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BrITIoTHeH cMHTE3 KapOuaa TUTaHa B IyTOBOM peaKTope aTMOC(EpHOTo NaBJIeHUs TP BO3AEUCTBUHM TI1a3-
MEHHOM CTpyY Ha IMXTY cTrexruomerpudeckoro cocraBa Ti: C ~ 1 : 1.05. YcTraHOBIeHBI 3aBUCUMOCTH (ha-
30BOT0 cOCTaBa cuHTe3npyeMoro rmopoiika TiC oT MpoaoKUTETbHOCTU HaXOKACHUS IITUXTHI IO BO3IEi-
CTBHEM ITOTOKA TEPMUYECKOM IIa3Mbl, a TAKXKe OT CHJIbI TOKa B auana3doHe 40—120 A, momaBaeMoro Ha
5JIEKTPOIYTOBOM T1a3MOTPOH. [ToydeHHBIe TTPY ONTUMATBHOM PEXXMME CUHTE3a IMTOPOIITKY XapaKTepu3y-
10Tcs Kyouueckoii dazoit kKapbuaa TuTaHa, GppakIIMOHHBIN cOCTaB MpPeACTaB/eH MOJUIUCTIEPCHBIMU Ya-
CTUIIAMM C SIPKO BBIpaXKeHHBIMU arjioMepaTaMu pazMepoM mopsinka 50—100 MKM; TIpr 3TOM MMOBEPXHOCTh
arJioMepaToB MpeaCcTaBlIeHa YIJIOTHEHHOM KOPKO¥ ¢ mepdopalueil (InamMeTp Mop He MPEeBBIIIacT 2 MKM).
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BBEAEHWE

B nocnegHue roabsl KapOouabl METAIOB BCE Yallle
HWCMOJb3YIOT B KaU€CTBE 3aMEHbl IPUBBIYHBIX MaTe-
pHajJoB BO MHOIMX OOJIACTSIX ITPOMBIILIEHHOCTH.
Kapown turana TiC — TyrormaBkuii (TeMIieparypa IDiaB-
neanst 3200°C), cBepxTBepablii (TBepmocTh 32 I'Tla), xka-
POIIPOYHBIN, KATAIMTUYECKU AKTUBHBIN, XUMUYECKU
MHEPTHBIN, KOPPO3UOHHO- 1 UBHOCOCTOMKMIL MaTe-
puan [1]. Ero ncnmoiab3yioT IIpy U3TOTOBIIEHUM Ce-
JIEKTUBHBIX Ta30BbIX (PUIBTPOB IJIS YJIaBIMBAHUS
YIJIEKUCJIOTO Ta3a, IJisl CO30aHusI KOHIEHCATOPOB C
BBICOKOM IJIOTHOCTBIO HEPIruMM, B JaTYMKax rasa,
doTrokaTtanmse, I co3maHus (YHKIMOHAJIBHON M
KOHCTpYKIIMOHHOM KepaMmuku [2—8]. ITonyugatot TiC
TaKMMH MeToAaMH1, KaK KapOOTepMUYECKOE BOCCTa-
HOBJICHHE, CAMOPACIIPOCTPAHSIIOIINIACS BLICOKOTEM-
nepaTypHbI CUHTE3, 3JeKTPOB3PHLIB IMIPOBOJHUKOB,
METOJIbl JIa3epHOI a0JsSIIUM, MJIa3MEHHbIE METOMbI
[4—6, 9—11]. Kak npaBuiio, BCe METOIbI IPEAYCMAT-
PpYBAIOT HAJWYWE Ta30BOU MJIM XMIAKOU 3aIIUTHOM
MHEPTHOM CPebl, YTO ITO3BOJISIET 3AIIUTUTD IUXTY U
MPOAYKT CUHTE3a OT OKUCIEHUS KUCJIOPOIOM BO3IY-
xa. B naHHo# paboTe 3KCIIepUMEHTHI BBHIMTOJHEHBI B
atMocdepe a3ora.

Llenbro naHHOI PabOTHI SIBJISIETCS CUHTE3 IOPOII-
Ka KapOuaa TUTaHa B JyTOBOM PEaKTOpE MPU aTMO-
chepHOM JaBJICHUU; BBISBJICHUE MapaMeTpUYECKUX
XapaKTepPUCTUK Mpolecca, BIUSIOIINX Ha (Da30BhIid
cocTaB ¥ MOP(MOJIOTUIO YaCTULL CHHTE3UPYEMOTO TO-
POIIIKOBOTO MaTepuaJia.

OKCITEPUMEHTAJIbBHAA YACTb

B kauyecTBe MCXOMHOTO CHIPbSI MCMOJIb30BAIUCH
MTOPOIIIKY TUTAaHA (YNCTOTa 299.9%, cpenHmii pasmep
qactuil <10 mxm (Rare Metals corp., Russia)) u cy6-
MUKpPOHHOrO yriepona (uucrora >99.0%, cpenHuit
pa3mep yactun <1 mxMm (Hi-tech Carbon Co, China)).
g SKCIeprMEHTOB TOTOBMJIACH SKBUMOJISIPHAS
CMecCh, KOTOpasl CMEIIIMBaJIach B IIIapOBOM METbHUILIE
(Mill 8000M Horiba Scientific) B Teuenne 30 MuH ¢
HCITOTb30BAaHUEM Pa3MOJIBHOTO CTaKaHa M METIOIINX
TeJI (IIapoB) U3 TUOKCHIA IIMPKOHMUSI.

DKcrneprMeHTalbHbIe MCCIeIOBaHUSI MTPOBOAU-
JINCh Ha OPUTUHAIIBLHOM AYTOBOM peaKTope, TIpeaHa-
3HAUYCHHOM JUIST HarpeBa, TUIaBJICHUS, UCTTAapEHUS 1
KOHJIEHCALIMM MaTepuaioB (CKUAKUX, TBEPAbIX U
cMeceil Ha MX OCHOBE) pa3TMIHOTO XUMUIECKOTO CO-
crasa [12]. JIyroBoii peaKTop COICPKWT: TeHEepPaTop

475



476

TEPMUUYECKOM IUIa3Mbl C BBIHECEHHBIM pPa3psaoM
(mma3motpoH BIIP-410), BomooxinaxmaeMmMyro Ka-
Mepy oobeMoM 7 X 1073 M3, cucteMmy nomauu mias-
MooOpa3sywpllero rasa (0ajJiloH a3oTa, poTaMeTp
ZYIA 2—10 n/mMuH); razoanamm3atop “Tecr-1”.
IMpuHLMn neiicTBUsI peakTopa OCHOBaH Ha reHepa-
LIMM TIOTOKA TEPMUYECKOM TIJIa3Mbl MEXIY TIa3MEH-
HBIM T€HEepPaTOPOM, KOTOPBIMA BBICTYIIA€T KATOTHBIM
y3JIOM, U TpadUTOBBIM TUTJIEM, SIBJISTIOIIUMCST aHO/ -
HBIM Y3JIOM, B KOTOPbIi 3aKj1aabiBaeTcs muxTta. O0b-
eM rpaUTOBOro TUIIIA cocTassgeT 1.2 X 107> M3, [lna
UCKIIIOUEHUST (DOPMUPOBAHMUSI OKCUIHOI (ha3bl Ha
nepBoM (IMOATOTOBUTEILHOM) 3Talle IIPOBOIUTCS 3a-
KayKa a30Ta B pabo4uylo 30HYy peaKTopa, KOHTPOJIb ra-
30BOil Ccpedbl OCYIIECTBISCTCS Tra30aHaJIN3aTOPOM
“TecT-1”. 3aTeM OCYIIIECTBIISIETCS 3alTyCK TIJIAa3MOT-
pOHa ¢ 3aIaHHBIMU MapaMeTpaMu (C1Jia TOKa, pacxo
ma3mMoo0pa3syioniero ra3a). st nCK/Io4YeHUS BbIIY -
BaHMSI [IIUXTHI U3 TPa(pUTOBOIO TUIJIS IPECCOBAHHYIO
rpacuTOBYIO OymMary TOJIIIMHOM 2 MM yCTaHaBJIMBa-
JIM TIOBEPX 3aChIIaHHOM IIMXTHI B TPaUTOBBII THU-
reab. Bo Bcex akcnepmMeHTaxX Macca IIMXThI COCTaB-
Jsuta 0.5 1.

B Ta6i. 1 mpencraBieHbl mapaMeTpbl pabOTHL Y-
TOBOIO peaKkTopa IpM CUMHTe3e KapOouma TuTaHa (cujia
Toka I, HanpsikeHue U, MolHocTh P, Temnieparypa 7'
BHEIIHEN CTeHKU IpaUTOBOrO TUTJISI HA MOMEHT OT-
KITIOUeHUS T1a3MoTpoHa). Pacxon mrasmoo6pasyro-
1IIeTO ra3a — a30Ta — BO BCEX 9KCIIEPUMEHTaX 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 KadecTBe BapbUpyeMBIX ITapaMeTpPOB
BBEIOpaHEBl: cmia Toka 40—100 A, BpeMs TEIIOBOTO
BozneiictBus 10—30 c¢. Ha kaxmyio KoHduUrypauuo
MPOBOIMIIOCH IO TPH SKCITEpHMMEHTA JIJTst Habopa cTa-
THUCTUIECKNX TaHHBIX.

CocrtaB ra3oBoii (a3bl SIBIICTCS OMHUM U3 BaX-
HBIX MMapaMeTpOB B 30HE CHHTe3a KapOuma TUTaHa,
T.K. OCHOBa paccMaTpuBaeMOro MeToia — OTCYT-
cTBUe BakyyMa. Ha puc. 1 mpencTaBiieH cocTaB ra3o-
BOI1 cpenbl B paboyeM 0O0beMe peakTopa IIpy CHHTE3¢e
Kapbuaa TutaHa (pexum 4, Tadia. 1). B ranHoi1 pabo-
Te CTEIeHb TUCCOMANN Xd M MOHU3ALNHU X/ TJ1a3-
MOOOpa3ylolllero ra3a, a Takxke BIUSHUE 3TUX Mapa-
METPOB Ha CHUHTE3 Kap61/ma TUTaHa HE€ YYHTbIBAJIU.
CTOUT OTMETHUTD, YTO CTEIIeHb Xd 1 Xj a30Ta P pac-
CMaTpUBaeMBIX TeMIlepaTypax (TIa3MeHHasl CTpys
~10000 K) He npesbinaet <0.1.

Kaxk cienyer u3 puc. 1, 1j1s TOJTHOM MPOIYBKH Iy-
TroBOro peakropa Tpedyercss ~110 ¢, KOHIEHTpaLUs

100 150

0 30 60

90 120 150 180

Bpewms, ¢

Puc. 1. CocraB ra3oBoii cpeabl B pabodeM o0beMe IyroBoro peakropa (pexum 4, tadi. 1).

HEOPTAHUYECKHWE MATEPHUAJIbI
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Puc. 2. TunuyHble KApTUHBI PEHTTEHOBCKOM Tr(pakIinuy IMTOPOIIIKOB, MTOJIyYeHHBIX TPY BApbUPOBAHUM BPEMEHU TJIa3MEHHO -

ro Bo3neiictBus ot 10 no 30 c.

KHUcjiopoaa ctpeMuTcs K Hymo. Ilpu 3amycke 3j1ek-
TPOAYTrOBOIO IUIAa3MOTPOHA B 30HE peaKLuu oopasy-
eTcst 1o 5 00. % O,. Takke MpUCYTCTBYIOT ciienbl NO
n CO (10 0.7 06. %), KOTOpble EPEXOIIT B AUOKCUT
yraepona (mo 1.2 06. %).

CHUHTe3MpOBaHHbIE MPOAYKTHl MCCIEI0BAIUCH
MeTOJaMM PEHTIeHOBCKOM nudpakromerpuu (Shi-
madzu XRD 7000s, A = 1.54060 A, CTaHIapTHOE
nporpaMMHoe obecnedeHre Shimadzu); ckaHMpYyIO-
meil ayeKTpoHHoit Mukpockonuu (COM) (MuUKpo-
ckor Tescan Vega 3 SBU, ocHallleHHBII IpUCTaBKOM
Oxford X-Max 50 c¢ Si/Li-aHeprogucnepCcruoHHBIM
KPUCTAUTMYECKUM  JIETEKTOPOM); NPOCBeUYMBaloIIei
aJIeKTpoHHOI MuKpockonuu (ITOM) (Mukpockon
JEOL JEM 2100F). ITpoGomoaroToBKa OCyIlIeCTBIIsI-
JIach IO CTaHJAPTHBIM OOI1IEN3BECTHBIM METOIUKAM.

PE3VJIBTATBI U OBCYXIEHHUE

Ha puc. 2 nmpencraBieHbI pe3ylbTaThl PEHTTEHOB-
CKOM Iu(pakTOMETPUN CUHTE3UPOBAHHBIX ITOPOIII-
KOB IIpU Pa3IMYHOM BPEMEHM BO3IEICTBUS IJIa3MBbl
JIyTOBOTO pa3psiaa Ha muxty. Cuja Toka ocraBaiach
nocTosTHHOM 1 cocTaBisia 100 A. 1o maHHBIM peHT-

HEOPITAHUYECKHWE MATEPUAJIBI

TOM 59 Ne 5

reHo}a3oBOro aHajau3a ObLJIO BBISIBJICHO, YTO BO BCEX
MpOoAyKTaX CUHTe3a JOMUHUPYET (hpa3za KapObuaa TH-
taHa (TiC), omHaKo B HE3HAYUTEIbHOM KOJUYECTBE
umerTcst ¢asbpl kapoonutpuga tutaHa (Ti,CN),
Hutpuaa tutana (TiN) 1 HempopearnpoBaBIIEro yr-
nepona (C). I[TapameTp perieTku ¢a3bl Kapouma TU-
TaHa cocTaBui ~4.314 A.

Ilo mudpakrorpaMmMaM 3aMeTHA TEHACHLUS K
YMEHBIIICHUI0 WHTEHCUBHOCTH AU(PPAKLIMOHHBIX
MaKCUMYMOB MpPUMECHBIX (a3 B MPOAYKTe CUHTE3a
IpU YBEeJIUUYEHUN BpEMEHU BO3IEiCTBUS TIa3MbI Ha
muxrty. Hammame mpuMeceil o0yclIoOBIeHO HeXBaT-
KO TIOABENEHHON TEIJIOBOM SHEPruM B EAUHUILY
BpemeHu Q = T/U, tne T — BpeMsl BO3IEUCTBUS Ha
muxrty, I — cuna Toka, U — Hanpsckenue. I[1pu pac-
CMaTpUBaeMOM peXuMe pPabOThl 3JEKTPOIYrOBOTO
MJ1a3MOTpOHa KomdecTBo Q Bapwupyercs ot 120 mo
360 x/Ixx. TakuM oOpa3oM, HEAOCTATOYHOE KOJIUYE-
CTBO TEIUIOBOM 3HEPIUU MPUBOIUT K 0Opa3oBaHUIO
HUTPUIA U KapOOHUTPHIA TUTAHA B CHHTE3UPYEMOM
NpoayKTe. AHaJOTMYHAs CHUTyallMs HaOJomaeTcs
MpU U3MEHEHUU CUJIBI TOKAa, HO MPU MOCTOSIHHOM
BpemeHH (20 ¢) T1a3MeHHOTO Bo3aeicTBus (puc. 3).
C yBeJIMYEeHUEM MOIIHOCTU IJIa3MOTPOHA CTEIEHb
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IT'YMOBCKAS u np.
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Puc. 3. PerTreHoBckue nudpakrorpaMMbl ITOPOIIKOB, TTOJTYYEHHBIX ITPY U3MEeHeHUN ciibl ToKa oT 40 mo 100 A.

MOHM3AIINY Ta30BOM CpENbl yBEIMINBACTCS, IIPOIYK-
TOM CHHTE3a SIBJIsIeTCsl KapOua TUTaHa C MUHUMAJIb-
HBIM KOJIMYECTBOM TpUMecHBIX a3 (puc. 3). Mex-
TUIOCKOCTHOE PACCTOSTHHUE B KPUCTAIMYECKOUM pe-
meTke (a3l KapOuaa TUTaHA cOCTaBMIIO ~4.315 A.

Ha puc. 4a npencrasieHo I1DM-uzobpaxeHue
MopollKa KapOouia TUTaHa, MOJYYEHHOTO TpU pe-
xume 4 (tabn. 1) u BpeMeHU TUIa3MEHHOTO BO3AEHi-
crBus 20 ¢. B mponykrax cuHTe3a naeHTU(ULIUPYETCS
yrjaepoaHasi MaTpulia ¢ YacTullaMu KapOuia TUTaHa
pa3MepaMu OT JEeCSITKOB O COT€H HaHOMETPOB.
B o6mactu 1 06beKT naeHTU(PUIIMPYETCS KaK KapOu/
TUTaHAa ¢ KyOMYeCKON KPUCTAIIMIECKOM PEIISCTKOIM,
B 00;1aCTU 2 UASHTUGULIUPYETCS YIJICPOAHAsI MaTpULIa
C BKparuleHusIMUA Kapbuaa turaHa. Hanuuue kapouna
TUTaHA U YIJIEPOIHOM COCTaBIISIIONIEN TOATBEPXKIAETCS
KapTUHOI TUpaKIIM 3JISKTPOHOB (puc. 40, 4B).

Ha puc. 5 npuBenensr COM-u300paxkeHus Mo-
poIIIKa KapOuaga TUTaHa, MOJTyIeHHOTO IIPU peXnume 4
(Tabs. 1) u BpeMeHU mia3MeHHOoro Bo3aeicTBus 20 c.
B moy4yeHHOM TTOpOIIKe UACHTUDUIUPYIOTCS 00h-
€KTHI C pa3MepaMi OT HECKOJbKIX MUKPOMETPOB 10
JIeCSITKOB MUKPOMETPOB, KOTOpbIe 00pa3yloT arjio-
MepaThbl pa3MepoM nopsiaka 50—100 MKM; Ipu 3TOM
CTOUT OTMETHTb, YTO ITOBEPXHOCTH arjioMepaToB

HEOPTAHUYECKHWE MATEPHUAJIbI

MpencTaBieHa YILIOTHEHHOM KOPKOI ¢ Tiepdopalin-
eit. luameTtp mop He mpesbiaeT 2 MKM. ConiacHo
JaHHBIM PEHTIeHOCIEKTPATLHOTO MHMKpOAaHaIN3a,
00BeKTHI coaepxat 75.6 = 3% tutana u 19.8 = 1.2%
yriaepoma CBOOOTHOIO M CBSI3aHHOTO, OCTaJIbHBIE
4.6 £ 1.8% — nipuMecu KUcIopoaa, a30Ta U Jp.

B cpaBHeHMM C ApYyruMmu METOIAMM ITOJTyYCHUS
KapOuma TUTaHa, rae MpUMEHsIETCS BAaKyyMHOE 000-
pynoBanue [ 13, 14], peain3oBaHHbBIA METO/I C CTIOb-
30BaHUEM ILIa3MOXMMUYECKOTO peakTopa, padboTraio-
IIEr0 Ha 3JIEKTPOAYTOBOM ILIa3MOTPOHE, SIBIISIETCS
IIPOCTBIM M HE TpeOyeT BBICOKOTEXHOJIOTHMYECKOIO
000pYyIOBaHMS, UTO ITO3BOISET IIPOU3BECTU MACIIITa-
OMpoBaHME TEXHOJIOTUU. XapaKTePUCTUKN CUHTE3U -
pOBaHHBIX ITOPOIIKOB KapOuaa TUTaHa aHAJOTUYHbBI
MOJy4EHHBIM METOoHaMK KapOOTepMHYECKOIO BOC-
CTAaHOBJICHUSI, JIa3€pHOM aOJISILIMU, 3JeKTPOB3PHIBA
IIPOBOAHUKOB 1 CaMOPaCIPOCTPAHSIOLIECTOCS BBICO-
KOTeMIIepaTypHOIo CUHTE3a.

SAKJIIOYEHHME

B paGote mpencraBieHbl pe3yabTaThl 3KCHEPU-
MEHTaJIbHbIX UCCJIEIOBaHUI B 00J1aCTU CUHTe3a Kap-
Oulla TUTaHa BO3AEHCTBUEM Ha IIMXTY MOTOKA DJIEK-
Ne 5
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TiC (200)*
TiC (111)
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Puc. 4. [IDM-uzob6paxkeHure nopoiika Kapouma TutaHa (a); KapTUHBI AUGhpaKIIUKU 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 (peXXuM (Ha30BOro KOHTpacTa).

TPOIYTOBOM IJIa3Mbl aTMOC(EpHOIO TaBJIeHU. YCTa-
HOBJIEHbI paboyMe XapaKTepUCTUKU ILIa3MOTPOHA,
o0ecIieunBaIIe CHHTE3 KyOrmdecKoi (ha3bl Kapouma
TUTaHa C HAauOOJIBIINM coAepXaHueM (13 pacCMaTpu-
BaeMOI cepum): IPOHOKUTSIBHOCTh BO3ICHCTBUS
20 ¢ ripu cuiie Toka 11a3MoTpoHa ot 80 A. IlonydeH-
HBII IOPOIIOK XapaKTepU3yeTcsl JOMUHUPOBaHUEM
KyOomndecKoii da3bl Kapouma TUTaHa, KOTopasl Ipe-
CTaBJicHa MMKPOpPa3MEepPHLIMU U CYOMHMKPOHHBIMU
JacTUILIAMU.

Takum oOpa3om, Ha ypOBHE J1a0OPaTOPHBIX HC-
cJieJOBaHUI IT0OKa3aHa BO3MOXHOCTB MOTYyYeHUS MO~
HEOPITAHUYECKHWE MATEPUAJIBI

TOM 59 Ne 5

polliKa KapOuaa TUTaHa BO3ASHUCTBUEM ILIa3Mbl IyTO-
BOTO paspsizma Ipu aTMochepHOM JTaBJICHUN 6e3 Mc-
MMOJb30BaHMSI BaKyyMHOI TeXHUKM. Takoil momxon
MOXET TMOCJIY>KUTh OCHOBOW IPOBEIECHUS OIBITHO-
KOHCTPYKTOPCKHMX pabOT M pa3pabOTKM IUIa3MEHHOM
TEXHOJIOTUY MOJIyYeHMSI TOPOILIKOB KapOuaa TUTaHa.

OUHAHCHUPOBAHUWE PABOTHI
Pa6ota BrImoIHEHA MIpM HNOMIEePXKKE roCyIapCTBEHHO-

ro 3agaHusi MUHMCTEPCTBA HAyKHW M BBICIIEro oopa3oBa-
Hust PO FEMN-2022-0001.
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IT'YMOBCKAS u np.
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