.34 3.38 20
CpenHuii TOK 3JIEKTPOHOB, MA 8 8 80
CyMMapHast TOJIIIMHA pa3AeJIuTeIbHbIX OcpUJIIMeBble OKHA B KaHAJIE, MKM 800 800 500
Kpurnueckast sneprust potoHos E,, kaB 5.86 2.76 5.33
PaccrosiHue oT TOuKu U3aydeHus, M 21 21 20
MMOBEPXHOCTb. PEHTTEHOBCKME, CUHXPOTPOHHHBIE 1 HEUTPOHHBIE UCCIEJOBAHUA Ne 10 2023
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Puc. 2. CpaBHeHue 1moTokoB CH B TUIIMYHOM peXUMe
pa6otsl Ha ctaHuusix CU BOIIII-3 (/) u va Texnonoru-
yeckoii cranuuu CU BOIIT1-4M nipu sHepruu 3;1eKTpo-
HOB 4.5 (2) u 3.5 5B (3); dE/E = 0.001.

JIEM pa3BOASAT MO BEePTUKAIU ITYyYKU DJIESKTPOHOB U
MO3UTPOHOB B HAKOIIUTEJIe, OAHAKO OpOMUTa 3JIeK-
TPOHOB B HAKOMUTEJIC OTJINYACTCSI OT PeXKMMa I'eHe-
pauuu CH. TakuM o6pa3oM, OMHOBPEMEHHO C DKC-
nepuMeHTaMu 110 (U3MKEe BJIEMEHTApHBIX YaCTHI]
HEBO3MOKHO ITpOoBOIUTE padoThl ¢ CU Ha mpyrnx Ka-
Hajax BbIBoja uzaydeHus u3 BOIIIII-4M, kpome
TexHomnornueckoii cranumu. OcobeHHOCTh TexHo-
JIOTUYECKOM CTaHLIMM COCTOUT B TOM, UTO MCTOYHM-
KOM M3JIy4EeHUS CIYXKUT MOBOPOTHBIM MarHuT, pac-
MOJIOXKEHHBIA [0 CHUCTEMBI 3JIEKTPOCTATUYECKOIO
pa3BeneHUs, CJIeNOBaTebHO, OpOMTa BJIEKTPOHOB
MIpU pa3jIMYHBIX PeXXMMaxX B 3TOM TOUKE HE U3MEHSI-
ercsi. KpoMe Toro, moctynmHoe BpeMsI IJjisl IIpOBEIe-
HMSI DKCIEPUMEHTOB Ha TeXHOJOrM4eCcKoi CTaHIIMU
CYLLIECTBEHHO OOJIbIlIEe, YEM Ha APYTUX CTAHLIMSIX Ha-
mero LleHTpa.

JocTymHbIi CIeKTpallbHbII IUANa30H ONpeaes-
eTcsl TeoMeTpHeit Ipope3HOoro MoHoxpoMmaropa. [lu-
puHa Jameneil kpuctamia — 40 MM, JJIMHA MEepBO
nmamenu — 30 MM, BTopoit — 50 MM, 3a30p MeXIy Jia-
MEJISIMU — 5 MM, COOTBETCTBEHHO, JOCTYITHBIE YTJIbI
paboThl MOHOXpoMaTopa orpaHuueHbl OT 4.8° no
26.5°. DHepreTMYeCKUii UAIIa30H COCTaBIILET OT 4.5
mo 23.8 xaB. DHepretTnueckoe paspenieHrne MOHO-
XpoMaTopa omnpeaessieTcsl CBOMCTBAMU HCIIOJb3ye-
MOTO KpHUCTajlla, aliepTypoil MydyKa ¥ TOUHOCThIO I1e-
peMellleHUusI TOHUOMETpa. DHepreTuyeckoe paspe-
IIEHWE B cJyyae MCIIOJb3oBaHUs Kpuctauia Si(111)
cocrasnsger AE/E = 1.4 x 1074 [20]. Yrnosas anepry-
pa Iydka Mpu pa3sMepe BXOAHBIX Ieyeil 1 MM U pac-
CTOSIHUM OT UCTOYHUKA U3TydeHus 20 M cOCTaBIIsSIeT
2.5 X 107 pan, 4To AaeT BKJIAL B 3SHEPreTMUECKOE
paspewmenue AE/E = 1.1 x 10~*, mpu sHepruu 9 kB
(yron MoHoxpoMaTopa — 12.7°). DHepreTruuyeckoe

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10

paspenIeHre MOHOXPOMATOpPa, TAKMM 00pa3oM, CO-
craBnsger AE/E = 1.8 x 1074,

OKCITEPUMEHTAJIBHBIE
N YHEBHBIE PABOTbI
HA TEXHOJIOTUYECKOU CTAHLIUU

Kak BunHo u3 puc. 2, unteHcuBHocTh CU Ha Tex-
HOJIOTMYECKOM CTaHIIMU cjlabee, yeM Ha McclieoBa-
tenbeckux ctannusx BOIIII-3, cnenoBaTenbHO, BO3-
pacraer BpeMsl IIPOBEICHUST SKCIICPUMEHTOB, OIHAKO
9TO JOCTATOYHO [JIsl MPOBEACHUSI y4eOHO-AEMOH-
CTPALIMOHHBLIX PabOT WMIM TECTUPOBAHUSI HOBBIX
ycTpoiicTB. PeanusyemMble Ha CTaHLIIMA METOIUKH OC-
HOBaHbI Ha OIIbITE PabOT Ha MCCIIENOBATEIIbCKUX
cranuusax LUKIT CIHHCTU. Huxkxe npuBeaeHBI TUIBI
y4eOHO-IEeMOHCTPAIIMOHHBIX pPaboOT, peaM30BaH-
HbIX Ha TexHonorunuyeckoii cranuyu CH.

OcHogbl 6e30nacHoil pabomaol
C CUHXPOMPOHHBIM U3AYYEHUEM

B xone 03HaKOMUTENIbHBIX 3aHSATUI JEMOHCTPU-
PYIOT BBICOKYIO TPOHHMKAMOIIyo crocobHocts CHU
B MaTepuabl, IPUEMBI JO3UMETPUH, B TOM YUCIIC U3-
MepeHHe paauallMOHHOMN 03kl B KaMepe C MyYKoM
CH. PaccmarpuBaloT oracHble (pakKTOPBI U CITOCOOBI
06e30macHO OpraHU3aIK SKCITIEPUMEHTOB.

Buszyaauzayus u konmpoav noaoxcenuss nyuka
CUHXPOMPOHHO20 U3AYHEeHUS

JlaHHBIN TATI padOT MO3BOJISIET IPOIEMOHCTPUPO-
BaTh CITOCOOBI BU3yaTM3allu1 U3JIyYeHUS HA CTAaHLIUU
WM peTUucTpalvy MPOCTPAHCTBEHHOTO pacIlipeaee-
HU IMydka. PaccmarpuBaloT yripaBiieHHE pa3MepaMu
nmyyka CH nmocpeacTBoM MOTOPU3UPOBAHHBIX 11IeJIeit
Y1 HACTPOUKY MydYKa JIJI MOCIEAYIOIIUX SKCITEPUMEH-
ToB. Pa3paboTaH KOMNIAKTHBINA (POTOIMOIHBIIA MO-
HUTOP ITydKa U yIpasJsiiolias mporpaMmma Jjist usme-
penus moroka CH. CkanupoBaHue (PpOTOOUOTHBEIM
MPUEMHUKOM TTOCPEACTBOM KOOPIMHATHOM TTOIBUXK-
KU 6 (puc. 1) Mo3BOJISIET ONEPaTUBHO TMOJIYYUTh BEpP-
TUKAJIbHBIN podmib nydyka CH B KaMepe MOHOXPO-
MaTopa YU KOHTPOJUPOBATh HACTPOMKY ITOJIOKEHUSI
MOHOXpOMAaTOpa U PEHTIeHOBCKUX HOXEH OTHOCHU-
tebHO nmydyka CH ¢ TouHocThIO He XyXe 100 MKM.
Ha puc. 3 npencrasiieH mpuMep 3aperucTpupOBaH-
Horo BepTukaibHoro npoduis CH.

H3yuenue ezaumodeticmeust CUHXPOMPOHHOEO
UBAYHEHUs C BeleCmBOM

Bo Bpemsi 03HaKOMUTENbHBIX 3aHATUI paccMar-
puBaioT B3aumoneiicrsue CU ¢ BelllecTBOM Ha MpHU-
Mepe U3yuyeHUs MOMIOIIeHUS U3JTyYeHUs] B MaTepua-
Jie U pervucTpalysi KpaeB IMOIJIOIIEHUSI B CIIEKTpax
nporyckanusi. Ha puc. 4 mpeacrasieH 3aperucTpu-
POBAHHBII HA CTAHLIMU CHEKTP MONIOICHUS (DOTBIU

2023
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Puc. 3. 3apeructpupoBaHHblii Mpoduiib BEPTUKAIBHOTO
pacnpenenenus CHU.

W3 MEIHO-HUKEJEeBOro CIUiaBa TOMIIMHON 10 MKM.
ITo monoXeHuIo CKa4yKOB MOMIOIIEHUS MOXHO Ka-
JIMOpoBaTh TOHMOMETP MOHOXpoMaTopa. Pa3zperiaro-
1masi CHoCOOHOCTh MOHOXpOMAaTOpPa TTO3BOJISIET pea-
JuzoBaTh MeTonuky EXAFS-cnekrpockonuu. Jlas
npuMepa, Ha BKJIaJiKe puc. 4 TIpUBENEeHbI OCLIMILIS-
MU Kod(ddurLIreHTa MoTIoleHUs BOJIM31 KpaeB Mo-
IJIOIIEHWS MEIU U HUKEJISI.

H3zyuenue ocnoe penmeenogayopecyeHmno2o
2/1eMEHMHO020 AHAAU3A HA CUHXPOMPOHHOM U3AYHEeHUU

JlaHHBIM TUII 3aHSITUI O3BOJISIET U3YYUTH PaObOTy
SHEPIrOAUCIIEPCUOHHOIO JETEKTOpPa, METOObI PEru-
CTpaLMK CIIEKTPOB PEHTIEHOMITYOPECLIEHLIUU U OTIpe-
JIeJICHUSI 3JIeMEHTHOIO cocTaBa BellecTBa. Ha puc. 5
MpeacTaBlIeH 3aperuCTpUPOBaHHLINA Ha TexHOoIoru-
YeCKOil CTAHLIMKU PEHTIeHOMIYyOPECLIEHTHBIN CITEKTP
TECTOBOTO O0Opaslia (HalbUIEeHHBIE Ha KPEMHUEBYIO
MOMJIOXKY CJIOW ATIOMUHUSI M TUTAHA TOJIIWHOM
1 MxM), JIaHHBI CITEKTP NPEACTABISIET MHTEPEC I
o0OydeHMs] HAaYMHAIOIIMX II0JIb30BaTeleil, TaK Kak
MOXKET ObLIb YeTKO MHTEPIPETUPOBAH. 3[1eCh XOpPO-
IO BUAHBLI JWHWU JIIOMUHECUEHIIUU AaJTFIOMUHUS
(1.49 x»B), kpemHus (1.74 kaB), 1uHuu TUTaHa (4.51
u 4.93 k3B), 1MMHMA yOpyroro paccessHusi, COOTBET-
CTBYIOIIAsl SHEPTUU BO3OYXKIEHUS B JAHHOM 3KCIIe-
puMeHTe (6.50 k3B), TnHUM IByX(OTOHOTO BO30YXK-
nenus (9.02 1 9.44 xkoB), a Takke MUK BbLJIeTa OT Ma-
Tepuana aerekropa (Kkpemuuit) (2.77 ka3B). CbeMKy
JTaHHOTO crnekTpa npoBoauau npu gasienun 30 Ila,
OH JEMOHCTPUPYET NIPEUMYILLECTBA CTAHLIUU IS UC-
clieOBaHUS 3JIEMEHTHOIO COCTaBa B 00JIACTU HU3-
KMX HEPTU (JIETKMX 2JIEMEHTOB), HETOCTYITHOI JJIsT
nerictytomiux B CILICTHU craHuuii peHTreHOMIyo-
pecueHTHoro aHanuza [13, 14], mpemHa3zHaYEeHHBIX
JIJISI UCCJIETIOBAHUST OTHOCUTEIBLHO TSIKEJIBIX 3JIEMEH-
TOB 0€3 BaKyyMUPOBaHMSI.
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Puc. 4. Criextp npornyckaHus pojbrv u3 MeqHO-HUKee-
BOTO CIUIaBa TOMIIMHON 10 MKM.

Aemomamu3auuﬂ IKcnepumenma

Bo BpeMst 03HAaKOMUTENBHBIX 3aHATUI CTyIEHTaM
MPEIOCTaBISIOT BO3MOXHOCTh CAMOCTOSITEIBHO Ha-
nucaTh IIpOrpamMMbl yIpaBJICHUSI SKCIEPUMEHTOM,
WHTeTrpupylole padboTy UCIIOJAb3yeMOI arrmapary-
pbl — MOABMXKKHU, HETEKTOP, aHaJOro-LImdpoBoOii
npeobOpa3oBaTeib U T.0I. B Xone BBIMOJHEHUS IM-
IJIOMHOI paboThl Ha CTaHLUU ObLIO pa3padoTaHO
nporpaMMHOE oOecIiedeHre 111 aBTOMAaTU3alluy pa-
OOTHBI CTAHIIMU, IPOIIEAIIEee TOCYTaPCTBEHHYIO PErt-
crpanuio [21]. IIporpaMMHOe obOecrieueHre yrpaB-
JISIET BCEMHM ITOABMKKAMM Ha CTaHLIMM U aHAJIOTO-
nndpoBEIM Mpeodpa3oBaTeieM OIS peau3aluy
QJITOPUTMOB HACTPOWKUA U IMPOBEACHUS SKCIIEPU-
MEHTOB.

Pa3Butue craHuuu IIpOaOJIKACTCA. 33.HJ'IaHI/IpO-
BaHa yCTaHOBKa I10CJIC BTOpOfI 3KCH€pHMCHTa)'IbHOI71

TiK,
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Puc. 5. CriekTp peHTreHo(hIyopeCIeHIIMM TeCTOBOTO 00-
pasua.
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KaMephl (puc. 1, monoxeHue 7) KOMIAKTHOTO ITOJTHO-
dyHKUMOHaIbHOTO AudpakToMeTpa Mardtb (ripous-
BOJICTBa HeMellKoi upmbl MarXperts ¢ 2D rubpu-
HO-TIMKCeIbHBIM meTekTopoM Pilatus 1M (Dectris,
HIBeiitapus). D10 MO3BOIUT 3PGPEKTUBHBIM 00pa-
30M peayiM30BaTh Ha CTAHILIMK KOMILJIEKC TU(paKIIy-
OHHBIX METOJIOB, 4 *MEHHO MOPOIIIKOBYIO TU(MPaKIIIIO
U PEHTTeHOCTPYKTYPHBII aHaIM3 MOHOKPUCTAJIIOB,
BKJIIOYass W MaKpPOMOJEKYISIPHYIO KpHUCTaIorpa-
¢uo. Bo3aMOXHOCTh BXOISIIETO B COCTaB CTAHIIUU
MOHOXpOMaTopa IO3BOJUT BbIOMPATh JJIsl IKCIIEpHU-
MEHTa OIITUMAJIbHYIO SHepIruio ()OTOHOB B AUAIIa30-
He 7—25 k3B. PacimmpeHHbBIC BO3MOXHOCTH CTAHIINHA
CIeJIaloT €€ OYeHb MPUBJIEKAaTEIbHBIM 00pa3oBaTeIb-
HBIM TIOJIUTOHOM IJIS CTYAEHTOB, OOyYaIOIINXCS 110
IIporpaMmam, CBSI3aHHBIM C UcIIoib3oBaHuem CHU.

SAKIIIOYEHHME

B ILIKIT CHHCTH ¢pyHKIMOHUPYET CIICIIUAIN3U-
poBaHHas CTAaHIUSI CHHXPOTPOHHOTO U3JIYyYeHUS I
MPOBeNEHUS y4eOHO-IEMOHCTPALIMOHHBIX pabOT IS
MOATOTOBKM OYyAYILIMX MOJb30BaTejeii, B TOM YHCIIe
CO3IAIONIETOCs MCTOYHMKA CUHXPOTPOHHOTO M3JTy-
yenust LIKIT “CKU®D”. Crynentet HI'TY u HI'Y
MMPUHUMAJIM HEIOCPEACTBEHHOE YYacTUE B CO3MaHUM
¥ BBOJIE B KCIUIyaTallUIO0 CTAaHLIMU B (popMaTe BbI-
MOJIHEHUST TUTUIOMHBIX PabOT B 4YaCTU KOHCTPYHPO-
BaHUS U COOPKM 2JIEMEHTOB CTaHLIUU, pa3padOTKH
IIpOrpaMMHOI0 OOecIIieYeHUsI yIIpaBIeHUsI 000pyI0-
BaHUEM CTAHIUM U MPOBEIECHUN TECTOBBLIX U3MeEpe-
Huii. Paspaboran ¢oroamonHeiii Mmonutop CHU s
OIEepPaTUBHOTO KOHTPOJISI TIOJOXEHUSI 3JIEMEHTOB
CTaHIIUM OTHOCUTEJILHO ITyYKa CHHXPOTPOHHOTO 13-
nydgeHust. [TpogeMOHCTpUPOBaHO paclIMpeHUe BO3-
MOXHOCTEl METOAMKU PEHTreHOMIyOpECIeHTHOTO
SJIEMEHTHOTO aHalin3a JIETKUX XUMUUYECKUX DdJIe-
MEHTOB.

BJIATOOJAPHOCTHU

B pabGore mcnonb3zoBaHo obGopymoBanue LIKIT CII-
CTMH na 6a3e YHY “Kommiekc BOIII1-4 — BOIIIT1-2000”
B MA® CO PAH nipu yacTuuHO#M (hMHAHCOBOM MOAIEPK-
Ke MMHHCTepCcTBa HayKW M BhICIIEro obpasoBaHus PO
(cormamenne Ne 075-15-2022-263) nipoekT “MHCTpyMeH-
TaJlbHO-METOIMYECKOE Pa3BUTHE YHMKAJIbHOM Hay4yHOI1
yctaHoBkM CraHuust EXAFS cnektpockonuu Cubupcko-
rO IIEHTPa CUHXPOTPOHHOTO U TePareplioBOro M3JIydeHust
1 peanu3alus Ha Heil MporpaMMBbl MacCIITAOHBIX HAYUHBIX
HCCJIEIOBAHUIT MUPOBOIO YPOBHSI C LIEJbIO TMOJIyYCHMUSI
MIPOPBIBHBIX PE3yIbTaTOB B 00JIACTM KaTajin3a, 3eJeHOMU
SHEPreTUKU U GyHAAMEHTAIbHOM MEOIUIIMHEL .
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Synchrotron Radiation Technological Station at the VEPP-4M Storage Ring

B. G. Goldenberg" %3 *, 1. S. Gusev> 3, Y. V. Zubavichus® 3 4
Synchrotron Radiation Facility SKIF, Boreskov Institute of Catalysis Siberian Branch of RAS, Koltsovo, 630059 Russia
2Budker Institute of Nuclear Physics of Siberian Branch of RAS, Novosibirsk, 630090 Russia
3 Novosibirsk state university, Novosibirsk, 630090 Russia
4Boreskov Institute of Catalysis Siberian Branch of RAS, Novosibirsk, 630090 Russia
*e-mail: b.g.goldenberg@srf-skif.ru

On the beam line Ne 1 of the VEPP-4M storage ring located at the Institute of Nuclear Physics named after
Budker SB RAS, a new technologically oriented terminal station has been put into operation. First of all, the
station is intended for conducting visual didactic experiments with an active beam for teaching university stu-
dents of related training profiles and novice users, developing and testing measuring instruments, as well as
conducting preliminary or additional measurements. Such a direct involvement of students into the design of
beamline components and deployment of different synchrotron techniques increase their motivation towards
professional and efficient utilization of synchrotron radiation techniques and instrumentation development,
which is highly demanded for the ongoing project SRF SKIF. The modular design of the end station enables
implementation of diverse techniques in the mode of continuous upgrade. The present paper describes the
optical scheme of the beamline and emphasizes synchrotron beam parameters therein with respect to other
beamlines operating in the Budker Institute of Nuclear Physics SB RAS. Selected examples of experimental
results obtained by students using various techniques in the course of training are given. In particular, the au-
tomized operation of a photodiode-based X-ray beam monitor is demonstrated, which is required to visualize
the incident X-ray beam, measure its exact position and intensity. The implementation of X-ray fluorescence
analysis technique in a dedicated vacuum chamber enables quantification of light elements, which was unat-
tainable at other beamlines. Prospects for further development of the technology-oriented end station are en-
visage.

Keywords: synchrotron radiation, experimental beamline, X-ray beam, monochromator, spectral measure-
ments, X-ray fluorescence analysis, student training.
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IToTepn MHTEHCUBHOCTY TTPOIIEAIIETO U3TYISHMS 3a CUET Mapa3suTHOU TUdpakiuy (NIMTIN) — HEOTHEM -
JIeMO€ CBOMCTBO MOHOKPMUCTAJZIMYECKON PEHTIeHOBCKON OMTHUKU. DTOT 3(P(HEKT MOXKET MPUBECTU K
oc1abJIeHUIo U3TyYeHMST, BIUIOTh IO €r0 TTOJTHOTO Mcue3HOoBeHUsI. [ToroMmy monnManue acddexkra nudpak-
LIMOHHBIX MOTEPb SABISIETCI HEOOXOAUMBIM IS JIIOOBIX 9KCIIEPUMEHTOB, B KOTOPBIX IIPUMEHSIETCSI MOHO-
KpUCcTaJTMIecKas ONThKa. B HacTosIel paboTe mpeacTaBieHa Teopus GOpMUPOBAHUS IJIUTUYEH, a TAKXKe
MPOJIEMOHCTPUPOBAHO €€ MPUMEHEHME U151 OTIPeACICHUS OPUEHTALIMU U ITapaMeTpa PeIeTK ONTUYECKUX
5JIEMEHTOB, M3TOTOBJIEHHBIX U3 MOHOKPHMCTAJUTMYECKOTO ajiMa3a. bella oOHapyXeHa cucTeMaTudecKast
omrbka B ompenesieHu abCONIOTHON PHEPTUU PEHTIEHOBCKOTO M3JIyUYeHUsI, BO3HUKAIOIIAs 32 CUET He-
TOYHOM HACTPOMKM MOHOXpOMaTopa (oInbKa orpeneaeHusT abcomoTHOro yriaa 20). OnuceiBacMasi OIIm6 -
Ka OYeHb YaCTO BO3HUKAET B MpOLiecce IKCIEPUMEHTa B pe3yJIbTaTe TOro, YTo OMNpeaeieHe abCoMIOTHOTO
yIJ1a HaKJIOHAa KPUCTaIa MOHOXpOMAaTOpa — TEXHUYECKHU CJIOXKHAas 3agada. OmMHOBpeMEHHOE OTpeeIeHIE
OpHEHTallUM U TTapaMeTPOB PEIETKU UCCIeayeMOro oopasiia BMecTe ¢ KOMITeH calluell cucTeMaTuyeckKoi
OIIMOKM B HAaCTPOiike MOHOXpOMATOpPa ITO3BOJIUIIO 3HAYUTEIBHO YIYYIIUTh TOYHOCTh 0OPAOOTKY IOy~

YCHHbIX JaHHbIX.

KiroueBble ciioBa: mudpakliMOHHbIE MIOTEPU, PEHTTEHOBCKUE TIMTYM, MOHOKPUCTAJLIBI, COCTaBHbIE TIpe-
JIOMJISTIOIIIME JIMH3BI, HACTPOKa MOHOXpOMAaTopa, aOCOTIOTHBIN YTOJI MOHOXpOMAaTopa, OpUEHTALIUS KPH-

cTajijia, mapaMeTp KpUCTA/UIMYECKON pelIeTKH.
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BBEAJEHUWE

Pa3BuTtrie HaykKu BO MHOTOM 3aBUCHUT OT Habopa
WHCTPYMEHTOB, KOTOPbIE UMEIOTCSI B pACIOPSIKEHUU
Y4eHBIX. BOKpYr ICTOYHMKOB CMHXPOTPOHHOIO W3-
aydenuss (CH) B HacTosiee BpeMs (hopMUPYIOTCS
Hay4YHbIE LIEHTPHl MYJIbTUAUCIUIUIMHAPHBIX MCCIIe-
JIIOBaHUM ¢ KOMILJIEKCaMU, TTO3BOJISIIOIIMMU B OMTHOM
MECTE MPUMEHSTDH IMUPOKUI CHEKTP AOMOTHSIONINX
JIPYT IpyTra METOIMK, a TAKXKE CIIOCOOCTBYIOIINE B3a-
WUMHOMY BJIUSTHUIO 1 MHTETPUPOBAHUIO Pa3IMUHBIX
AKCIEPUMEHTAIILHBIX ToaxonoB. CoBpeMeHHEIE MC-
TOYHUKM PEHTTE€HOBCKUX JIy4eii, TaKe KaK CUHXPO-
TPOHBI YeTBEPTOT'O ITOKOJICHMS 1 JIa3ePhl HA CBOOOTHBIX
BJIEKTPOHAX, CIOCOOHBI Te€HEPUPOBATh M3JIy4YeHUE,
XapaKTepU3YIOIINeCs BLICOKOM SIPKOCTHIO, MaJIOi pac-
XOAUMOCTBIO U MPAKTUYECKU TTOJTHON KOTePEHTHO-
cthio. i1 apheKTMBHOTO TIPUMEHEHWST TaKUX CIIE-
mupudeckux cBoiictsB CHU 1, 4To 0COOEHHO BaXKHO,
JUIST TOCTaBKM TaKOIO U3JIYYEeHMS K HCCIESTyEeMOMY
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o0pa3ily 6e3 moTepH ero yHMKaJIbHBIX CBOMCTB HEO0-
XOJIMMO MCIOJIb30BaHME CIIEIIMAILHONM BHICOKOKAYe-
CTBEHHOI PEHTTEHOBCKOI ONTUKM (MOHOXPOMATO-
pOB, 3epKaJl, JUH3, TTOMIOTUTENICT), N3TOTOBICHHOM
W3 NPOYHBIX MaTepuaoB, OOJIAMAIOIIUX BBICOKOM
YUCTOTOM M MaJloii KOHIeHTpauueil aedekrosn. I1o-
JI0OHBIE CBOIICTBA XapaKTEPHBI IJIsI MOHOKPUCTAJLJIOB
(HarpuMep, KpeMHUsI, TepMaHUus WK aiMa3a). by-
Y9 YHUBEPCATbHBIMHU I OOIIMPHOIO Kpyra IIpu-
JIOXXEHUI, MOHOKPHMCTAJUIBI TeM HE MeHee 00J1amaloT
OIHOI crneuuduIeckKoil 0COOEHHOCThIO — B HUX
MOXKET BO3HMKATh HexXelaTelIbHass JUudpakius, IIpu
KOTOPOi MHTEHCUBHOCTDH M3JIy4Y€HUS, MPOIIEAIIETO
yepe3 ONTUYECKUI 2JIEMEHT, MamaeT. DToT 3¢hdeKT
Ha3bIBaeTCcsl AU(PPAKLIMOHHBIMM MOTEPSIMM, WM
PEHTIeHOBCKUMMU INIMTYamu [1, 2].

[y TYM BOZHUKAIOT IpU ONpeneIeHHOM SHEPIUM,
KOTJa BBIMOJHEHO AUdpaKLIMOHHOE yciaoBue (yCJo-
Bue Bynbda—bparra) o HekoToporo Habopa aToM-
HBIX TUTIOCKOCTEM [3, 4]. B aTOM ciryyae 9yacTh MHTEH-
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CUBHOCTM T1aJIal01Ier0 Ha MOHOKPUCTAJT U3JTyYeHU S
nudparupyet B HarlpaBJICHUM, OTTMChIBAEMOM 3aKO-
HoM bparra. Takum 00pa3zoM, THTEHCUBHOCTb U3JTY-
YEHUSs, TIPOIIENIIEro Yepe3 ONTUYECKUM 3JEMEHT,
pE3KO CHUXKAeTCs NpU JaHHOM aHepruu. OnuchiBae-
MBI 3P HEeKT 0COOEHHO HEXeNaTeJIeH ST SKCIIepr-
MEHTOB, B KOTOPbIX SHEPIHS Majarolilero Ha oopasell
U3JIy4eHUS IUIAaBHO MEHSIETCS, HAlIpUMeEp B CIIEKTPO-
CKOMUYECKUX ucciienoBanusix. OqHako v npu puK-
CUPOBAHHON HEPIUU ITIUTYM MOTYT HETaTMBHO MO-
BJIMATh Ha MapaMeTpbl U3JIYYEeHHUS B ciyyae, ecliu
JIaHHAas 9Heprusl 0J1rn3Ka K KaKOMY-TO TJIUTYy — WUH-
TEHCUBHOCTb MPOIIEIIEro Jiydya MOXET YNacThb U
CTaTb HECTAOUJILHOM.

ITockonbKy MOHOXpPOMATOpP — 3TO OCHOBHOM OII-
TUYECKUIA 3JIEMEHT, KOTOPbIiA OOBIYHO M3rOTaBIMBa-
IOT M3 MOHOKPUCTAJUINYECKUX MaTepruanoB, 3¢pPeKT
ITUPAKIIMOHHBIX TTOTEPh BIIEPBBIE ObLI OOHApPYKEH
nMeHHO B HeM [5—7]. Kak paHee ObLIO OTMEUEHO,
DJIMTYM B OCHOBHOM OKAa3bIBalOT HETaTUBHOE BIIUSI-
HUE Ha CHEKTPOCKOIIMYECKUE IKCIEePUMEHTHhI. Pa3-
JIMYHBIMU aBTOpaMU ObLT MPEIIOXKEH Psii METOIOB U
IIOIXOA0B, HAIIpaBJIEHHBIX HA YMEHbILIEHNE BIUSHIE
mmTtyeit. Hanmpumep, myreM HOpMUPOBAHUS HM3Me-
PEHHOM UHTEHCUBHOCTH U3JIYYEHUS TIOCIIE UCCIICTY-
eMoro obpasia Ha MHTEHCUBHOCTh YyIIaBIIETO Ha
oOpa3zell u3TydeHus [5] winu myTeM CHMXKEeHUS KpHr-
CTAJJIMYHOCTU 3a CUYET U3TOTOBJIEHUSI 0ObEeKTa U3
MOJIMKPUCTAJUINYECKOIO0 MaTepuaja (Halpumep, I10-
JMKprcTammueckoro aaMasa [8]). Takske ObL1 mpen-
JIOXXEH METO, TIPU KOTOPOM MPOBOMST IOCTUPOBKY
OITUYECKOTO 3JIEMEHTA TaKUM 00pa30oM, YTOObI PEHT-
TEHOBCKMI My4OK OBbUI MapajuiejieH OMHOMY M3 €TI0
OCHOBHBIX KpHUCTaJiorpadudeckux HarpasieHuid [9].
DTO CIOCOOCTBYET YMEHbBIICHNIO KOJIMYECTBA IJINT-
4yeil B MOJIy9aeMOM CIIEKTPE, HO TEXHUYECKHU CIIOXKHO
Isi peanu3anuu. Ha mpaktuke yaile NpUMEHSIOT
IOIXO, TIPY KOTOPOM Ha MCCIIeIOBATEIbCKIX CTaH-
LIMSX 3apaHee COCTaBJISIIOT TabUIy 3HAUSHU dHep-
MU, TIPA KOTOPBIX MOTYT HaOIonaThes Uty [10].
KpoMe TOro, BEIIOIHUB M3MEPEHUSI OOHOIO CIIEK-
Tpa, 3aTeéM MOXHO MOBEPHYTh Ha I1apy rpaaycoB OM-
TUYECKUI BJIEMEHT U BBINIOJHUTh U3MEPEHUS TI0-
BTOPHO WJIM IPONYCTUTh U3MEPEHHBII CIIEKTp Yepe3
crnaxnBaromnii GuaeTp [11]. Takske MOKHO aHaIN-
3UpOBaTh paclpeacieHue MHTEHCUBHOCTU PEHTTe-
HOBCKOT'O M3JIy4eHUSI IIPU IIOMOIIM IBYMEPHOTO JIe-
tekTopa [12, 13]. IIpuMeHeHMe OOJMBITMHCTBA TIepe-
YUCJIEHHBIX TTOAXOA0B U METOAOB MPUBOAUT JUOO K
HMCKaXXEHUIO BOJIHOBOTO (ppOHTA IIOCIIe NCCIIETYEeMO-
ro oopasia (Bo3HuKaeT (pOHOBOE paccestHue ), TM00 K
TOMY, YTO IJINTYU YIAeTCsS TOJIBKO YACTUYHO YyOpaTh,
MO0 MCKaXaloTCsl M3MEPEHHBIE B XOAE SKCIEpU-
MeHTa JaHHble. KpoMe TOro, Bce mpeacTaBiIeHHBIC
METOMbI HE YHUBEPCAJIbHBI, 4 YaCTh U3 HUX TeXHUYE-
CKU CJIOXKHO peajim3yeMast.

HCCMOTpH Ha TO, YTO ITIMTYX MOHOXpOMaTOpPOB

IO CUX TIOp SIBJISTFOTCSI CYIIeCTBEHHOI TTpo06IeMOil B
WCCIIEMOBAaHUSX, UX BIUSHUE HA MHTEHCUBHOCTH OC-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

HOBHOTIO My4YKa HE TaK 3HAaYMTEJIbHO, IIOCKOJBKY B
MOHOXpoOMaTOopax Bcerma AugparupyioT Iamaloline
Ha KPUCTAJUI PEHTTeHOBCKHE JTy4u (IIPUHIIAIL €r0 pa-
ootel). Kpome Toro, miss MoOHOXpoMaTopa OOBIYHO
BBIOMPAIOT HA0OP AaTOMHBIX TNIOCKOCTEM C BEICOKUM
K03 OUIIMEHTOM OTpaxkeHUs (CTPYKTYPHBIM (haKTO-
poMm). B pesynbraTe rimyonHa MpOHUKHOBEHUS PEHT-
T€HOBCKUX JIyyeil B KpUCTLI (ITyOrMHA 3KCTUHKIIM)
HeBenauka. Jpyrue HaOOpBl aTOMHBIX IIJIOCKOCTEMH
C MEHBIIUM CTPYKTYpPHbIM (baKTOPOM U, COOTBET-
CTBEHHO, C OOJIbllIell NIYOWMHONH SKCTUHKIIUW OYdyT
pacceuBaTh 3HAYUTENBLHO cilabee, TaK KaK pEHTre-
HOBCKUE JIy4M He YCIIeIOT MPOHUKHYTh Ha JOCTATOU-
HYIO DIYOMHY KpUCTaJljia, YTOOBI paccesiTh OOJbIIYIO
WHTEHCUBHOCTb. VIMEHHO 3Ta OCOOEHHOCTH AejaeT
JIMTYM MOHOXPOMATOPOB HE CTOJIb SIPKO BBIpaXKEeH-
HBIMU.

B T0 e BpemMsi B MOHOKPUCTAIIUYECKOI ONTHKE,
HCITOIb3YeMOM B TEOMETPUH MPOITyCKaHUs (aTTeHIO-
aTopHhI, JTUH3BI, MOHUTOPHI MOJIOKEHUS ITydKa), He-
TraTUBHOE BIIMSHHE TIIUTYEH MOXKET OBITh Oojiee Cy-
IIECTBEHHBIM, TaK KaK MHTEHCUBHOCTD ITapa3uTHOTO
ITUparupyromero JIyda mponopIiMoHaIbHa TOJIIIH -
He omnrudeckoro sjeMeHTa. COOTBETCTBEHHO, IIPU
HCITOIb30BAHUM JOCTATOYHO TOJICTOTO KpHUCTAJIa
IU(PPaKIIMOHHBIE TTOTEPU MOTYT ITPUBECTH K TTPAKTH -
YeCKH TTOJTHOMY MCYE3HOBEHUIO TPOIIEAIIETo JTyda.
Takum o6pa3oM, peHTTEHOBCKIE TIINTYM B TEOMET-
PHH IIPOXOKIACHUS MOTYT OKa3bIBaTh OU€HB OOJIBIIIOE
BIIMsTHAE Ha 3((HEeKTUBHOCTD MPOBEIEHHBIX IKCITe-
PUMEHTOB.

Panee B [14—17] 6p1a MpOAEeMOHCTPUPOBAHA BO3-
MOXHOCTb MOIEIUPOBAHUS TIUTYEl B MOHOKPU-
cTaJllax Ijisl pa3INnIHOM SHEePTUM, U ObLI MPEIIOKEH
METOJI M30eraHus TTOSIBIICHUS TIIMTYEN MpU U3Mepe-
Husx [16]. Kpome Toro, B [15—17] Gb111 IpeaioKeHbl
KOHCTPYKTUBHBIE TIPUMEHEHUS TIMTYCH: Tak, Ha-
puMep, 6bUIa TPOAESMOHCTPHUPOBAHA BO3MOXHOCTD
HAXOXICHUS OPUEHTALIMU KPUCTAJLIA OTHOCUTEIBHO
namatomiero Jjyda [15], Bo3MOXHOCTh TOUHOIO OIpe-
JIeJIEHUsT OCU BpallleHusl KpucTtasia [16] u Bo3Mox-
HOCTh KaJUOPOBKU DHEPTUU U3IYYESHUS TOCTIE MO-
HOXpOMAaTOpa 3a CYET OIpeAeICHUS ero abCOJIIOTHO-
ro yria 20 [17].

B Hacroseit padore mpoaeMOHCTPUPOBaHA BO3-
MOXKHOCTh OJTHOBPEMEHHOI KaJTMOPOBKU MOHOXPO-
MaTopa C OIpeaesIeHMeM OpUEHTAalLlMU U TlapaMeTpa
pELIeTKH HCCIeIyeMOro MOHOKpPHCTaJJIa, YTO MO3-
BOJISIET YBEJIUYUTb TOUHOCTh OMNpPEAeICHUST yKa3aH-
HBIX XapaKTepucTUK. PazpaboTaHHBIIf METON MOXET
OBITH MPUMEHEH JIJTS OTIpeAe/IeHUs] TOYHO OpHreHTa-
AU JTI000T0 MOHOKPHUCTANTMYECKOTO ONTUYECKOTO
3JIEMEHTA, a TaKXKe JJII TOUHOM HAaCTPOMKU MOHO-
XpoMartopa Ha pa3IMYHbIX PEHTT€HOBCKMX amIapa-
Tax U UHCTPyYMEHTax, Oylb TO JJaOOpaTOPHBIN WU
CUHXPOTPOHHBI UCTOYHUK, WU XK€ JIa3ep Ha CBO-
OonHbIX AsekTpoHax. [Ipoiecc 06paboTKM 3KCTIEpU-
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Puc. 1. [1puHuun o6pa3zoBaHus DIMTYA: a — KOTAa ycJioBUe OudpaKklMKU BBITIOJIHSIETCS JISi HEKOTOPOro Habopa aTOMHBIX
TUTOCKOCTe; 6 — chepa DBanbaa nepecekaeT COOTBETCTBYIOLINI y3eJ1 00paTHOM pellIeTKH, XapaKTepru3yeMblit 0GpaTHBIM BeK-

TopoM H;, 1 MHTEHCUBHOCTb IIPOLLENIIETO MyYyKa yMeHblIaeTcs (oopasyercs miuTy). I[lagarommuii nyy K(; HanpasieH B1oIb
oprTa e( (XapakTepusyeMblil yriaaMu ¢ U ©), a Aa1MHa 1MdparupoBaHHOTO IyYKa COCTaBIISIET: |K I ,-| = |K0,| = K;, rne K; — paguyc

chepsl DBasibna. PucyHok nepenenan us [19].

MEHTaIbHBIX JAHHBIX PEAIM30BaH B BUIE IIPOTPaMM-
HOTO ITaKeTa C OTKPBITHIM MCXOIHBIM KOAOM [ 18].

TEOPETUYECKHME OCHOBBI
BO3SHMKHOBEHUWA JTU®PAKIIMOHHBIX
IMOTEPb B MOHOKPUCTAJUIMYECKOU

OIITHUKE, NUCITOJIb3YEMOU

B TEOMETPUU ITPOXOXIAEHWA

Judpakims BO3ZHMKAET, KOILJa PEHTIEHOBCKMIA
JIy4 ONpeAeIeHHOM IJIMHBI BOJIHBI A, MaJalolIuii Ha
KpHUCTaJ1, yIOBAETBOPsIET yciaoBuio Byiabda—bparra
IIJIST HEKOTOPOTO Habopa KPUCTAUIMISCKUX IJI0OCKO-
CTel C MEXIIJIOCKOCTHBIM PACcCTOSTHUEM d

2dsin® = n\, (1)

rae 6 — yroja Mexny nagaroummm Jy4oM M aTOMHBIMU
IINTIOCKOCTAMMU, 1 — LIECJIOC YUCJIO.

B 3TOM ciiyyae yacTh Jyua pacnpoCTpaHsieTCs Mo/
yrjioM 20 K rajgaroliiemMy JIyqdy, a MTHTEHCUBHOCTD ITPO-
xongiiero (Mau audparupoBaBllIero s MOHOXPO-
Maropa) mydka ymMeHbiaeTcsa. Kaxapiii Habop Kpu-
CTANIMYECKUX TUIOCKOCTE B peaJibHOM IPOCTpaH-
cTBe (pHC. 1a) MOXeT OBITh OIMCAaH KaK y3eJl OOpaTHOI
pelIeTKH B 00paTHOM IIpocTpaHCcTBe (puc. 10). Yuu-
ThIBasi 3TO, 0Opa3oBaHue IIMTUYE Jierye OObSICHUTD B
oOpaTHOM mpocTpaHcTBe. HexenarenbHast nudpak-
IS BO3HMKAET TOIJa, KOrma OMNpelesieHHbIN y3el
oOpaTHOI1 pelreTKy repecekaet cepa IBanbaa [20],
MOCTPOEHHAs ISl TEeKYLIMX BSKCIepUMEHTATIbHbIX
napaMeTpoB (HampaBjJ€eHUWE U 3HEPrus Maaaroliero
myyka). PucyHoOK oObsICHSIET 0O6pa3oBaHue IJIUTYEH B
000MX MPOCTPAHCTBAX OAHOBPEMEHHO.

ITpu yripyrom paccessHUU IJMHA BOJHBI U3IyYe-
HUus coxpaHsiercsd. COOTBETCTBEHHO, B 0OOpaTHOM
MMPOCTPAHCTBE BCE BO3MOXKHBIC IUMparupoBaHHBIE

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10

Jnyuu (K;) nexat Ha chepe DBanbaa (puc. 16). Paguyc
chepsl DBajbaa MOXET OBITh PACCUNTAH W3 SHEPTUN
Majaoiero jiyya E; Wiv IJIMHBI BOJHBI A; KaK:

1 _E _ E;[xoB]

TN, he 1239842

DTO 03HAYaeT, YTO M3MEHEHUE IHEPTUU IT1a1a0-
11IeTO PEHTT€HOBCKOTO U3JIYYEHUSI TPUBOJIUT K U3ME-
HeHMIO pagmyca chepbl DBajibaa, a 3HA4YUT, cdepa
MOXET TlepeceKaTh pa3IMYHbIe y3JIbl 0OpaTHOI pe-
LIETKU MPU U3MEHEHUU IJIMHBI BOJHBI. DTO 0ObBsIC-
HSET TTOSBJIeHUE DINTYEH TIpU pa3InIHON SHEPTUH,
Korna cpepa COOTBETCTBYIOLLErO paauyca K; nepece-
KaeT oIpeleJeHHbI y3en oOpaTHOM pelieTku. Bo
BpeMsi CKaHMPOBaHUS O 3Hepruu E, HampasieHue
Jiyda, Majaroliero Ha oOpasel], OCTaeTCs MOCTOSIH-
HBIM (OpT e,), a nnruHa BekTopa K; (pamnyc cdepbl
DBalibaa) MEHSIETCS.

@)

Takum 06pa3oM, IUTY B CIIEKTPE NPU SHEPIUU £,
obpasyetcsl, Korna chepa DBanpia ¢ paguycom K,
(ypaBHeHUe (2)) U ¢ LEHTPOM B Hayajle TEeKyIIero
BekTopa K|, mepecekaer y3enm oOpaTHOM DEIIETKH,
XapakTepu3yeMblil o0patHbeIM BekTopoM H;. U3 reo-
METPUYECKUX COOOpaXEeHU U yUUTHIBAsl ypaBHe-
HUe (2), MOXXKHO MOJIYyYUTh SHEPTUIO IIMTYA:

2
12.4H;
280 * Hi

M3 ypaBHeHus (3) BUIHO, YTO IHEPTUS KaxKIOTO
[JINTYA 3aBUCUT OT OPUEHTALIMM JIyda I10 OTHOILLIEHUIO
K KPUCTAJLTMYECKOI perieTke (BEKTOp €,) U BEKTOPY

obpaTHOI pemieTkn H;, KOTOpPHIil, B CBOIO OYepEnb,
3aBUCHUT OT NTapaMeTPOB JIeMeHTapHOM ssueiiku (a, b,
¢, o, B, yB obiiem ciydae). Janee Gynem paccMaTpu-

3

i
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BaTh KyOMYEeCKylo sUeiiKy Kak HauboJjiee pacrnpo-
CTpaHEHHYIO. (TIpenCcTaBIeHHbIN METOA TPUMEHUM K
o0l11eMy clTydaro ¢ HEKOTOPBIMU MOAU(DUKALIUSIMUA).
st Kydnueckoit ssueiiky BaxkeH TOJbKO ONUH Mnapa-
METp — pa3Mep JIeMeHTapHoOU sueliku a. Eciu BBe-
ctu BMecTo Bektopa H 6e3pasmepnsiit Bektop hkl

(H = m, mwmHa |hkl| = VI + k* +1%), cocraBieH-
a

HBII 13 COOTBETCTBYIOIINX MHAEKCOB Muuiepa i, k, [,
TO ypaBHeHUeE (3) MOXKHO 3arucaTh B BUIE:

12.4|hkl’
E =—7-—-"= . 4)
2ae, - hKl;

ComnacHo ypaBHeHUIO (4), SHEPTUS IJIUTYaA 3aBU-
CUT HE TOJBKO OT OpUEHTALUN KPUCTAITMYECKOM pe-
IIETKX, HO U OT MapaMeTpa 3JeMEHTApHOM JYelKU.
KpomMe Toro, criekTp IimT4yeil O4eHb YyBCTBUTEEH K
STUM JBYM HapaMeTpaM (OpMEHTAllMM W pa3Mepy
SIYEMKN), 9TO OyIeT moKa3aHo Jajiee.

N3 ypaBHeHUs (4) MOXXHO HAWTU DHEPIUIO Kax-
JIOTO TJIMTYA, €CJIU U3BECTHA OpUEHTALIUSI TTa1arolie-
ro IIydykKa Ha KpHCTaJUIMYECKYIO pelIeTKy oOpaslia.
MoOXHO peluTh U OOpaTHYIO 3amavy: 3Hasl CIIEKTP
mIMTYe oOpasia, HalTU ero opueHTaLuIo. JIjs1 3T0-
ro HEOOXOIMMO ONpPENe/IUTh, KaKOi y3elI 00paTHOM
pelIeTKM KpUcTajja IPUBEJ K TOSIBICHUIO KaXI0ro
U3MEPEHHOTO IJIMTYa, YTO MOXOXKe Ha pellleHre 3a1a-
Yy HAXOXACHUS MHIOEKCOB Mwuuiepa IJjisi KaXXIoro
OpPAITOBCKOTO IMKa Ha M3MEPEHHON IudpakIiiioH-
HOU KapTWHE B KpucTajuiorpaduu. Pemrate mogo0-
HYIO 00paTHYIO 3a1a4y MOXXHO CJICAYIOIIM 00pa3oM:
IUIST Hadvaja 3a7aloT HPOU3BOJBHYIO OPHUEHTAIIUIO
KpUCTaJlJla OTHOCUTEIBHO TMaJalollero myuyka (Bax-
HBI TOJBKO IBa yIJa, IIOCKOJBKY IIOBOPOT BOKPYT
PEHTTEeHOBCKOTIO JIy4a HE MEHSIET YCJIOBUM nudpak-
LHUW) U MapaMmeTp stueliku. Jlanee, UCIoab3ysl ypaB-
HeHMe (4), pacCCYMTHIBAIOT 3HAYEHMSI DHEPIUM BCEX
BO3MOXHBIX INIMTUEH (IVIST BCEX pa3pelIeHHBIX OTpa-
KEeHMIi). 3aTeM HaxodsAT CpedHEKBaapaTUYHOE OT-
KJIOHeHHe MexXay Bcemu (/N MITyK) M3MEepEeHHBIMU

(E_exp,) v BeraucieHHbIMU (£ _sim;) 3HaYeHUSIMU
SHEPIUU:

N

z (E_exp, — E_sim,»)2

o={= . (5)
N

MuHUMUBUPYST CYMMAaPHYIO [UISI BCEX M3MEPEHHBIX
JIUTYEl OIIMOKY, OMMChIBAEMYIO ypaBHeHUeM (5),
MOXXHO HaliTV NPUOJIN3NUTEIbHYIO OPUEHTALIUIO KPY-
CTAJUIMYECKOM pemeTku obOpasia (COOTBETCTBYIO-
LIYI0 U3MEPEHHOMY CHEKTPY INIUTYE) OTHOCUTEb-

HO TTaJalolIero JIydya, a TAKXKe IapaMeTp ee STIeiiKu.

Takmm oOpa3zoM, HEOOXOAUMO HAMTH BCETO TPU
rapameTpa: YIibl O U ¢ (MEXIY Ty4OM U KPUCTAILIN-
YeCKOi pelreTkoi) (puc. 10) 1 mapamMeTp siueiiku a.
M3mepuB Bcero Tpu mutda (s KyOM4YeCcKOM stueii-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

KW), MOXXHO HalTU Bce Tpu IMapameTpa. TouHoe pe-
IIEHWE C TIOMOIIbIO MTOATOHKU MOXET 3aHSTh MHOTO
BpPEMEHM, HO MOXHO PEIIWTh 3a7ady B ABa 3Tamna:
CHavaJia mpubJU3UTEbHO OINPENETUTh OPUEHTALIMIO
U TIapaMeTp S4YeiiKu, 4YTOObl MMETb BO3MOXHOCTb
“UHIEeKCUpOBaTh” MIUTYU (MPUNKCATh KaxXIOMy
IUTYY MHAEKC MuJsepa), a 3aTeM yTOUHUTh Tapa-
METPBI C TOMOUIbIO AaHAJTUTUYECKOTO MOAX0/1A.

YTouHEeHUe OpMEHTAllMM W MapaMerpa siYeiKku
MPOBOIAIT clieaytoluM oopazoMm. PaccMoTpum Tpu
murtya E|, E,, F; ¢ COOTBETCTBYIOLLIMMU WHAEKCAMU
hkil,, hkyl,, hkil, — mocne “uHaeKcauun” COOTBET-
CTBUE SHEPIUHU KaXIIOro IMTYa MHAeKcaM Muiepa
M3BECTHO. JIJ1s1 3THX TpeX oTpaxkeHUi ypaBHeHHE (4)
npuobperaeT GOpMy CHUCTEMBI JIMHEMHBIX YpaBHE-
HUI U MOXET OBITh 3aIIMCAHO B MaTpU4IHOU opMme:

AT kI /,
hk 1 || e, =% ki /E, | (6)
hy ks )\ e kI /£,

MarpuuHoe ypaBHeHUE (6) SIBISICTCS TUHEIHHBIM
110 OTHOIIEHUIO K OPTY Iaal0IIel BOJTHBI €, C HEU3-

1
BECTHBIM MacIITaOHBIM Koadduimenrom —. OmHa-

KO, YYUTHIBasI, 4YTO aOCOJIOTHOE 3Ha‘16HI/[él 100010
opTa paBHO €IMHUIIE, MapaMeTp SYEeHKU a MOXKeT
OBITh TOYHO oIlpeaesieH. B ciydyae MHOTMX U3MEpEeH-
HBIX TIUTYei ypaBHeHME (6) CTAHOBUTCS TTepeornpe-
JIeJICHHBIM U MOXeT ObITh PEIIeHO YMCJICHHBIMU Me-
TOJaMM.

Ecnu MoHOXpOMaTop HACTPOEH HE TOYHO (Yroj
OTKJIOHeHMsI AO) 1 aGCOMIOTHOE 3HAYCHNUE SHEPTHU
IJIUTYeil HEM3BECTHO, TO KaXI0€ ypaBHEHUE CHUCTe-
MBI (6) MOXXHO 3aITcaTh CIICTYIOITUM obpa3oMm [17]:

2
Ao M0 1 20).7)

ey + ey k; + eyl = — ., |hkl|

mono

rae 6, — uaMepeHHsbIit yron bparra MoHoxpoMaropa
(c HenmpaBUJbHBIM Ha AO aOCOJIIOTHBIM 3HAYEHUEM),
COOTBETCTBYIOIINI TEKYIlel SHEPTMU W WHIEKCAM

Mutepa  Aoonos bmonos & tak 4T |hK| =

ono> “*mono» mono

_ 2 2 2

= \/hmono + kono F lono ¥ @mone — TTOCTOSIHHASL pe-
IIETKU KPHCTaJla MOHOXpOMaTopa, C COOTBETCTBY-
IOLIMM MEXIUJIOCKOCTHBIM PAacCTOSIHUEM: oo =

a,

" ok

CucreMy HeIMHEHBIX ypaBHEeHMIA TUNa (7) MOX-
HO MPUBECTU K CUCTEME JMHENHBIX ypaBHEHUI1 BUIA:

mono

eoly + €l k; + ep.l; + dyyono [KI cos (8;) tg(AB) =

) (8)
= —d,yono [KI| sin (6,)
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C UCTHIPBMSI HEM3BECTHBIMU: ), = —ocbr ey =
cos(A0)
ae ' ae,
=— 2 g, =—2%_ tg(AB). Takum o6pazom,
cos(A0) cos(A0)

JIJTsI peIleHUsT CUCTEMbI ypaBHeHUi Tumna (8), 11 Ha-
XOXIECHUSI OPUEHTALIMU U IIapaMeTpa STYeiKu o0pas-
11, a TAaK3Ke yIiia OTKJIOHEHUS MOHOXpOMaTopa Heo0-
XOJMMO U3MEPUTH KAK MUHUMYM 4YEThIpe TJIUTYA.

OnucaHHBIM METOJIOM MOXHO OIIPEAEAUTh OTHO-
BPEMEHHO OPMEHTALIMIO U3MEPSIEMOTo KpucTauia oT-
HOCUTEJILHO MagaloIlero jiyda, mapaMeTp eTro STIeKu
U OTKJIOHeHue MoHoxpomatopa AO. MMeHHO Takoii
Moaxo ObLT peaJin30BaH B BUJI€ MPOrPaMMHOTO Ma-
KeTa [18] m mpuMeHeH K MOBTOPHOM 00paboTKe I10-
JIYYEeHHBIX U TIPOaHAJIM3UPOBAHHBIX paHee [14, 15]
JaHHBIX.

SKCITEPUMEHTAJIBHAA YACTb

IlpoBeneHa cepusi U3MepeHUiT PEHTTEHOBCKUX
cnekTtpoB Ha IlIBeiinapcko-HopBexXckoii cTaHIIUU
(Swiss-Norwegian Beamlines, SNBL) BM31 EBpo-
MEeCKOr0 MCTOYHUKA CUHXPOTPOHHOTO M3Iy4YEHUS
(European Synchrotron Radiation Facility, ESRF)
(I'penoOsb, ®panuus) [3, 4]. CraHuus crielaIn-
3UpyeTcsl Ha BBICOKOpa3pellaplleid MOpOIIKOBOM
InhpakTOMETPUU U UCCIEA0BAHUSIX MPOTSXKEHHOM
TOHKOH CTPYKTYpbl PEHTT€HOBCKOIO IOTJIOIIECHUS
(Extended X-ray Absorption Fine Structure) —
EXAFS-cniektpomerpun. M3nydeHune Ha CTaHLIUU
reHepupyeT MTOBOPOTHBIM MarHwUT, a eT0 MOHOXpOMa-
TH3alLUsl OCYIIECTBJSIETCS TIPU TIOMOIIM ABYXKPHU-
crajabHOTO KpeMHueBoro (111) moHoxpomMaTopa. Mc-
ciieayemMble 00pas3iibl YCTaHABIUBAIM Ha TOHUOMETP
C TpeMsI IMHEeHHBIMU ocsiMU TiepeMenieHus (X, Y, 2)
U TpEMsI OCSIMU BpalleHus1 (W, ), ¢) ajist obecrieye-
HUSI BO3MOXXKHOCTHU U3MEPEHUS CIIEKTPOB PA3IMYHBIX
yacTeil o6pas3ioB B MIpOU3BOJIbHOI opreHTauu. Bee
usmepeHus mnpoBoausiu B pexume EXAFS, korna
SHeprus Najgarpllero myyka IjiaBHO MEHsIach C 111a-
roM 1 3B (MUHUMAJILHO BO3MOXKHEII IIaT HAa JaHHOK
craHuuu) B npeaenax ot 10 mo 20 k3B, uHTEeHCUB-
HOCTb My4YKa U3MEPSIU MPU MOMOIIU ABYX MOHHBIX
KaMep, pacnoiokeHHbIx niepen (/) u nocne (/;) 06-
pasua (puc. 2).

B kaudecTtBe 0OBEKTOB MCCIENOBaHUS ObLIU Bbl-
OpaHbl YEThIpE Pa3TUYHBIX MOHOKPUCTAIIMYECKUX
oOpasia, cxeMaTUUeCcKUe U300paxkeHUs KOTOPBIX
MpeacTaBieHbl Ha BCTaBKax Ha puc. 3. [TepBblit 06pa-
3ell MPeNCcTaBIIsI COOOM IJIaHAPHYIO COCTABHYIO TTpe-
JIoMJISTIoInyto JInH3y [21—23] (puc. 3a), U3roToBICH-
HYIO U3 TUIACTUHBl MOHOKPUCTANIMYECKOTO ajiMasa
nyTeM Jia3epHOl MHUKpPOOOpPadOTKM KOMITaHUEH
Micro Usinage Laser (MUL) (®panuwms) [24] u co-
CTOSIIIYIO M3 JBYX HAOOPOB MPEJOMIISIIOIINX JIUH3 C
pPa3JIMYHBIM YKCJIOM ONMHOYHBIX JIMH3 B KaXKIOM.
Bropoii o6pazen (puc. 30) B OTIM4ME OT MEPBOTO
BKJIIOUaJl TpM Habopa MJIaHapHBIX COCTaBHBIX Mpe-

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10

HNonuszanmonHas
kamepa I1

OGpaselt
(MUL
JIMH32)

';.t — Mafcpnaﬂ

o

HNonunsanmonnas — LleHTp
kamepa 10 .7 > Kpaii
)
‘= : \"‘./, ¢
y [lens 2 x ﬁ,“"
MoHoxpomatop Tpexocesoii

N TOHUOMET
IMoBopoOTHBIIT p

MarHuT .

®

lens 1

Puc. 2. OnTtuyeckasi cxeMa 3KCIIEpMMEHTa Ha CUHXPO-
TpoHHOU cranuuu BM31, EBpomeiickoro mcroyHumKa
cuHaxporpoHHoro usiydeHust ESRF (I'peno6ib, ®paH-
LMST) TS TUTAHAPHOM JIMH3BI U3 MOHOKPUCTALINYECKOTO
ammasza MUL. Crpenka ykaspIBaeT HampaBJIeHUE pac-
MPOCTPAHEHUs MyYKa PEHTI€HOBCKOTO U3JTy4YeHUsI CieBa
HamnpaBo U3 TOBOPOTHOI'O MarHUTa Yepe3 IByXKPHCTab-
HBII MOHOXpOMAaTOp, MOHM3AIIMOHHYI0 Kamepy (10) Ha
obOpasell, yCTaHOBJIEHHbIII HA TOHUOMETP (C TpeMs JIU-
HEMHBIMU OCSIMM niepeMeltieHus1 (X, Y, Z) u TpeMs ocsimu
BpateHus (0, ), ¢) IJIsT ONpeeIeHIsT OPUEHTALIVN KPH-
crajuia), rocjie KOTOporo TorafaaeT Ha BTOPYI0 MOHU3a-
uoHHy1o kamepy (I1).

JIOMJISTIOIIMX JTUH3 [3] ¥ OBLJI M3roTOBJIEH M3 POCCUI-
CKOTO MOHOKPHCTAJJIMYECKOIO ajiMas3a KoMITaHUEH
New Diamond Technology (NDT) (Poccust) [25] me-
TOJOM JIa3epHOIl pe3Ku B CTpye Bonabl. B KauecTBe
TpeThero oopasia (puc. 3B) OblIa UCCIeAOBaHA 1IE]Ib-
Has IUIaCTMHA MOHOKPMCTA/UIMYECKOTO ajmMasa,
npegocraBieHHass komitaHueir Element Six Ltd.,
(CILA) [26]. Cpenu o6pa3iioB OblIa TaKXKe IBYMep-
Haga (2D) momynuH3a [3] ¢ omHOIT mpeIoOMIISIOIICH
MOBEPXHOCTHIO (pucC. 3r), U3rOoTOBJIeHHAsA B TexHO-
JIOTUYECKOM MHCTUTYTE CBEPXTBEPIBIX U HOBBIX yT-
snepoaHbix MatepuanoB (TUCHYM) (Poccus) [27].
Heob6xoaumMo oTMETUTh, UTO BCe 0Opa31bl ObLIN U3-
TOTOBJIEHBI W3 CUHTETUYECKOTO MOHOKPUCTAIAYE-
CKOTO ajiMa3a pa3HbIX npousBoguteieii. I1pencras-
JIEHHBIE BBIIIIE TECOPETUISCKIE OCHOBBI BOBHUKHOBE-
HUS IUbPaKIUOHHBIX oTepb MO3BOJISIOT
OMNUCHIBATh TOJIBKO INIMTYM, KOTOPhIE BO3HUKAIOT B
UASAIbHOM MOHOKPUCTAUIMYECKOM MaTepualie B
reomeTpun npoiyckanus. 1o pe3yiabraTaMm aHaau3a
I1paKIIMOHHBIX TTOTEPh MOXKHO OyIeT cAeaaTh Bbl-
BOJIbI O KQYECTBE MOHOKPHUCTAJJIOB, U3 KOTOPOTO 13-
TOTOBJIEHBI OOBEKTHI UCCIIETOBAHUSI.

CxeMa skcnepuMeHTa (puc. 2) TipenycMarpyBaia
BO3MOXHOCTh U3MEPSITh CIEKTPhl IIUTYE, BO3HU-
KarollX B pe3yJibTaTe MPOXOXAECHUSI PEHTT€HOBCKO-
ro My4yKa 4epe3 pa3Hble YaCTU UCCIeayeMOro oopas-
na. Hanpumep, mmst nun3sl MUL Obut 3MepeHsbl
CHEKTPbI, TMOJIydYeHHbIE IIOCJIe TIPOXOXIECHUS Jydya
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Puc. 3. HopmanusupoBaHHbIE SKCIIEPUMEHTAIbHBIE CIIEKTPHI IMTYEH 1UIs1 pa3IMYHBIX 00pa3ioB: a — anH3a MUL; 6 — 1uH3a
NDT; B — anMa3Has 1tacTuHa; T — AByMepHas (2D) moynmH3a ¢ ogHOI TTpesIoMIISIolIeii TOBEpPXHOCThIO. PrcyHKr 00pasiioB

IpeaCTaBJICHbI Ha BCTaBKax.

yepe3 MaTepuall, Kpail ¥ LIEHTP OJHOro 13 HabOpoOB
COCTaBHBIX NpejoMsiioux JuH3. [TogpobHoe onmu-
caHue METOAVKM IPOBeACHUS N3MEPEHUI TTPEeaCTaB-
JneHo B [3, 4].

METOIUNKA OBPABOTKH
BSKCITEPUMEHTAJIBHBIX JAHHBIX
N OBCYXKXIEHHUE PE3VJIBTATOB

JdudpakiimoHHbIe TTOTEPU BO3HUKAIOT B JIHOOOM
MOHOKPHUCTA/UTMYECKOM PEHTTEeHOBCKOM ONTHYE-
CKOM DBJIEMEHTe, B TOM YMCJIe U B KaXIOM U3 KpU-
CTAJJIOB MOHOXxpomaTopa. YToObl MCKIIIOUYUTL MPH
00paboTKe 3KCHEePUMEHTATBHBIX JAHHBIX INIUTYUA OT
MOHOXpOMaTopa, U3MEPEHHYI0 MHTEHCUBHOCTb M3-
JIydeHUs mociie obpasa (/;) HopMHUpOBaId Ha MHTEH-
CHBHOCTb U3JTyYEHUs, Manarolero Ha odpasel (/).
[MonyyeHHBIT HOPMUPOBaHHBIi criekTp (1,/1,) nemu-
JIN Ha CIJIAXXEHHYIO BEPCUIO, IJIsI TOTO YTOOBI KOM-
TIEHCHPOBATh 3aBUCUMOCTH KO3 PUIIMEHTa MO0~

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

1eHusi obpaslia OT BHEPruu, a Takxke Pas3TUYHYIO
YyBCTBUTEJIbHOCTh MOHHBIX KaMep K sHepruu. Ha
puc. 3 npencTaBieHbl IPUMEPbl HECKOJIbKUX HOpMa-
JIM3MPOBAHHBIX TAKNM 00pa30oM CIIeKTpoB. [lajee aB-
TOMaTUYECKU HAXOAWIU SHEPTUIO BCeX 3apUKCUpPO-
BaHHBIX IMTYEH MPU TTOMOIIN aHAJIM3a TIPOU3BOIHOM
CMEKTPOB, MOKa3aHHbIX Ha puc. 3. [Ipouenypa omnpe-
JIeJICHUST SHEPTUM BCexX IUTYEl onrcaHa B [14, 15].

Jlasmee TIpoBOMMIM MHACKCALIUNIO OOHAPYKEHHBIX
ruTdeii. BaxkHO OTMETUTB, UTO MPU BBINMOJIHEHUU
MpoLEeaAypbl HOPMUPOBKU UHTeHCUBHOCTU (1,/1,) He
BCE INIMTYM MOHOXPOMAaTOpa MOIJIA ObITh aBTOMAaTH -
YeCKM YCTpaHEHEI. A 3TO 3HAYMUT, 4YTO IIPU UHOEKCA-
U1 MOTYT IIPUCYTCTBOBATh INIUTYM, HE OTHOCSIIINE-
ca K oOpasmy. Kpome Toro, cmabo BBIpakeHHBIC
DIMTYM HKCCIeayeMoro obOpasiia MHOIIa HE MOTYT
ObITH oOTpenesieHbl Ha (oHe IIYMOB M3MEpEHMUS.
ITporpamMbl, pa3paboTaHHbIEC IJisI aBTOMATUYECKOM
00paboTku ruTuyeit [18], MOJHOCTBHIO YYUTHIBAIOT
BO3MOXHBIE CJIOKHOCTA B OIIPEASICHUM TOYHBIX
3HAYCHUM SHEPTUU U3MEPEHHBIX INIMTYCH U CITOCO0-
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Tabmuua 1. OnpeneneHHble mapaMeTpbl (OpUEHTALUS O, (¢ U pa3Mep STUEMKU a) U3BMEPEHHBIX B PA3JIMUHBIX YCIOBUSIX
(BpallleHUe ¥, U JMana3oH sHeprum £) obpasloB, a Takxke cucTeMaTnyecKkast olurOKa yriia HaCTpOMKM MOHOXpOMarTopa
A8 ono ¥ PE3YIIBTUPYIOLIEE CPETHEKBAIPATUYHOE OTKIIOHEHNE MOJEIN OT 3KCIIEPUMEHTa G

OGpasern; E, k3B X TPax A8 ono> TPAL a, A , rpam ¢, rpan o, 3B
IInactuna 10-20 0 —0.0051 3.56711 1.94132 0.15658 0.43809
MUL marepuan 10-20 0 —0.0050 3.56706 4.10680 3.81313 0.52293
MUL marepuan 10-20 30 —0.0050 3.56704 4.13364 3.92213 0.53480
MUL marepuan 10-20 15 —0.0166 3.56712 4.12672 3.86700 0.44980
MUL kpait 10—20 0 —0.0170 3.56709 4.10704 3.81466 0.41586
MUL kpait 10-20 10 —0.0166 3.56730 4.12261 3.84960 0.41586
MUL kpait 10—-20 20 —0.0168 3.56714 4.13177 3.88651 0.40916
MUL uentp 10-20 0 —0.0169 3.56713 4.10951 3.81254 0.48427
MUL uentp 10-20 10 —0.0171 3.56710 4.12445 3.84742 0.48898
NDT ckan 1 15-20 0 —0.0159 3.56732 44.93991 2.56792 0.46459
NDT ckaH 5 15-20 0 —0.0160 3.56740 44.93883 2.56708 0.51468
NDT ckan 9 15-20 0 —0.0160 3.56747 44.93977 2.56838 0.52545
2D nun3a 10—20 0 —0.0163 3.56745 0.10888 0.99655 0.38720

HBI KOPPEKTHO padoTaTh B OIMCAHHBIX YCIOBUSIX.
IIporpaMMBbl XOpOIIIO ONITUMU3UPOBAHEI U MTO3BOJISI-
IOT TIPOBOAMTb MHOIOMOTOYHBIE BBIYMCIECHUS, YTO
COKpalllaeT BpeMsi 00padbOTKM A0 HECKOJIbKNX MUHYT
IpU MCIIOJb30BAHUM COBPEMEHHOU BBIYMCIUTEIIb-
HOW TEeXHUKMH.

ITocne ycrneurHoil mHAeKcauuu (pe3yabTUPYIO-
mas ommnobka mo ¢gopmyne (5) cocraBuna 1—2 3B)
YTOUHSUIM OPUEHTALIUIO, TTapaMeTp PEIIeTKU U OLTNOKY
MOHOXpoMaTopa 110 ¢opmyie (8). B oopabaTbiBaeMbIX
JTAHHBIX KaKIBIA CIIEKTpP conepskait okoio 100 mmryeit.
CoOTBETCTBEHHO, CHCTEMa YpaBHEeHUM (8) ObL1a ne-
peoripenesieHHoM. st ee pelieHUs1 UCMOIb30Bal
dyHkmo linalg. Istsq n3 makera NumPy s13b1ka mpo-
rpamMmMupoBaHus Python.

Kak yxe OBLIO YITOMSHYTO, IJIST YCIICIITHOTO pe-
IIEHUST CUCTEMBI (8) MOCTaTOYHO YEThIPEX IIIUTYEH,
OIIHAKO C yBEJMYEHUEM KOJIMYeCTBa U3BMEPEHUI yBe-
JIMYMBAETCS TOYHOCTb OMpeNesieHUus] IapaMeTpoB.
Kpowme Toro, HauaibHbIN MOUCK OPUEHTALIMY MOXKET
OCTaHOBUTBCS B JIOKAUTILHOM MUHUMYyMe. [lonoaHu-
TEJIbHO CTOUT OTMETUTb, YTO MPU aBTOMATUYECKON
00paboTKe CIIEKTPOB CYIIECTBYET BEPOSITHOCTD TP -
HSITB IIIyM WJIU K€ He MOJHOCTBIO KOMIIEHCUPOBaH-
HBII TJIUTY MOHOXpOMAaTopa 3a IJIUTY UCCIeIyeEMOTO
oOpasiia U YTO 3TO BO3MOXHO M30eXaTh 3a CYET Ha-
JINYXS U30BITOUHBIX JaHHbIX.

Pe3ynbraTel 06pabOTKU BCEX CIEKTPOB IJIMTUEH,
U3MEPEHHBIX B Mpoliecce dKCNepUuMeHTa, MpuBee-
HBI B Ta0J1. 1 B XpOHOJIOTUYECKOM TTopsiKe. Pe3yib-
TUpPYIOIIAs OLIMOKa (CpeaHEKBAAPATUIHOE OTKJIOHE -
HHUE O, OIMcaHHoe GOpMYyJIoii (4)) 11 GOJIBIIMHCTBA
criekTpoB He npeBbimaeT 0.5 3B — maHHoe 3HaueHue
B JIBA pa3a MEHbIIle I1ara CKaHUPOBaHUS (KOTOPOE
coctaBisizio 1 3B) M 3HaYMTENIbHO MEHBIIE CIIEK-
TPaILHOI IMUPUHBI U TOYHOCTU OIIPENEIEHUS] OT-
nenbHbIX TmuTdeil (2—10 3B). CToiib BBICOKYIO TOY-

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10

HOCTh BO3MOXHO IIOIYYUTh HCKIIOUUTEIBHO MIpU
YCJIOBUM OYE€Hb XOPOIIIO HACTPOSHHOTO MHCTPYMEH-
Ta, T.e. TP TOYHO M3BECTHOM aOCOJIIOTHOUN YHEPTUN
peHTreHoBcKuUX Jiyyeii. COOTBEeTCTBEHHO, B paccMar-
pUBaeMOM CJIy4dae 3TOro yAaI0Ch JOCTUYb UMEHHO 3a
CUET OIIpeleIeHUs CUCTEeMaTUYSCKON OIIMOKHU yTiia
MOHOXpOMAaTOpa € TTOCNEAYIOIEN KOPPEKIIUEH IHEP-
TM1 PEHTTCeHOBCKUX JIYy4eit.

ComracHO ModydYeHHBIM pes3yibTaraM (Tadm. 1),
1ocJjie TPEThEero U3MEPEeHMsI OIIMOKA B HACTPOIMKE yTI-
JlJa MOHOXpOMaTopa CKauykKooOpa3HO Bo3pocia. DTo
COBMANAET C BDEMEHHBIM MPOTIAIaHNEM JIyda HA CUH-
XPOTPOHHOM CTAHLIMU C IMOCIEAYIOIIEN HACTPOUKOMN
MOHOXpoMaropa. TakmMm oOpa3om, MOBTOpHas Ha-
CTpoOliKa ObLIa BBIMOJHEHA HEIOCTAaTOYHO XOPOIIIO,
U cUCTeMaThudyecKas ommnoka Bo3pocia oT —0.005° o
—0.017°.

Heob6xonuMo OTMETUTb, UTO MpeaBapuTeIbHas
nHpopMauss 00 OpMEHTALMM IOBEPXHOCTU KpHU-
cTajla OTHOCHUTEJIbHO MAaJalolero IydKa peHTre-
HOBCKOIO W3JIyYEHUSI MOXKET YCKOPHUTh BBIYMCIIM-
TeJIbHBIN mponecc. OgHako naxe B OTCYTCTBHUE IIO-
JI0OHOI MH(p OopMaLIMK JaHHbIE IKCITIEPUMEHTA MOTYT
OBbITh YCHELIHO TpoaHaIM3UpoOBaHbl. Hampumep,
JuH3a NTD umena opueHTaluo nosepxHoctu [110],
B TO BpeMs KaK TP Apyrux odpasna ObUIM OPUSHTH -
poBanbl Bmoab HampasieHus [100]. CormacHo pe-
3yJIbTaTaM, MPEeACTaBJIeHHBIM B TabJ. 1, 3TO He cO-
37aJI0 CJIOXKHOCTEM B 00pabOTKe JaHHBIX 1 TIPUBEJIO K
yray o ajst iuH3sl NDT okoso 45°.

Ha ocHOBaHMM cpaBHEHMS 3KCIIEPUMEHTAJIbHBIX
HOPMAaJIM3UPOBAHHBIX CIIEKTPOB 00pa3loB (IpuMe-
Pbl HEKOTOPBIX CIIEKTPOB IMpPEACTaBIeHbI Ha puc. 3)
CO 3HAYECHUSIMU SHEPIUU, TIOJIYYCHHBIMHU B PE3yJIbTa-
T€ BBIIIOJIHEHHOTO MOAeIMpoBaHus (puc. 4), MOXHO
cAeaTh BEIBOI O TOM, YTO OPHEHTAIIMSI UCCIIETYEMbIX
KPUCTAJIJIOB W ITapaMeTphl UX peLIeTKH ObUIM IIpa-
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Puc. 4. [IpuMepbl HOPMUPOBAHHBIX IKCIIEPUMEHTAIBHBIX CITIEKTPOB ITUTYEH (KPUBbIE) C HAJIOKEHHBIMU pe3yJIbTaTaMU MOJIe-
JIMpoBaHus (POMOUKM) [IJIsl pa3IMYHbIX 00pa31oB: a — auH3a MUL; 6 — nun3a NDT; B — anMma3Has riacTuHa; I — IByMepHasi

(2D) nosryiMH3a ¢ OMHOI TTPETOMJISIIONICH TTOBEPXHOCTHIO.

BUJIBHO omnpeaeseHsbl. s HamIsiAHOCTY MpUBeIeHa
HEOOJIbIIAs YacTh M3MEPEHHBIX cnekTpoB (15.6—
17.6 k3B), rme XopoI10 BUTHO COBITaAeHNE CMOIETV-
POBaHHBIX 3HAYEHUI HEPTUN TIIUTUYEH C U3MEpEeH-
HBIMU 9KCIIEPUMEHTAJILHO.

CpenHekBaapaTUYHOE OTKJIOHEHMUE, pacCUMTaH-
HOe€ JJISI TIOJIHBIX CIIEKTpOoB (Tab6a. 1), monTBepxuaeT
XOpolllee COBMAAeHHWE MOIEIU C DKCIIEPUMEHTOM.
ComnacHo puc. 4 CIeKTp INIMTYeil Kaxmoro oopasna
YHUKaJICH B CHJIY pa3jIMUHO opueHTauuu (tadi. 1).
MoXHO 3aMETUTb, UYTO IJisl ABYMEPHOI JIMH3bI TTy-
OuHa MpOBaJIOB B pe3yjbTare IM(PpakIMOHHBIX MO-
Tepb 3HAYUTEJIbHO MEHBIIE, YeM IJIsi TIaHAPHBIX
JIMH3 U TUIaCTUHEBI (puc. 4). DTO CBSI3aHO C TEM, UYTO
TOJIIIMHA ajiMa3a B JIBYMEPHOU JIMH3€ 3HAYUTEJIbHO
MEHbIIle, HeXXeJIM CyMMapHas TOJIIMHA KPUCTaJla B
nepBbIX Tpex oOpa3iax. CooTBeTCTBEHHO, U AUdpak-
LIMOHHBIE ITOTEPU B TOHKOM 00paslie MeHbIIIe (puc. 41).

Ha ocHoBaHUM pe3ynbTaTOB MOATOHKU (Tab. 1)
MOXHO CeJ1aTh JOMOJHUTEIbHBIN BBIBOM O TOM, UTO
KauyeCTBO aJIMa3HOTO MOHOKPUCTAJIJIMYECKOTO MaTe-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

puaja Bcex uccliieryeMbiX 00pa3iioB OUYEHb BICOKOE.
Tonbko Mpu OTCYTCTBUM 3€PHUCTOCTU M OOJIBIIIOTO
KoJM4YecTBa A1e(EeKTOB MOXKHO MOJIYYUTh TAKOE XOPO-
1lIee COBIaJIeHUE CMOJIEJIMPOBAHHBIX CIIEKTPOB AU~
(GPaKIMOHHBIX TOTEPhb C IKCIIEPUMEHTAIBHO U3Me-
peHHbIMU. Takum oGpasom, ahdekT nudpakimoH-
HBIX OTEPb MOXHO MPUMEHSTh 1151 OLIEHKU CTENEHU
MOHOKPHCTAJUIMYHOCTU Pa3IUYHbBIX ONTUYECKUX DJIe-
MeHTOB. [ToapoOHBIil aHaTU3 TAKOTO KOHCTPYKTUB-
HOTO MpUMEHEHUs] TIMTYE BBIXOIUT 3a paMKMU Ha-
CTOsIIIIeH pabOTHI U OyIeT pacCCMOTPEH B ITOCIEIYIO-
LIUX MyOIUKaLIUsIX.

3AKJIIOYEHHME

ITorepss MHTEHCUBHOCTU PEHTIEHOBCKOIO M3J1y-
YEeHUSI B MOHOKPHUCTA/UTMUECKON ONTUKE, BOZHUKA-
foIIast 3a cyeT Iapa3suTHOM nudpakonu (Tak Ha3bIBa-
€MbI€ pEHTI€HOBCKME IJIUTYN ), MOXKET CTaTh HE TOJILKO
MPUYNHOM HEKOPPEKTHON MHTEPITPETALIMN TTOTydeH-
HBIX JAHHBIX, HO Y JaKe MPUYUHOM TOJIHOTO TTpoBajia

Ne 10 2023
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sKkcriepuMeHTa. Hambonbmmii HeraTuBHBIN 3P PeKT
OT DIWTYEel HaOJIIOHaeTcsl B CIIEKTPOCKONMMYECKUX
HCCJIEIOBAaHUSIX, KOTIa BBIMOJIHSETCS CKAHUPOBAHNE
3aJaHHOI 00JIaCTH PHEPruM, TaK KaK 4eM OOJbIle
001acCTh CKAaHUPOBaHUSI, TEM OOJIbIIIE BEPOSITHOCTh
MOSIBJICHUS TTIUTYCH B U3BMEPEHHOM crieKTpe. B To ke
BpeMsi ¥ Ipu (PMKCUPOBAHHOM SHEPIUHN PEHTIE€HOB-
CKOTO M3JIy4Y€HUS IJIMTYM MOTYT OKa3aTh CBOE BIIMSI-
HUE, 0COOCHHO ITPU BBICOKMX DHEPTUSIX, KOTIa BEPO-
SITHOCTb TU(PPAKIIMOHHBIX IOTEPh 3HAYUTEIHHO BBIIIIE.
CoOTBEeTCTBEHHO, HEOOXOAMMO TOYHOE MOJIEIUPO-
BaHMeE CIIEKTpa IIIUTYCH I JTF000r0 MOHOKPUCTAJI-
JIMYECKOTO ONTUYECKOTO 3JIEMEHTAa, MCIIOJIb3YEMOIO
Ha CUHXPOTPOHHOM cTaHLIMU. MoaearupoBaHue Cro-
COOCTBYET He TOJIBKO OIpeIe/ICHUIO OPUEHTALIMY Ca-
MOTO 3JIEMEHTa, HO 1 3a CUeT MCITOJIb30BaHMS MOy~
YeHHOU MHQOpMALIMM TI03BOJISIET OOHAPYKUTH BCE
BO3MOXHbBIC B TEKYIIEM 3KCIIEPUMEHTE IJIMTYU, YTO
MOXKeT OBITh MCIIOJIb30BaHO KaK IIPY BEIOOpE paboue-
ro Audara3oHa 3HEpruu, TaK M MpU MOCJIeIyIolleM
aHaJIM3e U3MEPEHHBIX TaHHBIX.

B pesynbsraTe nmpoBeaeHHON 00pabOTKM JaHHBIX,
paHee TIOJy4eHHBIX HA CUHXPOTPOHHOM CTaHLIWHU,
ObL1a MpoAeMOHCTPpUpoBaHa 3¢ GHeKTUBHOCTD pa3pa-
00TaHHOTO AJITOPUTMA OTIpeieJICHUSI OPUEeHTALIMU T10
OTHOIIEHUIO K MajamlleMy IMy4YKy U IapaMmeTpa pe-
LIETKU JII0O0Tr0 3JIeMEeHTa PEHTIeHOBCKOM OITHKU,
M3TrOTOBJIEHHOTO M3 MOHOKpMcTasaa. JIas Bcex us-
MEPEHHBIX CIIEKTPOB, MOJIyYEHHBIX B Pe3ybTaTe UC-
CJIeOBAaHUS YeThIPeX MOHOKPUCTAJUTMYECKUX OINTH-
YeCKMX 3JIEMEHTOB Pa3IMYHON OpUEHTALlMU, OBLIO
YCIIEIIHO peaju30BaHO MOIEIMPOBAaHUE, KOTOPOE
SIBJISIETCS HATJISIIHOM TeMOHCTpaluei TOYHOCTH Me-
tona. CpenHeKBaIpaTUUHOE OTKJIOHEHUE CMOACTU-
POBaHHBIX CIIEKTPOB OT 3KCIIEPUMEHTAILHBIX ObLIO B
npenenax 0.5 3B, uTo B 1Ba pa3za MeHBIIIE NCITOJIb3Ye-
MOTO B 3KCIIEPUMEHTE LlIara CKaHUPOBaHMS 10 SHEP-
run (1 3B) u 3HaUNTEIbPHO MEHBIIE CHEKTPaJIbHOMI
IIMPUHBI MHIWBUIYAJbHBIX IITYeit (2—10 3B).

ITomuMo ompeaeeHUSI OpUEeHTALIM U TTapaMeTpa
pelIeTKN MOHOKPUCTAJUTMYECKUX 00pa3IOB MPEIIO-
KEHHBIM METOJ, TTI03BOJISIET OINPEASINTh U CKOPPEK-
TUPOBATh CHUCTEMATUYECKYIO OIIMOKY B OIIpelelie-
HUM abCOTIOTHON 3HEPrUM M3JIYyYeHUS UCTOYHUKA,
BO3HUKAIOIIYIO BCJICACTBHE HETOUYHO HACTPOMKU
KPUCTAJIJIOB MOHOXpOMaTOpa Ha CUHXPOTPOHHOI
craHuuu. IlokazaHo, YTO MPUYMHA OIMMCHIBAEMOI
OIMOKM — B MOrPEIIHOCTH, BO3HUKAIOIIECH IIpuU
ornpeaeaeHUN abCOMIOTHOTO yIjla HAaKJIOHA KPUCTAJ-
JIoB MOHOXpoMaTopa (yroi 20). Ilociie onpeneneHus
CUCTEMATUYECKOM OIIMOKK TaHHOTO yIjla 3HAYEHUS
SHEPTUU PEHTTEHOBCKOIO M3JYYEHHSI MOTYT OBITh
MepecYnuTaHbl ST JIOOOTO CIIEKTPOCKOMUYECKOTO
M3MEPEHUs JTaXe II0Cje IMPOBEACHMUS 3KCIIEPUMEH-
TallbHBIX uccliemoBanuii. [lpennaraemblii TOOXO,
KOTOPHII coueTaeT B ceOe OMHOBPEMEHHOE ONpee-
JIEHUE CUCTEeMaTUYEeCKOI OIIMOKM B HACTPOIKE MO-
HOXpOMAaTOpa BMECTE C HAXOXIECHUEM OPUEHTALINY 1
rmapamMeTrpa pelreTku MCCIeayeMOro MOHOKPHUCTAI-

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10

Jia, SBJISIETCSI EIMHCTBEHHO MPaBUJIbHBIM U MTO3BOJISI -
€T OINpEeNeIMTh BCE MCCIEAyeMble XapaKTepUCTUKU
oOpa3sia (OpUEHTAINIO U TapaMeTP PEIIECTKH).

Bce anroputmebl, pencraBieHHBIC B paboTe, OBI-
JIM peajru30BaHbl B BUAE IMMPOrpaMMHEBIX ITAaKETOB Ha
s3pikax C++ 1 Python 1 pacnipocTpaHSIIOTCS B COOT-
BeTCTBUHU ¢ IpUHIUIIOM GPLV3 (C OTKPBITBIM UCXO-
HBIM KOJIOM), a Takxke BbLIoXeHBI Ha GitHub [18].
TakuMm obGpa3oM, IIpeacTaBiIeHHbIE Pa3pabOTKI MO-
IyT OBITh MCITOJIB30BaHBI KaK HAa CUHXPOTPOHHBIX,
TaK U Ha JIabopaTOPHBIX MUKPOGOKYCHBIX UCTOYHM -
Kax JIJI HAaCTPOMKM MOHOKPUCTAIITIMYECKOM pEHTIe-
HOBCKOM ONTUKMU.
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The Method for Determining the Exact Single Crystal Orientation with Simultaneous

X-Ray Energy Correction Using the Spectrum of Diffraction Losses

N. B. Klimova®> *, A. A. Snigirev!: **
! Immanuel Kant Baltic Federal University, Kaliningrad, 236014 Russia

*e-mail: klimovanb@gmail.com

**e-mail: anatoly.snigirev@gmail.com

The intensity loss of transmitted beam due to parasitic diffraction (glitches) is an inherent property of single-
crystal X-ray optics. This effect can lead to a weakening of the radiation, up to its complete disappearance.
Therefore, understanding the effect of diffraction loss is essential for any experiments that use single-crystal
optics. We present theory of glitch formation and demonstrate its application to experimental data to deter-
mine the orientation and cell parameters of optical elements made of the single-crystal diamond. A system-
atic error was found in determining the absolute energy of X-ray, which occurs due to the wrong monochro-
mator tuning (an error in determining the absolute 20 angle). The described error very often occurs during
the experiment as a result of the fact that determining the absolute 26 angle of the monochromator crystal is
a technically difficult task. Simultaneous determination of the orientation and lattice parameters of the stud-
ied sample, together with the compensation of the systematic error in the monochromator tuning, made it
possible to significantly improve the accuracy of processing the obtained data.

Keywords: diffraction losses, X-ray glitches, single crystals, compound refractive lenses, monochromator
tuning, monochromator absolute pitch angle, crystal orientation, cell parameter.
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N PASJAEJIBbHOM OBJIIYYEHUU KBAHTAMMUW COJIHEHHOI'O CIIEKTPA
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HAHOYACTHUIIAMMA SiO,
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BbInosiHeH CpaBHUTEIbHBIN aHAIW3 U3MEHEHUI ClIeKTPoB Iupdy3HOro oTpaxkeHust P; YU UHTETPaIbHOTO
Ko punreHTa norromeHus B odmactr 0.2—2.2 MKM II0C/Ie pa3aebHOTO U ITOCISI0BATEILHOTO O0Iyde-
HUSI MPOTOHAMU C Heprueit 5 kaB 1 KBaHTaMM COJIHEUHOTO U3JTy4eHUsI ITIOpollIKa CyabgaTa 6apus, MOIU-
¢umpoBaHHOrO HaHOYacTULAMM Juokcuna kpeMHus mBaSO,/nSiO, ¢ perucrpaiueil CneKTpoB Mociie
KaXIoro nepuvoaa odaydyeHus: B BaKyyme B obsactu ooaydenus (in sifu). UHTerpasibHbIi KO3(hOUIIMEHT
MOMIOIIEHUsI COJIHEYHOTO U3NyyeHusi MoauduumpoBaHHoro nurmenta mBaSO,/nSiO, no obayueHust
cocrapysieT 0.048, 4To B HECKOJIBKO pa3 MEHbIIIE, YEM Y IIIMPOKO MCITOJIb3yeMOIo BO BCEX CTpaHaX IMTMIMEHTa
ZnO. YcTaHOBJIEHO, YTO KOG MOUIIMEHT afIUTUBHOCTHU, PACCUMTAHHBIN 10 pe3yIbTaTaM IOCIeI0BaTETb-
HOT'O0 U pa3nenbHoro ooyyeHus nopouika mBaSO,/nSiO, npu yBenndeHuu diayeHca MPOTOHOB € SHEPrueit
5 k3B ymensniraercs ot 7.5 no 1.052 pa3. Onenka usMeHeHUiT KoadduiimeHTa affuTUBHOCTH IIPU BO3IEii-
CTBUU CIEKTpa 3apsLKeHHbBIX YaCTUIL HA TeOCTallMOHAPHOM opouTe (Kak OMHOIN M3 HanboJiee UCTIOb3ye-
MBIX 1 ¢ HanboJiee KeCTKUMU paTuallMOHHBIMU YCIIOBUSIMU), TIOKAa3aja, YTO HealAUTUBHOCTh Pa3aeIbHOTO
U MOCJeA0BaTEIbLHOTO ASHCTBUSI MPOTOHOB U KBAHTOB COJIHEYHOTO U3JIYYeHUS] HA ITUTMEHT ISl TeEpMOpe-
rynupytowux nokpoituii mBaSO,/nSiO, npu Takux napaMmerpax odJayyeHust OyI1eT COXPaHSIThCS B TEUEHUE

1.27 rona.

KmoueBble ciioBa: cyibdat 6apusi, HAHOYACTULIbI, OTITUYECKUE CBOICTBA, 00IydeHUEe, KBAHThI COJTHEYHOTO

MN3JIy4€HUA, IPOTOHLI, aAIUTUBHOCTD.

DOI: 10.31857/5102809602310014X, EDN: NWPOIG

BBEIAEHME

Ha maTtepuasbl BHEIIIHMX MOBEPXHOCTEN KOCMMU-
YECKHX anraparoB B NIyOOKOM BaKyyMe pasieiabHo,
OMHOBPEMEHHO WJIU TIOCAeN0BaTEIbHO AEHCTBYIOT
HECKOJILKO BUIOB U3IYYCHUI: BJIEKTPOHBI, MPOTO-
HBI, KBaHTHI cojiHeuHoro ma3nydeHus: (KCH). Ilpu
nosietax K JIlyHe M TjiaHeTaM COJHEYHON CUCTEMBI
HauboJiee TTOBpeXIalIIUMK (hakTopaMu IJisl MaTe-
pUAJIOB BHEIIHUX MOBEPXHOCTEN KOCMUYECKHUX all-
napatoB sBIsSIIOTCST KCHW ¥ MPOTOHBI COJTHEYHOTO
Betpa. [1pu 3axone B TeHb 3emin, JIyHbI WIn Ipyrux
TJIaHeT ASUCTBYIOT, B OCHOBHOM, TOJIbKO MPOTOHBI
COJIHEYHOTO BeTpa, MO3TOMY TOJlydyaeTcs Moceno-
BarenbHoe neiicteue (KCHU — p™).

ITpu Ha3eMHBIX UCITBITAHUSIX MATEPUATIOB KOCMU-
YeCcKMUX alllapaToB, KaK MpaBUJIOo, OOJydeHUE BbI-
MOJIHAIOT pa3felIbHO OJHUM U3 BUIOB U3ITyYEHUIA,
pexe — ONHOBpPEMEHHO. BEBIMONHEHHBIE paHee HC-
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ciegoBaHus [1—3] mokazaiu, 4TO B H3MEHEHUU
CBOIICTB 1 pabOYMX XapaKTepPUCTUK MaTEpUAJIOB Ha-
OarofaeTcsl HEalJIUTUBHOCTbh. CyMMa M3MEHEHUM
CBOIICTB U pabOYMX XapaKTepUCTHUK IIPU Pa3aeIbHOM
00JIyYeHUHY He BCeTaa paBHa UBMEHEHMSIM TIPY OTHO-
BPEMEHHOM WJIY MOC/IeN0BaTeIbHOM OOJIyYeHUMN Ma-
TepuanaoB. [1oaToMy IIpenCcTaBIsSIOT HAyYHYIO 3HAYM -
MOCTb M IPAaKTUYECKYIO LIEHHOCTh MCCJIEAOBAHMSI,
HamnpasJIEHHbIC HA U3yYeHME aldUTUBHOCTU N3MEHEe-
HUSI CBOMCTB U pabOYMX XapaKTEpUCUK MaTepuaioB
IIpU pas3ae/ibHOM, IOCJIeNOBAaTEIbHOM U OJHOBpE-
MEHHOM JIEMCTBUU U3JTYUYEHUIA.

OIHUM M3 TUIIOB MaTepUaIOB BHEITHUX ITOBEPX-
HOCTEII KOCMUYECKUX allllapaToB SIBJISIIOTCS TepMOpE-
ryaupyiue okpbeitust (TPIT), moBepxHOCTh KOTOPBIX
COCTaBJISAET €AMHULLI U NeCcATKU M2, Takue MOKpbI-
TUS TIpeIHAa3HAYeHBbI 115 TOAASpXKaHWS TeMIepaTy-
pBI Ha 3aJaHHOM ypoBHe 3a cueT oTpaxeHuss KCH u
MepeUu3IydYeHUsI B KOCMUYECKOM IIPOCTPAHCTBE TEM-
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J1a, BBIAEIISIEMOTO TP paboTe TIpUOOPOB 1 YCTPOMCTB
KOCMUYECKMX anraparoB. B cocTaB omHOro U3 TUIIOB
TPII xitacca “onTudeckue CoOIHEYHbIE OTpaXarean”
BXOmsAT mUrMeHTHl (1o 80 Mac. %) MU CBS3yoOLIUE
(mo 20 mac. %) [4]. [on neiicTBUEM U3IYIEHHIT KOC-
MHUYECKOTO MMPOCTPAHCTBA B HUX 00pa3yroTcsa hoTo-
U paavalMoOHHbIC Je(eKThbl, YTO TIPUBOIUT K TOSIBIIE-
HMUIO TT0JI0C TTOTJIOMIEHUS U YMEHBIIIEHUTO OTpaXkaTelTb-
Holi criocooHoctu TPII. IToaToMy paspabaThiBaioT
CITOCOOBI YBEJTMYEHUST CTOMKOCTH OIITHYECKUX CBOMCTB
TPII. K onHomy, HanboJiee 3¢pPpeKTUBHOMY B Ha-
CTosIIIee BpeMsI, CITOCO0Y OTHOCUTCST MOTM(MDUKALIIS
IMUTMEHTOB U CBSI3YIOIINX HAHOYACTHUIIAMM.

IMopomiku cynbdara OGapusi, UCHOJIb3yeMbIeMbIS
BO MHOTHUX 00JIacTsIX TeXHUKN [5—10], 061amat0T BBI-
COKOM OoTpaXaTeJbHOM CIIOCOOHOCTBIO B COJTHEUHOM
JIHMaIta30He CIIEKTpa, SIBIISIIOTCS TIEPCIIEKTUBHBIM TTUT-
menToM s TPII. B mocnenHue roabl IIpoOBOIST UC-
CJIeIOBaHUS UX ONTUYECKUX CBOMCTB M OCYIIECTBIISI-
eTcda MoanduKanusg HaHodacTulamu [ 11].

Hacrosiiiass pabora HampaBjieHa Ha McCleaoBa-
HUE aJIMTUBHOCTU NefiCTBUS U3JTydeHUIT Ha u3Me-
HEHME ONTUUYECKUX CBOMCTB MOAUMDULIUPOBAHHO-
ro nopoiuka BaSO, npu pasaenbHOM OOJydeHUU
nporoHaMu (p*) U mociienoBaTeIbHOM OOIyYEeHUN
KBaHTaMHW COJIHEUHOIO M3Jy4eHUsS U MNPOTOHAMU
(KCH — p*). O6BEKTOM HCCIIEI0BAHUS ABJISIICS TTO-
poiiok BaSO, ¢ yactuiamMu pa3mMepom B HECKOJIBKO
MKM, MoAubULIUPOBaHHBII HaHoyacTULaMUu SiO,
(mBaS0O,/nSi0,). [Tono6HbIe HaHOYacTU1IBI Si0, pa-
Hee MCIOAb30BaIU JJis1 MOAU(UKAIIUU TTOPOIIKOB-
MMATMEHTOB OKCHJa [UHKa [12].

PeructpupyeMbIMy TTapaMeTpaMu SIBJISTUCH CIIEK-
Tpbl 1M HY3HOTO OTpaKEHUS Pj, U3MEPEHHBIE B Ba-
KyyMe B o0iacTu obnydeHwus (in situ) N1 pacCUnTaH-
HbIA 10 HUM KO3(DOUIIUEHT MOIJIOIIEHUS dq.

METOJINKA S5KCITEPUMEHTA

B uccnenoBanusix ucnonb3oBaiu nopoiiok BaSO,
(kBamdukaiums “Extra pure reagent”, Mpou3BOAM-
tenb Nacalai Tesque inc., fIrmonus). B kauecTBe MO-
IuuIUpyolIeil 100aBK1 ObLT HAHOIIOPOIIOK AUOK-
cuga KpeMHUs1 (uyrcrora 99.8%, cpemHuii pasMep
gactul, 10—12 HM, ymeabpHas IIOBEepXHOCTH 180—
220 M?/r, mpoussonuteabr OO0 “Ilmaszmorepm”,
Poccus). KoHleHTpauuss HaHOYaCcTUll BeIOpaHa Ha
OCHOBAaHMM paHee BBIIIOJHEHHBIX MCCIeOOBaHUIA
pagualMoOHHOM CTOWKOCTH, MOAU(PUIIMPOBAHHBIX
HaHoyacTulaMmu nopoiukos BaSO, npu obisyuyeHUn
3JIEKTpOHAMU U cocTaBisuia 3 mac. % [13].

Hanonopouok SiO, pacTBOpsiiv B AUCTAJLTUPO-
BaHHOIT BoJIe TIpY HAJIOXXEHUH YIbTPa3ByKOBBIX BOJH,
B MOJIyYE€HHBI pacTBOp n06aBisiiiv nopouiok BaSO,
U TIepeMelluBaii B TeueHWe 3 4 B MarHUTHOI Me-
mranke. CMmech cylmuim npu temieparype 150°C, ne-
peTUpaJIM B araToBOIi CTYNKe U MPOrpeBajiv B aTMO-
chepe 2 u mpu remnepatype 800°C. ITocie oxnaxkne-
HUS TIOPOIIKH TTPECCOBAIA B MOUTOXKH TUAMETPOM

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

24 MM, BeIcOTOM 2 MM 1101 faBiieHneM 1 MTIla co Bpe-
MEHEM BBIIEPXKKU 2 MUH.

CTpyKTypy MOPOIIKOB UCCIEA0BAIN C TTOMOIIbIO
peHtreHoBckoro audpakromerpa XRD-6100 (Shi-
madzu, AnonHust). CriekTpsbl 11 dhy3HOTo OTpaXkKeHUs B
UK-muanasone (400—4000 cm~!) perucrpuposanu
NK-Dypre criektpomerpoM Shimadzu IRTracer-100
¢ rpucTtaBkoit nuddys3Horo orpaxkennss DRS-8000A.

OO6nydyeHune o0pa3loB B BaKyyMe U PErucTpalunio
CITEKTPOB OTPAKEHUS P, B 00JaCTH OOITydeHUS (in Situ)
OCYIIECTB/ISUIM B YCTAaHOBKE-UMMUTATOpPE YCJIOBUiA
KOCMMYECKOTO MpocTpaHcTBa “CrieKTp”, TT03BOJISIIO-
1Ie#t moanepXXruBaTh BICOKUI BAKyyM, UMUTUPOBATh
aJIeKTpoMarHuTHoe usnydyeHue CosHlla, co3naBaTh
MOTOKM 3JIEKTPOHOB ¢ 3Heprueit 5—150 k3B u npoTo-
HOB ¢ 3Heprueii 0.5—140.0 k3B [14]. O6aydyeHnE oCcy-
wectsisi npu P=35 x 10~°topp, T= 303 K otaenb-
HO IMPOTOHAMM C dHeprueit 5 k3B u nmocnenoBaTeab-
HO: CHayajla CBETOM KCEHOHOBOU MYyroBOW JIaMIIbI,
WMUTHUPYIOLIUM cIieKTp usjiyueHus CoJiHla, ¢ UH-
TEHCUBHOCTBIO 3 3. C. 0. (3. C. 0. — BKBUBAJIEHT COJI-
HeuHoro obiyyueHus, 1 3. c. o. = 0.139 Ixx/cM? - ¢),
3atem nporoHamu (KCU — p*). CriekTpsl p; peru-
crpupoBaiu B auara3zoHe 200—2200 HM 10 o0IydeHUS
00pa3lioB U MOCJIe KaXIOoTo mnepuoja OOIydyeHUs.
HMHTerpanbHblii KO3(MOUIIMEHT TOMIOILIEHUS COJ-
HEYHOTO U3JTydyeHUs (a,) paCCUUTHIBAIN MO CIEKTPaM
Inddy3HOro oTpaxkeHUs! ¢ UCIOJb30BAHUEM METO-
IUKU pasjiesieHus crnekTtpa usinydeHus CojHla Ha
paBHO?HEPreTUYeckue yyacTku — METOAUKU JI>KOH-
coHa [15] ¥ cormacHO MeXIyHapOIHbIM CTaHAApPTaM
[16, 17].

OKCITEPUMEHTAJIbHBIE PE3VIIbTATDBI
N OBCYXAEHUE

Daszoebtit cocmae

HccnepoBaHusd MoJIydeHHBIX pEHTI€HOIPaMM 10~
Kazanu (puc. 1), yto MoguUIIMPOBAHHLINA HAHOYA-
ctuiamu SiO, Mukpomnopoiiok BaSO, kak 10 o61y-
YeHMsI, TaK U Iocjie OOJIy4EHUSI COIAEPXKUT TOIBKO
onHy (pasy — OpTOPOMOUYECKUI KPUCTATIUNUESCKUIA
cynbdar O6apus. B crnekrpax mociie MoaupuKainumu
HAHOYACTULIAMHU, TI0CJIE OTHCIBHOIO OOJTydeHUsI IIPO-
TOHaAMHM M TocienoBaTtebHOro oonaydeHuss KCHU u
MIPOTOHAMM 3apEeruCTPUPOBAHbI TOJbBKO JIMHUMU,
cooTBeTCTBYIOIIME (paze kpuctamaudeckoro BaSO,,
JIOTTOTHUTENILHBIX (pa3 He 0OHAPY:KEHO, CYIIECTBEH-
HBIX CTPYKTYPHBIX U3MEHEHMI He ITPOU3O0IILIO.

HUK-cnexmpbt nonoujeHus

Ha puc. 2 npuBeneHbs MK-crneKTpbl TOMIOIEHUS
ropomka mBaSO,, MmomndunmpoBanHoro 3 Mac. %
HaHouyacTull Si0,, 10 U MOCJe TOCJIeI0BaTEIbHOTO
oonyuenusst KCU — p*. Jlnsg KOppEKTHOTO cpaBHE-
HHUS MHTeHcuBHOCTel 1onoc MK-crnekTpsl HOpMU-
POBaIY MO I10JIOCE MAKCUMAIbHOM MHTEHCUBHOCTU.

Ne 10 2023
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1, oTH. en.

I, oTH. en.

20, rpan

Puc. 1. PentreHorpammsl nopoika mBaSO,4/nSiO, no
00JrydeHus (a) U IOCJIe TTOCAeI0BATEeIbHOTO O0IyYeHUS
KCH — p™ (6).

HanGonee WHTEHCUBHBLIMU SIBIISIIOTCS ITOJIOCHI,
KOTOpPBI€ COOTBETCTBYIOT Pa3IMYHBIM TUIIAM KOJieha-

HU SOii—HeHTpOB [18—22]: momocer mipu 610 m
642 cM~! — BHEIJIOCKOCTHOH M3rMOHOIT BUOpALINN;
y3Kas nosoca npu 985 cm~! — cMuMMeTpPUYHBIM pac-
TATUBAIOLINM KoJjieOaHUSIM; 3 HauboJjiee MHTEHCUB-
HbIE TTOJI0CHL B o6actu 1080—1200 cM~! — cummMmer-
PUYHBIM U aCCUMETPUYHBIM PACTSKEHUSIM U U3TU-
6aM. OGEpTOHBI U COYETAHUE PACTSIKEHUST U U3THOA
I10JI0C, COOTBETCTBYIOIINX KOJIEOAHUSIM CEPOCOIEP-
Kalllero KMCiaopoa, IIpUBOIIT K 00pa3oBaHUIO He-
CUMMETPUUYHOM ILMUPOKON MOJOCHI ¢ MAKCUMYMOM
pu 2060 cM~!. MajlouHTeHCUBHAs IBOIHAS I10JIO-
ca nipu 2325—2360 cm~! oTHOCHUTCS K KOJIEGaHUAM
IUVOKCHuOa yriepoaa, NpUMeCH U3 atMocdepbl, U
0o0ycIOoBJI€eHAa WHCTPYMEHTAJIbHOI OCOOEHHOCTBIO
NK-cnekrpoMerpa Shimadzu IRTracer100. ITosocer
¢ MakcumyMamu ipu 476, 980, u 1400 cm~! xapakrep-
HBI [UISI TMOKCHUAA KPEMHUS, KOTOPBIM MCHOJIb30BaH
npu moaudukauuu nopoumka mBaSO, [23, 24]: ko-
JlebaHUsT MOCTMKOBOro kwucijiopoaa Si—O-—Si maioT
MaKCUMYMBbI TiomtomeHus npu 460, 810 u 1110 cm~!,
BaJICHTHbIE CHUMMETPUYHBIE KoJiebaHust Si—Si —
npu 615 cm~!, ckpyuuBatonme KosneGanust SiO, —

npu 805 cm~!. Moaudukauusa Tak Xe IMPUBOIUT K
YBEJIMUCHUIO KOJIMIECTBA 1e(EKTOB Ha ITOBEPXHOCTHU

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10
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Puc. 2. UK-cnexTpel nonmomenust nopomka mBaSO,/
nSiO, no (/) m mocye (2) mocnenoBaTeNbHOTO OOIyYEHNS
KCU - p".

nopoiuka mBaSO,/nSiO,, 6naronapst yeMy BO3HUKa-
€T IOMOJIHUTEIbHAS IMUPOKas ToJIoca MOTIOIIeHUS
OH-rpymmamu nipu 3146 cm~! [22].

ITpu nocnenosarenbHOM o6nyyennn KCU — p*
B UK-crniekTpax yMeHbIlIaeTcsi UHTEHCUBHOCTh T10-
qoc ripu 1086, 1400 u 3146 cM~!, uTo OOYCIOBIEHO
YMEHbIIIEHMEM KOHIIEHTPAllMU AUOKCUOA KPEMHUS
u OH-rpynn Ha moBepxHocTu Topoiuka mBaSO,/
nSiO,. IpoueccoM ymeHbIlleHUsT KOHIIeHTpauuu SiO,
Ha MOBEPXHOCTU OIPENEIsIeTCS] U YMEHbIIIEHUE KO-
JiebaHuit Si—Si 1 MHTEHCUBHOCTH Y3KOI MOJIOCHI TPU
610 cm~!. VBenuueHue MHTEHCUBHOCTU IOJIOC MPU
985 1 1196 cM~! MOXeT MPOMCXOAUTH U3-3a YBEJI-

2—
yeHUs1 KoHlUeHTpauuu SO, -LEeHTPOB, 00pa3yeMbIX
npu pasnoxeHuu BaSO, Bo Bpemsi 00ydyeHuUs.

Cnexmpbt ougghyznoeo ompasicenus
6 oonacmu 200—2200 mkm

KoadbduuueHnt orpaxeHus mnopoumka BaSO,,
MOIU(PUIIMPOBAHHOIO HAHOYACTULIAMU IUOKCHUIA
KpeMHUsT B obnactn crmektpa ot 400 mo 2200 M
O4eHb BbICOKMIA, mocturaeT 90—95% (puc. 3). Otpa-
XaTeJIbHasl CIIOCOOHOCTh HE3HAUYNTEJIbHO YMEHbIIIA-
€TCsl C pOCTOM JIJIMHBI BoIHBI. Ha poHe HermpephIiB-
HOIO CHEeKTpa 3aperucTpupoOBaHBl MaJOMHTECHCUB-
HbI€ T10JI0CHI nomoineHus Boau3u 1400 u 1900 HM.
OTU MOJIOCHl paHee PEerucTpUpoOBaIM B CIIEKTpax
TTOIJIONIEHUS XKUIKocTel [23, 24] M OKCUIHBIX TO-
pouikoB [25—27]. OHU ompenensitoTcss dHepruen
pa3IMYHBIX TUIOB KoJebaHUil, COpOMPOBAHHBIX HA
nmoBepxHocTu mopoiuka OH-rpymm: pacrsarupaio-
mux-1onoca npu 1400 HM, medopMallMOHHBIX-IIO-
soca npu 1900 HM.

ITocne o6ayueHuss KCU u nporoHamu Koahdu-
LIMEHT OTPakeHUsI YMEHbIIIaeTCsl. YMEHbILIEHME TIPO-
ucxomut B objyactu ot 200 o 1400 aM. OCHOBHBIE
U3MEHEHUS IPOUCXOIAT B YD - 11 BUIMMOIT 00JIaCTIX

2023
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Puc. 3. Criektpel p) nopomika mBaSO,4/nSiO, no (1) nnocne

o0myyenust cHayana KCHU B teuenue: 2 (2), 4 (3), 6 4 (4). Io-
ClIeIoBaTeIbHOE OOJIydeHre TIPOTOHAMU C SHEpruei 5 koB

dryercom: 0.5 % 1010 (5); 1(6); 2(7); 3(H ud x 101 cm2 (9).

criektpa. B obmacti okoso 200 HM Koa(ddHUIImeHT
oTpaxeHMs1 yMeHbInaercs ot 92 no 24%. C ysenuye-
HUEM IJIMHBI BOJIHBI U3MEHEHUSI CTAHOBSTCS MEHee
pe3kuMu, B obnactu cBblimie 1200 HM n3MeHEeHMs KO-
s duLreHTa OTpakeHUSI MPAKTUYECKU OTCYTCTBYIOT
(He 6onee 2—3%).

B pasHOCTHBIX criekTpax nomtoweHus (Ap;, mo-
JIydaeMbIX BEBIYUTAHUEM CIEKTPOB I10C/Ie OOJIy4eHUS
(Pye) U3 CIIEKTPA 10 OOJIy4EeHUS (Pyg), Y SBIISIIOLLINX-
Csl CIIEKTpaMH IOIJIONIIEHMsI, HAaBEAEHHOIo o0ydye-
HHMEM, 3aperucTpupoOBaHa Ioj0oca, MaKCUMYM KOTO-
poii pacrioioxeH B oomactn A < 200 uMm (puc. 4).
C yBemmuenueMm BpeMeHu obiyueHust KCU uHTEH-
CUBHOCTb 3TOM ITOJIOCHI YBEJIMYNBAETCS, IIOJIOCA pac-
IIMpsieTCs B O0JIACTh YBEJIIMYCHMsS IJIVMHBLI BOJIHEL.
IIpu mocnenyolneM OOJy4YeHMU IIPOTOHAMM Kade-
CTBEHHBIX U3MEHEHM I 3TOM MOJI0CHI IOIJIOIIEHMS HE
MPOUCXOAUT: TI0JIoca BCE TaKXKe YBEJIUUMBAETCS 11O
WHTEHCUBHOCTU U IO MUpuHe. IIpu HauboablieM
(dbayeHce mpoTOHOB, paBHOM 4 X 10'° cM~2, 3HaueHUE
Ap B MaKCHMyMe 3TOI1 TTOJIOCHI MTOITIOIEHNS TOCTH -
raet 70%. B o6aactu cBbiire 1300 HM U3MeHEeHU KO-
s dulmeHTa OTpaxkeHUs IIPpU BCeX 3HAYCHUSIX Bpe-
MeHu obiyyenuss KCH u ¢iryeHca IpOTOHOB IIpaK-
tudecku He npoucxomut (1.0% > Ap, > 2.5%).

Panee 6bU10 MOKa3aHo [26], 4TO IpU OOIYyYEHUH
WCXOAHOIO WM MOAUMUIMPOBAHHBIX TMOPOIIKOB
BaSO, npoucxoaut odpazoBaHue n1eheKTOB aHUOH-

Hoii mozppewetku SO,, SO;, SO, n SO . ITosockl
MMOTJIOIIEHUS 3TUX Ne(PEKTOB pacoIOXeHbH B YD- n
BUIMMOM 061acTsIX criekrpa. [1oaToMy ycTaHOBIEH-
HOE€ yMEeHbIIIEHUEe OTpaxKaTeJlbHON CIOCOOHOCTU B
3TUX 00aacTsIX Npu obayyeHuu nopouka mBaSO,/
nSi0, KCHU u nporoHamu orpenesnsieTcss o0pa3oBa-
HUEM 3TUX Ne(hEeKTOB U MOSIBJICHUEM COOTBETCTBYIO-
IIUX TTOJI0C TIOTJIOIICHMSI.
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Puc. 4. Criextper Ap; nioponika mBaSO,/nSiO, nocne o6ty-

yenus cHavasia KCU B teuenue: 2 (1), 4 (2), 6 4 (3). INoce-
JoBaTeIbHOE OOJTydeHIe IIPOTOHAMU C SHeprueii 5 kaB diy-

encom: 0.5 % 1010 (4); 1 (5); 2 (6); 3(DH 4 x 100 cm™2(8).

Humeepanvuolit Koaghguyuenm noeroujenus

HHTerpanbHbIi KO3()OUIIMEHT MOTIOIISHUS COJI-
HEYHOTro u3jyyeHus a, nopouka mBaSO,/nSiO, no
00JTydeHUsI, PACCUUTAHHBIN ITO CHEKTPY pUC. 3, pa-
BeH 0.048. DTa BeInYMHA B HECKOJIBKO pa3 MEHbIIIE
II0 CPaBHEHUIO CO 3HAYCHUSIMM IJIsI Haubojee uc-
nonb3yemoro B TPIT nmopouika ZnO [28, 29]. Takoe
cBolicTBo nurmeHToB mBaSO,/nSiO, sBasgeTcs 3Ha-
YUMBIM B ITPAKTUYECKOM OTHOIIEHUHU, MOCKOIBLKY
BEJIMYMHA @, OTIPENeIIsIeT TUIOIIAab PaaIuaTopoB Tep-
MOPETYJIUPOBaHUSI, UX BEC U CTOUMOCTb.

PacyeTsl n3MeHEeHNI MHTETPaIbHOTO KO3 puIiim-
€HTa TOMIOIICHUSI a; TI0 TPUBEACHHBIM CIIEKTpam
Ap;, TOKa3bIBaIOT (puc. 5), uto aeiicteue KCU B Te-
yeHHe 6 4 MPUBOIUT K YBEIUUCHUIO KO3 (D dUIIMeHTa
nomtouieHus (Aa, = 0.123). ITocnenytoiee ooayye-
Hue nporoHamu (0.5, 1.0, 2.0, 3.0, 4.0) x 10'° cm2
MPUBOIUT K JaJIbHENIIEMY yBeTUUYeHUIO Aag 10 3HA-
yeHus 0.175. KagyecTBeHHO 3aKOHOMEPHOCTH YBEIIN-
yeHus1 Ko3(ddulMeHTa IOIVIOLIEHUs MpU BO3ACH-
crBuu KCH u ipoTroHamMu OJIM3KMU.

PaccuuTtanbl 3HaueHus: Aag, OTAENBHO B IBYX 00-
nmacTax 3Toro crekrpa: A < 800 um u A > 800 um. Iep-
Bas 00JIaCTb XapaKTepU3yeTCsl HaluyueM IOJIOCHI
MOMIOIIEHHUS C OOJBIIMMU U3MEHEeHUsIMU Aa,, BTO-
pasi — He3HAYUTEJIbHBIMU U3MeHeHUsIMU. Pacuersl
MOKa3aJIu KayeCTBEHHO TaKUE XK€ 3aBUCUMOCTH OT
BpeMeHu aeiictBust KCU u ¢payeHca IpoTOHOB, Kak
U I BCEro CleKTpaibHoro mmarazoHa ot 200 mo
2200 HM.

g uiccneqoBaHUs afIUTUBHOCTU Pa3AeIbHOTO U
nociaenoBaTesibHOro oonydyenust KCH u mporoHamMu
MPOBOAWIY CpaBHEHUE 3HAUYCHUI Aa, OT OTIEIBHOTO

NEeHCTBUS TIPOTOHOB (Aa.™) ¥ OT UX HEWCTBUS MOCIIE

obnyuenuss KCH (Aa.°“") na stor nmopomok. s
9TOTO JOMOJHUTEILHO 00IyJaan IIPOTOHAMHU JIPYTOM
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Puc. 5. 3aBUCUMOCTb U3MEHEHUI KO3GhGUIIMEHTa 10~
rmoumenus Aagopomka mBaSO4/nSiO, ot BpeMeHn 06-
nyuenus KCU (cneBa) B o6mactu ciekrpa A < 800 uM (1),
A > 800 HM (2) u Bo BceM auanaszone 200 < A < 2200 (3) npu
nocnenoBareIbHoM oomydeHun KCHU — pJr (cripaBa).

ob6pa3er mopoika mBaSO,/nSiO, B TaKUX Xe ycIio-
BUSIX, KaK Y MIPU MOCJIeA0BaTEIbHOM OOJIydeHUU MO~
cie KCHU. PesynbraTel cpaBHEHMS II0Ka3bIBAIOT
(puc. 6), uro B npedenax diyeHca 3JeKTpoHOB P <
<4 x 10' cm2 usmeHeHUs1 Ko3bdULMEHTA MOIIO-
IIEHUSI IIpU OOJydeHUM Iocie paeiictBus OMMU

mocn
Aa;"" 3HAUYUTEJBHO OOJIbLIME M0 CPABHEHMIO C U3-

MCEHCHUAMMU IIPU OTACIIbHOM O6J'Iy‘~IeHI/II/I IIPOTOHaAMMU.

Koaddbunment ammutuBHoctn (K), ompenense-

MBIl OTHOLIIEHMEM 3HaYeHUi Aa, / Aa;™ 3aBucut
oT uTyeHca DIIEKTPOHOB: € yBelIMYeHNeM (iyeHca OH
yMeHblnaercst (puc. 7). IlomyyeHHasi 3aBUCUMOCTh
OMKCBIBACTCSI ABYMSI COCTABJISIIOIIMMY — KCITOHEH-
TO¥i M TOCTOSTHHBIM KOMITOHEHTOM:

K = (4, - A)exp(BO) + 4, =

1
= (11.720 — 1.052) exp(—9.545x 107" ®) +1.052. ()

Ipu duyence nporoHos ® ~ § x 10'° cm—2 ko3 -
bUIMeHT anIUTUBHOCTU TPUHUMAET MUHUMAIbHOE
3HaueHue, paBHoe 1.052. OGiayyeHHEe MNPOTOHAMU
npu OONBIIMX 3HAYEHUAX (IIyeHca OTIETbHOE WU
nocie neiictBusi KCU mpuBoauT K TMpakTAYECKHU
ONMHAKOBHIM HM3MEHEHUSIM Koa(dduimeHTa IOmIO0-
LICHUS.

Takoe 3HaueHUEe (yeHCA MPOTOHOB C DHEPTUEA
5 kaB 1o cBoemy aeiicTBuio Ha nmurMeHT mBaSO,/
nSi0O, COOTBETCTBYET JEMCTBUIO BCETO CIEKTPa Mpo-
TOHOB Ha OpOUTE B TEUEHHE HEKOTOPOr0 BPEMEHMU.
OLeHKY 3TOro BpeMeHU NEeHCTBHSI CIEKTpa MPOTO-
HOB Ha OpOMTE MOXHO OCYILIECTBUTH C IPUMEHEHNEM
METOAVKM 3aMEHBI CIIEKTPOB 3aPsKEHHBIX YACTULL HA
opOUTEe MOHOHEPreTUYECKUMM ITydKaMM IIpYU Ha-
3eMHBIX UCITBITAHUSIX MaTEpUAIOB KOCMUYECKHUX all-
napaTtoB Boob6i1ie u TPII B wactHocTH [30].

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10
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Puc. 6. M3meHeHne koadduumeHTa MOMIOMEHNUs Adg
nopouika mBaSO,/nSiO, mpu oTnenbHOM OOIyYEeHUUN
npoTtoHamu (/) ¥ mpu 00Ty4eHUY TPOTOHAMMU TTOCIIE NEeii-
creust KCU (2).

MeTtoauka ocHOBaHa Ha MPEATOI0XKEHUN PABEH-
CTBa 3HaueHUil Aa, OT AEWCTBUS MOHOIHEPreTUYe-
CKOTO ITy4Ka U CIEKTPa 3apsKeHHBIX YacTUL (TPOTO-
HOB WJIY 3JIEKTPOHOB) Ha opouTe:

Aa, (E,) = AasJ.(d(p/dE)a’E, )

0

rae E, — aHeprusi YacTUll Mpy Ha3eMHBIX UCTIBITAHUSIX,
UHTErpai ot d@/dE — crnekTp 3TUX 4YacTULl Ha OpoUTe.

B pesynbrare mpeobpa3oBaHMit C UCIIOIB30BaHME
creneHHoi 3aBUcUMOCTU Aa, = f(®) 1oay4yeHO BbI-

K
7

o 1 2 3 4 5 6 7 8 9 10
D, x10'° cm2

Puc. 7. 3aBucumocth kKo3ddULIMEHTa ANAUTUBHOCTHU
Aa;wm Aa;)TZl npu ooirydeHnu nopouka mBaSO,4/nSiO,
OTJIEJIbHO TPOTOHAMM M TIPOTOHAMMU ITOCJIe TpeaBapu-
tenbHoro aeiictBust KCH ot ¢payeHca npoTtoHoB. Touka-
MU 0003HAYEHBI SKCIIEPUMEHTAIbHbIE TaHHbIE, TUHUEH —
pe3yJbTar pacuera.
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PaxXCHUEC OJId OInpeacacHrA SKBUBAJICHTHOI'O ITOTOKaA
qacCTHUIL

=)

0u(Ee) = | [(E" dg/aE)dE | B, (3)

0

TOE @y, — 9KBUBAJIIEHTHBIN NOTOK, TP KOTOPOM Aag
MpY OOJIYYEHUN ITOKPHITUS MOHOSHEPTeTHISCKUM
ITyYKOM YacCTHIT paBHO Aag IIpH OOTydeHNH YaCTUIIAMH
¢ nuddepeHInaNbHBIM cIEKTPOM d@/dE. TlogpiHTe-
rpajiibHass PyHKOUSA B (3) XxapaKTepu3yeT BKJIaH 4a-
CTUIl Pa3TUYHBIX DHEPTUM B 0OIIee MOBpEKICHHE
TTOKPBITHS, OTpakarolleecs Ha 3HaAUYeHUN Ad,.

HAns onpenefieHUs] 3HAYEHUS (., HEOOXOIUMBI
pe3yabTaThl JOMOJHUTEIbHBIX SKCIEPUMEHTAIbLHBIX
KCC/IeIOBAaHUI 3aBUCMMOCTH 3HaUeHU i Aa, OT 3Hep-
TMY YacTUIl B OMAaIla30He M3 CIIEKTpa Ha opoOwuTe.
OLIEHKY @,,, OCYLIECTBISUIM C UCITOJIb30BAHUEM pa-
Hee MOJIyYEHHBIX 3HadyeHUil i pasnuyHbix TPIT
Ha reocTafoHapHoi opoure [31]. g sHeprun nmpo-
TOHOB 5 K3B 3HaueHue @, [UIs1 JaHHOTO IUIMEHTA
mBaS0O,/nSiO, nputsm paBHbiM 2 X 10° cM~2 - ¢,
Torga g @ = 8§ x 10! cMm~2 nosyyaeM BpeMs 00JTy-
yeHUs Ha 3Toii opouTte 1.27 roma. DTO 03HAYACT, UTO
MOJIyYEHHbIE B HA3€MHBIX UCTIBITAHUSIX 3HaUeHUS Aa,
OT OTHEJIBbHOTO AEUCTBUS MPOTOHOB OYIYT OTINYATh-
Csl OT 3HAYCHMI, ITOJIydeHHBIX Ha Te0CTallMOHAPHOMI
opOuTe IpY UX IMOCIeA0BaTEeIbHOM ASMCTBUU MOCTIE
neiictust KCHU B teuenue 1.27 roga. [1pu 6onbiieM
BpeMEHM NpeObIBaHMS Ha 3TOil OpOMTE M3MEHEHUS
KO3 bUIMEeHTa NOMIOMEHUS OYIyT ONMHAKOBHI.

BroirmorHeHHBIE pacyeThl HE HampaBJIeHbI Ha I10-
JIydeHUe TOYHBIX 3HaueHU Kod(dduiIreHTa amin-
TUBHOCTH B 3THUX JIBYX CJTydasix IIOCIEI0BATEILHOTO U
pa3aeabHOro 00Jy4eHUsT, MOAU(PUIIMPOBAHHOIO Ha-
Houactuliamu nurmeHta mBaSO,. B atom npumepe
BpeMst obnyuennst KCH coctaBuito Bcero 6 4 ¢ UH-
TEHCUBHOCTBIO 3 3. C. 0., UTO SKBUBaJICHTHO 18 4 00-
JIyuyeHHs Ha opoute. Ho maske rpu TakoM CTOJIb Ma-
JIOM BpeMEHMU IIPeaBapUTEIHLHOIO OOIyYeHMs 3HaUe-
HUE Aag, TIpU ToceaytoleM o0yYeHU MpOTOHAMU
OoJiee 4eM B 5 pa3 MpeBHIIIAeT €r0 BEJIMYMHY IIPU OT-
JIeTbHOM OOJIydeHuM IipotoHamMu. M TOonBpKO uepes
1.27 roma neiicTBUS BCETO CIIEKTPa MPOTOHOB Ha I'e0-
CTallMOHAPHOM OpOMTE 3TU 3HAYCHUSI CPAaBHUBAIOT-
cs1. ITockonbKy MakcuUMalbHOE BpeMsl OOJydeHUs
npu HazeMHbIX ucnbiTaHusgx TPII, kak mpaBuiio, He
npesbimaeT 10—15 cyt, To HeagIUTUBHOCTH OyIeT
MIPOSIBISATHCS B ITOJIHOM Mepe. U a1 ToyHOoro omnpe-
JIeneHus aerpamanny ontudeckux cBoricts TPIT Ha
opbute, Kak IpU OTACIbHOM ACHCTBUU IIPOTOHOB,
TaK ¥ IpU OMHOBPEMEHHOM UX AEUCTBUU C IPYTUMU
BUIAMU M3JTydeHUIT, HEOOXOAMMO YYUTHIBATh HaJIM-
Yue TTOCIeI0BaTeIbHOTO IeICTBUS 3TUX BUIOB U3JTYy-
YEeHU.

3AKJIIOYEHHME

BeImomHeHHBIE MCCTIeTOBaHUS COCTaBa M ONITUYE-
ckux cBoiicTB nurMeHra BaSO, nocie monuduka-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

1M1 HaHovyactuuamu SiO, 1 00y4eHrsI MPOTOHAMU
¢ sHeprueil 5 k3B oToenpHO U mocie AeHCTBUS U3ITY-
YeHUEM, UMUTHUPYIOIIUM 3JIEKTPOMATHUTHOE U3ITy-
yeHue CoJIHLIA, TIO3BOJISTIOT CHIEJIaTh CJIEIYIOIIE BbI-
BOJIbI.

®a3zoBbiii coctaB nurMeHta BaSO, nocne monu-
dukarm HaHogactuamu SiO, B KomdecTBe 5 Mac. %
He n3MeHsietcss. B MK -criekTpax mmorsoieHust Moau-
¢uimpoBaHHOro U obayyeHHoro nurMeHta mBaSO,/
nSiO, momMumo mnoJioc, cBoiicTBeHHbIX BaSO,, mosiB-
JISIIOTCSI  AOTIOJIHUTEJIbHBIE TIOJIOCHI, XapaKTepHbIE
JIJIsl IMOKCUAA KPEMHUS: COOTBETCTBYIONINE KoJieba-
Husim Si—O-Si, Si—Si u nedexram SiO,, a Takxke
YBEJIMYMBAETCS UHTEHCUBHOCTb ITOJIOC, COOTBETCTBYIO-
masgs OH-rpynmam. KoadduiimeHT orpaxkeHus 10-
cine oonyyenuss KCHM u mpoToHaMu MCXOZHOTO U
MOAU(PUINPOBAHHLIX ITOPOIIKOB YMEHBIIAETCS B
Y®- u Bunmmoi obaactsx criekrpa. MakcuMaabHOE
ero uaMmenenue gocturaet 70%. B 6mmkHeit MK-06-
jgacty (A > 1000 HM) M3MeHEHNS HE3HAYNUTEILHBIE,
He npeBblaioT 3%. MHTerpaibHblii KO3 ULIMEHT
MOTJIOIIEHUST COTHEUHOTO U3ITyIeHUSI MOTUMPUILINPO-
BaHHOrO murmeHta mBaSO,/nSiO, no obmyyeHus
cocrtaBiseT 0.048, 4To B HECKOJILKO pa3 MEHbIIIE, YEM
Yy IIUPOKO MUCTOIb3yeMOT0 BO BCEX CTpaHaX IMMUTMEH-
ta ZnO. O6ayyeHre MOAUGDUILIMPOBAHHOTO TTMTMEH -
ta mBaSO,/nSi0O, diayeHCOM MPOTOHOB C dHEpruei
5 k3B 1rocte neiicTBrs KBAHTOB COJTHEYHOTO CIIEKTpa
B TeueHMe 6 4 ¢ MHTEHCUBHOCTBIO, B 3 pa3a MmpeBbI-
LIAIONIEH COJTHEUHYIO, IIPUBOIUT K U3MEHEHUIO KO-
s dunmenTa nornomeHus a, Ha 0.052, a oTaeNbHOE
o0nydyeHue nporoHaMu — Ha BesimuuHy 0.037. Koag-
GULMEHT aIINTUBHOCTH, PACCUMTAHHBIN 10 pe3yJIbTa-
TaM MOCJIeA0BATEILHOTO U Pa3AeIbHOIO O0JIydeHUs,
nopouika mBaSO,/nSiO, npu yBennueHuu ¢iyeHca
MPOTOHOB yMeHbIIaeTcs ot 7.5 mo 1.052 pas. Paccun-
TaHHOE C UCITOJIb30BaHUEM METOJIUKU 3aMEHBI CITeK-
Tpa IPOTOHOB MOHOZHEPTreTHYECKUMU ITyYKaMU MPU
Ha3eMHbBIX UCITBITAHUSIX BpeMsI TIpeObIBaHUSI TOPOILLI-
ka mBaSO,/nSiO, Ha reocrallMoHapHOU opouTe, B
TeUeHHEe KOTOPOTro OyIeT COXpaHSIThCS HeaaauTUB-
HOCTb Pa3ieibHOTO U MOCIeI0BaTeILHOTO NeMCTBUS
npotoHoB 1 KCH Ha nurment mast TPIT mBaSO,/
nSiO, cocrasiser 1.27 ropa.
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Changes in the Optical Properties under Sequential and Separate Irradiation with Solar
Spectrum and Protons of a BaSO, Powder Modified with SiO, Nanoparticles
M. M. Mikhailov" *, A. N. Lapin', S. A. Yuryev’ **
!"Tomsk State University of Control Systems and Radioelectronics, Tomsk, 634000 Russia

*e-mail: Membrana2010@mail.ru

**e-mail: yusalek @gmail.com

A comparative analysis of changes in the diffuse reflectance spectra p; and the integral absorption coefficient
in the region of 0.2—2.2 um after separate and sequential irradiation with 5 keV protons and solar radiation
quanta of a barium sulfate powder modified with silicon dioxide nanoparticles mBaSO,/nSiO, was performed
with registration of the spectra after each period of irradiation in vacuum in the area of irradiation (in situ).
The integrated solar radiation absorption coefficient of the modified mBaSO,/nSiO, pigment before irradiation is
0.048, which is several times lower than that of the ZnO pigment widely used in all countries. It has been found that
the additivity coefficient calculated from the results of sequential and separate irradiation of the mBaSO,/nSiO,
powder decreases from 7.5 to 1.052 times with an increase in the fluence of protons with an energy of 5 keV. An
assessment of the changes in the additivity coefficient under the influence of the spectrum of charged particles in
the geostationary orbit (as one of the most used and with harsh radiation conditions) showed that the non-additiv-
ity of the separate and sequential action of protons and solar radiation quanta on the pigment for thermal control
coatings mBaSQO,/nSiO, at such irradiation parameters will be kept for 1.27 years.

Keywords: barium sulfate, nanoparticles, optical properties, irradiation, solar radiation quanta, protons, additivity.
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N3MepeHs! ynenabHOe CONPOTUBIEHUE P, MATHUTOCONPOTUBIEHUE AP, /Po(P) 1 KoadhduuneHT Xomna Ry
B obpasue (Cd;_,Zn,)3;As, ¢ x = 0.31 npu Bo3aeiicTBUM BCECTOPOHHETO JABJICHUS U IIPU PA3TUYHBIX TEM-
neparypax B uHtepBajiie 80—400 K. JlanHble 06pa3ibl ObLIM MOJIYYEHBI MOIUMDUIIMPOBAHHBIM METOJIOM
bpumxmena. CoctaB 06pa3lioB U UX OAHOPOJHOCTh KOHTPOJIUPOBAIU C TIOMOIIbIO PEHTTeHODA30BOTO
aHajM3a U SHEProAMCIIEpCUOHHON PEHTIeHOBCKOI CIIEKTPOCKONUU. Pe3ybraTsl mokas3ajiu, 4To pacripe-
JieJIeHUe 2JIEMEHTOB B 00pasiie paBHOMepHoe. OOHApyKeHO, YTO YAEJIbHOE COMPOTUBIIEHUE C POCTOM TEM-
repaTtypsl pacteT, usMeHeHue p(7) npoucxoauT, kak B MeTaiax. Koadduunent Xomia Ry B noje ¢ po-
CTOM TeMIIepaTypbl HE3HAYMTEIbHO YMEHBIIIAETCSI M COXPAHSIET BO BCEM MCCIIEOBAaHHOM MHTEPBAJIe OTPU-
HaTebHbIN 3HaK. C poCTOM HaBJIeHUsI OOHAPYKeHbl aHOMAJIMKU HA 6apUYECKUX 3aBUCUMOCTSIX YIEIbHOTO
aneKTpoconpoTusieHus P(P), MarHutoconpoTusieHus Ap, /py(P) n xkoadpduunenrta Xomna Ry(P).
YBeJqnyeHUe BCECTOPOHHETO AaBJICHUSI IPUBOIUT K YMEHBILIECHUIO MOJOXUTEIBHOTO MATHUTOCONPOTUB-
neHusd. B obnactu pazoBoro nmepexona oTpuiiaTeIbHOE MarHUTOCOIIPOTUBJICHNE TIpU HaBieHuNn P(2.5—
3.0) I'T1a B moJte 5 kO mocturaet 3HayeHus 1.7.

KitoueBblie ciioBa: BBICOKME NABJIEHUSI, OTPULIATEIbHOE MarHUTOCOIPOTUBIIEHUE, KO3CI)(1)I/IHI/ICHT Xomnna,

JI. A. Caiinynaea® *, B. C. 3axBaimuckmii’, A. I'. Aimoekos?, 3. I1I. Ilupmaromenos,

VIEITbHOE BJEKTPOCONPOTUBIICHHE.

DOI: 10.31857/51028096023100187, EDN: NPPISG

BBEAEHUWE

Lenbio HacTosel pabOTHI SIBISIOCH UCCIEA0BA-
HY€ BO3JIEMCTBUS BHEIIHUX (DAKTOPOB — TEMIMepaTy-
pBI, AaBJIEHUS U MOJISI — HA MAarHUTOTPAHCIOPTHHIE
cBolictBa (Cd 49Zny 3;)3AS,. IlpencrapieHbl pe3yib-
TaTbl WCCJIEAOBAHUS YIEIbHOIO 3JEKTPOCONPOTUB-
JieHus p, koadduuuenra Xoswia Ry U MarHUTOCO-
npotusieHud Ap,.,/po(P) Bobpasue (Cdj ¢Zng 3;)3AS,
B IIIMPOKOM MHTEpBaJie NaBJIeHUI U TeMnepaTyphl, B
KOTOPBIX NP M3MEHEHUM COCTaBa X HaOJIomaeTcs
nepexof U3 (a3pl IUPAKOBCKOTO MOJyMeTallla C UH-
BEPCHOM CTPYKTYpPOIi 30H B TPUBUAJIbHOE COCTOSTHUE
C TIPSIMBIM DHEPIeTUYECKHUM CIIEKTPOM.

Kpucramnbsr Cds;As, 1 TBepAble pacTBOPbI Ha MX
OCHOBE SIBJISIIOTCSI TPEXMEPHBIMU JUPAKOBCKUMU
nojayMmetaiamu [1—3] — npeacraBuTensiMu MaTepu-
QJIOB C HETPUBHUAJILHOM TOMOJIOTMEN 3JIEKTPOHHOM
30HHOI CTPYKTYpPhI, Y KOTOPBIX 3aKOH AUCIEPCUU
KBa3U4aCTULI SIBJISIETCS IMHEMHBIM 110 BCEM HallpaB-
JICHUSIM UMITYJIbCHOTO IPOCTPaHCTBa (K, K, k,), 4TO
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OBLIIO MOATBEPXKICHO 3KCIEPUMEHTAIBLHO C TOMO-
IBI0 (POTOINEKTPOHHON cIieKTpockonuu [4, 5] mn
CKaHUPYIOIIeil TYHHETbHO MUKPOCKOIINH [6].

HeoO6b1uHas 3oHHas cTpykrypa Cd;As, Mo3BoJIsSIET
MPOSIBUTBCSI UHTEPECHBIM (DU3NUYECKHUM CBOKMCTBAM,
HalpuMep, XUpaJibHONW aHOMaJIMU B MAarHUTOTPAHC-
noprte [7, 8] 1 yIbTpaBbICOKOI ITIOABMKHOCTH HOCH -
tesieit 3apsiaa [9, 10]. TpaHcnopT 3apsina yepe3 Io-
BEPXHOCTHOE COCTOSIHME ObUT KOCBEHHO BBIICJIEH TIpU
U3Y4YEHUU KBAHTOBBIX ocliJIsuii B Cd;As, [11].

Hapymenue cummerpun B Kpuctauiax Cd;As,
IMO3BOJISIET HOTEHIINAIBHO IIOIyYUTh U3 a3kl Aupa-
KOBCKOTO IIOJIYMETa/lIa TOIIOJIOTMYECKUI U30JISITOP
[12], BeitneBckuit mosymetat [13, 14] Tomonoruye-
CKUii cBepXnpoBogHUK [15, 16]. M3BecTHBI ABa cno-
coba caenatbh Cd;As, CBEpXIIPOBOJHUKOM: C TTOMO-
IIIbIO JISTUPOBAHMS [ 2] MJIY C IOMOIIBIO ITPMJIOXKEHUS
BHelmHero aasjeHus [17]. UccnengoBaHuss 00beMHBIX
KPHUCTAJJIOB ITOKA3aJId HAIMYME CBEPXIIPOBOISIICH
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Puc. 1. Ilnarpamma coctostHust cucteMbl Zn3As,—Cd;As,
B 3aBUCHMMOCTHM OT TeMIIepaTyphl 110 JaHHBIM [1].

das3er npu gasiaenuu 8.5 I'lla ¢ kpuTmyeckoii TemMrre-
parypoit T, =2 K [17].

Cd;As, 1 Zn;As, IpU pa3HbIX TeMIepaTypax u 06-
pa3yloT CepUI0 KPUCTAIJIOB CO CTPYKTYPOIi, KOTOPYIO
MOXHO paccMaTpuBaTh KaK BapuallMio aHTUDII00-
PUTOBOI CTPYKTYPBI C Pa3IWYHbIMU HCKaXKEHUSIMU
[18, 19]. Zn;As, — 9TO NOJIYNIPOBOJHUK C HU3KOM MO-
JBUKHOCTBIO HOCUTEJIEW U TIPSAMOI IIMPUHOM 3arpe-
1eHHO# 30HBbI, paBHOU 1.0 3B [10], monBUKHOCTH
IBIPOK 1151 ZnsAs, coctasiser Beero 10 cm? - B! - ¢!
MpU KOMHaTHOI TemriepaTtype. [llupuHa 3anpeliieH-
Hoit 30HbI Cd;As, oTpuliatesabHa U coctaisieT ot —0.3
1o —0.7 2B [20]. TToaBrXHOCTB 271eKTpOHOB B Cd;As,

nocturaer 1.5 x 10* cm? - B~!' - ¢! npu xomHaTHOI1
temneparype [9]. Cd;As, OTHOCUTCH K n-TUTTY 1U3-3a
BAKaHCUI B cucteMe As, a Zn;As, K p-TUILY, IIOTOMY
YTO IOMOJHUTEbHbIE BAKAHCUU B CUCTeMe Zn Cly-
KaT aklenTopamMu 3JieKTpoHoB. Ob6a TuIla HOCUTE-
JIeH MPOMCXOMIST U3 BaKaHCUI B KpUcTasjiorpaduye-
CKHUX MO3ULIUSX, B COEAUHEHUSIX CMEIIaHHOTO CO-
craBa (Cd,_,Zn,);As, MIPOUCXOIUT MEPEXON OT n- K
P-TUITY IPOBOJMMOCTH, a IIIUPUHA 3allPEIeHHOM 30-
Hbl JIUHEIHO YBEJIMYMBAETCS C POCTOM KOHILIEHTpa-
nouu Zn [21].

Ha puc. 1 npuBeneHa auarpamMma COCTOSIHUS
Zn;As,—Cd;As, B 3aBUCUMOCTU OT TeMIIEpaTyphl C
HEeTNpePbIBHBIMU PSIIaMU KUIKUX, a TaKxXe O''- U
B-tBepabix pactBopos (Cd,_,Zn,);As, [22]. Hapsimy
Cc O'-TBepAbIMM pacTBOpaMU B cuUCTeMe Zn;As,—
Cd;As, Huxe 740 K cyliecTByeT mimMpokasi o01acTb
(0.17 < x < 0.55) o™-tBepabIx pacTBopoB. Ha nua-
rpaMMe COCTOSTHUST CUCTeMbI Zn;As,—Cd;As, o <> f —
MpeBpallleHUe TPU NOCTOSTHHOM 71 KaXI0To CoCTa-
Ba Temnepatype (myHKTupHas jguHus [20], puc. 1a)
ornpeaessieT HU3KOTEMIIepaTypHYIO TpaHUILy IBYX-
dasnoii (0" + B)-o6mactu). ABTOpHI [23] yKa3bIBalOT
Ha CyIlIECTBOBaHUE O.-TBEpIbIX pacTBopoB. [Ipose-
JIIEeHHbIC aBTOpaMU [24] ucciienoBaHUsI OKAa3aJIu, YTO
BOJMIM3U coeauHeHUit Zn;As, u Cd;As, CyllIeCTBYIOT
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Puc. 2. ®azosas quarpamma (Cd;_,Zn,);As, B 3aBUCH-
MOCTH OT cocTaBa x. CBepXy CXeMaTUYHO MMOKa3aHa 30H-
Hasl CTPYKTYpa, KOTopasi WITIOCTPUpPYeT (ha3oBbIe mepe-
xonpl u3 f4,/acd B PA,/nmc, 3aTeM obpatHo B [4,/acd,
BEPTUKAIbHBIMU JIMHUSIMHU TTIOKa3aHbI TIPYMEpPHbIe 00J1a-
cTu mepexonoB. LIBeT ¢oHa mokKasbiBaeT MOCTEIICHHOE
U3MEHEeHHUeE yaeIbHOro conpotunieHus npu 2 K no mepe
yBenudeHust x. RRR = p(7T =300 K)/ p(T=2K) [21].

y3kue obnactu (Ax ~ 2 moa. % nipu T= 298 K) cye-
CTBOBaHUSI O'-TBEPAbIX PACTBOPOB U ABYX(pasHbIe
(o' + o")-o6nactu. CyuiecTBOBaHUE O,-TBEPAbIX
pPacTBOPOB He ycTaHOBJIeHO (puc. 10). I1Tpu ucciaeno-
BaHUM cucTteMbl Zn;As,—Cd;As, NOATBEPXKIAEHO MPeE-
MOJIOXEHNE aBTOPOB [23] 0 BO3MOXHOCTU CyIle-
cTBOBaHUA (ha3bl O'-Zn;As,, KOTOpass MOXET OBITh
CcTabMJIM3UpPOBaHa MpPU 3aMellleHn: 2 MOJI. % LIMHKA
KaaMHEM WA IPYTUMH IPUMECSIMU.

Ha puc. 2 npuBeneHa ¢dasoBas muarpamMma
(Cd,_,Zn,);As,. ITo Mepe yBeInueHUs KOHIIEHTpa-
LUK Zn TIPOUCXOAUT (Da3oBbIii ITepexon OT AUPaKOB-
CKOTO IIOJyMeTa/ula K HOJYIIPOBOIHMKY. 3O0HHAas
CTPYKTYpa B BEpXHEM 4acTU puUC. 2 WUIIOCTPUPYET
aToT nepexon [21]. BepTukanbHbIMU NPEPHIBUCTHIMU
JIMHUSIMM OTMEYEH ITepexo KPUCTAUIMIECKOM CTPYK-
Typbl 06pa3uoB ot 14,/acd no P4,/nmc u obpaTHO K
14,/acd. Tlepexon oT IUPAKOBCKOTO TMOJyMeTalia K
MOJYIPOBOIHUKY IIPOMCXOOUT IIPU KOHIEHTPALUU
nmHKa okoJio x = 0.4 [21]. 1o pe3ynbraTaM Mcciieno-
BaHUS GoToINEeKTpUUecKoro addexra [25] aToT 11e-
pexon mpoucxoauT Tpu x B nuanazoHe 0.045—0.25.
B [25] mccienoBaHsT MarHUTOCONPOTUBJICHUS TTO-
KazaJjiMi, 4TO Iepexoa OT IMPaKOBCKOIO MojiyMeTaslia
K TTOJIyTTIPOBOAHUKY MPOUCXOAUT Ipu x = 0.38.

ITepsoie uccnenoBanust (Cd,_,Zn,);As, B yCJIOBU-
X TugpocTtarudeckoro mapiaeHus go 1.2 I'lla mpu
KOMHATHOM TeMIlepaType MpoBeaeHbI B padbote [26].
PesynbTaThl ITOKa3ajm, 4TO POCT YIAEIBHOTO COIIPO-
TUBJICHUS ¢ AaBjeHueM mjis oopasuoB 0 < x < 0.9
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00YCJIOBIIEH TOJIBKO YMEHBIICHUEM MOIBUXHOCTHU
2JIEKTPOHOB, KO3 dULMEHT XoJjjIa MPaKTUIEeCKN Mo~
CTOSTHEH JIJIsI 3TUX 00pa3uoB. st o6pasuoB 1.05<x <
< 1.35 pocT yIelIbHOTO COIIPOTUBIIEHUS C JaBJICHUEM
0OyCJIOBJIEH, TTOMUMO YMEHBIIEHUS ITOIBUKHOCTHU
BJIEKTPOHOB, YMEHBIICHNEM KOHICHTPAIlUU 3JIeK-
TPOHOB, TaK KaK KO3 PUIIMEHT X0JJTa YyBEININBAET-
cs ¢ naByieHrueM. O0Opa3slbl X = 1.5 oTHOCSTCS K p-TU-
my, Ho KoadduueHT XoUia Iisi HUX OTpUlIaTeIeH
IIpX KOMHATHO TeMIIepaType, MOCKOJIbKY IOABK-
HOCTb 3JIEKTPOHOB BbIIIIE, YEM IBIPOK. YIEIbHOE CO-
IIPOTUBJICHUE 3TUX 00pa3lioB CHavaia yBeIUYMBACT-
Cs C JaBJICHWEM, a 3aTeM yMEHbIIIAeTCs; KO3 huiim-
eHT XoJlJIa CWJIbHO YMEHBIIIAETCsI C TaBJICHUEM.

OKCNEPUMEHTAIBHBIE PE3YJIbTaThl BIUSHUSA TUII-
POCTAaTUYECKOTO AABJIEHUS Ha JEKTPUYECKHE CBO-
cTBa TBepAbIX pacTBopoB Cd;_,7Zn,As, MHTEpPIIPETHU-
pOBAaHBI Ha OCHOBE MOJENE 30HHBIX CTPYKTYp
Cd;As, 1 Zn;As,, npenioxeHHbIx JIun UyHrom [26].
Pesynbrarsl nccnenoBanus (Cd,_,Zn,);As, 1on gaB-
JIEHUEM SKCNEPUMEHTAIBHO TMOATBEPIWIA WHBEDP-
CHUIO 30HHOM CTPYKTYpBI apceHnna Kkagmus. Omnpene-
JIeHa 2BOJIIOLUST 30HHOW CTPYKTYPBI 3THUX TBEPABIX
pacTBOpPOB COCTaBA.

Hacrosimass padoTa IocBsileHa HCCISI0BaHUIO
YIOEITBHOTO 3JIEKTPUIECKOTO CONTPOTUBIICHUS, KOB(]-
dunmeHTa Xoaa 1 MarHUTOCOIIPOTUBIIEHUS B T1a-
na3oHe 6oJjiee BbeIcOKUX (mo 9 I'Tla) maBieHuit, 4yTo
TTO3BOJIVUTA HaM ITOJIYYUTH HOBBIE PE3yIbTaThI.

NCCIEOOBAHUE VAEJIBHOI'O
BJIEKTPOCOITPOTUBIIEHUA, DOPEKTA
XOJIJTIA, MATHETOCOITPOTHUBJIIEHUA
ITPU BBICOKUX OABJEHHUAX JO 9 I'TTA

st co3maHust BBICOKOTO JaBJIEHUsI UCTIOIb30Ba-
Ha Kamepa tuma “Topoun” [27], co3maioinasi BEICO-
Koe ruapocTtatudeckoe napineHue a0 9 I'Tla. Ha puc. 3
MIPEACTABIIEHO CXeMaTU4YeCKOoe M300paxkeHHe Kame-
Pl U STYeHKY BBICOKOTIO maBieHus. 111 mpoBeaeHUS
WUCCJIEAOBAHUI TPAHCIIOPTHBIX CBOMCTB — YIEIbHOTO
COMpOTUBJIeHUs, KoadhduuueHta Xojaa, MarHuTo-
COIIPOTUBJICHUSI — MCIIOJb30BaH CTaHIAPTHBIN Ye-
THIPEX30HI0BbIIf MeTon. BHellIHee MarHUTHOE IT10JIe
CO31aBaJIv C IIOMOII[bI0O MHOTOBUTKOBOTO COJICHOUIA
¢ HanpsikeHHoCThIo H < 5 kB. B kauecTtBe paboueit
STYCM KM MCITOIb30BaJIM Te(JIOHOBYIO Karcyiy ¢ padbo-
yuM 00beMOM ~80 MM? U BOCBMBIO 3JIEKTPOBOIAMMU.
HenpoBoasiias XUaAKOCTh CMECH 3TaHOJ—METaHO
4 : 1 ucnojabp3oBaHa B KAa4eCTBE JaBJICHUS IIE€peaalo-
et cpenpl. JaBjieHrue BHYTPU KarCyabl KOHTPOJIM-
pOBaJIM MAHTAaHUHOBBIM JaTYMKOM, OTKaJIUOpOBaH-
HBIM 10 (pa30BBIM mepexomaM B BucMmyTe. O0Opa3iibl
OpeacTaBIsuId (hOpMy IIPSIMOYTOJBHBIX Iapajiielie-
nunenoB padmepom 3.0 X 1.0 x 1.0 mm. Tok, npote-
Kalolluii yepe3 ob6pa3el], KOHTPOJUPOBAIU C IIOMO-
mipio nudposoro mynbtTuMeTpa Kethley 2000.
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Puc. 3. CxemaTnueckoe M300paxkeHre KaMephbl U STYCHKU
BBICOKOTO JaBJIEHUS ISl TIOJTyYEHUSI TUAPOCTATUYECKOTO
nasyenust 1o 9 I'Tla: 1 — crasibHble MaTpULbI; 2 — BCTaBKa
u3 TBepaoro cruiaBa BK6; 3 — Harpyska ot rugpasiidye-
ckoro 1pecca ¢ ycusmeM 500 T; 4 — KaTJIeHUTOBasI BCTaB-
Ka; 5 — 2JIeKTPOBBOAbI; 6 — (TOpOIUIACTOBAsI KarcyJa;
7 — MeIHbIE KPBIIIKU; § — MAHTAHUHOBbIM 1aTYMK; 9 — 00-
pazen; /0 — rugpocTaTUdecKasi JKMIKOCTh; /] — KOHTei-
Hep 11 a30Ta; /2 — MHOTOBUTKOBBIN cojieHous [29, 30].

HNamepenus addekra Xomia 1 MarHUTOCOMPO-
TUBJICHUSI MPOU3BOIWIN IIPU ITOCTOSSHHOM TOKE B
ITOCTOSTHHOM MAarHUTHOM I1oJie. [I1s xapakTepucTu-
KM MCCIIENyEeMOIT CUCTEMbI HY>KHO 3HATh: HAMPSIKEH-
HOCTb MarHUTHOTO Mot H; Tok depe3 obOpasern [;
XOJUIOBCKOE HampstkeHue Vy; yaeiabHoe 3JIeKTPOoCco-
MPOTHUBIIEHUE P U NaBiieHue P. IamepeHus npoBoau-
JIN TIPU KaXXIOM U3 MPOTUBOIIOJOXHBIX HaIpaBlie-
Huii Toka (I 1 [7) M NepneHanKyIApHO EMY HaIlpaB-
nennoro nousa (H v H™).

VienbHOE COIPOTHUBJIEHUE OOpasla BBIYMCISIA
0 U3BECTHOM (hopmyJie:

p =V.ab/1l, (1)

rme: V, — uaMepsieMoe HarpsokeHUe; @ — ITprHa 00-
pas3na; b — TonumHa obpasua; I — ToK Ha oOpa3slie;
I, — paccTosiHuEe MexX1y 30HIaMU.

ITocTosiHHOE MarHUTHOE MOJie HATIPSI)KEHHOCTHIO
4 KD TeHepupOBAJOCh KATYIIKON. YMeHBIIeHUE
BKJIaJa nocTopoHHUxX nomnepeyHbix DAC V., B usme-
psiemyio DJIC Xomna OCyLIECTBISNIM yCpeTHEHUEM
pe3yJIbTaTOB U3MEPEHUIA OOIIEero MornepeyHoro Ha-
TPSTKEHUSI IUTST IBYX HATIpaBJIeHMIA ToKa [, v IBYX Ha-
IpaBJieHuii o H.,.

V= (VI*H* ~Vew tVig —Veu )/ 4, ()
e V., . — HanpsbKeHUe MeX/ly XOJUIOBCKMMU 30H-
IaMM TIpA HampaBiIeHUM ToKa /T W HaIlpaBJIeHUU
MarHuTHoro rnoius H™, V,-,+ — NP1 HaNpaBJIeHUH TO-
Ka /- ¥ HanpaBJIeHNW MarHUTHOTO Ttonst H, Vi —

MpU HaIlpaBJIE€HWU TOKa /[~ 1 HaIlpaBJICHUW MarHUT-
Horo moJist H-, V.- IpH I*H™ COOTBETCTBEHHO.
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Puc. 4. HeomHopomHOCTM Ha IIOBEPXHOCTH oOOpasla
(Cdy g9Zny 31)3AS,, UMEIOLIME OTIMYHBINA COCTAB IO AaH-
HBIM 3HEProavCIIEPCUOHHOII PEHTI€HOBCKOI CIEeKTpO-
CKOIUHM (M300pakeHNs COOTBETCTBYIOT ZnL,, AsL,, CdL -
JIMHUSIM).

Ry =V.d/IH, (3)

rne d — ToamuHa obpasiia. BenuuuHy Ry ¢ xopoiiei
TOYHOCTBIO MOXHO CYMTATh KOHCTAHTOM MaTepHaJa.
3HaueHue Ry onpenesnsieTcss KOHLEHTpalueid u no-
JBUXKHOCTBIO DJICKTPOHOB U ABIPOK B BEIIIECTBE.

PE3YJIBTATBI MCCIIEAOBAHHWA
N UX OBCYXIEHUE

[MonyyeHHble HAMU B pe3yJbTaTe UCCIENOBaHUM
napaMeTpsbl uccienosaHHoro oopasua (Cd, ¢oZn 3,)3AS,
TIpY KOMHATHOU TeMIiepaType U aTMochepHOM N1aB-
JICHUU ObUIU CIEAYIOIIUMU: YAETbHOE COMPOTUBIIE-
Hue coctaBwio p = 0.0094 OM - cM; koahdULKMEHT
Xomna Ry = —28.5 cM3/KJ1; KOJIMYECTBO HOCHUTENEH

sapsaga n = 2.18 x 107 ¢cm—3. PesynbraThl dHEpro-
IUCIIEPCUOHHOM PEHTTeHOBCKOM CIIEKTPOCKOMUU
(Cd,_,Zn,);As, (x = 0.31) noka3anu, 4TO pacnpemne-
JIEHUEe 3JIEMEHTOB B OOpasue paBHOMepHoe. [lpu
9TOM OBLIM OOHapy:KeHbI 00JIACTU pa3MepamMu, He
MMPpEBbIIIAIOIITMMHU 1 MKM, B KOTOPBLIX COCTaB OTJIM-
qaJjicsi oT crexuoMmerpudeckoro (puc. 4). IlmorHoCcTh
pAacIoNOXeHUS TaKUX Ae(PEKTOB IMPU CKAHUPOBAHUU
NoBepXHOCTU 06pasLa 6su1a MeHee 10* cM—2. PeHrtre-
HO(MA30BBIM aHaIN3, BBIMMOJHEHHBIM C ITOMOIIBIO
peHtreHoBckoro nudpakromerpa GBC EMMA (u3-
nyuenue Cuk,, A = 1.5401 A) npu KOMHATHOI TeM-
rneparype NoATBepa OMHO(MA30BbII cOCTaB 0Opas3-
na. Kpucramimueckas peierka oopasiia OTHOCUTCS
K IPOCTpaHCTBEHHOI rpymnie P4,/nmc c mapameTpa-
Mua=8.78A,b=12.42A.

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10
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Puc. 5. TemriepatypHast 3aBUCUMOCTb YIETBHOTO COTIPO-
tusnenud p (Cdy goZng 31)3As;.

Ha puc. 5, 6 mpuBeneHbI TeMIIEpaTypHBIC 3aBUCH -
MOCTU YAEJIBHOIO 3JIeKTpoconpoTtusieHus p(7) u
koadbbunnenta Xomna Ry(7) (CdjgZngs);As, B
nuamnazoHe 7' = (80—400) K. KoaddumenTt XoJa ¢
pPOCTOM TeMIIepaTypbl HE3HAUYUTENLHO YMEHbIIIAETCS
M BO BCEM MCCIIeyeMOM MHTepBaJie OTpullaTesieH, a
yIeJbHOE COMPOTUBJIEHUE — BO3pacTaeT. 3aBUCUMOE
OT TeMIIepaTyphl yAEJIbHOE COMPOTUBICHUE AEMOH-
CTpUpYeT HU3MEHEHHE MEeTa/UIMYeCKOro Xxapakrepa
npoBoauMocTu U (Cd g9Zn 3;)3AS, SBISIETCS TMOJY-
TMPOBOAHUKOM C OYE€HBb Y3KOM 3aMpelieHHOM 30HOM.
IMonyyeHHBIE pe3yabTaThl U3MEPEHUI ITO3BOJIMIIU
BBIUMCJIIMTh XOJUJIOBCKYIO TIOJBMXKHOCTh HOCUTeJei
3apsna. Ha puc. 7 mnokazaHa TeMIiepatypHasi 3aBUCH-
MOCTb MNOIBMXKHOCTM HOcUTenel 3apsiaa Uy = RO
(0 — ynmenbHasl 3JeKTpONpoBOAHOCTh). U3 rpaduka
BUIHO, YTO C POCTOM TeMIIepaTypbl HaOJromaeTcs
YMEHBLIEHUE |l Ha NOpsiaoK. B oOnactu HU3KUX

temrepatyp (80—100 K) xomnoBckasi NOABUKHOCTD Ly
1

NIPUHUMAET 3Ha4eHus nopsiaka ~10* cm? - B~ - ¢,

HM3MepeHHbIE OapuyecKue 3aBUCUMOCTU yHeb-
HOTro conpoTusiieHus p(P), koadpduuuenra Xomwia
Ry (P) 1 MarHUTOCONPOTUBICHUS Ap,,/Po(P) obdpasua
(Cdy ¢9Zny 3;)3As, puBeneHbl Ha puc. 8—11. Ynenb-
Hoe anekrpoconpoTtusiieHue P(P) (Cd,gZny 31)3AS,
HEMOHOTOHHO YBEJIMYMBACTCSI C POCTOM JABJICHUS U
npu naBineHus P= 3 I'Tla npuHMMaeT MaKCUMaJIbHOE
B pPacCMOTpPEHHOM Aualia3oHe 3HadeHue (puc. 8).
MakcuMyM yaeabHOTO COTPOTUBJIIEHUSI, BO3MOXHO,
obycnoBieH (ga3zoBbeM TiepexonoM. [1pu yBenmaeHun
napienust P> 6 I'Tla conmpoTuBieHne o6pasiia 0O4eHb
cnabo BospacrtaeT. Koadpduument Xomta Ry(P)
(puc. 9) yMeHblIlIaeTcs ¢ yBEeJUYEHUEM JaBJIeHUS U
npu P = 1.5 I'lla npyHUMaeT MUHUMAJIbHOE 3Ha4Ye-
Hue. B obnactu nasnenuit P = 3.0 I'Tla HaGmonanu
peskuit poct KoadduiimeHta Xowia. B MarHuTHOM
nosie 1 kO npu nasnenuu P = 3 I'Tla koahdumreHT
XoJia JOCTUTAET CBOETO MaKCUMyMa.
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Puc. 8. BapH‘{eCKaﬂ 3aBUCHUMOCTD YACJIBHOI'O COIIPOTUB-
JIEHUA P (Cd0'692n0_31)3A52.

Pe3ynbraThl MccienqoBaHusl 0apUYECKUX 3aBU-
CUMOCTE! TOIEepeYHOro MarHUTOCONPOTUBIEHUS
Ap../Po(P) IpU KOMHATHOI TeMIlepaType MpencTas-
sensl Ha puc. 10 u 11. B (Cd ¢Zny 3,)3AS, ¢ pOocTOM
JaBJIEHUS TTOJIOXXKUTEIbHOE MarHUTOCOIIPOTUBIIEHUE
paCTET, €ro aMIIUTyJa JOCTUTAaeT MaKCUMyMa B MoJie
5 kO npu gaBiaenuu P = 1.5 I'Tla. OgHako ero Benu-
YKMHA MOCTENEHHO MOHMXAETCs C POCTOM JaBJIEHUS.
JampHeimmnii poct P MpUBOIUT K CMEHE 3HaKa Mar-
HutoconpotusyieHus. [lpu napnenuu P = 1.8 I'Tla
MarHUTOCOIPOTHBJIEHNE CTAaHOBUTCS OTpUIIATEb-
HBIM. B 061acTt pazoBoro repexoaa oTpuliaTeIbHOE
MarHuTOCONpOTUBeHUe Tipu aasieHuu P = 2.7 I'Tla
B mojie 5 KD mpUHUMAaeT MaKCHMMaJjlbHOE 3HaUYeHUe
(puc. 10). CienyeTt 3aMeTUTh, YTO B 3TOM ke 00JIacTu

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS
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Puc. 9. bapuueckue 3aBUcCMMOCTH KoadhduiueHTa Xoi-
nma Ry (Cdg g9Zng 31)3AS, TIpY 3HAYEHUN HAIIPSKEHHO-
cti MarHuTHOTO noJist H 1 (1);2 (2); 3 (3); 4 (4); 5kD ().

JaBJICHUSA IIPOUCXOOUT PE3KOEC M3MCHCHHE TEMIIA
dp/dP u na dRy,/dP.

Ha puc. 11 mpeacraBieHbl pe3yIbTaThl U3MEPEHUS
MarHUTOPE3UCTUBHOTO 3¢deKkTa IpU pa3TUdHBIX
NaBJIEHUSIX B 3aBHCUMOCTU OT HaIpPSKEHHOCTHU
BHELIHETO MarHUTHoro mnoiist Ap,./po(H). N3meHe-
HUSI 3aBUCUMOCTU AP,../po(H) HECUMMETPUYHBI B I10-
JIOXKUTEIbHBIX U OTPULIATEIbHBIX MAarHUTHBIX TTOJISIX.
H3BectHO, uTo Cd;AS, SIBJISIETCS MaTepUaIOM, B KO-
TOPOM Takasi CUMMeTpus (“4eTHOCTh”) MarHUTOCO-
MPOTUBJIEHUSI MOXET OBbITh HapyllleHa Mpu omnpee-
JIEHHBIX Crelu(GUIYeCcKUX YCI0BUSIX, U3MEHEHNE KO-
TOPBIX MOXET NPUBOJUTH KaK K JIETKOU aCUMMETPUU,
TaK W K XMPaJTbHOCTA MarHUTOCONPOTUBIEHUS [28].
HoBbie TpaHCHOpPTHbBIE SIBJIEHUSI MOTYT BO3HUKATb
U3-3a HapylIEHUs1 XUPAJTIbHOTO TOKa MEXAY OTAEJb-
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Puc. 10. 3aBUCMMOCTb  MarHUTOCONPOTUBIICHUS
(Cd.g9Zng 31)3AS, OT IaBIEHUS NPU 3HAYEHUU HaIpPs-
XeHHocT! MarHuTHoro nonst H 1 (1); SkO (2).

0.10
0.05 '~ - _ ,

Puc. 11.

3aBUCUMOCTb  MAarHUTOCONPOTUBJIEHUS
(Cdy g9Zny 31)3AS) OT HANPSKEHHOCTY MAarHUTHOTO I10-
Jig nipy 3HadyeHuu pasinenust P 0.4 (1); 1.6 (2); 2.4 (3);
8.2 TTla (4).

HBIMU y3inamu Beiing. OOpalneHne CUMMETPUN
BpeMeHU B Cd;As, MOXET OBITh €ECTECTBEHHO pa3py-
IIaThCs IIOM OCHCTBMEM BHEIIHETO MAarHUTHOTO
MOJIsI, YTO NPUBOAUT K MEPEeXoay OT IOoJyMeTaslia
Hupaka B riorymeTayu1 Beitns.

SAKJIIOYEHHME

HccnenoBaHbl TeMmIieparypHble, bapuueckue 3a-
BucuMoctu (Cd ¢9Zn 3;)3AS,. OOHApYXKEeHO, UTO 3a-
BUCHMOE OT TeMIIEpPaTyphl YIEIbHOE COTIPOTUBICHVE
JEMOHCTPUPYET U3MEHEHNE METALTUYECKOTO XapaK-
Tepa IIPOBOANMOCTH.

UccnenoBaHus yneabHOro COMPOTUBJIEHUS, KO-
a¢dunreHTa Xojula U MarHUTOCONPOTUBIICHUS
(Cd, 6921y 31)3AS, IPU TUAPOCTATAYECKUX TABICHUSIX
10 9 I'lla 1 B MAarHUTHBIX TIOJISIX 10 5 KO IOKa3aIu,

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10

YTO TIPY YBEJIIMICHUU JAaBJICHUS PE3KU POCT yaelb-
HOTO 3JIEKTPOCONPOTUBICHUS U KoadduiimeHTa
Xomna B obnactu gaBieHuss P = (2.5-3.0) I'Tla u
YMEHBIIIeHNE TTOJ0XUTEIILHOTO MarHUTOCOTIPOTHB-
JICHUS.

B oGnactu ¢asoBoro mepexoga OTpULATEIbHOE
MarHUTOCONpPOTUBIeHUS IIpu naBneHuun P = 2.7 I'Tla
B T10JIE C HAIIPSKEHHOCTBIO 5 KD COCTaBIISIET MaKCH -
MaJibHOoe 3HaueHue =—(0.17. B xoge sKcnepuMeHTOB,
JIeICTBUTEILHO, yIaJI0Ch HAOIIONATh PE3KOe YBEIIM-
YyeHNe OTPUIIATECIIbHOTO MArHUTOCOIIPOTUBJICHUS B
00JIaCTSIX NaBJICHUil, IIPEIICCTBYIOIINX CTPYKTYp-
HBIM U3MEHEHMSIM B UCCJIeIyeMOM o0pasiie.

KondumkT mHTEpecoB: ABTOPBI 3asIBJISIIOT, YTO Yy
HUX HeT KOHGIUKTA MHTEPECOB.
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Magnetotransport Studies of (Cd,_,Zn );As, at High Pressures

L. A. Saypulaeva®: *, V. S. Zakhvalinskii’, A. G. Alibekov!, Z. Sh. Pirmagomedov',
M. M. Gadzhialiev', S. F. Marenkin?, A. 1. Ril3, A. V. Kochura*

! Institute of Physics, Russian Academy of Sciences Kh.I. Amirkhanov Dagestan Federal Research Center RAS, Makhachkala,
367015 Russia

?Belgorod State National Research University, Belgorod, 308015 Russia
3Institute of General and Inorganic Chemistry N.S. Kurnakov of the RAS, Moscow, 119991 Russia
4Southwestern State University, Kursk, 305040 Russia

*e-mail: l.saypulaeva@gmail.com

Resistivity p, magnetoresistance Ap,,/po(P) and Hall constant Ry; were measured in (Cd; _ ,Zn );As, sample
with x = 0.31 under the action of all-round pressure and at various temperatures in the range (80—400) K.
These samples were obtained by the modified Bridgman method. The composition of the samples and their
homogeneity were controlled by X-ray phase analysis and energy-dispersive X-ray spectroscopy. The results
of energy dispersive X-ray spectroscopy showed that the distribution of elements in the sample is uniform. It
was found that the resistivity increases with increasing temperature, and the change in p(7) has a metallic
character. The Hall constant Ry in the field decreases slightly with increasing temperature and retains a neg-
ative sign throughout the entire range under study. With increasing pressure, anomalies were observed in the
baric dependences of the electrical resistivity p(P), magnetoresistance Ap,,/py(P) and the Hall coefficient
Ry(P). Increasing the confining pressure leads to suppression of the positive magnetoresistance. In the phase
transition region, the negative magnetoresistance at a pressure P (2.4—2.7) GPa in a field of 5 kOe is the max-

imum value of 1.7.

Keywords: high pressures, negative magnetoresistance, Hall coefficient, electrical resistivity.
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DKCnepuMEHTAJIBHO UCCISI0OBAHO BIMSIHIE UMITYJIbCHOTO MAarHUTHOTO I10JIsI Ha KO3 (DUILIMEeHT 00beMHOM
g bys3un Sn B - Fe B [rama3oHe aMIDIUTY] HAIPsDKEHHOCTH TToJist 79.6—398.0 KA - M~!, B MHTepBaste ya-
crot 1-21 It mpu temnepatype 790 u 830°C. PeHTreHorpapmueckum MeTO0M YCTAHOBJIEHO CYIIECTBEH-
HOE BJIMSTHUE MarHUTHOTO ToJist Ha KoaddunueHt nuddysun Sn B a-Fe npu remmnepatype 790°C. Habto-
JTaeMoe IIOBeIeHME YaCTOTHOM 3aBUCUMOCTY Koa3dduimeHTa 1uddy3rnu HOCUT BEIpaXKeHHBIN “pe30HaHC-
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XapakTep. O6CY7K,Z[aeTCH CTEIICHb BJIUSIHUSA KOHCTAHTbl MarHUTOCTPUKILIUU Ol- Fe B HapaMaFHHTHOﬁ

00J1aCTU Ha JOTIOIHUTEIbHBINA MAaCcCONEPEeHOC MTPU BO3ACHCTBUM MAarHUTHOTO T10J1s. JlaeTcs TeOpeTU4ecKoe
000CHOBaHMe MPEAIIONOXEHUS O CBSI3M “pe30HAaHCHOIO” TMoBeleHus KoadunmenTa nuddy3nuu 1 sBie-
HUS TOPMOXEHUS TUCIoKaLuii atMmochepoii KoTrpeiia B ycI0BUSX BO3ACHCTBUS UMITYJIBCHOTO MarHUT-
Horo mojisg. OTMedeHa 3HaYUTeIbHas POJIb B3aUMOAEUCTBUS YIIPYTUX MOJIE KOMITJIEKCOB Je(PEKTOB C MO~

JIAMUA MarHUTOCTPUKIIMOHHBIX HaHpH)KCHI/Iﬁ o-Fe.
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BBEJEHUWE

DKcIepUMeHTAIbHBIE MCCIEIOBaHMs BO3ACHCTBUS
MarHUTHOTO Mo Ha Iud@y3UOHHBIE IIPOLIECCH B
deppomarsHerukax [1—9] omHO3HAYHO MOKa3aJin Cy-
IIECTBEHHOE BJIMSTHUE BHEIIHUX MAarHUTHBIX ITOJICi
Ha NOABIZKHOCTh aTOMOB B TBEP/IbIX METAJIMYECKUX
pacTBopax. B HemaBHeit cepum padot [10—12] moka-
3aHO, YTO HAJIOXEHHWE HMITYJIbCHOTO MAarHUTHOTIO
IOJIsI 3aMEeTHO M3MeHsSeT KoaduuneHT nnuddy3un
npumecu B Co, Fe u Ni B peppoMarHuTHOI 001aCTH
TeMIieparyp. B yacTHOCTH, HEMOHOTOHHOE ITOBEJIE-
HUE YaCTOTHOI M MOJIEBOI 3aBUCUMOCTU KO3 PU-
nueHta muddysum muddy3nonHeix map Fe—Al n
Fe—Sn no3Boanio BEIABUHYTH PSiI TUIIOTE3, OOBSIC-
HSIOIINX 3TO SIBJIEHME B3aMMOIEHCTBHEM YIPYTUX
HaIpsSCKeHUM ToJieil 1e(EeKTOB KPUCTAIUTMIECKOMN
CTPYKTYPBI U IOJIeii MATHUTOCTPUKIIMOHHBIX HAIIPSI-
XKEHUIl peleTKu MaTpUlIbl, a TaKKe pelaKcalueil
aTOMHBIX Nap 1o MexaHu3My 3uHepa [13]. OmHako no
HACTOSIILIETO MOMEHTA OCTAeTCSl HEBBISICHEHHOI Be-
JIMYMHA BKJIaJa KaxXIoro u3 Haubosiee BEPOSITHBIX
MEXaHN3MOB, OTBETCTBEHHBIX 3a JIOIOJHUTEIbHBIA
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MAacCoMNepeHoOC B YCIIOBUSIX BO3IEHCTBUS BHELIHUX
MarHUTHBIX TI0JIeil, TaKKe HeT OAJHO3HAYHOIO MHe-
HUSL TI0 BOITPOCY BJIMSTHUSI MATHUTHOTO YIIOPSIIOYEHMS
Ha reTeponnddy3rio B TBEpOBIX OMHAPHBIX (heppo-
MarHUTHBIX pacTBOpax. PazbscHeHME 3TUX BOITPOCOB
B IIEPBYIO ouepenb OyIeT CroCOOCTBOBATh MOHUMA-
HUIO TIpUPOIbl MarHUTOINMPy3noHHOTO 3(PdeKTa,
a U3ydyeHHUe BIIMSIHUSI MAarHUTHOTO MoJisT HAa auddy-
3MOHHBIE CBOMCTBA (peppOMArHETUKOB 3a MpeaeaaMu
dbeppoMarHUTHOI 06NACTH TeMIepaTyp ITO3BOJIUT
YTOUHUTH CTETIEHb BO3/IeICTBUS TIpOliecca HaMarHu-
YMBAHUS Ha BEJIMYMHY KoddduureHta auddysuu.
B 5T0i1 CBSI3M TIpEONPUHSATO 3SKCHEPUMEHTAIBHOE
MCC/IeIOBAaHUE BIIMSIHUSI BHEIIHETO WMMITYJIbCHOTO
MarHUTHOTO II0JIsI Ha Ko duumeHT nuddy3un Sn
B 0.- Fe mpu Temmepatype 790 u 830°C.

OKCITEPUMEHTAJIbBHAA YACTDb

Huddy3nonHas napa Fe—Sn BeiOpaHa B COOTBET-
CTBUM C YCJIOBUSIMU NMPUMEHUMOCTHA PEHTIEHOBCKOTO
MeToda u3MepeHus KoadduirmeHTa 00beMHOM Trud-
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DEJOTOB wm np.

PaGouast moBepXHOCTH ¢ TOHKOM IIJICHKOM Sn

I

o

O6pa3sel O6pa3serr
Fe Fe

N

Puc. 1. PacnonoxeHnue o6pasu0B 110 OTHOLUEHMIO K HAIIpaBJICHUIO BEKTOpa MarHUTHOM MHOYKIIWUA I10JI41.

dysumn [14]: pactBopuMocTbio B 0-Fe (~7 aT. %) [15],
U3BeCTHOM MU GHy3NOHHON MOABUKHOCTBIO, 3HAUE-
HU1eM KOHCTaHThl Berapna (6onee 1 A/at. %) [16] u
HanOoJIbIIE pa3HOCTHIO AaTOMHBIX PAJINYCOB. XUMU-
YeCKUI1 COCTaB MOJIUKPUCTAIINIECKOTO XKejle3a Mpr-
omrkeH K APMKO-Fe: C — 0.008, Si — 0.130, Mn —
0.250, S — 0.020, P — 0.010, Cu — 0.160 mac. %,
octambHOoe — Fe. OJI0OBO COOTBETCTBYEeT MapkKe
OBY-000 ¢ conep:xanueM Sn He MeHee 99.9995 mac. %.
C 11eJIbIO YMEHBIIIEHUS pa3MarHu4nBaloiiero ¢gakro-
pa obpa3inl pactBoputelrs (Fe) nroraBiauBanu B BU-
Je HAIUHAPOB AuamMeTpoM 11 u BeicoToit 11 mm. s
MaKCUMAaJILHOTO YMEHBIIIEHUS BKjIa[a 3¢pHOrpaH-
Holt muddy3uu B pe3yIbTaT u3MepeHus Ko3hhumm-
eHTa 1udPy3un o6pa3iibl ITOABEPrajiiCh peKpHUCTaI-
JIN3ALMOHHOMY OTXKUTY B TeUeHUE 2 U PU TeMIlepa-
type 1400°C B Bakyyme 5 X 1073 ITa. Cpennuii pasmep
3epHa d mocjiae oTXura coctaBmi ~350 MKM, 4TO
JTOCTAaTOYHO MPU U3MEPECHUSIX KoadduumreHTa nud-
({y3un D peHTreHOBCKUM MeTonoM: d > 4.3(D)/? (t —
BpeMms) [14]. Tonkue mieHku auddy3zaHTa Sn HaHO-
CHUJIM METOJIOM TEPMUYECKOIO UCITapEeHUs B BaKyy-
Me Ha OIHY M3 TOPIIEBBIX MOBEPXHOCTEM (pabodyio)
ob6pasuoB Fe. Ilepen HaHeceHHMEM TOHKMX IICHOK
pabouyro MOBEPXHOCTh HITU(MOBATN MEXaHUYECKUM
cnocoboM. IMonyyeHHas ToMIIMHA TOHKUX TIJIEHOK
Haxonuiach B nipeaenax 0.04—0.05 mxm. Tepmomar-
HUTHOMY OTXUTY MOABEPTAINCh OMHOBPEMEHHO JIBA
oOpasua, KOTopble MOMeIlald B BaKyYyMHYIO IcYb
IIMII-2 (mpousBonctBo CaMmI'¥Y) oOpalieHHbIMU
JIpyT K APYry HANbIJIEHHLIMU MMOBEPXHOCTSIMHU, pac-
MMOJIOXKEHHBIMU TIePHEeHANKYISIPHO HAMNpaBICHUIO
BEKTOpa MarHUTHOM MHAYKLMHU (pUc. 1). OTKuUr nmpo-
BonMaU B BakyyMe P =5 x 1073 [1a npu Temneparype
790 1 830°C, mmTeabHOCTh 3 4. UMIyJbcHOE Mar-
HUTHOE TOJie co3daBanu aaeKTpoMarHutoM @JI-1
(mpousBoncTtBo MI'Y), 3HaueHUEe aMIIMTYAbI MOJIs
KOHTpOJIMpOoBain MUKpoBedbepmerpom P191.

®dopMy curHajia UMITYJIbCHOTO MAarHUTHOTO TOJIST
MOXHO OITMCATh CJIEAYIOIIUM BhIpaXKEHUEM:

H;sin(2nft), 0<t<t
H(t):{l Qn ) |
0, ,<t<t+t,,

rae H, — aMIUIMTyIa UMITYJIbCHOM TapMOHWYECKOM
COCTaBJISIOIIEH MATHUTHOTO TIOJIST, f — 9acToTa IOJI,

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

t; — ITUTEJIbHOCTb UMITYJIbCA, ¢, — BPEMSI T1ay3bl MEX-
Iy umiyinbcamu, t/t, = 0.5 £ 0.1. KoaddunueHt
Tuddy3nn pacCUYNTHIBAJIM B COOTBETCTBUM C BBIpa-

KEHUEM:
2
v
7

rae ¢ — BpeMs nuddysuonHoro orxura, V, u V, —
aToMHBIe 00beMbI Sn 1 Fe cooTBeTCTBEHHO, /1 — TOJI-
1IIMHA TOHKOM TJIEHKU SN, ¢; — TOBEPXHOCTHAsI KOH-
LIEHTpauus Sn.

OcTaToYHyI0 MOBEPXHOCTHYIO KOHIIEHTPAIIMIO Sn
pacCUMTHIBAJIU II0 CMelleHUo oTpaxeHus 310
(CoK,,-u3nyyeHue) tepaoro pactsopa Sn B o-Fe
OTHOCUTENBHO TTOJIOKeHUS pediiekca ynuctoro o-Fe
B COOTBETCTBMM C MHCTPYKLMEH IO 3KCIUIyaTalliun
PEHTIEHOBCKOM KaMephl IS 9KCIIPECCHOIT CheMKU
MOJIUKPUCTAIIOB:

2
h
<,
G

1

1174

D

_ aycos’ (m—20)
2bg tgd

rae a, = 2.8664 A — mapamerp peurerku o-Fe, Al —
cMmeleHne nudpakunoHHoi auauu, O = 80°57" —
yroi Bynbda—bparra, g = 190 MM — paccTossHUE OT
oOpasiia 10 peHTreHOBCKOM MeHKU. PaccuntaHHble
3HAYE€HUSI OCTATOYHOM MOBEPXHOCTHOM KOHLIEHTpA-
uuu Sn coctasnsim ¢; = 0.44—0.75 at. %, 4TO COOT-
BETCTBOBAJIO HAOJI01aEMOMY CMEIIEHUIO pedIeKCOB
Al = 2.8—4.7 mm. IloydyeHHBIN pe3yabTaT ITO3BOJIHI
U3MEPUTh KO3 bUueHT o0beMHOU nuddy3un Sn
B a-Fe ¢ morpenrHocThio ~15%.

Al,

PE3VJIbTATDI

B kayecTBe XapaKTepUCTUKM CTETICHU BIIUSTHUSI
MarHUTHOTO 110151 Ha KoadduumneHT nuddysun Sn B
o-Fe rcrnonb3oBajiu OTHOCUTENbHBIN KO3(GMULIMEHT
nuddysnu Doy (f, H) = Dy(f, H)/Dy - o, tne Dy(f, H) —
koaddunueHt nuddysuu Sn B o-Fe B uMnyabcHOM
MarHUTHOM TIOJie C aMIUIMTYIOU HampsKeHHOCTHU
noJist H nmpu yactote UMITYJbCOB f, Dy -, — Koaddu-
HueHT auddy3un 0e3 HaJOXEHUS I0JsI COOTBET-
CTBEHHO. B pamkax BBITIOJTHEHHOH cepuur dKCIepu-
MEHTOB HU3MEpeHa 4YacTOTHas 3aBUCUMOCTb D, (f)

Ne 10 2023
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Puc. 2. YacToTHbBIE 3aBUCUMOCTH OTHOCUTEIBHOTO KO3~
duumenrta nuddysun Sn B o- Fe ipu remneparype 790°C
U HATIPSKEHHOCTU MMITYJIbCHOTO MAarHUTHOTO T10JIsT 79.6
(Hun398.0kA-m ! (2).

B uHTepBasie 1—21 T ¢ auckpeTrHocThio 4 T11 1ipu
JIBYX 3HAYEHUSIX aMIUIMTYObl HAIIPSDKEHHOCTH HM-
YJIbCHOT'O MATHUTHOTO 1oJist 79.6 KA - M~! (1.0 kD) u
398.0KA - M~ (5.0 kD) npu Temmeparype 790 u
830°C. I'padmKM 4aCTOTHBIX 3aBUCUMOCTEN OTHOCH -
TenbHOTO Ko duimeHTa nuddy3nn Sn B o-Fe ipn
temreparype 790 u 830°C mpencraBieHBl Ha puc. 2
1 3 coOTBeTCTBEHHO. YacTOTHYIO 3aBUCHUMOCTH KO-
sa¢pdumenTa nuddy3nn Sn B o-Fe mpu Temriepaty-
pe 790°C u HamnpskeHHOCTH TTost 79.6 KA - M~ !, He-
CMOTpPSI HA HEKOTOPOe MOHOTOHHOE BO3pacTaHUe, C
Y4eTOM ITOIPEIITHOCTY U3MEPEHUI cllemyeT paccMar-
pUBaTh KaK ITOCTOSHHYIO BEJIMYMHY BO BCEeM Iualia-
30HE YaCTOT.

B MMnysibCHOM MarHMTHOM I10Ji€ HaNpsKEHHO-
cThio 398.0 KA - M~ cuTyauus U3MEHSIETCS Kapau-
HaJIbHBIM 00pa3oM: 0OJIbIlIasl YacTh 3HAYEHUI OTHO-
cuTeabHOro KoadduumenTa nuddy3uu B 1Ba pa3a u
OoJiee TIpeBBIIIIACT 3HAUEHUS Oe3 IToJIsI, a Ha YacToTe
f= 13 I'u oTHOCUTENBHBIN KO3 DULIMEeHT nnddy3un
mocthraeT ~3.6, 4acTOTHAsI 3aBUCUMOCTD TIpHOOpe-
TaeT BBIpAXKEHHBIN “pe3oHaHCHBIN’ xapakrtep. [1pn
temmeparype 830°C (puc. 3) OTHOCUTEIbHBIN KO3~
¢duumeHT nuddysuu Sn B o.-Fe nsmeHsieTcs: He3Ha-
yuTeabHO Kak ipu H = 79.6 KA - M~!, Tak v ipu H =
= 398.0 KA - M~!, 31eCh 3aC/Iy>KMBAIOT BHUMAHHUS [BE
Touku — 13 m 17 I11, mpu KOTOPBIX OTHOCUTEJIbHBINA
koadduumeHT auddy3umn ~1.6. JaHHBINA pe3ybTaT
MO3BOJISIET MPENNOJI0XNUTh, YTO MPU TeMIlepaTypax,
6mu3kux K 830°C, BAMSHUE UMIYIbCHOTO MATHUT-
HoTO 11071 Ha 1 Py3noHHEBIE TIpo1iecchl B O- Fe emne
3aMETHO, OJHAKO OYEBUIHO, UTO C TMOBBIIIEHUEM
TeMIlepaTypbl MarHuTonudy3noHHEIN 3PP eKT cTa-
HOBUTCS Mcue3alolie Mal.

OBCYXIEHME PE3VIIbTATOB

IMonyyeHHbIe AKCIIEpUMEHTaTIbHbIE JaHHBIE O BJIU-
SSHUW WMITYJIbCHOTO MAarHUTHOTO MOJIsSi Ha TeTepo-
nuddysuro Sn B o- Fe ripu TemMniepatypax Bbllie TOY-
k1 Kiopu BriepBble MO3BOJWIM 3aperMCTPUPOBATh
MarHuTonudGy3noHHBIN 3PGEKT B TBEpIOM pac-

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10

0 2 4 6 8 10 12 14 16
Ji T

18 20

Puc. 3. YacToTHBIE 3aBUCUMOCTU OTHOCUTEJILHOTO KO3 (-
buumnenra nuddysuu Sn B a-Fe npu remnepatype §30°C
M HATIPSDKEHHOCTU UMITYJIbCHOTO MarHMTHOTO 11015t 79.6 (1)
1398.0 kA - M1 (2).

TBOpe O- Fe B mapaMarHuTHOM 001acT. AHOMaJIbHOE
u3MeHeHue KoapduumreHTa nuddy3un B yCIoBUsIX
HaJIOXKEeHWST BHEIITHUX MAarHUTHBIX ITOJIEH MPU TeMIIe-
patypax 770—830°C xopolllo cornacyercst ¢ JaHHbI-
MU O MarHUTOCTPUKIIMOHHBIX HAIIPSDKEHUSIX KpH-
CTAJNIMYECKOM pelleTKH O- Fe 1 criaBoB Ha OCHOBe
xenesa [17, 18]. Panee B moHorpacduu [19] npoBomu-
JI1 OLIEHKY BO3MOXHOCTM peaju3allMd MarHuTo-
CTPUKIIMOHHOIO MexaHn3Ma 1ud@y3un 1 ero BKIaga
B JONOJHUTEIbHBII MacCONEPEHOC B OMHAPHBIX pac-
TBOpax Ha ocHoBe O-Fe. HecMoTpst Ha HU3KOe 3HA-
YeHUEe KOHCTAHThI MATHUTOCTPUKIIMU Ag, = 5 X 1076,
aBTOPHI IIOKA3aJIM, YTO BEIMYUHBI TUPDY3MOHHBIX
IMOTOKOB IpPU HAIPSKEHHOCTU MAarHUTHOIO IIOJIS
79.6 (1.0 kD) 1 398.0 KA - M~! (5.0 kD) MOryT pasiu-
4aThCs B IISITh pa3. JLOMOIHUTEILHO HEOOXOIMMO OT-
METHUTh, UYTO corytacHo [18] maxke B mapamMarHUTHOM
obnactu Temrnepatyp o-Fe T > 850°C koHcTaHTa
MarHUTOCTPUKIIMA MOHOTOHHO BO3PACTaeT C yBEJIM-
YeHWEM HaMpsLKeHHOCTU BHEIIHEro MarHUTHOTO
noJs. BeimenepeuncieHHbIe (DAKTOPHI HOATBEPKIA-
10T BO3MOXHOCTb peaju3allui MarHUTOCTPUKIIMOH -
HOTo MeXaHM3Ma B 00JIaCTH ITapaMarHUTHOI'O COCTO-
ssHus o-Fe, omHako M0 HACTOSIIIETO MOMEHTa He
c(OPMUPOBAIIOCH OTHO3HAYHOTO MHEHMSI, OOBSICHSI-
oIero “pe3oHaHCHBIN” XapaKTep MOBEICHMUS dYa-
CTOTHBIX 3aBUCHUMOCTei KoaddunueHTa nupdy3un
B Fe, Ni m opyrux deppomMarHeTukax mpHu BO3ICii-
CTBUM MarHUTHOTO T0Jisl. B cepum aKkcrepuMeHTa b-
HBIX paboT [1, 20] mo M3yYeHUIO BIUSTHUS UMITYJIbC-
HOr0 MarHUTHOTO MOJisl Ha reTepoauddys3uio Sn B
o-Fe B (peppomarHuTHoii o6nmacTu TemMmepaTryp I1o-
Ka3aHo, YTO C U3MEHEHUEeM TeMIlepaTypbl OCHOBHbBIC
pE€30HAHCHBIE MAKCUMYMbI YaCTOTHOM 3aBUCUMOCTU
Koo dunueHTa 1Mddy3un perucTpupyroTcs: Ha He-
M3MEHHbBIX YaCTOTaX IIPU Pa3IMIHBIX TeMIlepaTypax.
CrenoBaTeabHO, TaKoe IOBeleHue KoddduiimeHTa
Iuddy3un SIBISeTCs CIASACTBUEM NEUCTBUS HE TEp-
MOAKTHUBHUPYEMOTO pEIaKCallMOHHOIO MeXaHM3Ma.
CTOUT OTMETUTh, YTO OCHOBHOI BKJIaJl B MaccoIlepe-
HOC B OMHApHBIX pacTBopax Ha ocHoBe Fe BHocuT Ba-
KAHCHMOHHBII MEXaHU3M, a OH SIBJISIETCSI TEPMOAKTU -
BUPYEMEBEIM IIPOLIECCOM M, COOTBETCTBEHHO, HE MO-
KET OBITh MPUUMHON “pe30HAHCHOTO” TOBEACHUS
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YJaCTOTHBIX 3aBUCUMOCTel KoaddunneHra gnddy-
3uu. Bropoii 1o 3HaYnMOoCTH MeXaHU3M Maccollepe-
HOca — 3TO AuciaokKauuoHHEBI. ITo cBoeit mpupomae
IVCIIOKAINX 00JIagaloT yIPYTUM MOJIeM, MAaTHUTHBI -
MU CBOMCTBaMM, HE IOJHOCTbIO CKOMIIEHCUPOBaH-
HBIM 3apsiioM W HaxOISTCSI B IIOCTOSIHHOM B3aMMO-
JIEeHCTBUM C AepeKTaMu KpUCTAIMIECKOM peIleTKH,
B YaCTHOCTHM C ITpMMeCcHBIMU aTomMaMu [21]. OgHo u3
HamboJiee pacHpOCTPAaHEHHBLIX TaKUX B3aUMOJIEii-
CTBUII — TOpPMOXEHUE HUCIIOKAIIMii arMocdepoit
KorTpenna, cocrosiieit u3 aromMmoB nuddys3aHTa, B
YCJIOBUSIX IIPOBOAMMOrO 3KcrepumeHTta. Ilpu Bo3-
HUKHOBEHMHU BHEIITHEN IBVKYIIEH CHJIbI TMCIOKA-
LIMS1 MOXET OTPhIBAThCs OT 3aKpeIUISIONIeii €€ aTMO-
cepbl IPUMECHBIX aTOMOB 1 CMEIIAThCSl HA HEKOTOPOE
paccrogane [22]. Ilpm TOpMOXEHWN ITUCITOKAIIMS
HEeM30eXKHO COOOIIUT 4YacTh CBOEH KMHETUYECKON
sHepruu atoMaM guddy3aHTa, BEIIOIHSIONINM POJIb
CTONOPOB, yBEJIMYMBAasI TaKUM O0Opa3oM HX II0-
JIBUXHOCTb M, KaK CJEACTBUE, OOIIMII Maccomnepe-
Hoc. B 6o1ee mmpokoM npencraBieHUM B3auMOIeii-
CTBHE TIOJICH TIePUOINIECKIX MAarHUTOCTPUKIIMOHHBIX
HaNpsKeHUH KPUCTAJUIMYECKOM PELIETKM MaTpULIbl
C YIPYTUMMU IIOJISIMU KOMILJIEKCOB Ae(EKTOB CIIOCO0-
CTBYeT BO3HMKHOBEHUIO IOIOJHMUTEIBHON IBMXKY-
e CUJIbl M, KaK CJICACTBHE, “pe30HAHCHOMY  TIO-
BeaeHUO KoadduumeHta auddysun Sn B o-Fe.
Omnupasick Ha MMEIOIIMECST BKCIIEPUMEHTAIbHbIE
JIaHHbIE, MOXHO MpPEACTaBUTh MAarHUTOCTPUKIIMOH -
HYI0O MOJIeJIb Haubojiee BEPOSITHBIM MEXaHU3MOM,
OOBSICHSIIOIINM “pe30HAHCHBIN” XapakTep Ko3hdu-
nueHTa nuddy3unu Sn B o-Fe nipu HajoXeHUU M-
IMyJIbCHOIO MATHUTHOIO IIOJISI, OJHAKO OYEeBMOIHO,
YTO OHA TpedyeT Ooiee IIyOOKOro TEOPETUISCKOTO U
BKCIIEPUMEHTATBHOIO UCCICAOBAHMSI.

BBIBO/IbI

DKCIIEpUMEHTAJIbHO YCTAHOBJIEHO, UTO BHEIIHNE
WMITYJIbCHbIE MAarHUTHBIE I10JISI OKa3bIBAlOT 3HAYM-
TeJIbHOE BIMsIHME Ha retepomuddysuio Sn B o-Fe
B Impu Temriepatype 790°C u HaNpsKeHHOCTH TIOJIST
398.0 kA - M~! (5.0 kD), YTO XOPOLIO COIIACYeTCA
C IUTEepaTyPHBIMU JAaHHBIMM O MarHUTOCTPUKIIUU
o-Fe B mapamarHuTHOI o0Giactu. “Pe3oHaHCHBIN”
XapaKTep YacTOTHOI 3aBUCUMOCTH KO3 PUIINEHTA
muddy3nn Sn B 0- Fe mpu HAJIOXKEHUY UMITYJIBCHOTO
MarHMTHOTO MOJIsT OOYCITOBJIEH MpolleccaMy B3aMO-
JIEMCTBUS YIPYTUX II0JIEMd KOMIUIEKCOB JIe(PEeKTOB U
MarHUTOCTPUKIIMOHHBIX HANpPSDKEHUM KPUCTaJLIM-
yeckol pemreTku Matpuibl (0-Fe). BrickazaHo
MPEAIIoJIOXEeHNE O CyIIeCTBEHHOM BKJIAie B MacCO-
MEPEHOC MeXaHM3Ma MarHUTOCTPUKIIMOHHOTO BIISI-
HUSI MUMOYJIbCHOTO MarHWTHOTO TOJISI Ha TIPOLIECC
B3aMMOJCUMCTBUS OUCIOKALIMI ¢ aTMOc(epoil IIpu-
MecHbIX aToMmoOB. IlojydeHHBIE HaHHBIE O BO3IEii-
CTBUU MarHUTHOTO MoJs Ha AUMdY3UI0 B TBEPABIX
METAJUIMYECKMX pacTBOpax MO3BOJISAT YCOBEpIIEeH-
CTBOBATh ITpPOIIeCChl HaHeCeHUS TU(PPY3MOHHBIX IT0-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

KPBITUI Ha MeTaTMYeCKHe CIUTaBbl Ha ocHoBe Fe,
MpUMEHsIEeMble B aBUAKOCMUYECKOI, aBTOMOOWIIb-
HOI1 OTpaciIsIX M CyTOCTPOSHWH, TIPU pa3paboTKe HO-
BBIX THUIIOB 3JICKTPOHHBIX KOMITOHEHTOB, TTO3BOJISIT
MMPUMEHUTh HOBBIE TEXHOJOTUYECKHE DEIIeHUs |
VIIYYIINTD SKCIUTyaTallMOHHBIE XapaKTePUCTUKU pa-
MHO3JIEKTPOHHBIX TIPUOOPOB B YCIOBUSAX BO3IEH-
CTBUSI MATHUTHOTO TTOJIS.

KondumkT mHTEpecoB: ABTOpBI 3asIBJISIIOT, YTO Yy
HUX HET KOH(MIMKTa UHTEPECOB.
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Effect of a Pulsed Magnetic Field on Heterodiffusion of Sn in a-Fe
in the Paramagnetic Temperature Range

A. A. Fedotov" *, S. V. Voronin® **, |A. V. Pokoev|!

ISamara National Research University, Samara, 443086 Russia
*e-mail: andrew.f.box@mail.ru
**e-mail: voronin.sv@ssau.ru

The effect of a pulsed magnetic field on the bulk diffusion coefficient of Sn in o-Fe was experimentally stud-
ied in the range of magnetic field strengths 79.6—398.0 kA - m~!, in the frequency range 1—21 Hz at tempera-
tures of 790 and 830°C. Using X-ray diffraction analysis, the pulsed magnetic field was found to have a con-
siderable effect on the diffusion coefficient of Sn in a-Fe at 790°C. The observed behavior of the frequency
dependence of the diffusion coefficient had a pronounced “resonance” character. The degree of influence of
the magnetostriction constant of o-Fe in the paramagnetic region on the additional mass transfer under the
influence of a magnetic field is discussed. A theoretical justification is given for the assumption that the “res-
onant” behavior of the diffusion coefficient is related to the phenomenon of dislocation retarding by the Cot-
trell atmosphere under the action of a pulsed magnetic field. The significant role of the interaction of elastic
fields of defect complexes with the fields of magnetostrictive stresses o-Fe is noted.

Keywords: heterodiffusion, crystal lattice defect, dislocations, diffusion coefficient, magnetic field, magnetic
ordering, magnetostriction, magnetodiffusion effect.
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BJIMUSAHUE CTPYKTYPHOM INEPECTPOMKHN TIOBEPXHOCTHOTI'O CJIOA
B MEMBPAHAX AMH-II 1 OIIMH-II HA TPAHCIIOPTHBIE
XAPAKTEPUCTUKH SJIEKTPOHAHOPUJIBTPAIIMOHHOI'O
PASJAEJTEHUA BOAHOT'O PACTBOPA XJIOPNJA AMMOHUNA
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ITpoaHanu3upoBaHbl CIIEKTPHI MOMIOIIEHUs UH(PPaAKPACHOTO U3TYYSHUST CYXUMM U TUAPATUPOBAHHBIMU
meMbOpaHamu mapok AMH-IT, OITMH-II. B criektpax nmosepxHoctHoro cjioss Memopansl AMH-TIT otme-
YeHO CHMKEHME OTHOCHUTENbHON MHTEHCHUBHOCTM YaCTOT, COOTBETCTBYIOIIMX KapOOHWJIBHOM TpyIIie, U
yBeJIMYEHNE MHTEHCUBHOCTH LIIMPOKOI TTOJIOCHI BaJIeHTHBIX Kojiebanuit OH-rpynmn uesnntono3sl. s Mmem-
opansl AMH-I1 u3 anerar-1e/UII0JI03b] IIPU TUApaTalMK YBEJIMYUBaAeTCs duciio ruapoduabHbix OH-
TPYIII, YTO UBMEHSIET €€ MOJIEKYJISIPHYIO CTPYKTYPY Y TPAaHCITOPTHBIE XapaKTepUCTUKU. B ciekTpax rornio-
IIeH1sI MH(pPpaKpacHOIo U3Jy4eHUsI HoBepxXHOCTHOro cyiosi MeMOpanbl OIIMH-II nosiockl, XxapakTepHbie
11st C=0 rpyniibl, U3MEHSIOTCS MPU TUAPATALlMM: MAKCUMYM TOTJIONIEeHNs cMenaeTcs. BsauMmoneiicteust
kapOooHWIbHbIX (C=0) 1 amunHbex rpynin (H—N) dopMupyioT HaIMOJEeKYISIPHYIO CTPYKTYpPY ITOJIMaMM-
noB. U3menenus B MK-cnekrpe BomoHackmeHHoro oopasiia Memopansl OITMH-IT MoxXXHO 0OBSICHUTH
TeM, 4YTo He mpoucxoaut pazpyiueHus: C=0...—...H—N cBsa3eit amuaHoro ¢pparmenra. CiaegoBaTesibHO, Ha-
OyxaHMe MeMOpaHbl YaCTUYHO BJIMSIET HA CTPYKTYPHYIO MEPECTPOIKY ToJIraMuIa Ha HaaIMOJIEKYJISIpPHOM
ypoBHe. [1pu 371eKTpoHaHOMWIBTPAIITMOHHOM pa3feJeHUM BOTHOTO pacTBOPa XJIOPHUIA aMMOHMST MOXXKHO
OTMETUTH JIBa MHTEpPBaja U3MEHEHUS YIeJbHOTO BBIXOAHOTO IMOTOKA MpU (GDUKCUPOBAHHOM TPaHCMEM-
OpaHHOM JIaBJICHYSI U BpeMEHMU MPOBEACHUS IKCIiepuMeHTa. [1epBblit 3Tal MpoTeKaeT MpU MITOTHOCTU TO-
ka ot 12.82 no 15.38 A/M~ 1 CBsI3aH € MPOHULIAHUEM PACTBOPUTEJISI ITPU HEOOJTBIIIOM ra3000pa30BaHNH Ha 3J1eK-
Tponax. Bropoii nepuon Ha6oxaeTcs Mpy IUIOTHOCTY ToKa oT 15.38 1o 25.64 A/M? U cBsizaH ¢ nerpanauueit
MeMOpaHbl 1 MTHTEHCUBHBIM Ta3000pa3oBaHUEM, B OCOOEHHOCTH Xjiopa). OTMEYEeHO, UTO B MEXXMEMOPaHHBIX
KaHaJlax Ha MUTPALIMIO KATHOHOB M aHMOHOB BIIUSIIOT MPOLIECCHI APOCCETMPOBAHMS, TETIOBBIACICHYS, TIPU Pa-
60Te B 3anpeebHOM pexkume (TPU BOSHUKHOBEHUH MepeHocurKoB Toka — H™ 1 OH ™), uto noarsepsxkaaeTcst
TAHHBIMM VICCIIEIOBAHUH 2JIEKTPOXMMUIECKUX ITApaMeTPOB MEMOPaHHOI CUCTEMBI.

KimoueBble cji0Ba: CTpYKTypHasi IepecTpoiika, MOBepXHOCTHBIN CIIOM, 2JIEKTpOHaHOMUILTpallKsl, MeMOpaHa,

pasacI€HUEC, TPAHCIIOPTHBIC XapaKTECPUCTUKUA.

DOI: 10.31857/S1028096023100126, EDN: ODZYDD

BBEAEHWE

OIHUM M3 NEPCIIEKTUBHBIX METOJIOB pa3ieicHUs
pacTBOPOB B HACTOSIIIIEE BpEeMSI SIBJISIETCS DJIEKTPOXU -
MUYECKNI MeMOpaHHBIN METOM ¢ TIPUMEHEHUEM Ha-
HOMIBTPALIMOHHBEIX MeMOpaH. JIJ1s OLIeHKHM TpaHCc-
MMOPTHBIX XapaKTePUCTUK 3JICKTPOPIILTPALIIOHHOIO
Ipoiecca HeoOXOIMMO 3HAaTh CTPYKTYPHBIE U3MEHE-
HUSI TIOBEPXHOCTHOTO (CEJISKTUBHOIO) CJIOSI MEMOpa-
Hbl. OLIEHUTh CTPYKTYPHYIO MEPECTPOMKY MOXHO
COBPEMEHHBIMU METOJAMHU CHEKTPOCKOIIMY U KMHE-
TUKUA. OCTaHOBUMCS TOAPOOHO Ha 3TUX CIOCO0ax
U TIpOBeeM KpaTKUii aHaju3 COBPEMEHHBIX MyOIn-
KalMid.

88

B [1] MeTopamu nH(ppakpacHOii Gypbe-CHEKTPO-
CKOIIMU U CHEKTPOCKOIIMU MPOTOHHOTO SIAEPHOTO
MarHUTHOTO pPEe30HaHCa OLIEHWBAJIU MPUTOTOBJICHUE
XJIOPMETUINPOBAHHO HAHOMDMILTPALIMOHHO MEM-
OpaHbl U3 nonucynbdoHa. PYHKIMOHATbHOCTD P~
TOTOBJIEHHBIX MeMOpaH u3 ToJUCyIbhoHa B Kaye-
CTBe HaHOMWJIbTPA ObLJIa IIPOaHAIM3UPOBaHA ITyTeM
CO3IaHUS SSYEHKU MEePUOANYECKOrO ACHCTBUS C TIe-
peMelIMBaHUEM 1 OLIEHEeHA MO OTHOLLIEHUIO K UCXO/I -
HOMY pacTBODY, ColepxKallleMy pa3IMdHble KOHIIEH-
tpamuu noHoB Cr(I1I). ABTopsI [2] MeTOIOM pacTpoBOit
BJIEKTPOHHOU MuKpockonuu (POM) uccnemoBaniu
MOPQOJIOTHIO TIOBEPXHOCTH KATUOHHOOOMEHHO MeM-
OpaHbI. BeIIBIEHO, UTO TIpU B3aMMOJCHCTBUN aMMU-
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HOKMCJIOTHI (DeHMIalaHNnHA ¢ MOHOOOMEHHOMN MeM-
OpaHoOIi, TPOMCXOIUT €€ YIUIOTHEHUE, YTO TTOATBEP-
xkneHo metogoM MK-criektpockonuu. ABTOpHI [3]
crocoboM KoJrebatenbHol criekrpockonuu (MK-Dy-
pbe) u3ydyaau meMOpaHbl U3 rpadeHa. [TonyuyeHHbIe
MK-cnexTpel mud@dy3HOro orpaxeHus MeMOpaH
IMOKAa3bIBAIOT Ha HeOomblnre nedeKTHBIE OTKIOHEe-
HUS TpadUTOBOM CTPYKTYpHI, TOrna Kak MeMOpaHa,
U3TrOTOBJIEHHAsl U3 OKcuaa rpadeHa, KpoMe caMoro
rpadeHa ComepKUT yriepon aMopGHBII M KMCTIOPOI-
conepxaiie QyHKIIMOHAIbHbIE TPYIIIIHI.

B [4] ctoco6om POM uccieqoBaHbl CTPYKTYPHBIS
XapaKTEePUCTUKU MOBEPXHOCTH CYIb(HOKATUOHHOO00-
MeHHBIX MeMOpaH Mapkn Ralex CM Pes, mmonydeH-
HBIX 3KCIIEpMMEHTaJIbHBIM MyTEM Ha IPOU3BOJICTBE
MEGA (Yexust). YcTaHOBJIEHO, YTO ISl U3TOTOBJIE-
HUS 00Jiee paBHOMEPHOI CTPYKTYPhI IOBEPXHOCTH Y
KaTMOHHOOOMEHHBIX MEMOpaH CJeayeT IOBBICUTH
BpeMsi M CTCIEHb M3MEJIbUYCHUSI MOHOOOMEHHUKA.
CnocoboM PEeHTIeHOBCKOI (POTORIEKTPOHHOM CIIEK-
TPOCKOIIMU aBTOPHI [5] n3ydanm XMMUUYEeCKNI COCTaB
W CTPYKTYPY NOJIMMEPHBIX HAHOIIOKPBITUI, OCaXKIEH-
HBIX HAa MOBEPXHOCTH TPEKOBBIX MeMOpaH. AHanu3
CMEKTPOB MOKAa3aJl pa3indue 3JeKTPOHHOM CTPYKTY-
PbI 1 XUMUYECKOI'O COCTOSIHUSI yIIepoAa B UCXOMHBIX
MOJINMEpPax U OCAXKIACHHBIX IMOKPBITUSIX: B IIOJIMME-
pax yraepon oopasoBbsiBai cBsi3u C—Cu C—H, Boca-
XKIEHHBIX MOKPBLITUSIX — HAXOAWJICSI B COCTaBE KMC-
JlopoacoaepKamux ¢pyHKInoHanbHbIX rpyrnin C—OH
u C—OR.

M3ydyeHa sJIEKTPONPOBOTHOCTh TeTEPOTeHHBIX
MOHOOOMEHHBIX MeMOpaH Mapku MK-40 u MA-41 [6]
B IIPOILIECCE 3JEeKTPOAUATIN3HOIO pa3aeeHUs pac-
TBOpA HUTpATa aMMOHMS IPU BapbUPOBAHUHY ArAaTIa-
30Ha KoHIleHTpauuii. [1o naHHBIM 31eKTPOITPOBOIHO-
CTU MOCYUTAHBI Ko3hdnmeHTs 1ndPy3n MOHOB
AMMOHMUSI U HUTPAT-UOHOB B MOHOOOMEHHBIX MEM-
OpaHax Ipu mnpenebHOM pasdasieHuu. IloydeHsl
JIOJIM MPOBOIMMOCTH TeJIeBOil M MeXrejaeBoil ¢a3
MeMOpaH METOJOM MHUKPOTETepOreHHOM AByxda3z-
HOM MOJEIN CTPOSHUSI MIOHOOOMEHHOIo MaTepuania.
ABTOopamu B [7] mpoBeaeH NTyOOKMT aHAIN3 JTUTepa-
TYPHBIX TAaHHBIX O BOJIBTAMITIEPHBIM XapaKTEPUCTH-
KaM 3JIeKTpOMeMOpaHHBIX cucTeM. Ha ocHoBaHUu
9TOTO BBISIBJIEHO, UYTO 3JIEKTPOAUAIN3 SIBJISIETCS Mep-
CMIEKTUBHBIM METOJOM pa3lielIeHUsI pacTBOPOB ISl
IIPOM3BOICTBA aMMUAYHOI cenuTphl. [lokazaHo, 4TO
MPWIOXEHNE BHEIIHErO ITOCTOSIHHOIO 3JIEKTpUYe-
CKOTO MOoJIsT AjIsT MeMOpaHHOTO pa3lesIeHUsl pacTBO-
pOB, colepXKalllX IEPeHOCIIINe 3apsii KOMIIOHEH-
ThI (HUTpAT-UOHBI M1 MIOHBI aMMOHMSI ), BEI3BIBAET Ha-
MpaBJICHHBIN TEPEeHOC KaTUOHOB U aHMOHOB 4Yepe3
MeMOpaHBbI.

B [8] mpencraBieHbl pe3ysbTaThl UCCASAOBAHMS
pasneneHnus CTOYHBIX BOJ TOPOACKMX KOMMYHallb-

= +
HBIX XO3SIUCTB, copepxainx noHbl NH, u Mukpo3sa-
IpsI3HeHU#T MeTomoM HaHodwiIbTpanmu. [Ipoliecc
pasneneHusT O3BOJIUI TTOJTYIUTh TOTOBBIN K IIPUMeE-
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HCHHUIO ITOTOK II€pmMcara, COZ[Cp)KaI_LII/Iﬁ HN3BJICYCH-

Hbiit NHj. Asropamu [9] u3ydeHO MCHONb30BaHUE
KepaMrUIecKoil HaHOMWILTPAIIMOHHON MeMOpaHbI
JIJIST KOHTPOJISI OPraHUYECKUX U HEOPraHUYEeCKUX 3a-
TPsSI3HEHUIA, a TaKKe yaepsKaHUsT aMMOHUS TIPY OYNCT-
K€ TEXHOJIOTUYECKHNX pacTBOpoB. [lokazaHo mmpuMe-
HeHue koMOuHupoBaHHoro pactsopa NH,HCO; u
Na,SO,, KoTopblii 06ecrneunuBaeT ya0BICTBOPUTEIb-
HYIO CTelleHb 3alep>KWBaHWS HMOHA aMMOHMS Ha
ypoBHe 88.7%, 4TO OOBSICHSETCS MPUCYTCTBUEM B
JIaHHOM pPacTBOpE KAaTUOHOB 00Jiee BBICOKOM BaJIeHT-

2—
HoCTH (SOj ) C TAKUM K€ OTPULIATEIBHBIM 3apsIiOM,
YTO U y CaMOi KepaMU4eCcKOi HaHO(MUIbTPALIMOH-
HOM MeMOpaHbI.

B [10] orMeueHo, uTO O4JblIasi Macca aHUOHO-
OOMEHHBIX MeMOpaH CONEPXUT (hparMeHThl YeT-
BEPTUYHOTO aMMOHUSI. AHAIU3 JIEKTpOoIMain3a ¢
aHMOHOOOMEHHBIX MEMOpaH MMUIA30JIMEBOTO TUIA
nokasaJl JABYKpaTHOE YIy4llleHWe MOTOKa JaKTaT-
aHMOHOB M yJydllleHue NpoHuliaeMoctu Ha 20% 1o
CpaBHEHUIO ¢ MeMOpaHaMM C YeTBEPTUYHBIM aMMO-
HueM. B [11] mpencraBieHa cxemMa 3J1eKTpoauain3a C
MOAUGULIMPOBAHHBIM 3JIEKTPOUMOHHBIM 3aMElIEeHU-

€M, KOTOpasl TMO3BOJISIET U3BJIEKATb MOHbBI NHZ u3
KOHIIEHTPUMPOBAHHOTO MJa Ha OYHMCTHBIX COOpPYXKe-
HHUSIX C HE3HAYUTCIbHBIM OOpacTaHWMeM MeMOpaH.
B momo0HoI1 cxeMe KOHILIEHTpAT Wjia MepeKauyruBaIn
MEXIy KaTHOHHOOOMEHHOII MeMOpaHaM1 BMeECTe C
MOPCKOM Bonoii, o6ecrieunBast Nat B kauecTBe 3aMe-

IIEHUS NHI. ITokazaHa MepCcHeKTUBHOCTh IIPUMEHE-
HUSI CXeMbI JIEKTpoIUain3a ¢ MOAUMUIIMPOBAHHBIM
BJIEKTPOMOHHBIM 3aMellleHueM, KOTOpasl IT03BOJISICT

+
usBiekats He MeHee 70% NH, U3 IU1aMOBOTo KOH-

LHeHTpaTa U cHU3UTh Ha 10—20% Harpysky NHI Ha
OCHOBHbIE MPOLIECCHI HA OUMCTHBIX COOPYXKEHUSIX.

AsTopamu B [12] BBITTOJTHEHBI 3KCIIEpUMEHTATBLHEIC
HWCCIEAOBAHUS TI0 BJIEKTPOXMMHWYECKUM UM TpaHC-
HOPTHBIM TTapaMeTpaM Ha HaHO(PUIbTPALMOHHBIX
MeMm6paHax OIIMH-IT, O®AM-K npu pasneneHuun
pacTBOPOB, COACPKAIIMX HUTPAT aMMOHMUS U CYJIb-
dat Kanmusi, MeTogoM dJIeKTpoduibTpannn. [lokasza-
HO, UTO Ha DBJIEKTPOXUMMYECKUE XapaKTePUCTUKU
OKa3bIBaIOT BIMSIHUE OPOCCEIMPOBAaHUE pacTBOpa B
SIIEKTPOXUMUYECKOM sTueiike u ero pasorpeB. OTMme-
YEeHO, YTO U3MEHEHNE TPaHCMEMOPAHHOTO TaBJICHUS
U HamnpsoKEHUS B 3JIEKTPOMEMOpPAHHBIX CHUCTEMAax
BJIVISIET HA TPAHCIIOPTHbBIE XapaKTePUCTUKM.

B [13] ObLIM TIpOBEAEHBI UCCIETOBAHMUS B IBYXKa-
MEPHOM 3JIEKTPOJIU3EPE MO BJIEKTPOXUMUUYECKOMY
OKUCJIEHWI0O aMMOHMSI B 3aBMCUMOCTU OT COCTaBa
pacTBopa, MIIOTHOCTH TOKA U BpEMEHU MPOBEASHUS
BKCIEPUMEHTA. DJIEKTPOXUMUUECKOE OKHCIEHUE aM-
MOHUS B BJEKTPOJIM3EPE C BONHBIMU PacCTBOpaMu
cyJibhaTa aMMOHUS TIPOTEKATIO CO CKOPOCThIO OKMC-
nenus 14—55 mr/(am?> - 9) Ipy TOCTUKEHUU TIJIOTHO-
cTH ToKa 86.2—172.4 A/M? M UCXOOHBIX KOHLEHTPA-
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Tabomuna 1. Paboune xapakrepuctuku meMOpan tuna AMH-I1, OTTIMH-I1

Tumn memMOpaHbI
Paboune xapakrepucTuku MeMopaH
AMH-II OIIMH-II
PaGouee nasnenue, MIla 1.6
MuHUMAaTHHAS TIPOU3BOANTETHFHOCTH IO (YUTBTPATY 60 100
npu Temrepatype 25°C, nm3/M? - u
Koadduuuenr sanepxanust o 0.2% MgSO,, He MeHee 0.98 0.985
Koaddunument 3agepxanus o 0.15% NaCl, He MeHee 0.6 0.55
Croiikocts K CI, mta—!, He Menee 15 1
MaxkcumanbHas Temneparypa, °C 45
Pa6ouwnit nuamazon pH 3-8 2—12

umax ammonus 10—120 Mr/aM3. YcraHoBieHO, 4TO
MPpU U3MEHEHUU YCIIOBUI POCTa YBETUIMUBAETCS CKO-
POCTb OKHCJIEHUSI aMMOHUS C TIOBBILLIEHUEM HUCXOM-
HbIX KOHLIEHTPAILIMii aMMOHUS U C YBEJIMYEHUEM TO-
ka. [TokazaHo, 4TO HaJIM4YME XJTOPUAOB B KaTOJIUTE B
KoHUeHTpauuu 30 Mr/am® MpakTU4eCcKu He MPUBO-
JIUT K YCKOPEHUIO Mpoliecca OKUCIEHUSI aMMOHUSI.
BrisiBiieHO, UTO BO BCeX cilydasiX Mpyu OKUCIEHUU aM-
moHust pH pactBopenust cHrxaetcst 1o 6.1—2.0, Ha-
OromaeTcsl OKMCJIEHUE aMMOHMSI 10 HUTPaTOB U
MOAKUCIIEHUE BOJAbl OOpa30BaHHBIMU a30THOW U
cepHoli KucjaoramMu. M3 IpuBeneHHBIX PE3yJIbTaTOB
MOXHO cAejaTh BBbIBOA, YTO 3JEKTPOXUMUUYECKUI
METO[l SIBJsIETCS Haubosiee MepCcreKTUBHBIM METO-
JIOM U3BJIeYeHUSI NIOHOB aMMOHUS. C ero moMolibio
MOXKHO noctdb 100% o4ncTKY BOMIEL.

IlpoBeneHHBIN JTUTEPATYPHBIM aHaJIM3 BCECTO-
POHHETO UCCJIeIOBaHUSI CTPYKTYPbI MeMOpaH U Ipo-
LIECCOB BJIEKTPOXUMUYECKOI0 MEMOpPAHHOIO pasie-
JIECHMsI pacTBOPOB, COAEpXalluX HMOHbBI aMMOHMSI,
XJopa, HE BBISIBUJ CUCTEMaTUYECKMX IaHHBIX I10
BJIMSIHUIO OTHEJIbHBEIX KOMIIOHEHTOB (MOHOB) Ha
CTPYKTYPHBIE€ ¥ TPAHCIIOPTHBIE XapaKTEPUCTUKHU I10-
JIOOHBIX cucTteM. IToaTOMY LiejIbI0O HACTOSIIENH pabo-
ThI OBbLIO UCCIIEAOBAHUE BIUSIHUS TpaHCMEeMOpPaHHO-
ro OaBJIEHWS, IJIOTHOCTU TOKa M, KakK CJIEICTBUE,
CTPYKTYPHOU IIEPECTPONKM MOBEPXHOCTHOTO CJIOS
OTEUYECTBEHHBIX HAHOMWILTPALIMOHHBIX MEMOpaH
puga AMH-IT u OIIMH-I1 Ha n3MeHeHUe TpaHC-
MMOPTHBIX XapaKTEPUCTUK 3JICKTPODUILTPALIMIOHHOTO
pasaeneHus BOOHOTO pacTBOpa XJIOpUAa aMMOHMUS.

SKCITEPUMEHTAJIBHAA YACTb

B kauecTBe 00Opas3loB IS UCCIAEIOBAHUS ObLUIU
BbIOpaHbl MeMOpaHbl Tuna AMH-II (rmopucrast mo-
JIMMEpHas MJIeHKAa Ha OCHOBE 3(pUPOB 1LIEJUTION03b]) 1
tina OITMH-IT (mopucras nmoauMepHasi rjieHKa Ha
MoJIMaMUJIHOKM OcCHOBe). IlacmopTHbIe XxapakTepu-
CTUKHM MeMOpaH NMpuBeaeHbI B Tadi. 1 [14].

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

MK-cnekTpbl HapylIEeHHOIOo ITOJJHOTO BHYTPEH-
HEro OTpaxKeHUs CyXUX U BOOOHACHIILIEHHBIX 00pa3-
110B HAHO(UIBTPAIIMOHHBIX MeMOpaH CO CTOPOHBI
aKTUBHOIO CJIOSI PETMCTPUPOBAIM C IIPUMEHEHUEM
dypbe-cnekrpometpa (Jasco FT/IR 6700, npucraBka
HIIBO c xpuctayuiom ZnSe, yroia orpaxeHus: 45°)
B obsactu 4yactor 500—4000 cm~!' ¢ paspemeHnem
4 cm~! (32 cxkana). BomoHachIeHHBIE 0OPa3LIBbI MEM-
OpaH ToJIyJdalu MyTeM IOrpyKeHUsI B IUCTUILIMPO-
BaHHYIO BOIY U HAOyXaHMs UX B TeUeHUe 24 4.

HccnenpoBanuss BIMSHUS TpaHCMEMOpPAHHOTO
JIaBJICHUSI U TUIOTHOCTM TOKAa Ha M3MEHEHME 3JIeK-
TPOXUMUYECKMX M KUHETUYECKUX XapaKTSPUCTUK
BBIIOJHSUIMCh Ha 3KCIIEPUMEHTAJIbHOII YCTaHOBKE,
npeacrasieHHoit B [7, 15]. TpaHcropTHOI xapakTe-
PUCTUKON 3JIEKTPOXUMUUYECKOTO OHapoMeMOpaHHOTO
mnpoliecca SIBISIETCS YAeAbHbINA BBIXOTHOM MOTOK, KO-
TOPbBI OMpPEAEsIICS MO HUXKE MPUBEICHHOMN 3aBUCU -
MocTtu [16, 17]:

J=V/Fr, (1)
rae V — KOJMYECTBO TOJIy4EHHOIO MepMeaTa B M,
F,, — pabouas mromaak MeEMOpaHbl, KOHTAKTUPYE-

Masi ¢ 00pabaTLIBAEMBIM PACTBOPOM B M2 T — UHTEP-
BaJ BpeMEHU IJIST BBITIOJTHEHUST MCCIIETOBAHMIA B C.
ATmapar IUIOCKOKaMEpPHOTO BUAA B 3JIEKTPUUECKOM
cxeMe BJICKTPODUIbTPALIMOHHONW YCTAHOBKU MMEeT
OMMYECKOE COIIPOTUBIICHHUE.

PE3VIIBTATHI 1 UX OBCYXIEHUWE

B WK-cnexkTpax IOIJIOLIEHUS MCCIAEAOBAHHBIX
MeMOpaH B uHTepBaiie ot 1900 mo 2900 cM~! HeT xa-
paKTEepHBIX TOJIOC, TTO3TOMY PAaCCMOTPEHBI 00JIACTU
ot 500 mo 1900 u ot 2900 o 3700 cm~! (puc. 1). Xa-
pakTepHbIe TTapaMeTpPhI TTOJI0C MOITIOLIEHUST IPUBE-
NeHBI B Ta0I. 2.

B UK-crniekTpax moOBEpXHOCTHOTO CJI0sI MeMOpa-
Hbel AMH-II (puc. 1a) oTMe4eHO CHIKEHNE OTHOCH-
TeJTbHO MHTEHCUBHOCTH TTOTJIONICHWS Ha 9acTOTax,

Ne 10 2023
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Puc. 1. UK-cniekTpbl akTUBHOTO CJIOSI alleTaT-1e/uojo3Hoi MeMopanbl AMH-IT (a) u monuamuaHoit Mem6panbsl OTTMH-TT
(6), moJTy4eHHbIe METOIOM HAPYILIEHHOTO MOJTHOTO BHYTPEHHETO OTpaXkeHMsI /15T 00pa31ioB: / — CyXoro; 2 — BOIOHACHIILIEHHOTO.

COOTBETCTBYIOLIMX KapOOHWILHOM rpyrme (1724 cm™!
JUTS BOZOHACBIEHHBIX, 1731 cM™! ms1 cyxux), u yse-
JINYeHNEe UHTEHCUBHOCTHU IIUPOKOI TTOJIOCHI TTOTIO-
ILIEHUSI, COOTBETCTBYIOIIEH BaJICHTHBIM KOJIe0aHUSIM
OH-rpymn uemmonossl (3407 cm~! 111 BOLOHACHI-
weHHbIX, 3392 cM~! mna cyxux). [Ipu rugponuse
MeMOpaHbl U3 alleTaT-Le/UII0I03bl YBEIIMUYNBACTCS
qyuciao TuapodmIbHEIX OH-rpyIimn, 9yTo n3MeHseT ee
MOJIEKYJISIDHYIO CTPYKTYpPY, a TakKKe €€ TPaHCIIOPTHBIE
XapaKTepUCTUKU B Jydlnyio cTopoHy [18]. ITockonb-
Ky U3BecTHO [19], uyTo momionawiiasi CmocoOHOCTh
OH-rpymi GbICTpO yBEJIMUYUBACTCS ¢ 0Opa3oBaHUEM
BOJIOPOJHBIX CBSI3Eii, Jake B TOUKE HACBIIIEHUS Cy-
IIECTBYEeT KAK MUHUMYM CTOJILKO K€ CJI1a0bIX CBSI3Ei
MEXIy BOJIOI 1 CyOCTpaTOM, CKOJILKO U 00Jiee CUJIb-
HBIX CBSI3eil Boma—Boaa. TakuMm oOpa3oMm, Jaxe mpu
JIOITYIIEHNY HEKOTOPOTro Bo3MoxXXHOTro BimsiHus OH-
TPYMII 1LIEJUTIONO3bI Ha pa3dHocTHbIE MK-cnekrp cy-
XOTO U BOJOHACHIIIIEHHOro 00pa31oB B 00JIaCTH Ba-
JIeHTHBIX Koiebanuit O—H ocHOBHbIE OCOOEHHOCTU
MOJIydeHHOro B Hacrosieir padore MK-cnexkrpa
YKa3bIBalOT HA TO, YTO BOJA B alleTaT-1E/UTION03¢ Cy-
IIECTBYET B BUIE CMECHM MOHOMEPOB 1 HEOOBIINX
KJIaCTEPOB.

IiopaTanus BbI3bIBaeT ABa TUIIA M3MCEHEHWI B
CIEKTpax alleTaT-lLeJITIONO3bl: MOSIBISIOTCS HOBEIE
T10JIOCHI TTOIVIOIIEHHSI, OOYCIIOBIEHHBIE MOMIOICHUEM
H,0, u HebonblIMe, HO CYIIECTBEHHbIE U3MEHEHUS

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 10

MPOUCXOOAT B II0JIOCAX, O0YCIIOBIEHHBIX KOJIeOaHM -
SIMU aLeTaTHBIX rpymn. [Tonoca Ha 1731 cM~! cyxo-
ro oopasia memopansl AMH-II u3-3a pactsixeHus
KapOOHMJIA IIOCTEIIEHHO CMEIIAeTCs B CTOPOHY
MEHBIIINX BOJHOBBIX YMCEI M YMEHBIIAETCS 110 MH-
TEHCUBHOCTHU MPU TUApaTalMU: JIJIs BIAKHOTO 00-
pasiia MeMOpaHbI LIEHTP IT0JIOChI HAXOAUTCS HAa YPOB-
He 1723 cm~!. Takoe noBeneHMe IEMOHCTPUPYET ITPO-
rpeCCUpPYIONIYIO TUAPATALINI0 KApOOHMILHEIX TPYIIIT
CJIOXXHOTO 3dupa.

151 cpaBHEHMSI TOJIE3HO PACCMOTPETh COCTOSTHUE
BOZbI, IUCIIEPTUPOBAHHON B MPOCTHIX OPTAHUYECKUX
KUIKOCTSX, WMEIIMX Te Xe (yHKIIMOHAbHbIE
TPYMITBI, YTO U U3y4eHHbIe MeMOpaHbl. MK -crieKTphI
B BTOM cJly4yae SICHO TTOKa3bIBalOT, YTO MPU HU3KUX
KOHIIEHTpAlIMsX Bola B TAKMX PACTBOPUTEIISAX MPU-
CYTCTBYET B OCHOBHOM B BUJIE MOHOMEPHBIX MOJIEKYJT
H,0. Takue MOHOMEpPBI UMEIOT TEHAEHIIUIO0 00pa3o-
BBIBaTh ropasgo 6oJjiee ciaadble BOJOPOTHEIC CBSI3U C
OKpYyXaroIlluM pacTBOpUTEIEM, YEM BOAOPOIHBIC
CBSI3U C BOJIHBIM PacTBOpUTEJNEM WJIM B CHUCTeMe
BOJa—BoOlIa, OOpa3oBaHHBIE AUMEpaMU WIM OoJjee
KPYITHBIMHU KJacTepaMu MoJieKyJ1 Boabl [20].

I'pynmbel KapOGOHOBEIX KHUCJIOT IIPUOAIOT ITOJIM-
aMHMIHBIM MeMOpaHaM TUIPOPIIEHOCTD 1 MOHU3H -
pyeMmble (parMeHThl IS OMPECHEHUsI, TEM CaMbIM
BJIMSISI Ha TIEPEHOC BOIIBI I MIOHOB Uepe3 MaTepuall [21].
B MUK-cnekTpax moBepXHOCTHOIO CJIOS MeMOpaHbI
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Ta6auma 2. XapaKTepI/ICTI/IK_I/I I10JIOC ITOTJIOIICHU A MeM6paH; V — 49acCToTa NMOIIOIICHUS N3TTY4YCHU

Memb6pana OIIMH-I1

Cyxoii obpa3zelr BonoHackhlieHHBI 0O0paselr CoOoTBeTCTBUE
v, em~! v, cm~!
3317 3326 BanenTtnarle konme6anust OH-rpymmn
2934 2904 BanenTHere konebanust CH, CH,, CH;
1652 1666 Hedopmanuonnbie Konedbanus C=0
1395 1395 HedopmanmonHsle konebanust CH,
1586 1586 HedopMmarionHbie Koiaebannss N—H
Memb6pana AMH-I1
Cyxoii obpa3zelr BomonackeImmeHHEIN 06pa3elr CooTBeTCTBUE
v, M~ ! v, cm !
3392 3400 BanentHbie kosebanus OH-rpynm
2946 2974 BanentHbie konebanus CH, CH,, CH;
1730 1725 HedopmanmonHbie koiaedbanus C=0
1033 1013 HedopmanmonHslie koiaedanus C—O
1434 1462 Hedopmaimonnslie konebanusi CH,
1315 1313 HedopMmaumonnslie konebanust CHz
908 889 Hedopmanus KonblLa

OIIMH-II (puc. 16) nonocst Ha 1650—1670 cm~!, xa-
pakrepHble mia C=0 rpynnbl (KapOOHUIBHOIL),
U3MEHSIOTCS TIPU TUApaTalvn: MaKCUMYyM MOTIJIOolIe-
HUS cMelnaercd oT 1652 B cyxoM o6pasie 1o 1666 cm!
BOJIOHACKIIIIEHHOM COOTBETCTBeHHO. [Tostoca nmoro-
meHusa B obaactu 1620—1590 cm~! cooTBeTCTBYET
necdopMalimoHHbIM KosiebaHusiM rpyrnn N—H (amum-
HBIX), IIpucyrcTByeT B MK-cnekrpax oboux BuUOoOB
HUCCIEAYyEMbIX 00pa3ll0oB U HE U3MEHSIETCS MpPU TU/I-
partauuu (1586 cm~'). BzaumoneiicTBus KapoOHUIIb-
HBIX U aMUIHBIX TPy QOPMUPYIOT HAAMOJEKYJISIP-
HYIO CTPYKTYpY MOJMaMMAOB. YKa3zaHHbI€ BbIlIe
n3MeHeHus1 B MK-crekTpe BOmOHACHIIIIEHHOTO 00-
pa3ua MemopaHbl OIIMH-IT MOXXHO OOBSICHUTD TEM,
yTo He Inpomcxomut paspymeHus C=O...—..H—N
cBsI3eit amuaHoro ¢gpparmenTa. CiemoBaTeabHO, Ha-
OyxaHue MeMOpaHbl YaCTUYHO BJIUSIET Ha CTPYKTYp-
HYIO MEpeCcTPOiKY MoJMMepa Ha HaIMOJIEKYJISIPHOM
ypoBHe [18].

Ha puc. 2 mpuBeaeHbl 3aBUCMMOCTH BBIXOIHOTO
MOTOKa paCTBOPUTEJISI TIPU MOCTOSIHHOM TPpaHCMEM-
opanHoM maBneHuu (P = 0.75 MIla) oT uameHs110-
IIUXCSA 3HAYEHUI TUIOTHOCTU TOKa TIPU JIEKTPOHA-
HOWJIbTPALIMOHHOM pa3fe/ieHU MOJEJbHOTO pac-
TBOpa XJIOpUIa aMMOHMs Ha MemOpaHax AMH-II,
OITMH-II.

3 ITOJIYYE€HHBIX JaHHbBIX MOXHO CACJIAaTh 3aKJII0-
YCHHUEC, 4YTO IIpU ITIOCTOAHHOM TpaHCMCM6paHHOM
IABJIEHUU BBIXOOHOM IMOTOK pacTBOPUTEJIA ITOBbLI-

NOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOH

IIaeTCsI B MHTEpBaJjie TUIOTHOCTei Toka oT 12.82 mo
15.38 A/M2. Bce 3TO BBI3BaHO BO3POCTAHUEM CKOPO-
CTU NPOHUILIAHUST PACTBOPUTEISI 1 HEOOIBIIIMM ra3o-
o0Opa3oBaHUEM Ha ITOPUCTBIX 3JECKTPOIAX-TOMIOX-

Kax (NH3 7,0,T,H, ’[‘,ClzT). IIpoHukaromiue rassl

MOKHO 3aKa4MBaTh B EMKOCTH, a 3aT€M IIPUMEHSTH B
arpapHOM CEKTOpe€ [JIsI IIPOM3BOACTBA YIOOpEHU 1
KHCJIOTHO-IIEJIOYHBIX pacTBOPOB. [Tpu majpHeNRIIIEM
MOBBIIIIEHNH TUIOTHOCTM TOKa B MHTepBaje or 15.38

26
24t
©22k
220 2
«EIS -
~ 16}
=}
= 14}
S oL 1

10 1 1 1 1

12 15 18 21 24
i, A/M?

Puc. 2. 3aBUCUMOCTU YAEJIBHOTO BBIXOTHOTO IOTOKa J
st nipuadHogHoii AMH-IT (7), mpuxkaronHoit OITIMH-IT
(2) MeMOpaH npu 3JICKTPOHAHOMWILTPALIMIOHHOM paszejie-
HUY BOIHOTO pacTBopa xjiopuaa aMMoHust (¢ = 0.5 Kkr/M”) B
cucrteMe “syeiika—pacTBOp” OT IUIOTHOCTU TOKa i Mpu
IMOCTOSTHHOM  TpaHCMeMOpaHHOM jJaBieHun P =
= (.75 MIla u BpeMeHu nipoBeeHus akcriepumerTa 600 c.

HbIE U HEUTPOHHBIE UCCIEAJOBAHUSA  Ne 10 2023



BIWUAHUE CTPYKTYPHOU MEPECTPOMKUW MOBEPXHOCTHOI'O CJIOA 93

i, A/ (a)
60 -

500
40}
30
201
10}

| | | 1 | | I J
0 36 9 12 15 18 21 24 27
U, B
R, Om (6)

0 3 6 9 12 15 18 21 24 27

0.016
0.014
0.012
0.010
0.008
0.006
0.004
0.002

0 3 6 9 12 15
U, B

18 21 24 27

Puc. 3. Boabsr-ammiepHeie (a), omudeckue (6) XxapakKTepu-
CTUKHU U BJIEKTPOIIPOBOMTHOCTD (B) CUCTEMbI, OCHAIIIEH-
Hoii mpuaHogHoit AMH-IT u npukarogHoit OITMH-TI1
MeMOpaHaMM, MpPU pas3iejieHUH BOIHOIO pacTBOpa XJIO-
puna ammoHus (¢ = 0.5 Kkr/M”) B 3aBUCUMOCTH OT Hampsi-
JKEeHUsI U TpaHcMeMOpaHHoro aasieHust P = 0.75 (1);
1.00 (2); 1.25 (3); 1.50 MTIla (4).

10 25.64 A/M? BBIXOIHOIA ITOTOK PACTBOPUTEJISE YMEHB-
IIaeTcsl, YTO BEPOSITHO OOBSCHSIETCS nerpanaiueit
MOBEPXHOCTHOTO (CEJIEKTUBHOIO) CJIOSI MeMOpaHbI U
OOJIBIIIMM Ta30BbIICICHUEM, OCOOEHHO BbhIPaXKEeHHO
5TO TIPOUCXOANIIO CO CTOPOHBI MOPUCTOTO AITEKTPOIA -
TMOIOXKM ipraHonHoit Mmemopansl AMH-II. ITpuBe-
JICHHbIE Ha pUC. 2 3aBUCUMOCTU BBIXOAHOTO MTOTOKA
pacTBOPUTENISI COOTBETCTBEHHO IS IMPUKATOTHOIM
OIIMH-IT u npuanonHsioii AMH-IT meMmOpaH 110-
Kasajii, YTO U3MEeHeHMe 00IIeii 3JIEKTPOIIPOBOIHO-
CTH DJIEKTPOMEMOpPaHHOM CUCTEMBI BIIMSIET Ha KO3 -
¢GULMEHT 3anep>XXaHus U Ha Apyrve TpaHCIOPTHHIE
XapaKTepUCTUKU TIpoliecca JIEKTPOHAHO(MUIBTPALINH.

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUSA  Ne 10

Puc. 4. BHelHuii Bua oTpaboTaHHBIX 00pa31lioB MeMOpaH
AMH-II (a) u OITMH-IT (6) mocne nccnenoBaHMsT BOJIBT-
aMITEpHOI XapaKTepUCTUKU CHCTEMbI, TMPU DPa3aeIeHUN
BOIHOI'O pacTBopa xjopuaa aMMoHust (¢ = 2.0 Kr/M3) c
paboueii IUIoanbio MeMOpaHBbI, KOHTaKTI/I})yIOH.[eI‘/JI c006-
pabaTteiBaeMbIM pacTBopoM Fy, = 0.0078 m~.

DNEeKTPOXMMUUECKHUE XapaKTEePUCTUKU 3JEKTPO-
HaHOGWILTPALIMOHHOTO pa3fejieHUsI pacTBoOpa XJIO-
puIa aMMOHMS TIPUBEIASHBI HA puUcC. 3: 3aBUCUMOCTHU
OMUYECKMX U BOJITAMIIEPHBIX XapaKTEPUCTUK U
BJIEKTPOIIPOBOTHOCTA 3JEKTPOHAHO(DWILTPALITUOH-
HOI CUCTEMBI ¢ TIOJyITPOHUIIAeMBbIMU MeMOpaHaMM.
Ilpy usMeHeHUUM TpaHCMEeMOpaHHOTO MNaBJCHUS,
IUIOTHOCTU TOKa W paslelIeHuU pacTBOpa XJIopuaa
aMMOHUSI MOXKHO BBIJIEJIUTH ABE 00JacTH (3Tara pas3-
neneHust). Ha mepBom artarme, KOTOpblii UMEHYyeTCs
3amnpeae/bHBIM PEXUMOM, TPOTEKAeT AUCCOLIMAIINS
Boabl Ha MoHsl OH~ 1 H*. Bropoii sTan xapakrepu-
3yeTcsl Aerpagalnueii ToBEepXHOCTHOTO (CEeIEKTUBHO-
I0) CJIOSI MOJYIIPOHUIIAEMOII MeMOpaHHI, IIe IIPOKC-
XOIUT TIOOKUCJICHUE W TIOAIIeIauMBaHUE pacTBOpa
(puc. 4) B TpakTax nepmeara [22]. Uro kacaetcst yBe-
JIMYEHUSI TPaHCMeMOpPaHHOTIO aBJeHUS B UHTEepBaJie
n3MeHeHUs HanpskeHus oT 3 no 30 B, mpu ainekTpo-
HaHODUJIbTPALIMOHHOM pa3aeIeHUU pacTBoOpa XJO-
puaa aMMOHMSI OTMEUEHO YMEHbIIIEHEe OMUYECKOTO
COIIPOTUBJICHUsI CUCTeMbI (puc. 30), BBI3BaHHOE
dakTOpOM JIpocceaupoBaHUs pacTBopa [22].

SAKJIIOYEHHUE

AHAaJIN3 BBIITOJHEHHBIX U 3KCIHEPUMEHTAIbHBIX
HUCCICAOBAHUI BIIMSIHUSI CTPYKTYPHOI NEePECTPOMKU
MOBEPXHOCTHOTO CJI0S B CyXMX M BOJOHACHIIIIEHHBIX
memb6panax AMH-IT 1 OIIMH-II na TpaHcmiopT-
HbIe XapaKTePUCTUKU 3DJIECKTPOHAHOMUIBTPALIIOH-
HOTO pa3aelieHusI BOMHOTO pacTBOpa XJIOpHUAIa aMMO-
HUSI TO3BOJISIET ClIeJIaTh CIEAYIOIIE BEIBOIbI.
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Anamm3 UK-criekrpoB memopansl AMH-IT n3
aleTaT-1e/UTI0NIO3bl TToKa3ajl, YTo MpU THApaTaliu
MEMOpaHbl YBEJIMYMBACTCS YMCIIO TUAPOMMIbHBIX
OH -rpymir, yTo u3MeHSET €€ MOJIEKYJISIPHYIO CTPYK-
TYpy U TpaHCHOpTHEIe xapakTtepuctuku. MK-crek-
Tpbl MOBEPXHOCTHOTO cjiosi MeMOpaHsl OTTMH-II
TOBOPSAT, YTO HaOyxaHHE MeMOpaHbI IMPH HACHIIIE-
HUU BOAOM YaCTMYHO BJIMSIET Ha CTPYKTYPHYIO IIepe-
CTPOMKY MoJIMaMuIa Ha HaAMOJIEKYJISIPHOM YPOBHE.

IIpu uccienoBaHUM 3aBUCUMOCTEM BBIXOIHOTO
IIOTOKA PaCTBOPUTEJIS OT IJIOTHOCTU TOKA B IIPOLIEC-
ce 3J1eKTPOoGUIBTPALIMOHHOIO pa3accHNs BbISIBIIC-
HO nBa 3Tara. Ha mepBom 3Tarie BBIXOMHOI ITOTOK
yBeJIMYMBaeTca B MHTepBaie or 12.82 no 15.38 A/m2.
Bropoii aTan cooTBeTCTBYeT UHTEpBaIy oT 15.38 mo
25.64 A/M?, rie BBIXOIHOI MOTOK YMEHbBILIAETCS, YTO
BBI3BAaHO Jerpafalyeil IOBEPXHOCTHOIO CJIOSI MEM-
OpaHbI U CIJIBHBIM Ta30BbIaeAeHNEM. Ha oMruaeckmx
U BOJIBT-aMIIEPHBIX XapaKTepPUCTUKAX 1M 3HAYCHUSIX
O DBJIEKTPONPOBOAHOCTU TPOCIIEKUBACTCS TaKXKe
JIBE XapaKTEepHBIX 00JIaCTH: TIEpBasi CBSI3aHa C IUCCO-
umrauueit Boasl Ha noHsl HY 1 OH, a Bropast 0603Ha-
yaeT Aerpamaliio CEJISKTUBHOIO CJI0s HaHOMWIIb-
TpallMOHHON MEMOpaHHI.
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Effect of Structural Reorganization of the Surface Layer in AMN-P and OPMN-P
Membranes on the Transport Characteristics of the Electronanofiltration Separation
of Aqueous Ammonium Chloride Solution

S. 1. Lazarev!, D. N. Konovalov" *, I. V. Khorokhorina!, P. Lua!
!Tambov State Technical University, Tambov, 392000 Russia
*e-mail: kdn 1979dom@mail.ru

The absorption spectra of infrared radiation by membranes of the AMN-P and OPMN-P brands are ana-
lyzed. In the spectra of the surface layer of the AMN-P membrane, there is a decrease in the relative intensity
of the frequencies of the carbonyl group (1724, 3392 cm™! for air dry). For the cellulose acetate AMN-P
membrane, the number of hydrophilic OH groups increases, which changes its molecular structure and
transport characteristics. In the infrared radiation spectra of the surface layer of the OPMN-P membrane, the
1650—1670 cm™~! band characteristic of C=0 group shows changes in the frequency of the spectrum: for air-
dry and water-saturated samples, it shifts from 1652 to 1666 cm™!, respectively. Interactions of carbonyl
(C=0) and amide (H—N) groups form the supramolecular structure of polyamides. Changes in the infrared
radiation spectrum of the water-saturated sample of the OPMN-P membrane can be explained by the fact
that the C=0...—...H—N bonds of the amide fragment do not break. Therefore, membrane swelling partially
affects the structural rearrangement of the polyamide at the supramolecular level. In the electron nanofiltra-
tion separation of an aqueous solution of ammonium chloride, two intervals of change in the specific output
flux are noted at fixed transmembrane pressure and experiment time. The first period occurs at a current den-
sity of 12.82 to 15.38 A/m? and is associated with the penetration of the solvent with a slight gas formation on
the electrodes. The second period is observed from 15.38 to 25.64 A/m? and is associated with membrane
degradation and intense gas formation, especially chlorine. It is noted that in the intermembrane channels the
migration of cations and anions is affected by the processes of throttling, heat release, when operating in the
limiting mode (when current carriers — H" and OH™) appear, which is confirmed by the data of studies of the
electrochemical parameters of the membrane system.

Keywords: structural rearrangement, surface layer, electron nanofiltration, membrane, separation, transport
characteristics.
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IIpencraBneHEI pe3yabTaThl PEHTITEHOCIIEKTPAIbHOIO MUKpOaHaIN3a IIOBEPXHOCTU ABYX I'PYIIIT OOCIIOpP-
CKMX cTaTepoB 253/254 1. H.3., OTYEKAHEHHbBIX OT UMeHU Hapeit Peckynopuna V u ®@apcansa. YcraHoBie-
HO, YTO JUIsI KaXKIOM TPYIIIBI IPUMEHSJIaCh 0co0asi TEXHMKA 00oTallleHs IIOBEPXHOCTU MOHET CEpeOpOM.
B uyekanke Peckynopuna V o6enHeHHOe cepeOpeHIe BBIIIOJHJIOCH CHavYajla TeMIIepUPOBaHEM U OKKCIIe-
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CepebpsiHOE OKPBITHE HAa ero MOoHeTaxX oTcyTcTByeT. Ha cratepax dapcaH3a BbISIBJIEHO cepeOpssHOE T10-
KpbITHE ToAMHOM 00 10 MKkM. BriepBele 0OHapyKeHHbIE B IOBEPXHOCTHOM CJIO€ 3JIEMEHTHI XJIOP, Kalb-
LU, HAaTpUii 1 MarHUi MO3BOJISIIOT MPEAIIoaraTh UCIIOJAb30BaHUE IJISI cEpeOPEHMSI MOHET 3TOrO Liapsl Cre-
UAJTBHOM MacThl, KOMITOHEHTAMU KOTOPOU MOIVIM OBITh XJIOPHUALI cepebpa, HATpus, aMMOHMsI, PTYTH,
TUIpOTapTpaT Kalus U MeJl B KauecTBe 3aryctutesiss. O0e TeXHUKU o0oralieHus cepeOpoM IMOBEPXHOCTU
MOHET IIPUMEHSIINCh TaKXKe B pPUMCKOM MOHETHOM Jiejie BTopoii mojoBuHbI I11—Havamma IV B. H.5.

KimoueBble clioBa: eCTeCTBEHHOHAYYHBIE METOABI B ApXEOJIOTUM, METAJUIOTpadusi, peHTTe HOCIIEKTPaIbHBII
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BBEAEHWE

B 253/254 1. H.5. Ha Bocriope ogHOBpeMeHHO ABa
napst, Peckynopun V u @apcaH3, YeKaHUIM CTaTEPhI
¢ natoit N® — 550 1. 6.3. [1]. OnHako xapakTep MX
MpaBJICHMS 10 CUX IIOp ocTaBacs He siceH. [Ipenmo-
JIarajaoch, 4YTO OHU JINOO ObLIN COIIPAaBUTENSIMU, TLOO
®dapcaH3 y3yprnupoBal BJIacTh Ha KaKoe-TO BpeMs [2].
[1pu BBISICHEHHM 3TOrO CIIOPHOTO BOIIPOCA ITOJIUTH-
yeckoif mcropum bocmopa III B. pemarorniyro pors
UTPAIOT €CTECTBEHHO-HAYYHbIE METOMIbI B U3y4EeHUU
apXxeoJIOTMYECKOro MeTajuia (B TaHHOM cliydyae Mo-
HeTHoro ciiaBa). McciaenoBaHust MeTasia cCTaTepoB
253/254 r. n.3. u3 KepueHckux kinamoB 1964 u 1988 rr.
u @anaropuiickoro kiana 2011 . MpoJuBalOT HOBbI
CBET Ha TEXHOJIOTUIO MOHETHOTO IIpon3BoacTBa boc-
nopa [3]. OHU TO3BOJISIIOT CUMTATh, YTO B OTHOM CITy-
yae oOoramajiach cepeOpoM ITOBEPXHOCTH 3aroTo-
BOK-KPYKKOB IJISI MOHET, B IPYTOM — CEPEOpPUINCH
caMM MOHETEHI TIOCJIe Orepallii YeKaHKMU.
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Llebio HACTOSILIEH CTATHU SIBIISICTCS UCCIEIOBAHUE
noBepxHocTH ctatepoB Peckynopuga Vu ®apcansa
253/254 1. H.3. MeTOJaMU PEHTTeHOCHEeKTPaIbHO-
ro mukpoanamm3a (EPMA) u MmeTayutorpagpnyeckoro
aHanuza. [ToayyeHHBIE TaHHBIE IEMOHCTPUPYIOT UC-
MOJIb30BaHME PAa3HBIX TEXHOJIOTUIT OOOTrallleHUs ce-
pedpoM ITOBEPXHOCTU MOHET IJIsI KaXKIOM TPYIIIIbI
craTepoB. DTOT (haKT IMpeAroaaraeT IIporu3BOACTBO
JIEHEeT LIapsIMA Ha pa3HBIX MOHETHBIX IBOpax, YTO B
CBOIO oYepeb BeleT K UCTOPUYECKOMY BhIBOIY: Pe-
ckynopuz, Vu DapcaHs He SIBISIUCH COITPABUTEIISIMU.

METOIbI UCCIIEJOBAHHWA

HccnenoBanre BEIOOPKU OOCITOPCKHMX CTaTepOB
253/254 1. H.3. u3 @anaropuiickoro knaga 2011 T.
(Bcero 12 sx3emriuisipoB) npoBoauiochk B LIKIT HUN
Hanocraneit npu MI'TY um. I'W. Hocosa. s ripo-
BEICHUST MUKpOAHAJIN3a, OMNpPEeACTICHUS TOJIIMHBI
TTOKPBITHS, a TaKKe HAUTMIUS TU(HHY3NOHHOTO CIIOS
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Ha rypTax IBYX 9K3eMILISIPOB ObUIM U3TOTOBJIEHBI MO-
repeyHble NUTU(MBI TI0 CTAHIAPTHOM METOIUKE Ha JIv-
HUM npoboroaroroBku dupmel Buehler. Metamnino-
rpadpuvecKuii aHaJIU3 MPOBOJMUIICS HA CTEPEOMUKPO-
ckortie MeijiTechno RZ-B u Ha ontudyeckoMm
Mukpockorne Zeiss Axio Observer 3 Materials ¢ mc-
MOJIb30BAaHUEM CHUCTEMbl KOMITBIOTEPHOTO aHaJiu3a
n3oopaxenuit Thixomet PRO. UzobpakeHne MUK-
POCTPYKTYPHI C TIOMOILBIO LIU(PPOBOiT Kamepbl BBO-
JIWJIOCh B KOMITIbIOTEp U 3aTeM aHaJIM3UPOBAJIOCh C
MPUMEHEHUEM CITELIMATTU3UPOBAHHBIX TIPOTPAMM.

MUKpPOCTPYKTYpa U TOBEPXHOCTb MOHET MCCIIe-
JOBAJINCh TAKXKE C MOMOIIBIO CKAHUPYIOIIETO DJIEK-
TpoHHOTrO Mukpockona JEOL JSM-6490 LV Bo BTO-
PWYHBIX 3JICKTPOHAX.

PeHTreHoCeKTpaIbHBII MUKpPOAHAJIU3 TIPOBO-
JIVJICSI C UCTIOIb30BAHUEM CIIELIUATBHOU MTPUCTABKA
K CKaHUPYIOILIEMY MUKPOCKOITY — 9HEPTOAUCIEPCH-
onHoro crnekrpoMmeTpa INCA Energy, KOTOpPEIi1 1103-
BOJISIET OMHOBPEMEHHO PETrUCTPUPOBATh PEHTIE€HOB-
CKUI1 CIIEKTpP OT BCEX DJIEMEHTOB, IPUCYTCTBYIOIINX B
aHaaM3upyeMoM oOpasie. OTMeTHM, YTO 3TOT Hepas-
pylIaroImuii METOI JaBHO U YCHEIIHO MPUMEHSIETCS
JUIST MCCEOOBAaHUSI TEXHUKU CepeOpeHUs] PUMCKUX
MOHET [4], CMHHXpOHHBIX UCCIEAYEMbIM OOCIIOPCKUM
cratepaM. KayecTBeHHBII 1 KOJMYECTBEHHBIN aHa-
JIN3 IMPOBOAMJICS B PEXKMME aBTOMATUYECKON MAEH-
TU(GUKALIUY PEHTTEHOBCKUX MUKOB 3JIEMEHTOB, Ha-
XOISIIMXCSI B paccMaTpMBaeMoil 00JacTH, MyTeM
Habopa CIieKTpa B TOUKe, CKAHUPOBaHWUEM BIOJb BbI-
OpaHHOI IIPSIMON JIMHUM WM CKAaHMPOBAHUEM IIO
TUIOIIAIM BRIOPAaHHOTO Y4acTKa Ha pacTPOBOM U300-
paxkeHunu. Kpome Toro, npoBOIMIOCH KApTUPOBaHUE
pacnpeneneHus 9JIEMEHTOB 110 IOBEPXHOCTU MOHET.

Pentrenoda3oBrlii aHAIM3 BBITTOJHSIJICS Ha IU-
dpakTomerpe SHIMADZU XRD-7000 ¢ ucnonns3o-
BaHUEM U3JIyYEeHUSI XpOMOBOTO aHOIa. AHAIU3 OCy-
LIECTBJIsICS B MHTepBayie yrioB 20 ot 50° mo 130°.
PexxuM cbeMKM GBI HETIPEPBLIBHBIM, CO CKOPOCTHIO
1°/muH, dokycupoBka — 1mo bparry—bpenTtano, ¢o-
KyC TpyOKu — NMuHelHbIi. [1pu cheMKe ucciaeayemas
IUIOCKOCTh O0Opa3siia (MOHETHhI) pacrojarajach ropu-
30HTaJIbHO, a U3BMEHEHNE YIJIOoB O 1 20 ocyliecTBiIs-
JIOCh 3a CUeT MepeMellIeHUsI PEHTTeHOBCKOI TpyOKU
M CYETYMKA C pAaBHBIMU YIJIOBBIMU CKOPOCTSIMMU.

OBCYXIEHMUE PE3YJIILTATOB

HMccnenyemast BbIOOpKa BKIIIOYAET JIBE TPYMITbI
MoHeT n3 anHaropuiickoro kiama 2011 r.: mectu
cratepoB Peckynopuma V (Ne 523—528) u mectu —
®apcanza (Ne 2133—2138). BusyanbHBIM aHAIU3 CTa-
TEPOB BBISIBUJI, YTO IMMOBEPXHOCTh MOHET Peckymo-
puna V MMeeT XapaKTepHBII CepeOpPUCTHIN IIBET U
oneck. XRF-uccnenosanue MOHET OTaHHOIO KJjaaa
MoKa3aJjo, 4To KOJIMYECTBO cepedpa B MeTaJlJie cTaTe-
poB 3Toro naps ¢ 242/243 o 252/253 IT. H.3. CHU3U-
Jock ¢ 60—40 1o 20—15% [5]. B otimyme ot HUX cTa-
tepbl PapcaH3a UMEIOT TEMHBIM IIBET ITOBEPXHOCTH,
Ha KOTOPOM TIPUCYTCTBYIOT OTIEIbHBIEC JIOKAJTbHBIE
YYaCTKU XapaKTePHOTO CepeOPUCTOro IBeTa 1 y4acT-
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K1 C KpaCHOBaTO-MEAHbLIM LIBETOM 1 C OTTCHKaMU 3€-
JICHOI'O IBETA.

B nokanbHBIX ydyacTKax MOBEPXHOCTU CTaTEpOB
Peckynopuaa V ObL1 BBIIOJIHEH PEHTIEHOCIIEKTPAIb-
HbIt MUKpoaHau3 (puc. 1a). OH BbISIBUJ IPUCYTCTBHE
B PEHTI€HOBCKUX CIIEKTpax MUKOB cepedpa, Meau u
kuciaopona. Hamuume kuciopona oObsICHSIETCS TIpU-
CYTCTBHMEM OKMCJIOB MEJI1 Ha MOBEPXHOCTU MOHET, 00-
pa30BaBIIMXCSl B pe3y/ibTare Mnpolecca KOppo3uu BO
BpeMsI UX ITPeObIBaHUS B KYJIBTYPHOM CJIO€.

MccnenoBaHue 3JIeMEHTHOTO COCTaBa MOBEPXHO-
ctu ctatepoB PapcaH3a METOIOM PEHTTEHOCITeK-
TpaJbHOTO MUKpOaHaJIM3a BBISIBUIO CYIIECTBEHHOE
oTIMyre ux otr MoHeT Peckymopuna V. B cnekrpax,
MOJIYYEHHBIX C PA3JIMYHBIX YYaCTKOB IMOBEPXHOCTHU
MoHeT PapcaH3a, MOMUMO TIMKOB cepedpa, Menu u
KUCIOpOAa MPUCYTCTBYIOT MUKW XJopa, Kabllus,
HaTtpus U MarHus (puc. 16). IIpucyrctBue xjopa,
KaJIblIMsl, MarHusl ¥ HaTpUS B MIOBEPXHOCTHOM CJIO€
crarepoB DapcaHza MOXHO MPENNOJOXKUTEIbHO
CBsI3aThb C TEXHOJIOTUEl cepeOpeHUs] MOHET MyTeM
KCIIOJIb30BaHMS CIIELMaIbHOM MAacThbl, B COCTaB KO-
TOPOU MOTJIA BXOOWUTH XJIOPUJ cepedpa, XJTOpu Ha-
TpUsl, XJIOPUA aMMOHUSI, TApTPaT Kajlusl, XJOPpUI PTy-
TU 1 MeJT B KauecTBe 3arycTuressi. Kak mokazanu Ha-
LU TIpEenblaylie WCCIeIOBaHMUsI, Ta XK€ TeXHMKa
cepebpeHust mpuMeHsuIach U i cratepoB Dodopca
285/286 r. H.5. [6]. [TomoOHBIe MacThI AJIsT cepedpe-
HYSI MOHET TIPEATOJIOXKUTEIbHO UCTIOIB30BAIUCH U B
PUMCKOM MOHETHOM Jiejie BTOpoif mojioBUHBI [11—
Hagaia IV B. H.53. Tak, HampuMep, S3KCIIEPUMEHTAIb-
HO J0Ka3zaHa BO3MOXHOCTb HCITOJIb30BaHUSI MaCThI
u3 cepebpa, pTYTU U COIbI IJisl cepeOpeHrst TOBEPX-
HOCTH aHTOHMHHWAHOB ITOCJIe OTIepaliy X YeKaHK! [7].

ITpu netasibHOM aHaIM3€ CTATEPOB HAa TTOBEPXHO-
ctu MmoHetr ®apcaH3a ObUIM OOHApyXXeHBI OTHOCHU-
TeJIbHO Dnankue “demyiiku” pa3zmepoM 100—1000 Mxm
u 6osee (puc. 2a). TommmuHa “4yennryek” COCTaBJIsSIET
0ko0j10 10 MKM, 4TO XOPOIIO BUIHO Ha UX KPOMKax
npu Gonbiux yBenmdeHusx (puc. 20). Kaptupona-
HUE BJIEMEHTOB IEMOHCTPUPYET B “Yelryikax” mpu-
CYTCTBHUE cepedpa 1 OTCyTCTBHE Meau (puc. 3).

Takum o6pazoM, “UenryiKu” U UX XUMHUYECKUIA
COCTaB BBICTYIAIOT 10KA3aTeJIbCTBOM HAJTUUUS ceped-
psiHOTO MOKPBITHS Ha cTaTepax Papcansa (Tadi. 1).

st ycraHoBieHUs (pa30BOro cOCTaBa MOBEPXHO-
ctu crarepoB Peckymopuma V u ®@apcansa 66T TIpo-
BeJIcH PeHTIeHOCTPYKTYPHBII aHanu3. Ha moBepxHO-
ct MoHeT Peckyniopuia V BHISIBIIEHO HAJTMYHE TBEP-
Joro pactBopa cepe6pa B menu (1% Ag u 99% Cu),
TBEPIOro pacTBopa Meau B cepedpe (97% Ag u 3% Cu)
n 3akucu meau (Cu,0).

Ha noBepxHoctit MmoHeT PapcaH3a TIOMUMO TBEpP-
JIBIX PACTBOPOB U 3aKHUCU MEIH ObLIT OOHAPY:KEH XJTOPUL
cepebpa (AgCl), Hajiuuue KOTOPOro MOATBEpKIaeT
CIIeJTaHHOE BBIIIE TIPEIITOIOKEHNE O TIOJyIeHHUe ce-
peOPSIHOTO MOKPHITUS U3 CIIELIMATIbHBIX MACT, B KOTO-
PBIX TIPUCYTCTBOBAIIU XJIOPCOAEPKAIIINE KOMITOHEHTBI.

MukpoaHaau3 MONepevyHoro uuinda, M3roToB-
JIEHHOTO ¢ TypTa cratepa Peckynopuna V Ne 524, no-
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(6)

CyMMapHBIii CITEKTP

Cu

OTHOCUTEIbHAS
MHTEHCUBHOCTD, UMIL./C

0 2 4 6 8 10
DHeprusi, K3B

(r)

CI [Ccu CyMMapHBbIii CIEKTP

OTHOCUTEIbHAS
MHTEHCUBHOCTD, MMIL./C

I si Clilk ca Cu

0 2 4 6 8 10 12 14
OHeprusi, k3B

Puc. 1. Viccrenyembie ydacTKM MOBEPXHOCTU CTATEPOB U UX XapaKTepPUCTUUECKUE CIIEKTPHI: a, 6 — Ne 526 (Peckynopun V);
B, I — Ne 2135 (dapcans).

Puc. 2. [Ipumep “yernryitku” TOKPBITUS Ha TOBepXHOCTH cTaTepa Papcansza Ne 2136 (a) u geMOHCTpaIus TONIIUHBI “Yelryii-
ku” (0).

Kazajl, 4YTO Ha TTOBEPXHOCTU MOHETHI KOHIIEHTPUPY- PesynbTarel KapTUpOBaHUsSI CBUIETEJbCTBYIOT O
eTcs cioii cepebpa TommuHoi ot 1.5 1o 3 MkM. HO B KOHIIeHTpauy B TOBEPXHOCTHOM CJI0€ MOHETHI YM-
ydJacTKaxX BBICOKOTO pejibea MOHETHI TOJIIIIMHA 3TO-  CTOTO cepedpa, MoJ KOTOPBIM pacIioiaraloTcs yyacT-
ro cios yBeamuuBaeTcs 10 15—30 mxum (puc. 4a). KM, CoAepKalllie TOJIBKO YMCTYIO Menb (puc. 5a).

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEAOBAHUA  Ne 10 2023
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DIeKTpoHHOe n3o0paxkeHue 1

CuKal

99

10 MxMm 10 MKM

Puc. 3. Kapra pactipeneneHust Menu v cepedpa 1o MoBEepXHOCTH UCCIIeIyeMOTo yuacTka cratepa @apcanza Ne 2134 ¢ “ueryiikamu”.

JeTanbHbI aHAIN3 MUKPOCTPYKTYPHI ITOIEpey-
Horo nuinda Takke I10Ka3aja, 4TO Ha IOBEPXHOCTU
MOHETBI HAOJIIOHAeTCS TUIOTHBIA CJIOi GOoraTblii ce-
pebpoM, a mod HUM HaXOAUTCS JOCTATOYHO PBIXJIBIN
cJIoii, oboranieHHbIi Meablo (puc. 40). [TonydyeHHbIE
pe3yJbTaThl 0€3yCIOBHO OOBSICHSIOTCS OCOOEHHO-
CTSIMM TEXHOJIOTMU W3TOTOBJIEHUSI MOHETHOI 3aro-
TOBKH, TP KOTOPOI cepedbpoM oboramiajach IoO-
BEPXHOCTb KpYXKa-0JaHKa, a MeOb BHIBOOWJIACH C
€Tro IIOBEPXHOCTHU B pe3yyibTaTe Imporecca pauHUPO-
BaHus. Pororpapuyi MUKPOCTPYKTYPHI MOBEPXHOCTU
(puc. 40) XOpOILIO COTNIACYIOTCS C HAIIUM 3KCIepH-
MEHTaJIbHBIM MCCIeA0BaHUEM IMpoliecca 0OOoraiieHus
cepeOpoM MOBEPXHOCTH 3arOTOBKH M3 METHO-cepeo-
pSIHOTO CIUIaBa C HM3KMM COIepXaHHeM cepedpa
(oxomo 14%) [8]. Ilomo6Hast cTpyKTypa MOHETHOTO
CIIJIaBa BBISIBJIEHA U IIPU UCCISAOBAHUU TaJIO-PUM-
CKUX cTaTtepos [9].

PesynbTaThl MpOBEeNEHHBIX paHee aHaJIOTMYHBIX
SKCIEPUMEHTAIILHBIX MUCCIECIOBAHNI PUMCKUX MO-
HET ¢ o0oraileHHO1 cepeOpOM MOBEPXHOCTHIO, U3TO-
TOBJICHHBIX M3 MEIHO-CEepPeOPSIHOTO CIIaBa, MO3BO-
JIIIOT CYUTATh, UTO TEXHOJIOTUS WX IIPOM3BOICTBA
BKJIIOUAJIa MSTh ITOC/IENOBAaTEeIbHBIX cTaguii: 1) or-

JIMBKa 3arotoBKU U3 cruiaBa Ag—Cu; 2) HarpeB 0J1aH-
Ka Ha BO3[IyXe C 00pa30BaHUEM CJIOSI OKCUJIOB MEIU;
3) KMCIOTHOE TpaBJICHWE 3arOTOBKU [JIsl yAaJICHUS
OKCHUJIOB MEIU U BBISIBJIEHUS cepeOpsiHON ha3sbl;
4) MpOKOBKA 3aroTOBKM IJIsI PACIIPOCTpPaHEHUS Ce-
peOpsiHOM (ba3bl B OOKOBOM HampaBJIeHUM; 5) YeKaH-
Ka Ha kpyxke [10, 11]. JIpyrue ucciaenoBaHus TO-
BepxHoctu puMmckux moHer III B. H.3. (ED—XRF),
MOAKpPEeIUIEHHbIE SKCIIEPMMEHTAIbHO, IPUBEJIM K aHa-
JIOTUYHBIM BbIBOAAM, 4TO: 1) obenHeHHOe cepedpe-
HUE ObUIO OOBIYHOM MPAaKTUKOM B PUMCKOM MOHET-
HOM JieJie U BBITIOJIHSJIOCH CHavajla TeMIIepUpOBaHU -
€M U OKHCJIeHMEM MOHETHOI 3aroToBKu (0OJaHKa),
3aTeM 00pabOTKOM ero OpraHM4YeCcKUMM KUCIIOTaMMU,
TaKMMU KaK YKCyCHasl WJIM BUHHasl KMCJOTa, C J10-
OaBjieHHEM coJin Wi Oe3 Hee, Ileped HaHEeCEeHUEM
yaapa; 2) TOJIINHA 3TOTO UCTOIICHHOIO CJIOsI, BEpPO-
STHO, HaxognTcs B nuamna3oHe oT 20 1o 30 MKM, KO-
TOPBIII M3HAIIMBACTCS IIPU LUPKYJISIIIUA MOHETHI B
cpenHeM mipuMmepHo 3a 50—80 mert [12]. ITpu stom
SKCIIEPUMEHTAILHO ObLTO AOKAa3aHO, YTO KITIOYEBHEIM
TEXHOJIOTUYECKUM MPUEMOM LISl TJIAaKUPOBKY aHTHUY-
HBIX MOHET 1 apXeoJIOrMUYecKuxX apredakToB (cTaryii u
T.I.) BBICTYITAJIO aMaJblaMHAPOBaHUE ITyTEM IOIPYyXKe-
HUSI MOHETHI B pacIuiaBJIeHHBIN cocTas [13, 14].

Taomuua 1. Pesynbrarsl KonnyectBeHHOro EPMA noBepXHOCTH CTaTepoB

ConepXaHue 2JIEMEHTOB, %
No MoHeTHI Cu Ag o cal Ca Na Mg [Mpoune
DJIEMEHTHI
523 18.21 71.4 10.22 - - - - -
524 38.4 49.9 11.7 - - - - -
525 30.31 62.47 7.22 - - - - -
526 11.55 82.09 6.36 - - - - -
527 36.40 53.61 9.99 - - - - -
528 50.25 41.23 8.52 - - - - -
2133 54.96 22.91 4.63 0.93 2.15 13.93 - 0.49
2134 36.30 32.73 11.65 0.82 1.31 16.61 - 0.58
2135 65.14 22.62 9.11 0.87 1.05 - 0.21 1.00
2136 42.00 38.67 16.59 1.52 0.81 — 0.26 0.17
2137 54.11 30.00 5.19 1.10 - 8.12 - 1.48
2138 52.78 33.11 9.43 1.33 3.10 — 0.25 -
MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UICCIEAJOBAHUA Ne 10 2023
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(a)

."!:-k/ CepeOpsiHbIii ClIoi
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L 1
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5 MKM
1

Puc. 4. MUKpPOCTPYKTYypa MOBEPXHOCTHBIX YUYACTKOB MOIMEPEYHOro IIMda, M3roToBJIeHHOro Ha ryprte cratepa Peckynopuna V
Ne 524: a — cBetoBast MUKpockonus. YBeandeHue X 500; 6 — a/ieKTpOHHAsi MUKPOCKOIUS. YBeanueHue X 5000.

DeKTpoHHOE n3o0paxeHue 1

10 MKM

Cuk,;

Cuk,;

AgLal

10 MxMm 10 MKM
e — |

10 MKM 10 MKM
|

Puc. 5. KapThl pacnpeaeieHust MeIu 1 cepedpa B MOBEPXHOCTHBIX yYacTKaxX MOMePEeYHOro CeYeHMs 'ypTOB cTaTepoB Peckyrmo-

puna V Ne 524 (a) u @apcanza Ne 2136 (6).

IonyyeHHbIe MTaHHBIE TTO3BOJISIIOT TOBOPUTH, UTO
JUTST oOoTralleHusI cepeOpoM ITOBEPXHOCTU KPYKKOB-
3aroTOBOK 1JIsI cTarepoB Peckymopuma V 1 cuHXpOH-
HBIX PUMCKHUX MOHET IIPMMEHSIJIACh OJTHA U Ta XKe TeX-
HOJIOTMsI, OTTMCaHHAasl BBILIE.

MukpoaHain3 ToliepedyHoro muda Ha TypTe
crarepa @apcan3a Ne 2136 BBIIBII HAJTUYKE Ha IT0-
BEPXHOCTU MOHETHI CEPEOPSTHOTO TTOKPHITUS TOJIITN-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

HOI 0KOJ10 5—15 MKM (puc. 6). To e moaTBepKAAIOT
M pe3yJibTaTbl KApTUPOBAHUS 3JEMEHTOB (puc. 50).
Ilom cepeOpsTHBIM CII0€M pacIioaaraeTcs J0CTaTOYHO
TJIOTHasI OCHOBA MOHETHOTO CIJlaBa, KOTopasi B OT-
JIM9Ke OT OCHOBHI cTatepa Peckymopuna V conepkut
MpPaKTUYECKU YUCTYIO Meab (puc. 6).

Pesynbraret EPMA, poBeqeHHOTo METOIOM Ha-
Oopa cIieKTpa 1o IUIOIAIM Ha ydacTKax B LIEHTpeE ce-

Ne 10 2023



CEPEBPEHME INTOBEPXHOCTHU N OBOTALIEHUWUE CEPEGPOM

(a)

OTHOcUTEIbHAS
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Puc. 7. DiaeKTpOHHBIE M300paXkeHMSI LIEHTPAIbHBIX YYaCTKOB IOMNEPEYHbBIX IUTM(OB Ha I'ypTax CTaTEPOB U XapaKTepUCTUYC-
CKMe CITIEKTPBI C UCCIIeyeMbIX Y4acTKOB: a, 6 — Ne 524 (Peckynopun V), B, r — Ne 2136 (PapcaHns).

yeHUs ctatepa Peckymopuma V Ne 524 (puc. 7a), mmo-
Ka3bIBAaIOT, UTO OH M3roToBjicH u3 ciuiaBa Cu—Ag ¢
conepxanneM 10—17% Ag. Cratep ®Papcanza Ne 2136
n3roToBieH m3 crutaBa Cu—Ag ¢ comepskaHUEM IO
10% Ag ¢ no6asneHuem onoBa (<1%) (puc. 76).

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUSA  Ne 10

SAKJIFTOYEHHE

Ha ocHoBanmM aHanm3a TOJIydeHHBIX Pe3yJIbTa-
TOB MeTautorpauieckoro ¥ MUKpOPEeHTIe€HOCTIEK-
TPaJIbHOTO MCCIeNOBaHUI CTaTEPOB MOXHO CIEJIaTh
CJIEMYIOIINE BHIBOIBI:

2023
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— JUIS M3TOTOBJICHMST cTaTepoB Peckymopuma V
253/254 1. H.3. TIpUMEHSIJICSI MEIHO-CepeOPSHBIM
CILIaB, BKJTIOYatouii no 17% Ag, a MOBBIIIEHHOE CO-
Jep>kaHue IparolieHHOro MeTala Ha TTOBEPXHOCTU
MOHET JOCTUTAIOCH OTTMCAHHBIM BbIIIIE METOIOM pa-
buHMpOBaHNS 3aTOTOBKU-01aHKA IO OIepaIluy ye-
KaHKM;

— Ui u3rotoBieHus1 cratepoB Papcanza 253/254 1.
H.3. UCHOJIb30BaJICs CIUIaB MeIH C cepedpoM U OJI0-
BOM, conepxasiuuii 1o 10% Ag u okono 1% Sn.
Ha moBepXHOCTM MOHET BBISIBJIEHO CepeOpsiHOE MO-
KpBITHE TOAIMHOMN 10 10 MKM, KOTOpOE OBLIO MOJIy-
YeHO, MO-BUIUMOMY, METOIOM HaHECEHHUS U3 CIie-
LIMAJIbHBIX MACT;

— IIPUMEHEHME Pa3HbIX TEXHOJIOTUI cepeOpeHus
cratepoB Peckymnopuna V u ®@apcaHnsa, ckopee Bcero,
CBUICTEIIBCTBYET O YEKAHKE MX MOHET Ha pa3HbIX MO-
HETHBIX ABOpaXx UJIU, 110 KpailHE Mepe, HE OMHOBpE-
MEHHO, eCJIi pe4yb uaeT 00 equHOM nBope. CiaenoBa-
TeabHO, Peckynopun V u @apcaH3 He SIBASIJIUCH
COIIPaBUTEIISIMU, U TIOCJICIHWI, OYEeBUIHO, Ha HE-
MPOIOJKUTEBHBIN CPOK (MEHEE To1a) Y3ypIUupOoBaI
BJIacTh Ha bocnope B 253/254 1. H.5.
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Detection of Surface-Silvering and Near-Surface Silver Enrichment on AD 253 /254
Bosporan Staters by Electron Probe Micro-Analysis

M. G. Abramzon' > *, Yu. Yu. Efimova!, N. V. Koptseva!, D. A. Gorlenko',
I. A. Saprykina?, T. N. Smekalova?
! Nosov Magnitogorsk State Technical University, Magnitogorsk, 455000 Russia
2 [nstitute of Archaeology, Moscow, 117036 Russia
3Crimean Federal University named after V.I. Vernadsky, Simferopol, Republic of Crimea, 295007 Russia
*e-mail: abramzon-m@mail.ru

The article deals with the results of the EPMA investigation of surface of two groups of AD 253/254 Bosporan
staters minted in the names of Rhescuporis V and Pharsanzes. It was found that a special silvering technique
was used for each group. In the Phescuporis V’s coin production, depletion-silvering was executed by first
tempering and oxidizing the flan, then attacking it with organic acids before striking. No silver coating was
revealed on his coins. Meanwhile Pharsanzes staters have a silver coating with a thickness of up to 10 um. The
elements chlorine, calcium, sodium and magnesium that were first revealed in the surface layer suggest the use of
a special paste for silvering the coins of this king. Its components could be chlorides of silver, sodium, ammonium,
mercury, potassium hydrogen tartrate and chalk as a thickener. Both techniques for silver surface enrichment of
coins were common practice in the Roman coinage from the late third to beginning of the fourth century AD.

Keywords: natural science methods in archaeology, metallography, EPMA, coin alloy, surface-silvering of

ancient coins, Bosporus, staters.
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IIpencraBiieHbI pe3yIbTaThl SKCITEPUMEHTAITBHOTO MCCIIeTOBaHNS MOP(DOJIOTMY ITOBEPXHOCTH TIJICHOK OK-
culla LIMHKA U 3JIEKTPUUYECKUX CBOMCTB CTPYKTYp Ha OCHOBE reteporepexola MOHOKPUCTAIMYECKU
Si/mukpoxkpuctammdeckuiit ZnO. [IpoBeneH aHaanu3 CTPYKTYphI IUIEHOK OKCHIA IIMHKA, BHIPAIICHHBIX
B aTMoc(epax aproHa u Kuciaopoza, IojydyeHo pacrpeaeseHre 1o pa3Mepy BbIpallleHHbIX Ha ee MOBepX-
HOCTH HaHOBOJIOKOH. [IpoBemeHO MomelMpoBaHUE BOJBT-(hapagHBIX XapaKTePUCTHK TeTePOCTPYKTYD
In/ZnO/n-Si/Al u Au/ZnO/n-Si/Al. Ha ocHOBe MpOBeNEHHbIX PACYETOB U COMOCTABJIEHUST 9KCIIEPUMEH -
TaJIbHOM W MOJIETbHOM 3aBUCUMOCTE! ObUTH ONpene/ieHbl KOHIIEHTPALIMsSI CBOOOMHBIX HOCUTENEH 3apsiaa B
o6pasle U rojioxkeHre ypoBHsi @epMU, BbISIBJICHO HAUIMUME B cucTeMe (PUKCUPOBAHHOTIO 3apsifa, HaliieHa
TUTOTHOCTH ITOBEPXHOCTHBIX COCTOSTHUM MCXO/II U3 COOTHOIICHUS TTPUIIOXKEHHOTO K CUCTEME HaIPSIKEHUS
U TTIOBEPXHOCTHOTO MOTEHIIMaJIa Ha IpaHuUlle pa3zena cioeB. PaccunTaHa BeJIMUMHA BCTPOSHHOTO MOBEPX-
HOCTHOTO 3apsiga. McciemoBaHa B3aMMOCBSI3b MaTeprajla BEpXHUX KOHTAaKTOB C BOJBT-(hapamgHbIMU U
BOJIBT-aMIIEPHbIMU XapaKTepUCTUKAMM CUCTEeMbl. PaccunTaHO conpoTuBieHre chOpMUPOBAHHBIX TIjIe-
HOK okcuaa ImHka. OOCyXKaeHbI TTpeobamamle MeXaHu3MbI TIepeHoca 3apsna. BeisBieHa aMIupuie-
cKasl 3aBUCMMOCTb MOBEPXHOCTHOT'O MOTEHIMAIa KPEMHUS OT MPUIOXEHHOTO K CTPYKTYpe HaMpsIKeHMUSI.
ITpoaHamM3MPOBAHO BIMSHUE TEXHOJOTUIECKUX PEXKUMOB MOJYYSHUs TNIEHOK OKCH/IA IIMHKA, TTOJTydeH-
HBIX METOZOM CHpeii-TMpoJin3a, Ha CTPOEHUE TTOBEPXHOCTH, 3 GEKTUBHYIO eMKOCTh CTPYKTYPHI, TJIOT-
HOCTb 3JICKTPOHHBIX COCTOSTHUI, TIPOLIECCHI IIepeHOCca HOCUTEIEel 3apsia B 00pasiiax Mmoj IecTBUEeM dJIeK-
TPUUYECKOTO MOJISI.

KiroueBble ciioBa: Mopdosorusi MoBepXHOCTHU, pacTpoBasi 3JIeKTpOHHass MMKpockonus, ZnO, rerepo-
CTPYKTYypa, MeXaHM3MBbI IIepeHOoca HOCUTEJIeH 3apsiaa, BoJibTaMIIepHasl XapaKTepuCTUKa, BOJIbT-(hapanHas
XapaKTepUCTHUKA.

DOI: 10.31857/51028096023100199, EDN: GFTPXE

BBEIAEHME

Bobilioe KoJMyecTBO HAyYHBIX MCCIIETOBAHUM,
MOCBSIIEHHBIX M3yYEHUIO CBOMCTB OKCHIA IIMHKA,
NpoBeaeHO B mmocyiemuue roasl [1—8]. Oxkcun mmHKa
WHTEepPEeCeH KaK pacHpoCTpaHEHHBII B NpupomAe
NPSIMO30HHbBIN MOJYIIPOBOIHUK, UMEIOLIMI LLIUPU-
Hy 3arpelleHHoit 30HbI 3.36 3B. HenernpoBanHoe
CoeIMHEHNEe 00JamaeT BBICOKMM KO3(DPUIIMEHTOM
MIPONYCKaHMWs B OITUYECKOM IMAra3oHe, YCTOMIM-
BOCTBIO K BO3[IE€ICTBUIO MOHU3UPYIOIIETO U3TyIeHU S
U 3JIEKTPOHHBIM TUIIOM IIPOBOAMMOCTHU. YKa3aHHbBIA
MaTepHra SIBISETCS IMIEePCIeKTUBHBIM JIJISI IIPOU3BO/I-
CTBa CBETOJIMOIOB, JIa3€PHBIX 1 YAbTPa(pUOIETOBBIX
JIIMOIOB, a TakKKe€ MPO3pavyHbIX MPOBOIHUKOB B COJI-
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HEYHBIX 271eMeHTaX. Hajmnaume BhICOKOI 371eKTpOHHOM
MOJBUXKHOCTH, TIO3BOJISIET CO3aBaTh HA OCHOBE 3TO-
ro MaTtepuana OBICTPONEHCTBYIOIINE HATYNKU Yib-
TpadrOJIETOBOTO U3TYUECHUSI.

Ilenpio HacToseit paboThl SIBISETCS WU3ydyeHUE
MOP(dOJIOTUN U BIIEKTPOPU3NISCKUX CBOIMCTB reTe-
POCTPYKTYpP Ha OCHOBE MOHOKPUCTAJUTUYECKOTO KpeM-
HUS 1 MUKPOKPUCTA/UIMYECKOTO OKCHUIAa IIMHKA Ha
MPUMEpPE TECTOBbIX 00PAa310B, BBIMOJHEHHBIX MPU
pa3JIMYHBIX TEXHOJIOTUYECKUX YCIOBUSIX, ISl pa3BU-
TUS TIpEACTaBJIeHU 00 0COOEHHOCTIX (PU3MUECKUX
SIBJIEHUI B MOJYIMPOBOIHUKOBBIX T€TEPOCTPYKTYpax
YKa3aHHOTO TUMA.
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Puc. 1. CxematnuHoe n300paxkeHUe CTPYKTYPbI UCCIIEY-
€MBbIX 00pa31oB (B ABYX ITPOEKIIUSIX).

OBPA3IIbI 1 UCITOJIB3YEMBIE METObI

B Hacrosmieii padote mpoBeAeH aHAJIN3 CTPYKTY-
pbl 00pa3lOB HA OCHOBE OKCHJA LIMHKA: MOJIy4eHbI
N300pakeHNSI OBEPXHOCTU U ITOMEPEYHOrO CEYCHMUSI
METOJIOM PAacCTPOBOI 3JIEKTPOHHON MUKPOCKOIIUU
(POM). HMccnegoBaHHBIE IUIEHKM OKCHIA IIMHKA
CUHTE3UPOBAHBI METOIOM TEPMOAECTPYKIIVHU XEJIATHBIX
KOMIIJIEKCOB alleTuialleToHata 1HuHKa Zn(AcAc),
MyTeM XUMUYECKOTO OCaXKIeHUsI U3 Ta30BO (pa3bl Ha
MOHOKPHUCTAJIIMYECKYIO KPEMHUEBYIO ITOIJIOKKY 0€3
IpUMeHEHHs KaTanu3aropa Ipu maBiaeHum 102 Tla
B ITOTOKE KHUCJI0POAa B peakTope BEPTUKATbHOIO TH-
na. Temneparypa BeIpammuBanus coctaBmia ~300°C,
TommmHa cpopmupoBaHHoit TieHKM 700 HM. Co3na-

CEMEHOB wu np.

HHUeE TJIEHOK OKCHUA IIMHKA OCYIIECTBIISLIM Ha KPeM-
HMEBBIX TTOJIOXKKAaX (n-TuMa). Jlajiee cienoBajio Ha-
HeceHUe Ha MOBEePXHOCTb IUIEHKNU KOHTAaKTOB KPYT-
Joit popmbl gfuameTpoM 0.85 MM 13 Au 1 KOHTaKTOB
KBanpaTHO# (popMbI co cTopoHoii 0.85 MM u3 In me-
TOJOM TEPMUYECKOTO UCITapeHUs B Bakyyme (puc. 1).
3aTeM IIPOBOMWIM OTKUT B aTMoc(depe aproHa (map-
st 1) m xucmopoma (maprtum 2—4) npu 600°C.
Ha Thu1bHOI CTOpOHE MOAJIOXKNA METOIOM TepMUYe-
CKOTO HCITapeHUS aJlIlOMUHUSI B BAKyyMe HaHECEHBI
OMUYECKNE KOHTAKThI. TONIIMHA MICHOK KOHTAaKTOB
ob11a B nuamnaszone 50—100 HM.

CTpyKTypa 1 MOp(dOJOTUs UCCICIyEMbIX CUCTEM
HCClIeToBaHa C TOMOIIBIO PaCTPOBOTO JIEKTPOHHOTO
mukpockora JEOL JSM-6610LV. Uzyuenue mopdo-
JIoruu o0pa3loB MPOBOIWIN B pPeXUME BTOPUYHOI
anekTpoHHOI Budyanusauum (SEI) ¢ yckopsommm
HanpsokenneM 30 kB. UccienqoBaHus 31eKTpodusn-
YEeCKUX CBOHCTB TeTEPOCTPYKTYp MPOBEAEHBI T10-
CpencTBOM u3MepeHMs BoabT-amIiiepHbIx (BAX) u
BBICOKOYACTOTHBIX BOJIBT-(hapaaHbIX XapaKTePUCTUK
(B®X) ¢ moMoliplo U3MepUTeIsl COMPOTUBICHUS,
WHAYKTUBHOCTU M eMKocTu Agilent E4980A co BcTpo-
€HHBIM MICTOYHUKOM HATPSIKEHUS.

NCCIEOOBAHUWE CTPYKTYPHI OBPA3LIOB
C [TIOMOIIbBIO POM

Crpykrypa miaeHok ZnQO, mojlydeHHBIX B Pe3yib-
TaTe OCaXKIeHUs U3 ra30Boii (hasbl, MpencTaBiisijia co-
00i1 MacCHUB BOJIOKOH C IIOTIEPEYHBIM CEYEHUEM IeK-
caroHaJibHOI (pOpMBI U TUAMETPOM OT HECKOJIbKUX
JIECATKOB OO COTEH HM. PazMmep BOJIOKOH BapbuUpoO-
BaJICSI B 3aBUCHMOCTHU OT YCIOBUIA OTKMTA.

B maptuu 1 Habmonany HanboJee BHICOKYIO IIJIOT-
HOCTb PACITIOJIOKEHHUS BhIPAIIBA€MbIX BOJIOKOH B ar-
JioMepaluu (puc. 2a), B TO BpeMsl KaK B IapTusix 2—4
HaGmoganIu OoNbIIUIE pa3Mep BOJIOKOH, KOTOpPHIE
¢dopMupoBaIrck 060cobeHHO (puUc. 20).

AHanmn3 NoJIydeHHBIX N300pakeHU BBISIBUJI, UTO
JIraMeTp OOJILIIMHCTBA KPUCTAIIOB ZnO, OTOXKEH-
HBIX B aTMocdepe KUCIopoaa, JieXXal B Auaria3oHe
0.1-0.2 mxm. JInameTp OOJBIIMHCTBA BOJOKOH Ha

Puc. 2. POM-u3o6paxeHue MoBEpXHOCTH TeTePOCTPYKTYP Ha ocHOBe ZnO Ipu oTkure B atMocdepe aprona (a) u kuciopona (6).

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS
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Puc. 3. PacnipeneneHue MukpokpuctauioB ZnO B 3aBU-
CUMOCTH OT UX IaMeTpa IpU OTKUTe B aTMOCchepe apro-
Ha (a) u kucyiopoza (0).

IJIEHKE, OTOXCKEHHOM B aTMocdepe Ar, ObLUI MEHb-
1IIe, YeM ITPpU UCTIOIb30BaHUU aTMOC(epbl KUCIIOPO-
J1a 1 B ocHOBHOM He nipeBbitai 0.125 mxMm. Ha puc. 3
MpUBEICHO paclipeliesieHue s TIo pa3Mepy Iornepey-
Horo ceueHus (mmameTrpy D) BojiokoH ZnO, BBIYUC-
JICHHOE Ha ocHOBe aHanm3a POM-uzobpaxkenuii. I1o-
JIydEHHBIE PE3YJIbTaThl O3BOJISIOT MPEATNOJIOXUTh, UTO
MOHIXKEHHAsT KOHLIEHTpalUs KUcIopoda B KaMepe U
KCIOJIb30BaHWE CPeibl MTHEPTHOTO ra3a aproHa rmp1uBo-
JIUJTIO K 00pa3oBaHMIO 00Jiee TOHKUX BOJIOKOH, cpacTa-
FOLIUXCS APYT C IPYTOM B IIPOLIECCE OTKUTA.

IIpuMeHeHNe pa3INYHBLIX TUTIOB Ta3a MPU OTXKUTE
IUICHOK, TaKMM 00pa3oM, BIMsET Ha IUIOIIANb I10-

(2) I -5 MKM,
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BEPXHOCTU OKCHA LIMHKA HA TpaHMIIe pas3iena Me-
TaJJIMYECKOro KoHTakTa 1 ZnO mpu HaIbUIEHUU U
3(GeKTUBHYIO TOMILIVHY IUJIEHKU. Pa3Huia B 1mj1o-
IaA TTOBEPXHOCTU MOJIYIIPOBOIHUKOBOM IUIEHKU
MPUBOAUT K M3MEHEHUIO TUIOTHOCTU TMOBEPXHOCT-
HBIX COCTOSIHUI B ZnO U COOTBETCTBYIOLIEMY BITHSI-
HUIO TTOBEPXHOCTHOM MPOBOAMMOCTUA Ha MPOLIECCHI
TepeHoca 3apsiia B UCCIeayeMO cucTeMe.

MN300paxeHnss MOIEpeyHOro ckoja o0pa3loB
naptuii / u 2 npeacrasieHbl Ha puc. 4. ToniuHa
mieHoK ZnO B 3aBUCMMOCTH OT YCJIOBUIA HAITBUICHUS
BapbupoBagachk oT 0.7 1o 1.2 MKM. ¥ Bcex uccieno-
BaHHBIX 00pa3110B ObLJIO0 OTMEYEHO HaTUUYue TOHKOTO
CIUIOIITHOTO CJIOSI OKCHUIAa Ha TpaHUIE CO CIIOEM
KPEeMHUSI, COCTABJISIIONIETO B CpeIHEM HECKOJIBKO JIe-
CSITKOB HM, UTO MOJATBEPKIACTCsl pe3yJbTaTaMu aHa-
JIn3a BJEKTPODU3NIYECKUX W3MEPEHUIl, MpeacTaB-
JICHHBIMU Aajiee.

OOHapyXkeHa KOppessilvs MeXIy pa3Mepamu
rpaHyj U 3HaUYEHUSMU TIJIOTHOCTU MOBEPXHOCTHBIX
COCTOsSIHUI TpaHulIbl pasaena ZnO/Si, 9To oTMeYeHO
nanee npu aHanusze BDX ucciaenyeMbix oOpasioB.
IMTockonbKy ycaoBusl BbIpallliBaHUs U OTKUTA MOTY-
TMIPOBOTHHMKOBBIX TUICHOK BIMSIOT HA CTPYKTYPY, pa3-
Mep TrpaHyl W D3JeKTpUYECKUEe CBOMCTBA CUCTEM
Me/ZnO/Si, BO3MOXHO 1IeJIeHallpaBJIeHHOE YyIIpaB-
JIeHWE 3JIeKTPOMU3NISCKUMU TTapaMeTpaMM COo3/a-
BaeMbIX TJICHOK.

O6pabotka POM-u3obpaxeHuii mokasaja, 4TO
JIUAMETPbl MUKPOKPUCTAJLUIOB IIEHOK ZnO, oTo-
JOKEHHBIX B aproHe, MeHbIe, YeM MNpU OTXKUTE B
kucyiopoge (cpenHue 3HayeHust — 0.125 u 0.175 Mxm
COOTBETCTBEHHO).

BOJIBT-®APAIHBIE XAPAKTEPUCTUKH

Pacuer 3HaueHUI1 371eKTPODU3NIECKHX TTApaAMET-
POB TIOJYITPOBOTHUKOBBIX T€TEPOCTPYKTYP U TOHKUX
miaeHok ZnO npoBeneH B nporpamme Mathcad B co-
OTBETCTBUM C aHAIMTUYECKUMM COOTHOIIECHUSIMU U
MOMAESIMU, TIpUBeIeHHbIMU B [9—11].

Puc. 4. POM-u3o0paxeHue onepeyHoro ckojia rerepocTpykTyp Ha ocHoBe ZnO 1npu oTxure B arMocdepe aproHa (a) v Kuc-

siopona (0).
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ITo maHHBIM M3rOTOBUTENEN OOpPa3LlOB KOHLIEH-
Tpaiusi JOHOPOB N4 B BBICOKOJIETUPOBAHHOM KpeM-

HMM n-TUNa cocTasisiiaa nopsaka 108 cm—3. B mpose-
JCHHBIX HAaMM pacyeTax OKa3aJloChb, YTO BCC I'DYIIIIbI
00pa3oB UMeIN 3JEKTPOHHYIO IIPOBOAUMOCTb, IO-
CKOJIbKY ypoBeHb @epMu B ZnO okasaJjicsd BbIle
CepearHbI 3aNPEIIEeHHOM 30HbI.

BrissieHo, uyto skcrepuMeHTaabHble BDX wnc-
clieJOBaHHBIX TETEPOCTPYKTYP, KaK MPaBUJIO, aHAJIO-
rMyHbl XapakTepuctukamM MJIII-cuctem. Hekoto-
pble OCOOEHHOCTHU XapaKTepUCTUK HaOJIoJalu B
obnacTu oboraiieHus TpaHullbl paszaena ZnO/n-Si
HocuTeasaMu 3apsiaa. [IpyHuMasi Bo BHUMaHUeE TTOJTy-
YeHHbIE pe3yJibTaThbl, B HACTOSIIEN paboTe K aHAIU3y
XapaKTepUCTUK TEeTEPOCTPYKTYp C IuieHKamMu ZnO
MMPUMEHEHbI TEOPETUUECKE MOIEI CUCTEMbI MeTaJLlI—
IUAIeKTpuK—IoiyrnpoBogHuk (MJIII-cuctemsl) B
MPEANOJIOXEHUN, YTO BBICOKOOMHBIE CJIOU IIMPOKO-
30HHOTO OKCHJA [UHKA BBIMOJHSIOT (hYHKIIUIO IU-
2JIeKTpHUKA.

MopgenupoBaHue 1 aMIIPOKCHUMALIUS DKCIEpPU-
MEHTaJIbHBIX XapaKTePUCTUK IIPOBEAeHA HA y4acT-
Kax cjaboit MHBepCcHUM, OOCTHEHUS U aKKyMYJISILINH,
OIpeIe/IsieMbIX IO COOTHOILIEHUIO BEJIMYNH ITOBEPX-
HOCTHOIO X1 O0BEMHOI0 MOTECHIIMAJIOB, C IMOMOIIBLIO
HuskodacToTHbIx BAX uneansHoit MJIIT-cucTeMBl.
IMonyyeHHBIE MoAcAbHBIE (DYHKIIUM IIPEACTABIISLIN
c000ii 3aBUCUMOCTH €MKOCTH CTPYKTYPHI OT IOBEPX-
HOCTHOTO MOTEHLIMala Y, WJIU NOTEHIMAJIa Ha 00e-
HEHHOM CJI0€ MOJYIIPOBOIHUKOBOU MOATOXKM [11].

ITpu MogennpoBaHUU €MKOCTh T€TePOCTPYKTYPHI
Ha OCHOBE OKCHja LIMHKa Oblja MpeacTaBjieHa, Kak
MOC/eN0BaTeIbHOE COeIUHEHNE EMKOCTU OUIJICK-
TpuKa 1 1uddepeHINATLHON eMKOCTH ITOJTYIIPOBOI-
HUKa:

CD (Ws) =
_ e “L+exp(Bw,) —(po/m) (exp(—By,) +1) (1)
\/ELD F(Ws) ’
Crheory (y,) = (I/CEi + 1/CD (\Ifs))il ) (2)

rae Cp(y,) — adbdexTuBHas quddepeHuanbHas eM-
KOCTb OOEMHEHHOIO CJIOSl MOJynpoBonHUKa; Cg —
3¢ HEKTUBHAA €MKOCTb OUNEKTPUKA; Crpeor,(Wy) —
pacueTtHas 3(hdEKTUBHAS €EMKOCTb CTPYKTYPhI; € —
OTHOCHUTENIbHAS UBJIEKTpUYecKas MPOHULIAEMOCTb
KPEeMHUSI; €, — NUDJIEKTpUYecKas oCcTosiHHasT; L, —
neGaeBcKast IUTMHA 3JIEKTPOHOB; B = ¢/kT — x03bdhu-
LIMEHT, ¢ — DJIEMEHTApHBIN 3apsia, kK — MOCTOSTHHAs
bonbumana, T — temneparypa; ny, U p, — paBHOBEC-
Hbl€ KOHIIEHTPALIMU 3JIEKTPOHOB U AbIPOK COOTBET-
crBeHHO. DyHkuMu F(\,) ornpeneseHa COOTHOLIE-
HUEeM

F(y,)=
_@(

3

=, [(=exp(Bw,)+Bw, +1)—=(exp(—Bwy, ) +Bwy, +1).
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I[lpn 3HaAYeHWM TMOBEPXHOCTHOTO TIOTEHIIMAJIA
\IIS = O, MJIN B TaK HaAa3bIBAEMOM COCTOSHUMU ITJIOCKUX
DHEPreTUYEeCKUX 30H, BEJUYMHA €MKOCTH oOpasiia
olpenesieHa Kak eMKOCTb, COOTBETCTBYIOIIIAsT 3HAYEC-
HUIO TIOBEPXHOCTHOrO noreHuuana Y, = 0. B atom
ciyqae apdexTuBHas quddepeHraatbHas eMKOCTh
MOXKeT OBITh OITpeeieHa Kak

Cp(0) = 8sgo/LD- 4

I[lo caoBury skcnepMMeHTaJIbHOI BOJBT-(apas-
HOI 3aBUCMMOCTHU MO OCU HAIPSIXKEHUI OoIpeeieHa
BeJIMYMHA (PUKCHUPOBAHHOIO 3apsiia Ha TIpaHUILE
ZnO—Si 11pu yCI0OBUM COOTBETCTBUSI HYJIEBOMY I1O-
BEPXHOCTHOMY ITOTEHIIMATIY HYJEBOIO HaIlpsKEHUS
Ha obOpasue B uacanbHoii M/II-cucreme. IloBepx-
HOCTHBIH 3apsia B OOIIEM CIydae SIBJISIETCS COBOKYII-
HOCTBIO psiga cocrtapiswomux [11]: 3apsima HocuTe-
JIeli, 3aXBauyeHHBIX JIOBYIIKAMM Ha IIOBEPXHOCTWU,
PacIOJIOXKEHHOTO BOJIM3U IT'paHULIbI pa3neiia (PUKCH-
pPOBaHHOIO 3apsijia OURJIEKTPUKA; 3apsiaa TTOIBUX-
HBIX MOHOB.

B ucrionb3ayemMoit HamMmu Moaenu (PUKCUPOBAHHBIN
3apsizi OKUCIa Qy CUUTaeM NpeooIanaroivM, MOCKOIb-
Ky OCTaJIbHBIMU COCTaBJIAIOIIMMHN ITOBEPXHOCTHOI'O
3apsiia B IEPBOM ITPUOIVKEHUH MOXKHO ITpeHeOpeYb.
3apsia, 3aXBaueHHBIN MOBEPXHOCTHBIMU JIOBYIIIKA-
MU, CYUTAEM OTCYTCTBYIOLIUM IIpU Y, = 0.

CornacHo [12] BenuumHa (pUKCUPOBAHHOTO MO-
BEPXHOCTHOIO 3apsaga B peanbHoii MJII-cucteme
paBHa

Q,=Cgy ((pms - AUFB): (3)

rae ¢,,, — pa3HOCTb paboT BBIXONA MOJYIPOBOIHUKA
u Metayia, AUgz — HanpsoKeHHe, COOTBETCTBYIOIIEE
caBuUTy ToTocknx 30H. Ilo manHbIM [11] pa3sHOCTE pa-
00T BbIXOJAa KpeMHUs (MaTepuraa MOAJI0XKU) U 30-
JoTa (MaTtepuaja KoHtakTa) coctaBuia 0.57 3B misa
obOpasna maptum I [13]. PaccunrtanHas IJIOTHOCTh
MMOBEPXHOCTHOTO (PUKCUPOBAHHOTIO 3apsiia COOTBET-
crBoBana Qy=—9.7 % 10~* Ki/cm?. 17151 06pa3tos us
napThu 2 pa3HOCTh paboT BBIXOAAa KPEMHHUEBOM MO~
JIOKKM U 30y0Ta cocraBmia 0.56 3B, orkyma ObUIO
MOJIy4eHO 3HA4YEHHE IUIOTHOCTU ITOBEPXHOCTHOIO
dukcuposanHoro 3apsna O, = —1.81 x 10~ Kn/cm?.

Crenyromuii aTar aHajau3a 3aKjaio4dajcs B oIlpe-
JIeJICHUM TUIOTHOCTY MOBEPXHOCTHBIX COCTOSIHUIT Ha
rpanune ZnO—Si. PacyeT mI0THOCTH MOBEPXHOCT-
HBIX COCTOSIHUIA MPOBEIEH HAa OCHOBE IIpeicTaBiie-
HUIi, ONMCAaHHBIX B [ 14], METOOM BEICOKOYACTOTHBIX
B®X. I1pu pacyere nmojaraiu, 4To MU3MEHEHME 3apsi-
Jla Ha MOBEPXHOCTU CUCTEMbI ONMHAKOBO IIPU MaJIbIX
W3MEHCHUSIX HaMpsKeHWs Ha oOpasle U MHOBepX-
HOCTHOTO MOTEHIIMAJIA B COCTOSTHNM TIOCKMX 30H [11].

3HavyeHre MPOU3BOIHON MOBEPXHOCTHOTO IMOTEH -
uMana oT HampsixkeHus: dy,/dU onpenesaeHo Kak oT-
HOIIIEHUE TTPOU3BOIHOMN MOJYYeHHON SKCTIEPUMEH-
TaJIBHO EMKOCTHU OT HATPSIKeHUsT Ha 06pasiie u Mpo-
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Tab6muna 1. [TapameTpsl MCCIEAOBAHHBIX TETEPOCTPYKTYP
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ITapTus o6pasion

ITapameTpsl 0O6pa3oB

1 2 3 4
TommuuHa d nneuku ZnO, MKM 0.71 0.84 0.62 1.20
ConportuieHue obpasna R, MOm 0.97 0.40 1.43 1.19
YnenbHOE conpoTuBiIeHue obpasua p, MOM - cM 98.7 34.0 165.8 71.9
KoHueHTpauusi cBOOOIHBIX HOCUTENIEH 3apsiia
P 3 13 P 3.16 9.18 1.88 4.34

(a1eKTpOHOB) B ZnO, ny % 10°, cm
Db dexkTuBHAS IUIOTHOCTh COCTOSITHUIA 8
B 30HE MPOBOIMMOCTH B KpeMHUU, N, CM ™3 3.5x10
IT (O]

OJIOACHIE YPOBHA “epMU —0.60 —0.57 —0.61 —0.59
OTHOCUTEJIBHO AHA 30HbI IPOBOJIMMOCTU Wf— w.,>B
PaGora Bbixona g@,, 3B 4.95 4.92 4.96 4.94

W3BOJHOM pPacCYETHOM €MKOCTM OT MOBEPXHOCTHOIO
NOTEeHILIaja IOoJyIpOBOAHKKA.

3HayeHue IJIOTHOCTU ITOBEPXHOCTHBIX COCTOSI-
HUii D, onpeneseHo 1o cootHoeHuso [11]:

-1

Co.l(d C
D, ==& —1|-=2, (6)

g \\dU q
st 06pas3uos U3 MapTuM 2, Hampumep, Ipu Mo-
KJIIOYEHU U KOHTAKTOB 13 Au Ha IUIEHKE OKCUIA [INH-
Ka ¥ U3 aIIOMWHUS Ha MOIJIOXKe BelndnHa ady,/dU
B COCTOSIHMU IUIOCKMX 30H coctaBuia 0.28. IIpous-
BomHyI0 d\,/dU cuntaeM B TIEpBOM MPUOTUKEHUUN

MTOCTOSIHHOM MPU BCeX 3HAYEHUSIX HAINpPSKEeHUs, Ta-
KUM 006pa3oM B JaHHOM cityyae Y, = 0.28 U.

ITo pesynbraTtam uccienoBaHust BOX oGpasion
paccuyMTaHbl CHEKTPHl TUIOTHOCTU MOBEPXHOCTHBIX
COCTOSIHMI Ha rpaHuine pasneia ZnO/n-Si, aHanus
KOTOPBIX MMOKa3ajl, YTO MPU OTXKUTre TIEHOK OKCUIa
IIMHKAa B aproHe 3¢h@deKTUBHAs IIOTHOCTh COCTOSI-
HUIi reTepocTpyKTyp Au/ZnO/n-Si mprubIM3nTeIbHO
Ha NOpsA0K OO0Jbliie, YeM TIPU OTKUIE B KUCIOPOIE
(3.5% 1021 6.0 x 10" 3B~! - cM~2 COOTBETCTBEHHO).

AHanu3 u 0000IIeHNEe SKCIIEPUMEHTAIbHBIX pe-
3yJIbTATOB ITO3BOJIMJIM IIOJIyYUTh ITapaMeTphl 00pa3-
IIOB, KOTOpEIe NpuBeAcHBI B Ta0id. 1. IlomydeHHBIC
pacueTHbIe 3HaYeHUsI 3PPEeKTUBHOU TNIOTHOCTH TTO-
BEPXHOCTHBIX COCTOSIHMI HaXOISTCS B IUAlla30HE,
XapaKTepHOM I TpaHUIIbI pa3aesia KpeMHUS ¢ pa3-
HBIMU JU3JeKTpuKaMu. CpaBHUMBI MOPSITOK BEJIU -
YYH IMapaMeTPOB OUBJIEKTPUKA M T'PaHUIIBI pa3neiia
TeTepOCTPYKTYP LISl pa3HbIX 00Pa31I0B COIIACYETCS C
yciaoBUsIMU u3rotoBieHusi. Ha puc. 5 mpuBeneHsl
TeopeTuuecKasi 1 3KcriepuMeHTaibHass BOX ogHOro
W3 UCCIETOBAaHHBIX O0OPA3IIOB.

Brruucnenue 3HadyeHusT Koa@dUIeHTa Koppe-
Jsiuuu [Mupcona kp = 0.9959008 [15] noka3zano, 4To
HCIIOJIb30BaHKUE OMMCAHHOIO BhIIIIE METOAA JaeT MpH-
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eMJIEMOE COBITaJIecHUE IKCIIEPUMEHTATbHOM U Teope-
tnyeckoii BAX. BTo noaTrBepxkaaeT mMpaBOMEPHOCTD
MIPUHSTHIX JonymeHnit. OTMETHM, YTO I BCeX 00-
pasIoB MONIETbHBIC 1 KCIIEpUMEHTATbHBIC XapaKTe-
PUCTUKU B 00JIACTU OOETHEHUSI TIPAaKTUUYECKU COBIIA-
AT JUTS CITy9aeB TTOTKITIOYCHUS K BEITIPSIMITSIOIITNM
(Au) u HeBBIIpSMILTIOMNM (In) KOHTaKTaM.

Ha puc. 5 conocTaBieHbl pe3yabTaTbl UBMEPEHU I
JUTS. pa3JIMYHBbIX KOHTAKTOB Ha KaX/JI0M TuIe obpas-
1oB. HekoTophie pa3nuuusi B XapaKTepUCTUKAX MO-
IyT OBITh CBSI3aHBI C PSIIOM Ipu4uH. B pabote [16]
BBISIBJIEHO HAJIMYHME JIOBYIIIEK 3JIEKTPOHOB C HEPIU-
amvu 0.2 u 0.3 3B Ha rpanuie pazgeina Au—Zn0O, Ko-
TOpble MOTYT OKa3bIBaThb BiaUsiHUE Ha ¢opmy BDX.
CyuiecTBeHHBIM (paKTOpOM, BIMSIOIINM Ha OCOOCH-
HocTH B®OX TeTepoCTpyKTyp, SABISIETCS BO3MOXKHAsI
HEOTHOPOAHOCTh TOJILIMHBI TOHKOM TiIeHKu ZnO.
ITpu ocaxkaeHUM METAULTMYECKUX TUIEHOK TSI CO3a-
HU$I KOHTAKTOB BO3MOXHa A1 dy31si aTOMOB MeTall-
JIa 3 KOHTAaKTOB B 00beM ZnO, 9T0 yMeHbIIaeT >3-
(EeKTUBHYIO TOJIIMHY U30JUPYIOIIETO CIIOS.

ITockonbKy Kazkmast Tpynmna oopas3ioB, pacCMOT-
pEHHasl B BKCIIepUMEHTaX, co3aHa Ha OAMHAKOBBIX
KPEMHHEBBIX TTOIOXKaX, TuddepeHImaIbHasT eM-
KOCTb TSI KaKIOW TPYIITHI JOJKHA OBITh OMMHAKO-
Boii. Mexny TeM, I oOpa3loB u3 maptuii I u 4
nnddepeHIMaIbHbIE EMKOCTU B Clyyae U3MEpeHMId
Ha kKoHTakTax In/ZnO/n-Si/Al u Au/Zn0O/n-Si/Al
OTJIMYAIOTCS. YKa3aHHOE MOXeT ObITh CBSI3aHO C He-
OITHOPOTHOCTBIO pacripenesieHust 1e(EKTOB U JIOBY-
mek Ha rpaHulie ZnQO/n-Si, yBermueHueMm 3pdek-
TUBHOI1 TUI0IIaay BepxHero KoHTakra In/ZnO/n-Si/Al,
a TakKe pacTeKaHUEM 3apsia.

PasHuia Mexay TeopeTUYeCKU PacCUUTAHHBIM U
SKCIIepUMEHTAIbHBIM 3HAYEHUEM YIEJbHON €MKO-
CTM UCCJIEIOBaHHBIX 00pa3llOoB ¢ KOHTaKTaMU Au—
ZnO, mpuBeneHa Ha puc. 6.
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0 L L L L
—-3.5-25—-15-05 0.5
U, B

1.0

0 L L L L
—-3.5-25 -15-0.5 0.5
U, B

1.5 25 35

1.5 25 35

CEMEHOB wu np.

0 L L L L
—-3.5-25—-15 -05 0.5
U B

1.5 25 35

C, OTH. efl.

02 L L L L
—-3.5-25-15-0.5 0.5
U B

1.5 25 35

Puc. 5. CpaBHeHrE HOpMUPOBAHHBIX 3aBUCUMOCTE 3 (HEeKTUBHOI eMKOCTH 00pa3LioB NnapTuii /—4 (a—r COOTBETCTBEHHO) OT

HanpsiKeHUsT IpY NOAKIIoUYeHUN Au 1 In KOHTaKTOB.

C poCTOM MOJIOKUTEIBHOIO TTOoTeHIIMada Ha0Jto-
JaeTcs 3aMeTHOe yMeHbIIeHne emMKocth ZnO, BO3-
MOXHO, CBSI3aHHOE C aKTMBAallMei M OBIKEHUEM I10-
JIBUXKHBIX MOHOB B IJIEHKE TU3JIeKTprKa. PazHulia eM-
KOCTH y TtonkmouyeHuii In/ZnO/n-Si/Al n Au/ ZnO/n-
Si/Al B pexxyiMe akKyMyasiLuu, 1 Bua BADX BeITIpsIMIIs-
IOIIET0 KOHTaKTa CBUIETEIbCTBOBAIU O MPUCYTCTBUU
BCTPOSHHOTO 3apsifia, 3aXBauyeHHOIO Ha SHepreThye-
CKM€ COCTOSTHUS TpaHUIIEI pa3nena Au—Zn0O.

2.0

—_
(93]

—
(=)

C, x1077 ®/cm?

e
W

Puc. 6. PazHoCTb MEXTY TEOPETUYECKU PACCUMTAHHBIM U
9KCMEPUMEHTAIbHBIM 3HAYEHUEM eMKOCTH 00pa3LioB U3
naptuy 1 Ha BBHIMPSIMISIIONIMX KOHTAKTaX MPU 4acTOTe
1000 Ix.

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS

BOJIBT-AMITEPHBIE XAPAKTEPUCTUKHA

Bonpr-aMIiepHble  XapaKTEpUCTUKM KOHTAaKTOB
Au/ZnO uMmenu XxapaKTepHBIN ST JMOIHBIX CUCTEM
HecMMMeTpUYHbI BuA,. [1py mpuitoskeHnn o6paTHOTO
HaTIpsIKeHUsT cMelleHus 6oiee 4.7 B misa oOpasmnos
13 naptuu / ObUT 3a(MKCUPOBAH JIEKTPUIECKUI TIPO-
6oii, B cBs13u ¢ yeM BAX oGpasiioB u3 maptuit /—4
B JaibHEHIEM M3MepsIi B Iraria3oHe ot —3.5 1o 3.5 B.

Haubonee sspko BBIpaxk€HHBIE BBIIPSIMIISIONINE
BAX ¢ moporoBsIM HampstkeHueM okosio 1.8 B xa-
paKTepHHI AJ1s1 00pa3LoB U3 napTuu /. Y o0pa3LoB u3
napTuii 2u 3 npsiMoe ITOpOroBOe HaIpsKeHNE COCTa-
BuIo okoso 2.1 B, a y obpasnoB u3 naptun 4 BAX
B MCCJIeAyeMOM Auaria3oHe oKa3ajlach IMpaKTUYECKU
JIMHEWHOIA.

BAX ucciaenyeMbIX reTepoCTPYKTYp, IOTyYeHHbIC
Ha HEBBIIPSIMJISIOIIMX KOHTaKTax 13 In mMmenn au-
HEUHBIA 1 CUMMETPUYHBIA ITPU MAJIbIX HAITPSIKEHU -
ax (“omuueckmit”) xapakrtep. 1o nuHelHON yacTu
BAX outleHeHO ynenbpHOe comnpoTuBiieHue cios ZnO,
KOTOpPOE 0Ka3a10c¢h 6oJee, yeM 10° OM - cM U1 Beex
00pa3loB, YTO MOATBEPIAMIO MPAaBOMEPHOCTH pac-
cMmoTpeHuss ZnO B KadyecTBe auaiekTpuka B MIII-
cucteMe [13]. PaccuntanHbie 3HAaYEHUSI COIPOTUB-
JIEHWs TOHKUX cyioeB ZnO, MpuOJIn3NTEIILHO PaBHBIC
0.97;0.40; 1.43; 1.19 MOM nnst maptuii /1—4, COOTBET-
CTBEHHO, MO3BOJIWIN BBIUMCINTh BEIUYUHBI YIACIb-
HBIX COIPOTUBIIEHUI1 (Ta0. 1).
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Okazajoch, 4To JJis 001aaal0IX MEHbIIENH TOJ-
IIMHOM 00pa3loB U3 MapTuu 3 BIUSIHUE aTMOChephI
OTKMTa 0Ka3ajgoch 6osiee 3HaUUTeIbHbIM [17]. OTXuUTr
B cpejie KUCI0poaa MPUBeEN K CHUKEHUIO COMTPOTUB-
JICHUsI CTPYKTYpbl M ciaboii HenmHeiiHocTn BAX.
BeposiTHO, ykazaHHOe sIBIeHUE OOYCJIOBJIEHO IpU-
CyTCTBUEM aTOMOB BOJOPOAA B MEXIOY3NUSX KpU-
CTAJUIMYECKOM peIIeTKM TUIEHOK Zn(O, urparoimx
pPOJIb MEJIKUX JOHOPOB [ 12]. OTXUT 006pa31ioB B aTMO-
cdepe aprona (rmaptus ), Kak U CJIETOBaIO OKWAATh,
MPaKTUYECKU HE TIPUBOJIUJ K U3MEHEHUIO COAEPKa-
HuUs Kucaopoaa B ZnO.

MOXHO HpPEeAIoOKUTh, UTO MIPU OTXKUTE B Cpele
KHCJIOpoAa MPOUCXOAUT ancopbuus aromoB O, Ha
MOBEPXHOCTH TIeHKM ZnO, “3ajieunBaHue” KUCIO-
POIHBIX 1e(PEKTOB — BCTpauBaHUE aTOMOB KUCIIOPO-
J1a B KpUCTAJUINYECKYIO peleTKy ZnO — U CBSI3bIBa-
HUe UX ¢ MoHaMU LuHKa Zn* [17]. Monsl unHka Zn*
MOTYT HaxOOUThCS B MEXIOY3JIMsIX JUOO B y3iax
KPUCTAJIJIMYECKOIM peIIeTKU, HO He OBbITh CBSI3aHHBI-
MU ¢ aToMaMu Kuciaopoga. ConmpoTusiieHne oOpasiia
U3 MapTUU 4 BbIllIe COMPOTUBJIEHUs 0Opa3lia U3 nap-
TUU 1, 4YTO TTO3BOJISIET CAEIATh BEIBOI O BIIUSTHUU OT-
Xura, MPOBEIEHHOTO BO BJIAXXHOM KHCJIOPOMTHOM
cpele, rae B HEKOTOPOM KOJIWYECTBE COAEPXKATCS
OCTaTOYHBIE Ta3bl, aTOMbI KOTOPBIX SIBJISIIOTCSI TOHO-
paMu 1 CO3IaI0T MOBBIIIEHHYIO ITPOBOIMMOCTE. O6-
pazell u3 mapTuu 2 obJianal HAMMEHBITUM COTTPOTUB-
JIEHUEM, UTO CBUIECTENILCTBYET O OOJIbIIEM BIMSHUM Ha
KOHIIEHTPALII0 HOCUTEJIEH 3apsiga aacopOuMpoBaH-
HBIX Ha MOBEPXHOCTU TUIeHOK ZnO MpUMeECHBIX 10-
HOPHBIX aTOMOB OCTaTOYHBIX TA30B U BOAOPOAA MpU
OTKHUTE.

MEXAHHW3MBbI IEPEHOCA
HOCHTEJIEN 3APAOA

Ha ocHOBe mNoOJyd4eHHBIX B3KCIIEPUMEHTAIbHBIX
XapaKTepPUCTUK U PACCUYUTAHHBIX 3JEKTpodu3nUe-
CKUX ITapaMeTPOB TeTEPOCTPYKTYP onpeaeieHbI Ipe-
obJagamle MeXaHU3MBbl TIepeHoca HocuTeNei 3a-
psana.

YcraHoBieHO, 4YTO Hanbosiee BEpOSITHBIMM MeXa-
HU3MaMU TlepeHoca HOCUTesIel 3apsiia B UCCIeno-
BaHHBIX OOpa3lax SBISIOTCSI TOKM, OrpaHUYCHHEIC
MIPOCTPAHCTBEHHBIM 3apsiIoM, Han0apbepHasi YMUC-
cusi (3pdext Puyapacona—IIoTTKr) 1 0OBbEMHBII
MeXaHU3M, 00ycIoBIeHHbII 3 dekToM ITyma—Dpen-
KeJisl. AHalu3 DKCIEPUMMEHTAJbHBIX pPe3YyJIbTaTOB,
BBITTOJIHEHHbII1 HA OCHOBE TEOPETUYESCKUX MTPeaCTaB-
JieHuii, mpuBeneHHbIX B [18, 19], mokasan npeobna-
JlaH1e MeXaHM3Ma 00bEMHOTIO IIepeHOoca 3apsiaa B CO-
orBercTBUM ¢ 3pdekrom Ilyma—Dpenkens [20].
DTOT MEXaHU3M 3aKJII0YAeTCs B IIOHIDKEHUM KYJIO-
HOBCKOI'O MOTEHIIMAJIbHOTO Oapbepa IJisi HOCUTEJIS
MPU BO3ACHCTBUMN 3JEKTPUUECKOTO MOJIsl. YKa3aHHbI
a3 deKT neliCTByeT He Ha TpaHUIIE, a B 00beMe Bellle-
CTBa U SIBIISIETCST aHAJIOTUIHBIM 3 dekTy IloTTKM.
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IToTeHlManbHast 9HEPTUSL JIEKTPOHA B MOJE KYy-
JIOHOBCKOI'O B3aMMOJIEHCTBUS paBHA —q*/4TE E*, uTO
B YEThIpE pa3a MpPEBbIIIAET IHEPTUIO0, OOYCIOBJIEH-
HYIO cujlaMu M300pakeHusl. 31ech €* — BbICOKOYA-
CTOTHasl OU3JEKTpUYecKasi MOCTOSIHHAsA, BeJUMYMHA
KOTOpPOI paBHO KBaJipaTy MoKa3areJsisi IpeJoMJIeHUs
JIU3JIeKTpuKa. TakuM o0pa3oM, B OMHOPOJIHOM BJIEK-
TPUYECKOM T10JIe TIOHMXKEeHUE KYJIOHOBCKOTO Oapbepa
AQp_p 3a cuet addexra [Nyna—DpeHkenst BiBoe 601b-
111€ TIOHWKEeHUsI, BbI3BaHHOTO adhdekToM IIloTTKM Ha
HelTpaabHOM Oapbepe:

0.5

EOAS — BP_FEO.SJ (7)

AQp_f =
Tee,
e E — HanpsKeHHOCTD 3JIEKTPUYECKOro nojs. Pas-
MepHOCTb Koaduimenrta Bp_r — JIx - cm!/2/B1/2,

I/I3BCCTHO, 4TO B IIPpUCYTCTBMM OAHOPOIHOIO
SJICKTPUYCCKOTO ITOJIA MOHU3ALIMOHHBIN MOTEeHLIMA
aTOMOB TBEPAOIO TEJja ITOHMXKACTCA Ha BCIMYUHY
A(pp_]:. 3aBUCHUMOCTD IIpOBOAMMOCTH O OT HaIIps-
KEHHOCTH DOJICKTPHUYCCKOI'O II10JIA E omnuceiBaercsa
COOTHOLICHUEM:

0.5
G = G exp Berf ~ , (8)

2kT

rie o, = &
1€ G, chHeXp(sz
noJssx, W, — mmpuHa 3anpenieHHoi 30HbI, Ne — a(-
¢deXTUBHAs TIOTHOCTh COCTOSIHUI B 30HE MPOBOA-
MOCTH.

j — IIPOBOANMOCTH B CJIa0BIX

BHenrHee anekTpuyeckoe moJje IIocpeacTBOM 3¢d-
dexTa I[Tyma—DpeHKensT yBeIUIUBACT BEPOSITHOCTD
BBIOpOCA B3JIEKTPOHOB, 3aXBAaUYCHHBIX Ha JIOBYIIKMU,
coJepxKalyecs B AU3JICKTPUKAX U UMEIONIe Oapbep
KyJIOoHOBCKoOro tumna. II1oTHOCTh ToKa 4epe3 Tu3jeK-
TPUK TIpU HAJIMYMU B HEM 3HAYUTEIbHOM KOHIIEH-
Tpalliy MEIKMX JIOBYIIIEK paBHa:

0.5
J =J,exp BerE " , )

kT
rae J, = Oy E.

Nneatnpukanmsg mo BAX sdpdpexroB Pruapnco-
Ha—Illortku u Ilyma—®peHKenss OCYILIECTBISIETCS
myTeM pacdyeTa Ko3(pGUIINEHTOB, XapaKTe pU3YIOIINX
3aBMCHMMOCTH TOKA Yepe3 CUCTeMY OT HamlpsiKeHHO-
¢t mnond. 3aBucumocTts InJ—FEV?/kT nipencrasiser
co00ii MPSIMYIO JTMHUIO C HAKJIOHOM [3g B Cllydae Ha-
Jnuus B oopasiue 3¢dpdexkra Puuapancona—IIorTku u
Bp_p — addekra IMyna—Dpenkensi. MU3BecTHO, YTO
BeJIMYMHA yIIoBOTro Koadduumenra Bp_p B 2 pasa
npeBblilaeT 3HadyeHue koabdunuenta g [11]. Tpe-
obanaroluii MexaHu3M MepeHoca HocuTeneit 3apsina
B MCCJIeAyeMbIX 00pa3lax OIpeAcisii IIyTeM cpaB-
HEHMSI OIIPEACICHHBIX 3KCIIEPMMEHTAJIbHO 3Haye-
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E'2/kT, x10%* (B/cMm)'/?/0x

Puc. 7. I1pssmeie BeTBu BAX 06pasiioB maptuii /—4 B KO-
opauHaTax an—E]/z/kT.

Huii KoabduirieHToB Bg U Bp_p ¢ UX TEOPETUYECKHU-
MU 3HAYEHUSIMU.

Ha puc. 7 npuBeneHs! npsimbie BeTBU BAX nccie-
IyeMbIX 06pa3uoB B KoopauHaTax InJ—E"?/kT. Tpu
nocTpoeHNN ob6paTHBIX BAX mcroib3oBaHBI abCco-
JIIOTHBIE BEJIMYMHBI TOKOB M HATTPSIKESHUIA.

OTMETHM, YTO IIPU ITOCTPOEHWHU B KOOPIMHATAX
InJ—E"?/kT Ha kaxn0it BAX 3aBUCUMOCTH JIMHEWHBI
IUTS BCEX TPYIIIT 00Pa3LioB PYU U3MEHEHU M HATIPSIXKeE -
Husg ot ~1 10 2 B. TeopeTnueckue 3HaUEHUSI YTJIOBBIX
koa(buimeHToB Bg v Pp_p wist TuleHOK ZnO cocra-
B 1.9 X 10741 3.8 x 10~* (cm - B)/2 cooTBeTCTBEH-
HO. B Tab6J1. 2 mpuBeaeHbI pe3yabTaThl PACCYNTAHHBIX
[0 SKCIIEPUMEHTAIBHBIM JTAHHBIM YIJIOBBIX KO3(]-
(GULIMEHTOB MPSIMBIX 1 00paTHEIX BeTBeli BAX, mo-
CTPOEHHBIX B KoopauHarax InJ—E"?/kT, n ux cpas-
HEHHE C TEOPETUIECKIMU 3HAYEHUSIMU YIJIIOBBIX KO-
acdbdurmerros Bg v Pp_p.

AHaIN3 IT0KAa3aJI, YTO OTHOIIEHUE PACCINTAHHBIX
I10 SKCIIEPUMEHTAIBHBIM JaHHBIM U TEOPETUYECKOTO

CEMEHOB wu np.

3HAYEHWN YriaoBoro KoadduimeHTa mist s3ddexra
ITyma—®peHkenst 611M3K0 K 1 Kak [JIst IPSIMOiA, TaK U
obpaTtHoil BeTBeit BAX B mmama3oHe HampsKeHU
ot 1 no 2 B nyis1 Bcex rpymm oopas3noB. CiaeaoBaTeib-
HO, OOBEMHBI MeXaHU3M IIepeHOoca HOCUTEEH 3a-
psiaa, ooyciaoBiaeHHBIN 3 dexTom [Tyna—PpeHkes,
SIBJISIeTCS TIpeobamaomuM Hag amuccueit llorTku.
MOXHO IIPEIIOIOKUTh, YTO 3HAYUTE/IHHYIO POJIb B
Mpoliecce nepeHoca 3apsiaa B ruieHkax ZnO Urparot 10-
HOpHBIC JIOBYIIICYHbIC YPOBHM, O HAJIMYMU KOTOPBIX
CBUIETEIBCTBYIOT SKCIIEPUMEHTAIbLHbBIC PE3YJITATHI.

OO0HapyXeHO, YTO 00pa31lbl M3 MapTUU 3, TIOABEP-
raBIIIMECsI OTXKUTY B cpelie KUCIopoaa, He coaepKa-
Iero mpuMecH, obaaganu Haubojee OJIU3KUM K 1
OTHOIIIEHHEM YIJIOBBIX KO3GhdUneHToB Bo/Bp_p
BeTBeM aKcrepuMeHTanbHBIX BAX B KoopamHaTax
InJ—E"2/kT. TIo-BUAMMOMY, OTXHUT B YUCTOI KUCIO-
pOIHOIT cpefe MpuBeal K YMEHbIIEHUIO KOHILIEHTpa-
LIMM KUCJIOPOAHBIX BaKAHCHUi1, 00pa3yIolInX JOHOP-
HbIE TIIyOOKME YPOBHHU, TIO3TOMY JIJIsSI 0OpAa31IOB U3 Tap-
tiu 3 apdexT [Tyna—DpeHKest MposIBUIICS Haubosiee
c1abo cpenu Bcex Ipyrin o0pas3uoB. OQHOBPEMEHHO B
SKCIEPUMEHTAIIbHBIX ~ UCCIEI0BaHUSIX OOHapyXkeHa
MEHBbIIasl TUIOTHOCTh TOKa B 00pasiax U3 rnaptuu 3 1o
CPaBHEHMUIO C BO3BMOXKHOI TEOPETUYECKOIA.

OxkazaJioch, 9YTO Y 00pa3LoB rpyII maptuii 1, 2u 4
otHotenue B,/Bs > 2, To ectb ahdexkT Puuapaco-
Ha—IIloTTKM 1j1s1 00pa3LOB 3TUX I'PYIIII IIPOSIBIISLIICS
cna6o. [ist 06pasioB u3 naptuu 3 oTHoleHue B5/Pg
oKaszajoch Hamboyee OIM3KMM K 1. DTO O3HayJaer,
YTO IIEPEHOC HOCHUTeJIeil 3apsiga IIom ACHCTBUEM
3JIEKTPUYECKOTO I10JISI B 00pa3iiax 3TOM IPYMIILI IIPO-
HWCXOIUJI o1 BiaustHueM Kak 3¢ dekra ITyma—DpeH-
KeJisl, Tak u 3pdekra Puuapncona—IIloTTku.

Tabomuna 2. Pe3ynbraThl pacueTa yriaoBbIX KOAMOUIIMEHTOB MPSIMbIX (Bnp) 1 00paTHBIX BeTBeii (B,5) IKCIIepUMEHTAITBHBIX

BAX B koopauHatax In J—EY2/kT

ITapamerp BAX

[TapTus o6pa3LoB

1 2 3 4

DKCIEePUMEHTATbHOE 3HAYSHUE YIIIOBOTO KOahduIreHTa

npsivoid Bes BAX Boy, X 104, (cM - B)1/2 4.11 4.13 3.45 5.19
DKCIepUMeHTAIbHOE 3HaYeHUE YITIOBOTO KO3 duiineHTa

o6patHoit BeTBUu BAX By X 104, (cm - B)!/2 444 449 3.46 6.06
Otnomenwue By,,/Bp_p 1.09 1.09 0.91 1.37
OrHoutenue Bryos/Bp_p 1.17 1.18 0.91 1.6
Otnomenwue PBy,,/Bs 2.17 2.18 1.82 2.74
OrnHoutenue Bryos/Ps 2.34 2.37 1.82 3.19
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3AKJIIOYEHHME

ITpoBeaeHO KOMILIEKCHOE UCCaeA0BaHE MOPdO-
JIOTUU M JeKTPOPU3NIESCKIX XapaKTEepUCTUK 00pa3-
IIOB HA OCHOBE reTepoliepexoaa MOHOKPUCTAJINYC-
ckmii Si/mMukpoxkpucraumdeckuit ZnO. HMccnenoBaHo
BJIMSTHUE TEXHOJIOTUY OTXWUTa TOHKUX TUIEHOK ZnO u
MaTepuraja KOHTAaKTOB Ha OCOOCHHOCTHU CTPYKTYPhI U
XapaKTepUCTUK 06pas3IoB.

OO0HapyXeHO BIMSIHHUE Ta30BOI Cpedbl TEXHOJIO-
TMYECKOTo OTKMUTa Ha MopdoJioruio mieHok ZnO,
BBIPAIIICHHBIX METOIOM CIIpeii-TIMposin3a, 1 3JIeK-
TpodU3UIEeCKUE CBOMCTBA reTepOCTPpyKTYp Au/ZnO/
n-Si u In/ZnO/n-Si. O6paboTrka POM-unzobpaxe-
HUM ToKa3aja, 4TO AUAMETPHI MHUKPOKPHUCTAIIOB
meHoK ZnO, OTOXKEHHBIX B aproHe, MeHbIIIe, YeM
MpU OTKUTE B KUcTopoae (cpenHue 3HaueHus — 0.125
u 0.175 MKM COOTBETCTBEHHO). YCTaHOBIIEHO, 4TO 3a-
MeHa aproHa KMcJIopoJa0OM MPUBOIUT K YBEJIUUECHUIO
(Ha 30%) pa3aMepoB MHUKPOKPHUCTALINIECKIX BOJIO-
KOH Ha moBepxHOCTH ZnO, a TaKKe IMPUOIN3UTEIHHO
Ha nopsnok (3.5 x 102 u 6 x 10" 3B~! - cM~2 cooTBeT-
CTBEHHO) CHIKaeT 3(P(PEeKTUBHYIO INIOTHOCTh IT0-
BEPXHOCTHBIX COCTOSIHUI Ha TpaHulie ZnO/n-Si.

ITokazaHo, 4TO 3KCcrepuMeHTadbHble BM®X wuc-
clieyeMbIX OOBEKTOB, KaK IpaBMJIO, aHAJIOTMYHBI
xapakTepuctukamM MJII-cucrteM, B CBSI3U C 4eM K
aHa/IM3y XapaKTePUCTUK T'eTEPOCTPYKTYP C ILUIEHKa-
mMu ZnO nOpUMEeHEHBI TEOPETUYECKHE MOICITU
MIATII-cucTeMbl B IIPEANOI0XESHUU, YTO BBICOKOOM-
HBIE CJIOU IIIMPOKO30HHOIO OKCH/IA IIMHKA BHITTOIHSI-
0T GYHKIHIO TU3JIeKTprKa. [TpaBoMepHOCTb TaKOTO
rnoaxoa nmoaTBepxueHa ucciaenoanuem BAX. T1po-
aHaAJIM3UPOBAHBI BO3MOXHBIC TPUYMHBI OTKJIOHEHUS
€MKOCTH TeTEePOCTPYKTYPhl OT TEOPETUYECKHU pac-
CUMTAHHBIX 3HAYEHU A B 00J1aCTU OOOTaIleHUSI.

C 1oMOolLIbIO MOJIEJIMPOBAHUS U alllIPOKCHUMAIIU
9KCIIEPUMEHTAIBbHBIX PE3YIbTATOB MOJIYYEHbI 3HaUe-
HUS 3(b(HEKTUBHON MIOTHOCTHA MOBEPXHOCTHBIX CO-
CTOSIHUI 1 BEJIMYMHBI BCTPOEHHOTO MOBEPXHOCT-
HOTO 3apsida B TeTepocTpyKTypax Au/ZnO/n-Si u
In/ZnO/n-Si, olieHeHbI 3HAYEHUS KOHIIEHTpAaLIUU
CBOOOMHBIX HOCUTEJIel 3apsiia B KpeMHUEBOU Mo-
JIOXKKE.

ITo skcnepuMmeHTaibHBIM BAX retepocTpyKTyp
clieJlaH BBIBOI O MpeoOiagaHu OOBEMHOTO MeXa-
HU3Ma MepeHoca 3apsija B odpasiax ¢ BbIIPSAMIISIO-
IIMMU KOHTaKTaMMU.
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Investigation of Morphology and Electrical Properties of Structures Based
on the Heterojunction Monocrystalline Si/Microcrystalline ZnO
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!Ryazan State Radio Engineering University named after V.F. Utkin, Ryazan, 390005 Russia
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The results of an experimental study of the surface morphology of zinc oxide films and the electrical proper-
ties of structures based on the monocrystalline Si/microcrystalline ZnO heterojunction are presented. The
structure of zinc oxide films grown in an atmosphere of argon and oxygen is analyzed, and the size distribu-
tion of nanoscale fibers grown on its surface is obtained. The capacitance-voltage characteristics of the
In/ZnO/n-Si/Al and Au/ ZnO/n-Si/Al heterostructures have been simulated. Based on the calculations and
comparison of experimental and model dependences, the concentration of free charge carriers in the sample
and the position of the Fermi level were determined, the presence of a fixed charge in the structure was re-
vealed, the density of surface states was found based on the ratio of the voltage applied to the structure and
the surface potential at the interface of the materials of the layers of structures. The value of the built-in sur-
face charge is calculated. The interrelation of the upper contact material with the volt-farad and volt-ampere
characteristics of the structure is investigated. The resistance of the formed zinc oxide films is calculated. The
prevailing charge transfer mechanisms are discussed. The influence of technological modes of obtaining zinc
oxide films obtained by spray pyrolysis on the structure of the surface, the effective capacity of the structure,
the density of electronic states, the processes of charge carrier transfer in samples under the action of an elec-

tric field is analyzed.

Keywords: surface morphology, scanning electron microscopy, ZnO, heterostructure, charge carrier transfer
mechanisms, volt-ampere characteristic, capacitance-voltage characteristics.
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