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Hanouactuns! kapouga tutana TiC pasmepom MeHee 16 HM, ITOJIy4eHbI B OMHY CTaIUIO U3 00bEMHBIX 0Opa3-
1IOB METOIOM WHAYKIIMOHHOM 1oToKoBoit JeButaiuu (UI1JT). DToT MeTon obnamaer psioM NperuMyllecTB:
BBICOKAS TIPOM3BOIUTENBHOCTh (M0 100 T/4 HaHOYACTHII), KOHTPOJIb pa3Mepa B IMUPOKOM AuaIia3oHe (OT
0.5 mo 500 M) u GeckoHTakTHBINM HarpeB (mo 2500°C). KpoMe TOro, oH COOTBETCTBYEeT MPUHIUMNAM “3e¢-
JIeHOI XUMUU”. MeTon OTHOCUTCS K ra30(a3HbIM TEXHOJOTHUSIM, Tle METaJl1 HarpeBaeTcsl BHICOKOYACTOT-
HBIM 3JIEKTPOMArHUTHBIM TTOJIEM, HAXOASICh TIPY 3TOM B COCTOSTHUM JIeBUTAauU. [ToaydeHHbIe HAHOYACTHIIBI
KapOuma TUTaHa OXapaKTepU30BaHbI Pa3IMYHBIMM (DU3MKO-XMMUYECKUMU METONAMM: IIPOCBEUMBAIOIIEH
3JIEKTPOHHOI MUKPOCKOTIHEH, CKAHUPYIOIEH 3IEeKTPOHHOM MUKPOCKOITMEN, pEHTTEHOBCKOM U pakiIneit,
METOIOM HU3KOTeMITepaTypHOil anicopOILIMK a30Ta 1 TMHAMWYECKUM paccesiHueM cBeta. McciienoBaHus 1mo-
Kazanu, yto metoa UIJI sBasieTcst omHUM U3 Hanbosiee ePCEKTUBHBIX CIIOCOOOB MOJYyYeHMsI HAHOYACTHIL,
o0ecrieuynBaeT BHICOKYIO CTENIeHb YUCTOTHI U IUCTIEPCHOCTH TTPOMYKIIMU B OTHY CTaAUIO CUHTE3a.

KiiouyeBble cjioBa: HAHOYACTUIIBI, MPSIMOM CUHTE3, Kap61/m THUTaHa

DOI: 10.31857/50002337X24070053, EDN: LOXYGS

BBEAEHUWE

HaHouacTulibl onpenensitoTcsi Kak CTPyK-
Typhbl ¢ pa3mepamu 10 100 HM, YTO CUJIBHO OT-
JIMYaeT MX OT MaKpPOCKOMMWYECKUX OOBEKTOB
[1]. HaHOYacTHUILIBI TIPUMEHSIIOTCS B IIUPOKOM
CIEeKTpe oO0JacTeil, BKIOYass MEIULUHY, XU-
MUUYECKYI0 MPOMBIIIJIEHHOCTh [2, 3], mpowu3-
BOJICTBO COJIHEYHBIX OaTapeii M TOIJIMBHBIX
BJIEMEHTOB IS HaKOIUIeHUs1 sHepruu. Kpome
TOr0, OHM MHTETPUPYIOTCS B COCTaB MaTepua-
JIOB, MCIOJIb3yeMbIX B IMOBCEIHEBHOI >XW3HMU,
TaKMX KaK KOCMETUYECKUE TPOAYKTHI U TeK-
ctuib [4—6]. Hanowactuner (HY) nemoHcTpu-
PYIOT YHUKQJIbHBII apceHan (pU3NYECKUX, XU-
MUYECKMX, DJIEKTPOHHBIX, 3JEKTPUYECKUX,
MEXaHUYECKUX, MarHUTHBIX, TEIUIOBBIX, IH-
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BJIEKTPUYECKUX, ONITUYECKUX U OMOJTOTMYECKUX
cBoiicTB [7—9]. HY kapOuna TuTaHa 3aHUMAIOT
ocoboe MecTo Gyiarogapsi CBOMM YHUKAJIbHBIM
MEXaHUYECKUM 1 KaTaJIMTUYECKUM CBOMCTBAM
[10]. Kapbua TuTaHa TIipeacTaBisieT co0oii
YHUKaJbHOE CBEPXTBEpPAOE COCIMHEHHUE, Xa-
paKTepusylollieecss UCKIIOUUTEIbHBIMUA MPOY-
HOCTHBIMU cBoiicTBaMHM (9 1o mikaie Mooca),
TEPMOCTOMKOCTBIO U YCTOMYMBOCTBIO K OIIpe-
JIeJIeHHbIM BugaM kucioT [11, 12]. Takum 00-
pa3oM, KapOua TUTaHa UTPAET KJIIOYEBYIO POJIb
B CO3IaHMM MaTepuajoB U WHCTPYMEHTOB,
obecrievynBasi BHICOKYIO MPOM3BOAUTEIbHOCTb,
CTOMKOCTb K U3HOCY U TEIUIOCTOMKOCTh B pas-
JIMYHBIX TEXHUYECKHUX U MPOMBIILICHHBIX ITPU-
noxeHussx. Cpeny MeETOOOB IIOJyYeHMSI Ha-
HOUYacTUll KapOuaa TUTaHa MOXHO BBIACIUTH
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BaKyyMHbIi1 oTxxur [13], kapouauszauuio [14],
CaMOpacHpOCTPAHSIONIMICS BbICOKOTEMIIEpa-
TYpHbI cuHTE3 [15].

OayH M3 NepCHneKTUBHBIX METOIOB CUHTE-
3a HY kapOuna TutaHa — MHAYKLIMOHHAS IO-
tokoBas JjeButauus (MILJ). OcHoBHBIE TIpe-
HMMYIIECTBA 3TOT0 METOoJa BKJIIOYAIOT BHICOKYIO
Mpou3BoauTeabHOCTh (1o 100 r/4), BO3MOX-
HOCTb KOHTPOJISI pa3Mepa HAHOYACTUI[ B IIU-
pokom auarma3oHe (0.5—500 HM), 6€CKOHTaKT-
Hb1ii HarpeB (10 2500°C) u oTCyTCTBUE BpEIHbBIX
MOOOYHBLIX TIPOAYKTOB, UYTO oOOecIieunBaeT
BBICOKYIO UYMCTOTY MOJy4aeMbIX HaHOYACTHUIL
W 3KOJOTMYHOCTh mporecca. OCoOOEHHOCTBIO
JAHHOTO METOoMA SBJISIETCS MCHapeHUe MeTas-
Jla B COCTOSIHUMM JIEBUTALlUM B BBICOKOYACTOT-
HOM I10JIe UHAYKTOpa 0Cc000ii KOH(MUTYpaluu.
C noMo1p0 JaHHOTO MeTOoaa YK€ ObLIM MOJTy-
YeHbl HAHOYACTULILI PA3IMYHBIX METaJUIOB [16].

Llenbio pabGoThl SIBISIETCS MOJIYyYeHUE HAHO-
yacTull KapOuaa TUTaHa CO CPEAHUM Pa3MEPOM
15 HM 1 onTUMM3alLMsl YCIOBUIA CUHTE3A.

OKCITEPUMEHTAJIbHAA YACTb

Hcnoan3yembie MaTepuaabl. B xauecTBe Kc-
XOIHBIX MaTEPUAJIOB UCITOIb30BAINCh: TUTAHO-
Bas nposoJjoka quamerpom 0.4 MM (99.9999%,
Sigma-Aldrich, Tepmanwust); MeTaH Ta3000-
pasnbiit yucteiii (99.9% HUW KM, Poccus);
aprot (99.9995%) (OO0 “Monutopunr”, Poc-
cus)

MeTtoauka cunte3a. [IpenBapurebHO cUCTe-
Ma oTKauyuBaeTcs no Bakyyma 10—2—10-3 mbap
B TeUeHHUe 2 4 151 yaajaeHus Bjlard U KUCJI0poa,
3areM 3anosHsieTcss aproHom go 1000 m6ap npu
ckopoctu 9 j1/mMuH. Jng cunte3a HY kapbuna
tutaHa Mmetogom MI1JI ucronb3oBancs peakTop
u3 kBapua. [lon neiicTBueM 3J1eKTpOMarHUTHO-
ro 1oJist 0co00it KOH(MUTrypaluu, Co31aBacMOro
KATyLIKO MHAYKTUBHOCTU, OOBEMHBIN 00Opa-
3ell TUTaHa MePEXOIUT B COCTOSTHUE JIEBUTALIUU
1 pa30rpeBaeTcs A0 TEMIEPATYPhbl, IPEBbIIIAIO-
mei temneparypy IasiaeHust (2100°C). [ns
MoAep>KaHUsI HETIPEePBhIBHOCTU IIpoliecca 00-
pasell MOAMUTHIBAETCS IMPOBOJIOKOM TOTO Xe
marepuana. HY KoHOeHCHpPYIOTCS B MOTOKE
raza-xjajareHTa M ocelaloT Ha HEWJIOHOBOM
(unbrpe. Cucrema nmeer ABa COOpHUKA: Tep-
BBII U5 CTAaOWIM3aLIMU YCIOBUI CUHTE3a, BTO-
poii ot coopa HaHouactull. [lo 3aBepureHUn

HEOPTAHMUYECKHWE MATEPUAJIbI

CMHTE3a BaKyyMHbIE KpaHbl Ha 000X CTOpPOHAX
CcOOpPHMKA 3aKPBIBAIOTCSI, COXPAHSIST MHEPTHYIO
atMocdepy, a coop HY npoBoautcst B nepua-
TOYHOM Ookce Mbraun Labstar. HY nonyyanu
B MOTOKe rasoBoit cmecu meraHa (.2 j1/MUH
U aproHa 9 Ji/MUH B NPSIMOTOYHOM pPEaKToOpe
C MPOMU3BOAUTEIBLHOCTBIO 2 T/4 NpU JaBICHUU
500 mbap.

DHU3NKO-XUMHYECKYI0 XaPAKTEPU3aUUI0 CUH-
teaupoBaHHbix HY TiC mpoBoguiu ciemyro-
LIMMU MeTogaMu. Mop@oJioruio yacTuil u3yda-
JI1 METOAOM MPOCBEUMBAIONIEH JEKTPOHHOM
Mmukpockonuu (ITODM) u ckaHupymolen a1ek-
TpoHHOI MUKpockonuu (COM). CTpyKTypHbIe
XapaKTepUCTUKU HAHOIOPOIIKOB OLIEHWBAIU
METOIOM HM3KOTeMIIepaTypHOii MOPOMETPUH,
pacripeneneHue 4acTUIl Mo pa3MepaM Mojyde-
HO C ITIOMOIIIbI0O METOAAa TMHAMMYECKOTO pac-
cessHust ceeta (JIPC). ®a3oBblii cocTaB 0Opas-
11a Ompenensiics METOAOM PEHTreHo(da30BOro
a"Hammza (PP@A).

Pasmep u mopdosorus yactui M3y4YeHbI
metogoM COM Ha Regulus SU8100 (Hitachi,
Anonus) m Merlin (Carl Zeiss, I'epmanust)
C HCIIOJb30BaHMEM BCTPOEHHOIO BTOPUYHOTO
3JIEKTPOHHOTO JeTeKTOopa Npu 3Hepruu 5—7 3B.
BakyyM B kaMepe MUKpPOCKOIa COCTaBJISLI MIPU-
ommsuTenbHO 10-6 MGap. YacTuiipl gucrnepru-
pOBaJIMCh B TeKCaHe C TOMOIIbIO YJIBTPa3By-
Ka, 3aKpEIUISUIMCh Ha AepXaTesie ¢ MOMOIIbIO
YIJIEPOMHOM KJIEWKOM JIEHTHI M ITOKPBHIBAIMCH
mieHkoi Au/Pd TonmuHoit 3 HM MeTOI0M Mar-
HeTpoHHoropacnbeuieHusiHayctaHoBKe Q150R S
(KBopyMm, BenukobputaHus) s KOMIIEHCa-
LIMU 3apsiia OT 3JIEKTPOHHOIO MyYKa.

II1DM nposonunace Ha npubope LIBRA
200 MC Schottky (Carl Zeiss AG, I'epmaHus)
¢ aBTOOMHMCCHMOHHON Tiymkoil mpu 200 kB
u paspemieHun 0.12 HMm. [1poOGbl HAHOCUJIUCH
Ha MeIHbIe CeTKM ¢ (DOPMOBAHHBIM MOKPBITH-
em tuna Lacey, 200 mein metogom “duimHra”
MocJje yabTpa3ByKoBOro aucreprupoBanust HU
B H-T€KCaHE.

®azoBklii coctaB HY ObL1 moaTBEepKACH Me-
tonoM P®A (Shimadzu XRD-6100, Smonus).
Mamepenust npoBoaunuch npu 30 kB u 30 MA,
¢ pacceuBawoouein mensto 0.3 MM B [uana3oHe
yrimoB 20°—80° (20) ¢ miaroM cKaHUpPOBaHWUS

0.02° u skcriozunueii 0.5 ¢ Ha 1ar.
Ne 7
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Pacnipenenenne HY mno pasmepam ObLIO
HaiineHo metogoM I PC na mpubdope NANO-
flex II (Microtrac Inc., CIIIA), KoTopslii aHa-
JIM3UPYET YacTullbl B auamna3zoHe oT 0.3 HM 10
10 mxM. B kauecTBe XuAKOM (pa3bl UCMOIB30-
BaJICsl H-TeKCaH ¢ C-moreHumaioM 40—46 mB,
ornpeneneHHbIM Ha mnpubope NANO-flex
Stabino (Microtrac Inc., CIIA). KoHueHTtpa-
mug cycneHsuit coctapistia 1000 ppm, auc-
MEPTUPOBAHUE YJIBTPA3BYyKOM IPOBOIMIOCH
B TeueHue 20 MUH.

M3yueHue chimydynx MaTepUaloB 4acTo Tpe-
Oyer aHanm3a uX noBepxHocTu. WMHTepmpe-
Talysl pa3jdyHbIX TUIIOB M30TEPM IO3BOJSIET
OLIEHUTb YAEAbHYIO MOBEPXHOCTb C MCIOJb30-
BaHueM metona bOT m HaliTu pacnpeneneHue
nop 1o pa3MepaM no Merony bapperra—/Ixoii-
Hep—XaJieHIbl, a Takxke OoOluii 00beM IIop
U CpeIHUit pa3Mep JyacTull. YIeJIbHYIO MOBepX-
HOCTb M pachpeaeieHue Iop I0 pa3mepam
OIpene/siii IO u30TepMaM abcopOLuu/ae-
copOLMK, MOJAYyYeHHBIM Ha Ipudope Autosorb
1Q (Quantachrome Instruments, CILIA) ¢ ipen-
BapUTEJIbHOM BpeMeHHOM NOArOTOBKOM 00pa3-
uoB. Ilepen HauamoMm aHanm3a oOpa3lbl Jera-
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supoBanuch rmpu 50°C B TeueHue 6 4 B BaKyyMe
10—4mbap.

PE3YJIBTATBI U ObCYXAEHWE

Ha puc. 1 npencraBieHo COM uzobpaxe-
Hue obpasua TiC. BugHo, yto oOpa3en Kapou-
Ja TUTaHa TpeaCcTaBJisieT cOO0 CUJILHO ario-
MmepupoBaHHbie chepuueckrue HY. TMuxkoBbie
U cpenHue 3HayeHus pasmepa HY mpencras-
JeHsl B Tabn. 1. Pacnpenenenue HY kap6una
TUTaHAa HAa OCHOBaHMU AaHHBIX CHOM MOXHO
OTHECTU K JIOTHOPMAaJIbHOMY.

IMonyyennbie [I9M-cHUMKY ObLIM OABEPT-
HYTbl CTaTUCTUYECKON 0OpaboTKe IJis ycTa-
HoBjeHUs pacnpeneneHuss HY nmo pasmepam.
Ha puc. 2 npencraBieHa mMukpodoTorpadpus
HY kxap6una tutana. IIpocmaTpuBaeTcs 4et-
Kasi IpsAMOyTroJibHasi (hopMa CUHTE3UPOBAHHBIX
HY4, cornacyromasicst ¢ KyoM4eckoi CMHToOHuei
coenuHeHus. CpenHuii pazmep HY cocrasmser
12 M.

Ha puc. 3 moka3zaHa peHTreHorpamMmma Mo-
ayyeHHbix HY kapbupma TuTaHa, CHHTE3U-
poBaHHbIX Metomom MIIJI. HabGmwoparorcs
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Puc. 1. COM-cHumok HY kap6uaa TutaHa (a) ¥ pacrpenejaeHue YacTuil o pasmepam (0).
Taomma 1. Cpennuii pasmep HY kapbuna TuraHa, onpeneeHHbIN pa3IndYHbIMUA METOIAMU
JIIC)\Y | CHM IPC
<D>g51, HM <D>ppa, HM
<D>,nm Peak, am <D>,m Peak, am <D>,mm Peak, am
12 11.7 13.2 13.9 12.6 15 12.8 10.9
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Puc. 2. [I9M-cuumok HY xap6una TutaHa (a) ¥ pacripene/ieHre acTull o pasmepam (0).

nsaTh xapakTepHbix nukoB (111, 200, 202, 311
u 222) npu 20 = 36.06°, 41.84°, 60.64°, 72.52°
u 76.38° COOTBETCTBEHHO. DTU MUKM OTBeYa-
IOT KyOMUYeCKO CUHTOHUU (CTPYKTYPHBINA TUTT
Fm3m) u cornacyrorcsa ¢ 6a3oit nanHbeix COD
Ne 9008747. Pa3zmep KpUCTa/UIMTOB, paccyu-
TaHHBI Ha ocHoBaHuU ypaBHeHus1 llleppepa
Mo HauboJyiee UHTEHCUBHOMY MHUKY, COCTaBUJI
15 HM.

Ha puc. 4 mpencraBieHo pacmnpenencHue
HaHoyacTUll KapOujga TuTaHa. AHaJu3 pac-
npenenenus HaHodyactul TiC ¢ ycpenHEHHBIM
yIeJIbHBIM pa3MepoM 12 HM yKa3bIBaeT Ha UX
MOHOJIMCIEPCHOCTb, OJHAKO IPUCYTCTBYIOT
Oosee KpyIHbIE YacTUIbI, TTpuMepHO 20 HM
B nuametpe. HaGmronaercss HeOoIbIIOe OTKIIO-
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Puc. 3. PenrreHorpamma cuHre3upoBaHHbix HY kapouna
TUTaHAa.

HEOPTAHUYECKHWE MATEPUAJIBI

HEHUE B pACIPENEJICHUM MO WHTEHCUBHOCTH
n konmuectsy HY, 4yro Takke mo3BosisieT cre-
JIaTh TIPEATIOJ0XEHUE 00 MX MOHOAUCIEPCHO-
CTU. DTO TIPEAIOJOXEHUE TMOATBEPXKIAETCS
WHJIEKCOM ITOJIMAUCIIEPCHOCTH, OLIECHEHHBIM Ha
ypoBHe 0.184.

Pesynbratel mopoMeTpuM  IpencTaBiIeHbI
B Ta61. 2. biaarogaps chepuueckoi popme HYU
MOXHO OLIEHUTb UX CPEIHMIA pa3Mep Mo yaeb-
HOI MOBEPXHOCTHU Sy;, YTO BAXKHO VIS Jaslb-
Helilllero MoHWMaHUsI U UCIOJIb30BAHUST 3TUX
MaTepuajioB. 3Hasl YAEJIbHYIO ITOBEPXHOCTb
u cuutasg HY chepruueckumu, MOXHO TTpuUMe-

HUTb HOPMYITY

D59T=$,

e p — IUIOTHOCTb MaTepuaa, I/cm3.

M3 Tabn. 2 BUAHO, YTO MOJIydEHHBIE pe-
3yJIBTAThl MO pa3MepaM YacTHUll MMEIOT XOpO-
LIYIO CXOAMMOCTD C IPYyTUMU METOIaMU MCClIe-
JnoBaHMs, ocobeHHo ¢ [ITOM u COM.

Ta6muua 2. CtpykTypHble Xapaktepuctukn HY kap-
Ouaa TUTaHA MO JaHHBIM HM3KOTEMIIEpaTypHOM ai-
copOLIMK a30Ta

Spom Viops <D>.qp, | Cpennmii pasmep
M2/T cM3/r HM YacTHII, HM
107.34 0.732 1.944 12
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Puc. 4. Pactipenenenue HY TiC, monydenHoe metonoM JAPC: a — 1o KoJIMYecTBY YacTHIl, 6 — 110 MHTEHCUBHOCTH YaCTHII.

Ha puc. 5 nokazaHbl M30TepMbl agcopo-
uuu/necopouun, nojaydyeHHole miss HY kap-
ounga TutaHa. KpuBasi OTHOCUTCS K M30TepMe
CMEIIAaHHOTO TUMa 2 W 3, MPUCYLIEH MaKpo-
MOPUCTBIM aficOopOeHTaM. DTOT TUIT U30TEPMbI
XapakTepu3yeT co00il CBOOOIHYIO MOHOCIOM-
Hy10 agcopoumio. He3HauuTenbHasi Touka Iie-
peruba B 00J1aCTU OTHOCUTEJIILHOTO NABJICHUS
0.15 onpenensieTcs MOBBLILIEHHBIM B3aUMOJIETi-
CTBMEM ajacopbaT—aacopbar I0 CpaBHEHUIO
C B3aumMoneiicTBUeM aacopOaT—anacopOeHT.
[TonydyeHHBI TUCTEPE3UC MEXIY U30TepMaMU
ajcopOLMU U AecopOLMU yKa3blBaeT Ha Ha-
JIM4Yre Me30Mop. DTOT TUII TUCTepe3uca OTHO-
CUTCS K TUITY A M XapaKTepeH IJIs TTop UMIUH-
JpUYECKOI (POPMBI.

400 -
- _
=200 -
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0 4
—— AncopOuus
JlecopOriust
0.0 0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 09 1.0

p/py

Puc. 5. Nszotepma amcopOLMU—IecopOLIMU MMOTYyYeHHbIX
HY TiC (N, 77 K).

HEOPTAHUYECKUWUE MATEPUAJIBI  tom 60 N7

3AK/IIOYEHHUE

B pa6ote metonom MUITJI monyuyenst HY kap-
6una tutaHa. [lokaszaHo, yto moaydeHHbie HY
MMEIOT CpeaHuit pa3Mep 12 HM u 001agaroT Ky-
OMYECKOM KPUCTAJNIMYECKOU CTPYKTYypoii (mp.
rp. Fm3m). OtrcyrcTBUE pedaeKcoB MPUMECHBIX
KOMIIOHEHTOB Ha peHTreHorpamMmme ooOpasua
KapOujga TUTaHa yKa3blBaeT Ha BO3MOXHOCTH
cunre3a MmeronoM MIIJI BeicokoumcTeix HY,
MPUMEHSIEMBIX B KAaUeCTBE >KapOIPOUYHBIX, W3-
HOCOCTOMKUX MaTepuanoB. JlaHHBIA MeToxn
obOecrieynBaeT OECKOHTAKTHBIII CIIOCOO Ha-
rpeBa o0Opa3loB, OOJHOCTAAMMHOCTbL IIpOLEC-
ca U OTCYTCTBME JIOTIOJIHUTEJIbHBIX peareHTOB
B npolecce noaydyeHuss HY.

[TonyyeHHBIe 0Opa3Lbl ObLIM MCCICOOBAHbBI
C TOMOIIIBI0 KOMIUIEKCa (PU3UKO-XUMUUECKUX
metonoB. Meron UIIJI nepcriekTuBeH mJisl MO-
JIydeHUsI KapOUIOB MeTa/UIOB B COOTBETCTBUU
C COBPEMEHHBIMU TpeOOBAHUSIMU “3eJIeHO”
XVMUMU.

OUHAHCHUPOBAHUWE PABOTHI

PaGora BbImoIHEHA NpU (PUHAHCOBOI MOA-
nepxke Poccuiickoro HaydHoro (poHaa, rpaHT
Ne 20-79-10097 “®u3nKo-XxMMUYECKHUE OCHO-
Bbl YOPaBJISIEMOTO0 CUHTE3a HAHOYACTHUII, Ha-
HOKJIACTEPOB U JIETYYUX THAPUAOB METOIOM
JICBUTALIMU B UHAYKIIMOHHOM ITOTOKE”.

KOH®JIUKT MHTEPECOB

ABTODBI 3asIBJISIIOT, YTO Y HUX HET KOH(IUK-
Ta UHTEPECOB.
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