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BrITIoTHEeH cMHTE3 KapOuaa TUTaHa B IyTOBOM peaKTope aTMOC(EepHOTo NaBJIeHUs TP BO3AEUCTBUHM T1a3-
MEHHOM CTpyY Ha IMXTY cTrexruomerpudeckoro cocraBa Ti: C ~ 1 : 1.05. YcTtaHOBIeHBI 3aBUCUMOCTH (ha-
30BOTO cOCTaBa cuHTe3npyemoro rmopoiinka TiC oT MpoaoKUTETbHOCTU HaXOKACHUS IITMXTHI IO BO3IE-
CTBHEM ITOTOKA TEPMUYECKOM IIa3Mbl, a TAKXKe OT CHJIbI TOKa B auana3doHe 40—120 A, momaBaeMoro Ha
5JIEKTPOIYTOBOM T1a3MOTPOH. [ToydeHHBIe TTPY ONTUMAIBHOM PEXXMMe CUHTE3a IMTOPOIITKU XapaKTepu3y-
10Tcs Kyouueckoii azoit kKapbuna TuTaHa, GppakIIMOHHBIN cOCTaB MpeACTaBeH MOJUIUCTIEPCHBIMU Ya-
CTUIIAMM C SIPKO BBIpaXKeHHBIMU arjioMepaTaMu pazMepoM mopsinka 50—100 MKM; TIpr 3TOM MMOBEPXHOCTh
arJioMepaToB MpeaCcTaBlieHa YIJIOTHEHHOM KOPKO¥ ¢ mepdopalnueil (InamMeTp Mmop He MPEeBBIIIacT 2 MKM).
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BBEAEHWE

B nocnegHue roabsl KapOouabl METAIOB BCE Yallle
KWCHOJIb3YIOT B KaUe€CTBE 3aMEHbl IPUBBIYHBIX MaTe-
pHajJoB BO MHOIMX OOJIACTSIX ITPOMBIILICHHOCTH.
Kapown turana TiC — TyrormiaBkuii (TeMIieparypa IDiaB-
neanst 3200°C), cBepxTBepablii (TBepmocTh 32 I'Tla), xka-
POIIPOYHBIN, KATAIMTUYECKU aKTUBHBIN, XUMUYECKU
MHEPTHBIN, KOPPO3UOHHO- 1 UBHOCOCTOMKMIA MaTe-
puan [1]. Ero Mcnoab3yoT Ipu U3TOTOBICHUM CE-
JIEKTUBHBIX Ta30BbIX (PUIBTPOB IS YJIaBIMBAHUS
YIJIEKUCJIOTO Ta3a, IJIsl CO30aHusI KOHIEHCATOPOB C
BBICOKOI IIOTHOCTBIO HEPruM, B JaTUYMKax rasa,
dorokartanmse, Mg co3maHus (PYHKIIMOHAJIBHON M
KOHCTpYKIIMOHHOM Kepamuku [2—8]. [Tonyqgatot TiC
TaKMMH MeToAaMHu, KaK KapOOTepMUYECKOE BOCCTa-
HOBJICHUE, CAMOPACIIPOCTPAHSIIOIINIACS BBICOKOTEM-
TepaTypHbIii CUHTE3, 3JIEKTPOB3PHIB MPOBOIHUKOB,
METOBbI J1a3epHOI aOJsSIIUM, MJIa3MEHHBIE METOMbI
[4—6, 9—11]. Kak npaBuiio, BCe METOIbI IPEAYCMAT-
PpYBAIOT HAJWM4YME Ta30BOU MJIM XMIAKOU 3aIIUTHOM
MHEPTHOM CPeIbl, YTO ITIO3BOJISIET 3aIIUTUTD IIUXTY U
MPOAYKT CUHTE3a OT OKMCJICHUST KUCJIOPOAOM BO3Y-
xa. B manHoii paboTe aKcnepuMeHThI BBITIOJTHEHBI B
arMocgepe a3ora.

Llenbio naHHOI PabOTHI SIBJSETCS CUHTE3 TOPOIII-
Ka KapOuia TUTaHa B JYTOBOM PEaKTOpe MpU aTMO-
chepHOM JaBJICHUU; BBHISBICHUE MapaMeTpUYECKUX
XapaKTepUCTUK Mpollecca, BAUSIOIUX Ha (Ha3oBbIii
€OCTaB U MOP(OJIOTHIO YACTULL CUHTE3UPYEMOTO ITO-
POIIIKOBOTO MaTepuraia.

OKCITEPUMEHTAJIbBHAA YACTb

B kayecTBe MCXOMHOTO CHIPbSI MCIOJIb30BAJIUCH
MTOPOIIIKY TUTaHa (4MCTOTa 299.9%, cpenHmii pazmep
qactul <10 mxm (Rare Metals corp., Russia)) u cy6-
MUKpPOHHOTIO yriepona (ducrora >99.0%, cpenHuii
pasmep vactull <1 mkm (Hi-tech Carbon Co, China)).
g SKCIeprMEHTOB TOTOBMJIACH SKBUMOJISIpHAS
CMeCh, KOTOpasi CMEIIIMBAJIACh B IIIapOBOM MEIbHUILIE
(Mill 8000M Horiba Scientific) B TeueHue 30 MUH c
HCITOTb30BaHUEM Pa3MOJIBHOTO CTaKaHa M MEJTIOIINX
TeJI (IIapoB) U3 TMOKCHIA IIMPKOHMUSI.

DKcrepruMeHTalbHbIC MCCIeIOBAaHUS TTPOBOIU-
JINCh Ha OPUTUHAIBHOM AYTOBOM peaKkTope, TIpeaHa-
3HAYCHHOM JUIST HarpeBa, TUIaBJICHUS, UCTIapeHUS 1
KOHICHCALIMU MaTepuaioB (CKMAKUX, TBEPAbIX MU
cMeceil Ha MX OCHOBE) pa3IMIHOTO XUMUYECKOTO CO-
craBa [12]. JIyroBoii peaKTop COIEPKWT: TeHEepPaTop
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TEPMUUYECKOM IUIa3Mbl C BBIHECEHHBIM pPa3psaoM
(mmasmotpoH BIIP-410), BomooxnaxmaeMmMyro Ka-
Mepy oobeMoM 7 X 1073 M3, cucteMy nomauu mias-
MooOpa3ywollero rasa (0ajJuloH a3oTa, poTaMeTp
ZYIA 2—10 n/mMun); razoanHamm3atop “Tecr-1”.
IMpuHLMn neiicTBUS peakTopa OCHOBaH Ha reHepa-
LIMM TIOTOKA TEPMUYECKOM TIJIa3Mbl MEXIY TIa3MEH-
HBIM T€HEePaTOPOM, KOTOPBIA BBICTYIIA€T KaTOTHBIM
Y3JIOM, U TpadUTOBBIM TUTJIEM, SIBJISTIOIIMMCST aHO/ -
HBIM Y3JIOM, B KOTOPbIi 3aKj1aabiBaeTcs muxTa. O0b-
eM rpadUTOBOro TUIIIA cocTasigeT 1.2 X 107> M3, [lna
UCKIIIOUEHUSI (DOPMUPOBAHMUSI OKCUIHOII ha3bl Ha
nepBoM (IMOATOTOBUTEILHOM) 3Talle IIPOBOIUTCS 3a-
KayKa a30Ta B pabo4ylo 30HYy peaKTopa, KOHTPOJIb ra-
30BOil cpedbl OCYILIECTBISCTCS ra30aHaJIM3aTOPOM
“TecT-1”. 3aTeM OCYIIECTBIISIETCS 3aTyCK TIJIAa3MOT-
pOHa ¢ 3aIaHHBIMU MTapaMeTpaMu (C1Jia TOKa, pacxo
maa3mMoo0pa3syioniero ra3a). st nCK/Io4YeHUS BbIIY-
BaHMSI [IIUXTHI U3 TPa(pUTOBOIO TUIJISI IPECCOBAHHYIO
rpacuTOBYIO0 OymMary TOJIIIMHOM 2 MM yCTaHaBJIMBa-
JIM TIOBEPX 3aChIIaHHOM IIMXTHI B TPaUTOBBII THU-
reib. Bo Bcex akcnepmMeHTaxX Macca IIMXThI COCTaB-
Jsuta 0.5 1.

B Ta6i. 1 npencraBieHbl mapaMeTpbl pabOTHL Iy-
TOBOTO peakTopa Mpu CUMHTe3¢ Kapouma TuTaHa (cujia
Toka I, HanpsixkeHue U, MoliHoCTh P, Temnieparypa 7'
BHeIlIHEl CTEHKU TpadUTOBOIO TUTJISI HA MOMEHT OT-
KJIIOYEHUS Tu1a3MoTpoHa). Pacxonm nmia3zMoo0pasyio-
1I[eTO ra3a — a30Ta — BO BCEX 9KCIEPUMEHTaX COCTaB-

C, 06. %

IT'YMOBCKAS u np.

Tab6muna 1. PexxuMbl paboThl AYTOBOTO peakTopa

Pexum I, A U,B P, kBt T, K
1 40 147 5.9 1675
2 60 140 8.4 1751
3 80 120 9.6 1823
4 100 110 11.0 1912

st 0.4 t/c. B kadyecTBe BapbUpyEeMBIX ITapaMeTPOB
BBIOpaHBl: cmia Toka 40—100 A, BpeMs TEIIOBOTO
BozneiictBust 10—30 ¢. Ha kaxmyio KoHduUrypauuo
MIPOBOIMIIOCH ITO TPY KCTIEpPUMEHTA [IJIst Habopa cTa-
THUCTUIECKNX TaHHBIX.

CocTtaB ra3oBoii (a3bl SIBISICTCS OMHUM U3 BaX-
HBIX TTAapaMeTPOB B 30HE CHMHTE3a KapOuaa TUTaHa,
T.K. OCHOBa paccMaTpuBaeMOro MeToia — OTCYT-
cTBUe BakyyMa. Ha puc. 1 mpencTaBiieH cocTaB ra3o-
BOI1 cpenbl B paboyeM 00beMe peakTopa IIpy CHHTE3¢e
Kapbuaa Tutana (pexum 4, Tadia. 1). B ranHoi1 pabo-
Te CTEIeHb TUCCOMANN Xd M MOHU3ALNU X/ TJ1a3-
MOOOPAa3yIolIero ra3a, a Takxke BIUSHUE ITUX Tapa-
METPOB Ha CHMHTE3 1<ap61/ma TUTaHa HE€ YYHTbIBAJIU.
CTOUT OTMETHUTD, YTO CTETIeHb Xd 1 Xj a30Ta IIPU pac-
CMaTpUBaeMBIX TeMIlepaTrypax (TIa3MeHHasl CTpys
~10000 K) e npesbiraet <0.1.

Kaxk ciienyer u3 puc. 1, 1j1s TOJIHOM MPOIYBKH Iy-
roBOro peakropa Tpedyercs: ~110 ¢, KOHLEHTpaLus

100 150

0 30 60

90 120 150 180

Bpewms, ¢

Puc. 1. CocraB ra3oBoii cpeabl B pabouyeM o0beMe AyroBoro peakropa (pexum 4, tadi. 1).

HEOPTAHUYECKHWE MATEPHUAJIbI
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Puc. 2. TunuyHble KAPTUHBI PEHTTEHOBCKOM MU(paKIIiK MTOPOIIIKOB, MTOJIyYeHHBIX TPY BApbUPOBAHUM BPEMEHU TJIa3MEHHO -

ro Bo3aeiicTBus ot 10 no 30 c.

KHUcjiopoaa ctpeMuTcs K Hymo. Ilpu 3amycke 3j1ek-
TPOAYTOBOIO ILUIA3MOTPOHA B 30HE peaKLuu oopasy-
eTcst 1o 5 00. % O,. Takke NMpUCYTCTBYIOT ciienbl NO
u CO (10 0.7 06. %), KOTOpBIE IEPEXOIAT B AUOKCHUT
yraepona (mo 1.2 06. %).

CHUHTe3MpOBaHHbIE MPOAYKTHl MCCIEI0BAIUCH
MeTOJaMM PEHTIeHOBCKOM nudpakromerpuu (Shi-
madzu XRD 7000s, A = 1.54060 A, CTaHIapTHOE
nporpaMMHoe obecnedeHre Shimadzu); ckaHMpYIO-
el ayeKTpoHHoit Mukpockonuu (COM) (MuUKpo-
ckor Tescan Vega 3 SBU, ocHallleHHBII IpUCTaBKOM
Oxford X-Max 50 c¢ Si/Li-aHeprogucnepcuoHHBIM
KPUCTAUIMYECKUM JETEKTOPOM); TMPOCBeUMBalIOIIEH
9JIeKTpoHHOI MuKpockonuu (ITOM) (Muxkpockon
JEOL JEM 2100F). ITpoGomoaroToBKa OCyIlIeCTBIIsI-
JIach IO CTaHJAPTHBIM OOI1IEN3BECTHBIM METOAUKAM.

PE3VJIIBTATHI 1 OBCYXIEHWE

Ha puc. 2 nmpencrasieHbl pe3ylbTaThl PEHTTEHOB-
CKOM Iu(pakTOMETPUU CUHTE3UPOBAHHBIX MTOPOIII-
KOB IIpU pa3IUIHOM BpEMEHU BO3IEUCTBUS TIA3MbI
JIyTOBOTO paspsiaa Ha mnxty. Cuja Toka ocraBaiach
noctossHHOM M cocTtasisia 100 A. ITo JTaHHBIM peHT-

HEOPITAHUYECKHWE MATEPUAJIBI

TOM 59 Ne 5

reHoda3zoBOro aHajau3a ObIJI0 BBISIBJICHO, YTO BO BCEX
MpPOAYKTaX CUHTE3a TOMUHUPYET (pa3a Kapouma Th-
taHa (TiC), omHaKo B HE3HAYUTEIbHOM KOJIUYECTBE
uMmeroTcst ¢asbpl kapoonutpuga TtutaHa (Ti,CN),
Hutpuaa tutada (TiN) 1 HempopearnpoBaBIIEro yr-
snepona (C). ITapameTp pelieTku ¢a3bl Kapouma TU-
TaHa cocTaBui ~4.314 A.

Ilo mudpakrorpaMmMaM 3aMeTHAa TEHACHLMUS K
YMEHBIIICHUI0 WHTEHCUBHOCTH AU(PPAKLIMOHHBIX
MaKCUMYMOB MpPUMECHBIX (a3 B MPOAYKTe CUHTE3a
pU YBEIUUYEHUN BpEMEHU BO3IeiICTBUS TJIa3Mbl Ha
muxrty. Hammame mpuMeceil o0yclIOBIeHO HeXBaT-
KO TIOABENEHHOM TEIJIOBOM SHEPruM B EAUHUILY
BpemeHu Q = T/U, rne T — BpeMsl BO3IEUCTBUS Ha
muxry, I — cuna Toka, U — Hanpsokenue. I1pu pac-
CMaTpUBaeMOM peXuMme pabdOThl 3JEKTPOIYrOBOTO
MJ1a3MOTpOHAa KojmmdecTBo Q Bapwupyercs ot 120 mo
360 k/I:x. TakuM 0Opa3oM, HEAOCTATOUHOE KOJIMYE-
CTBO TEIUIOBOM 3HEPIUU MPUBOIUT K 0Opa3zoBaHUIO
HUTPUIA U KapOOHUTPHIA TUTAHA B CUHTE3UPYEMOM
NpoayKTe. AHaJOTMYHAs CHUTyallMsl HaOJomaeTcs
MPU U3MEHEHUU CUJIbl TOKAa, HO MPU MOCTOSIHHOM
BpemeHu (20 ¢) T1a3MeHHOTO Bo3aeicTBus (puc. 3).
C yBelMYEeHUEM MOIIHOCTU IIa3MOTPOHA CTEIEHb
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IT'YMOBCKAS u np.
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Puc. 3. PeaTreHoBckue nudpakrorpaMMbl ITOPOIIKOB, TTOJYYEHHBIX TPY U3MEeHeHUN ciibl ToKa oT 40 1o 100 A.

MOHM3AIINH Ta30BOM CPEbl yBEIMINBACTCS, IIPOIYK-
TOM CHHTE3a SIBJIsIeTCsl KapOua TUTaHa C MUHUMAJIb-
HBIM KOJIMYECTBOM TpUMecHBIX a3 (puc. 3). Mex-
TUIOCKOCTHOE PACCTOSTHHE B KPUCTAIMYECKOUM pe-
meTke (hasbl KapOuaa TUTAHA COCTaBMUIIO ~4.315 A.

Ha puc. 4a npencrasieHo I1DM-u3obpaxeHue
Mopollka Kapouia TUTaHa, MOJYYEHHOTO TpU pe-
xume 4 (tabn. 1) u BpeMeHU TUIa3MEHHOTO BO3AEHi-
crBus 20 ¢. B mponykrax cuHTe3a naeHTU(UIIIPYETCS
yrjepojaHas MaTpulia ¢ YacTullaMu KapOuia TUTaHa
pa3MepaMu OT JECSITKOB /O COT€H HaHOMETPOB.
B o6mactu 1 06beKT naeHTU(PUILIMPYETCS KaK KapOu/
TUTaHA ¢ KyOM4YeCKON KPUCTATNIMIECKOM PEIISTKOIM,
B 001aCTU 2 UASHTUGDULIUPYETCS YIJICPOIHAsI MaTpUla
C BKparuieHUsIMU Kapbuaa turaHa. Hanuuue kapouna
TUTaHA U YIJIEPOIHOM COCTaBIISIIONIEN TOATBEPXKIAETCS
KapTUHOI TUpaKIM 3JISKTPOHOB (puc. 40, 4B).

Ha puc. 5 npuBenensr CHOM-u300paxkeHus 0-
poIIIKa KapOuaga TUTaHa, MOJTyIeHHOTO IIPU pexXnume 4
(Tabs. 1) u BpeMeHU mia3MeHHoro Bo3aeicTBus 20 c.
B moyyeHHOM TTOpOIIKe MACHTUDUIUPYIOTCS 00h-
€KTHI C pa3MepaMi OT HECKOJIbKMX MUKPOMETPOB 10
JIeCSITKOB MUKPOMETPOB, KOTOpbIe 00pa3yloT arjio-
MepaThbl pa3MepoM nopsiaka 50—100 MKM; Ipu 3TOM
CTOUT OTMETHTb, YTO ITOBEPXHOCTH arjioMepaToB

HEOPTAHUYECKHWE MATEPHUAJIbI

TIpeacTaBieHa YIDIOTHEHHO# KOpKoit ¢ Tiepdopary-
eit. luametp nop He mpesbiaeT 2 MkM. ConiacHo
JaHHBIM PEHTTeHOCIEKTPATLHOTO MHMKpOaHaIn3a,
00beKTHI coaepxkar 75.6 = 3% tutana u 19.8 = 1.2%
yrjepoja CBOOOIHOTO U CBSI3aHHOTO, OCTaJjibHbIC
4.6 + 1.8% — nipuMecu KUcaopoaa, a30Ta U Jap.

B cpaBHeHUM ¢ ApYyrMMU METOAAMU TMOJYYEHUS
KapOuaa TUTaHa, IJe MPUMEHSIETCSI BaKyyMHOe 000-
pyooBanue [13, 14], peaan30BaHHBII METO/ C UCTIONb-
30BaHMEM I1JIa3MOXUMUYECKOTO peakTopa, paboTaro-
LIEr0 Ha 3JIEKTPOIYTOBOM ILUIA3MOTPOHE, SIBJISIETCS
MPOCTBIM M HE TpeOyeT BbICOKOTEXHOJIOTUYECKOTO
000pyI0BaHUS, YTO MO3BOJISIET IPOU3BECTU MacCIlITa-
OMpoBaHME TEXHOJIOTMU. XapaKTePUCTUKU CUHTE3U-
POBaHHBIX TTOPOIIIKOB KapOuaa TUTaHA aHATOTUYHbI
MOJYy4YEHHBIM MeTOAaMu KapOOoTepMUYECKOTO BOC-
CTaHOBJIEHWS, JIa3€PHON aONsALUU, BJEKTPOB3PbIBA
MPOBOJIHUKOB U CAMOPACIIPOCTPAHSIIOIIETOCs BHICO-
KOTeMIIepaTypHOTO CUHTe3a.

3AKJIFTOYEHHME

B pabGore mpencraBiieHbl pe3yJIbTaThl 3KCIEpU-
MEHTaJIbHBIX UCCIIEOBaHMIA B 00JIaCTH CUHTE3a Kap-
Oupa TUTaHa BO3JIEMCTBUEM Ha IIMXTY ITOTOKA 3JIeK-
Ne 5
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Puc. 4. [IDM-uzob6paxkeHune nopoiika Kapouma TutaHa (a); KapTUHBI AU paKIIUKU 3JICKTPOHOB obtacTeil 1 1 2 COOTBETCTBEH-

Ho (0, B).

Puc. 5. COM-u3o06paxkeHus MOpOIIKa Kaporaa TUTaHa: a — CHUMOK C JETEKTOpa BTOPUYHBIX JIEKTPOHOB, O — CHUMOK C Jie-
TEKTOpa 0OPaTHOOTPAKEHHbBIX 2JIEKTPOHOB (peXuM (ha30BOro KOHTpacTa).

TPOIYTOBOM IJIa3Mbl aTMOC(EpHOIO TaBJIeHU. YCTa-
HOBJIEHbI paboyMe XapaKTepUCTUKU ILIa3MOTPOHA,
oOecIrieunBalIe CUHTE3 KyOmdecKoi (ha3bl Kapouma
TUTaHa C HAUOOJIBIINM coAepXKaHueM (13 pacCMaTpu-
BaeMOI cepum): IPOHOKUTSIBHOCTh BO3ICHCTBUS
20 ¢ mpu cusie Toka miaa3morpoHa ot 80 A. IMonyyeH-
HBII TTOPOIIOK XapaKTepu3yeTcsl JTOMUHUPOBAHUEM
Kybndeckoit ¢a3bl kKapbuaa TUTaHa, KOTopasl Tpel-
CTaBJicHa MMKPOpPa3MEPHLIMU U CYOMHMKPOHHBIMU
YacTUILIAMU.

Takum obpa3om, Ha ypoBHE JJAOOPATOPHBIX HC-
CJIeIOBAaHWI ITOKa3aHa BO3MOKHOCT ITOJTyIeHUS TT0-
HEOPTAHUYECKWE MATEPUAJIbI

TOM 59 Ne 5

polliKa KapOuaa TUTaHa BO3ASHCTBUEM I1a3Mbl IyTO-
BOTO pa3psiga Ipu aTMOC(HEPHOM JIaBJIEHUM Oe3 1C-
MOJB30BaHUSI BaKyyMHOIN TeXHMKM. Takoil momxon
MOXET MOCIYXXUTh OCHOBOU NMPOBEACHUSI ONBITHO-
KOHCTPYKTOPCKUX paboT M pa3pabOTKM IUIa3MEHHOM
TEXHOJIOTHU TIOJIy4YeHMsI TOPOIIKOB KapOuaa TUTaHa.

OUHAHCHUPOBAHUWE PABOTHI
Pa6ota BrImoIHEHA MpU HNOMIEePXKKe rOCyIapCTBEHHO-

ro 3amaHuss MUHMUCTEPCTBA HAyKW U BBICIIETO 0Opa3oBa-
Hust PO FEMN-2022-0001.
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