XKypHan texHudeckoui cousuku, 2020, Tom 90, Bbin. 5

06

MonyyeHne kKap6buga TuTaHa B aTMoccpepHOil aneKTpopaspagHoi nnasme

© A.A. Nak, T.1O. Akuny, I"A. MamoHToB, M.A. PyamuH, 10.3. BacunbeBa

ToOMCKWIA NONNTEXHNYECKNI YHUBEPCUTET,
634050 Tomck, Poccus
e-mail: ayapak@tpu.ru

lMoctynuno B Pegakuuio 15 aHBapa 2019r.
B okonyvarenbHoli pefakuyum 2 Hosbps 2019r.
lMpuHsTO K NYy6bnnkauum 3 gekabps 2019r.

IIpencraBieHbl pe3ybTaThl SKCHCPUMEHTAJIBHBIX HCCIICHOBAaHUI 10 pa3pabOTKEe HAayYHO-TEXHUYECKMX OCHOB
METO/1a MOJTyYCHHUsT KyOUYEeCKOro KapOu/aa TUTaHa B IJIa3Me IyrOBOTO paspsijia HOCTOSIHHOTO TOKa, MHULMHUPOBAHHOTO
B Bo3dymHo# cpene. [lo aHHBIM PEHTreHOBCKON AMU(PAKTOMETPUM IOPOIIKOBBIX MaTepHAJIOB, MOJIYYCHHBIX B
CepHH 3KCIICPHMCHTOB, OIPCHEICHB 3aBUCUMOCTH (PAa30BOro cOCTaBa MPOAYKTa OT JUIMTEJIBHOCTH cuHTe3a. [lo
JaHHBIM PAaCTPOBOIi JICKTPOHHON MUKPOCKOIIMU U SHEPrOAUCICPCHOHHOTO aHaJIN3a BBISBJICH Psil MOP(OIOTHICCKUX
THUIIOB YacCTUIl KapOuyia THTaHa, KOTOpble GOPMUPYIOTCSA B pe3y/ibTaTe HEPaBHOMEPHOCTH paclpefiesIeHUs] SHepruu

B PEaKIHOHHOM oObeMe.
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Kapbun tutana TiC gBngercd MHUPOKO pacnpoCTpaHEH-
HbIM TYTOIJIABKUM, CBEPXTBEPABIM, U3HOCOCTOMKHMM MaTe-
pHAaIOM C BBICOKO 3JIEKTPONPOBOTHOCTBIO M CTOHKOCTBIO
Kk kopposuu [1-3]. Kpome Toro, uHTEpeC K HaHHOMY Ma-
Tepuasly Bo3pacTaeT aKTMBHO B COBPEMEHHOM MHpE BBUIY
BO3MOXHOCTH €ro NPHMEHEHHsI B HAKOIUTENAX SJICKTPHU-
YecKoll SHeprum Ha 0a3e KOHICHCATOPOB CBEPXBBICOKOM
emkoctH [4,5]). MeTtonsl mostydeHnsi KapOuaa TUTaHa MHUPOKO
M3BECTHBL KapboTepMmmieckoe BoccTaHoBjienue, CVD, abis-
IIMOHHBIC JIa3epHbIC TEXHUKH, METObl, OCHOBAaHHbBIC Ha ILIa3-
MOTPOHHOI1 TEXHHKE W IPYrHX TreHepaTopax Iuiasmsl [1-7].
Bce mpuMmeHsieMble MeTOIBI CHHTE3a KapOuna THTaHa, Kak
NPaBHUJIO, MPEIYyCMATPUBAIOT B TEXHOJIOTMYECCKOM IEMOYKe
olepanyy IO CO3OAHHUIO WHEPTHOIH Ia30BOM WM KUAKOU
cpenpl, NMPENOTBpPAILAOIIEe OKHUCICHHE KUCJIOPOOOM BO3-
OyXa IMPOIYKTOB CHHTE3a W HMCXOMHBIX pearcHToB. Takue
CHCTEMBl OOBIYHO COCTOAT M3 TePMETUYHOIO PeaKkTopa,
BaKyyMHOI'O Hacoca, 0aJUIOHOB C Pa3IMYHbIMH MHEPTHBIMU
ra3aMe, COCJIMHUTEIIBHBIX JIMHUI W apMaTypel. [lpm sTom
B IIOCJIEHUE TOAbl aKTHUBHO Pa3BUBAETCS IPYIIa 3JIEKTPO-
Pa3psAIHBIX METONOB, OCHOBAHHBIX HA I'CHEpalUy 3alUTHON
rasoBoit atMocdepsl Ha ocHoBe CO B mpormecce TOpeHHs
AYroBOTO Pa3psiga NOCTOSTHHOTO TOKa B POMEXKYTKE MEXKITY
rpaduToBbIMH 3JIeKTporaMu. [1ogoOHbI MoxXon MO3BOMIAET
peayn30BaTh CHHTE3 YIVICPOAHBIX HAHOCTPYKTYp [8-11],
KapOumoB kpemuust u 6opa [12,13] Ge3 npumeHeHusT Baky-
yYMHOro obopynoBaHus U 6e3 pacxoda Ha IIpoLecC CHHTe3a
3alUTHRIX MHEPTHBIX ra3oB (Ar, He m mp.). Dror monxon
MO3BOJISICT CYIIECTBEHHO YJIYYIIUTh MAacCOBO-TA0APUTHEIC U
TEXHUKO-3KOHOMHYECKHE MTOKa3aTes M MJIa3MEHHOTO PeaKTo-
pa [8] 3a cuYeT CHIKEHHs SHEPromnoTpeOJICHHUs], YMEHbIIIC-
HHS BpeMeHH pabodero IMUKJa, OTKa3a OT psga y3JiOoB B
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COCTaBe YCTaHOBKH: OQJIJIOHBI C Ta3oM, TePMETHYHBINA KOp-
IyC peakTopa, 3allopHasi apMaTypa, ra30Bble KOJIJICKTOPBL,
KOHTPOJUIEPH! pacxofia rasa. B aToii cBSI3M maHHBIA MOIXON
aKTUBHO NPUMEHSETCA PANOM HayYHbIX KOJIJIEKTHUBOB JUIA
peayM3alyil CHHTE3a YIJICPOMHBIX HAHOCTPYKTYp [8—14].
[IpuHIMNMaIbHAS BO3MOXKHOCTb IMOJIYYEHHUsS! IOPOLIKOBOTI'O
KapOuyia TUTaHa B IJIa3Me JYroBOTO paspsfa MOCTOSHHOTO
TOKa, WHUIMMPOBAHHOIO B OTKPBITOH BO3MYIIHOH cpene
MEXIy rpadHuTOBBIME 3JICKTPOIaMH, [OKasaHa paHee [15].
B Hacrosdmeil paboTe npuBeIeHH! Pe3y/IbTaThl CePUM IKCIIe-
PUMEHTOB IO TIOJIyYEHHIO TOPOIIKOBOTO MPOAYKTa CHCTEMBI
Ti—C npu pa3jMvHOM KOJIMYECTBE MOIBEICHHON SHEPIUy, a
TaKKe aHaJu3y (a3oBOro COCTaBa, CTPYKTYPHL, MOpOIOrun
MIOJTy4aeMoro Kapouia TuTaHa.

MeTtoabl uccneposaHus

DKCIepUMEHTAaJIbHbIE UCCIIe0BaHNS ITPOBOAMIINCH HA JIa-
OopaTopHOM CTeHIe, IpeIHa3HaYeHHOM Ul TeHepaluy ay-
TOBOTO paspsfa IMOCTOSHHOTO TOKa. OCHOBHBIMH KOMIIO-
HEHTaMH YCTAaHOBKHU SIBJISIIOTCS TPa(pUTOBBIC aHOI M KaTof,
KOTOpBIC TOIK/IIOYAIOTCS K MCTOYHHKY IOCTOSTHHOTO TOKa.
Paboumii TOk wncTOuHWKa mMTaHWs Bappupyercsi orT 20
no 200 A, B maHHOM ciydae OJIOK NHWTaHMS HACTPaMBAJICS
BCTPOCHHBIM PETYJIATOPOM Ha pabodyio cmiry Toka 165 A.
AHoz OBUT BBHIIIOJIHEH B BHJIE CIUIOIIHOIO CTEPXKHS C KPYr-
JIBIM CEYeHUEM, KaTtog — B (opMme THUIJIS, HA OHO KOTO-
poro momemniangach CMECh HCXOHBIX PEarcHTOB: MOPOIIKA
METaJUINYECKOr0 THTaHA W yriepoma (rpadura) B Macco-
BoMm cootHomennn Ti:C=4:1 (c cymmapHO#l Maccoii
0.6 +0.05g). THO KaToma—THIJII M aHOX OOpPa3OBBHIBAIIH
PaspsiTHBIA IPOMEXYTOK, B KOTOPOM HOIKHUIaJICS TyrOBOU
paspsn. [openune paspsanga HOOIEpKUBaJIOCh B TECUYCHHUE 3a-
IOaHHOT'O BPEMEHH, 32 CYET Yero B CEPUH SKCICPHMEHTOB
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M3MEHSTOCh KOJIMYECTBO TOIABEACHHON K CHCTEME SHEPTHH.
ObpaboTaHHasi 3JIEKTPOMYTrOBOH IUIa3MOH CMeCh THTaHa
W yIJepopa IOcjie OCTHIBaHHS 3JIEKTPOIOB cobmpasach ¢
uX NoBepXHOCTH. [losydeHHbIT MaTepuasl pasMaJIbiBaJICS B
araToBOW CTYIIKE JIi M3MEJIbYCHMsI CIIEKIIUXCS arjioMepu-
POBaHHBIX OOBEKTOB. AHOJ U KaTOJ B3BEHIMBAJIUCH HEpeN
MIPOBEICHIEM SKCIICPHMEHTa M IIOCJIE HEro, B pe3ysbTa-
T€ OIPENEIsUIOCh M3MEHEHNe WX Macchl. B xome paboTsl
YCTaHOBKH PETHCTPUPOBAIIICH TOK M HANPSHKEHHUE TYTOBOTO
paspsna mpu momMom Imdposoro ocrusuiorpaga Rigol
DS1052E; mo mnosy4eHHbIM 3aBUCUMOCTSM OMNPENesIsINCh
(bakTHYeCKHE paboune XapaKTEPUCTHKU: TOK, HaIpsHKEHUE,
3JICKTPHYECKasi MOIIHOCTb, KOJIMYECTBO SHEPIWH, a TaKKe
(bakTHYECKas ITNTEIBPHOCTh TOPEHHST Paspsya.

[TosrydeHHBIT MaTepran aHAaIM3UPOBAJICS HAa PEHTTCHOB-
ckoM mudppakromerpe Shimadzu XRD7000s (CuKa-uzmy-
4yeHue, rpagurosiii MoHOXpoMmaTtop CM 3121, Makcumasib-
Hasi MomHOCTh TpyOku 2kW, pabGoume pexxumbl TpyOKu
40kV, 30 mA). HenocpencrBeHHO mepen cbeMKOi nudpak-
TOMETpP KaJMOpOBaJICS TP ITOMOIIM CTAHAAPTHOTO MOPOII-
KOBOrO KpeMHHeBoro 3rtajonHa (Shimadzu), morperisocts
MOJIOKEHNs OU(PAKIUOHHBIX MaKCUMYMOB IO UTOraM Ka-
JmbpoBkH cocTaBuiia He Oosiee 20 = 0.02°. KauecTBeHHbI
peHTreHo(a3oBblil aHAJIN3 MPOBOAWICS C HCIOJIb30BAHHEM
6a3pl CTpyKTypHBIX naHHBIX PDF44-, xommyecTBeHHBINT —
npu nomormmy nporpammuoro nakera Powder Cell 2.4 co-
IJIACHO OOIIEN3BECTHON METOAMKE, OCHOBAaHHOW Ha HHTeE-
IpaJIbHO MHTEHCUBHOCTH JHU(PPAKIMOHHBIX MaKCHMYMOB.
Mopdoosorus u 3j1eMEHTHBII COCTaB IOJTyYEHHBIX 00pa3LoB
aQHAJIM3MPOBAJIMCH HA PACTPOBOM 3JIEKTPOHHOM MHKPOCKOIIE
Tescan Vega 3 SBU c mpucTaBKoil B BHIE 3HEProgucIep-
cuonHoro anaymsaropa (EDS) Oxford X-Max-50 ¢ Si/Li
KPUCTAUTMYECKAM JeTeKTopoM. OOpasipl MOPOLIKOB HC-
CJIEMIOBAJICh B MCXOOHOM COCTOSIHHMH, TEepel MPOBENACHHEM
MHKPOCKOIIMM HE HAaNbUIUICh IPOBOAAIMM CJIOEM, YTO
CBSI3aHO C JABYMsI NPWUYMHAMIL BO-TICPBBHIX, ITOJy9ICHHbIC
MaTepHaJIbl SBJISIIOTCS TOKOIPOBOISIINMH, BO-BTOPBIX, IS
obecrieueHnst HANOOJIBIICH TOYHOCTH MMPOBOANMOIO aHAJIN3a
(p¥ HAIIBUICHUH YIJIEPOIOM MOIJIa 3HAUYMTESIbHO BO3PACTH
HOrPENTHOCTh SHEProAUCIePCHOHHOro aHam3a). [Ipu aTom
IJIl CHIDKEHUs] BEPOSATHOCTU HAKOIUIEHWs 3apsjga Ha o00-
pasie cheMKa IPOBOAMIIACH B PEKMME HHU3KOIO BaKyyma
npu yckopsiiomeM HanpspkeHnn 20kV ¢ mcnosb3oBaHneM
BSE- u LVSTD-merexropoB (LVSTD-gerekrop, paspabo-
TaHHBI (upMmoit Tescan, sIBJsieTcd OETEKTOPOM BTOPHY-
HBIX JIEKTPOHOB Il PEXMMa HU3KOTO BaKyyma; COCTOMT
U3 CTaHJApTHOIO AETEKTOpa BTOPUYHBEIX 3JIEKTPOHOB THUIIA
OBepxapTa— TOpHIIN, OTAEICHHOrO OT KaMephl MUKPOCKOIIA
mragpparMoii, ¥ TypOOMOJIEKYIIPHOTO HAacoca IJIsi OTKauKH
pabouero obbema).

Pe3ynbtartbl 1 06cyXxpeHue

Ha puc. 1 npencraBneHa KapTuHa pPEHTI'€HOBCKOH IH-
(dpakuum OTHOTO W3 MPOXYKTOB CHHTE3a | M CMECH HCXOM-
HBIX peareHToB 2. B cMecH MCXOOHBIX pearcHTOB OJHO3HAY-
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Puc. 1. TunuyHble PEHTreHOBCKUE MU(BPAKTOrPaMMBbI IIPOLYKTA
cunresa (/) u HCXORHOI cMecH yriepona u TutaHa (2).

HO MICHTU(GUIMPYIOTCS ABE KPUCTAILTYECKUE (paspl: rpadut
gC u rekcaroHanbHbli THTaH «Ti. B mpomykre cuHTesa
UICHTUUIIPYETCS, TOMAMO WCXOTHBIX PEarcHTOB, ele
onHa ¢asa rpagura gC ¢ 6oIPIIMM IapamMeTpoM pEIICTKH,
0 YeM CBHJICTEJIbCTBYET MOSIBJICHHE BTOPOTO TU(PPAKIMOH-
HOro MakcuMmyma B obiactu 20 = 26°. [losiBjieHue BTOpOIA
rpaduToBoil (as3bl IpencTaBisieTcs €CTECTBEHHBIM B CHILY
W3BECTHBIX MPEICTaBJICHUI O MepeHoce Macchl ¢ rpaduro-
BOI'0 aHO[A Ha KaToOJ M MONAaJaHHIO 3TOIl MacChl B MPOXYKT
B mporiecce paboThl mogobHbx cucrem [14,15]. Ha kaptune
PCHTTEHOBCKOI IHM(paKIUK NPOIYKTa CHHTE3a OTHO3HAYHO
UICHTUOUIUPYIOTCS TATh AU(PPAKIMOHHBIX MAKCHMYyMOB,
KOTOpBIE COOTBETCTBYIOT KyOM4YEecKOMY KapOWIy THTaHa.
IIpr 3TOM KaXmblii MakCUMyM SIBJISICTCSI CYIEPIO3UIUEH
HECKOJIbKHX, KaK 9TO BUTHO Ha YBEJIMYCHHOI BCTaBKe pHcC. 1,
YTO MOXET OBITh CBf3aHO C HaJIMYMEM KyOmueckoil (asbl
KapOuyia THTaHa IepeMeHHoro cocrasa. ®opma audpakiy-
OHHBIX MaKCHMMYMOB II03BOJIICT BBIICIUTD MIPEBAIUPYIOILYIO
KPHUCTAJUIMYECKYIO CTPYKTYPY, IapaMeTp PELIeTKH KOTOpOn
OBLJ1 BBIYKCJIEH [0 JAHHBIM CEPUM U3 CEMH SKCIICPUMEHTOB U
cocraBw1 a = 0.432nm. CorsyiacHO M3BECTHBIM CBEIECHHSIM
o cucreme ,rutai-yriepon [16,17], mapamerp permerku
a KyOmdeckoil MoOmU(UKAMK BO3PACTAET € POCTOM MO-
JI1 yrjepoma B COeIMHEHMH. B mpenenax 0a3bl DaHHBIX
PDF4+ BoimesieHHasi kKyOmueckass (as3a kapOupma THTaHa
TiC naubosnee Omm3ka k 3tamony TiC ICDD Ne 04-003-
6209 c mapaMeTpoM pemeTKU aiheor = 0.432nm. Tax xe
cllefyeT OTMETHUTb, 4YTO IUIAaBHBIA CIIaJg HHTEHCHBHOCTU
IUGPaKIMOHHBIX MaKCHMYMOB B CTOPOHY OOJIBLINX YIJIOB
20 COOTBETCTBYET KPUCTAJUIMYECKUM CTPYKTypaM KyOmde-
CKOro KapOuaa THTaHa ¢ MEHBIIMMH MTapaMeTPaMU PEIIeTKH.
Takum oOpa3oM, B IPOAYKTE NpeBaJMpPyeT KapOuja THUTaHa,
1o cocraBy 6/m3kuii k TiC, u B TO € BpeMs IPUCYTCTBYIOT
KPHCTAJUIMYECKUE CTPYKTYPHl C MEHBIOHM CONEPIKaHHEM
yraepona TiCy, y < 1.

CremyeT OTMETHTb, YTO B HpelesiaX YyBCTBHTEIBHOCTH
MeTOla PEHTTEHOBCKO# JU(pakToMeTpun He OOHApY:KeHBI
okcumHBIe (a3pl, W B IeJIoM WHBIE (as3e, Kpome 000-
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Puc. 2. 3aBucumoct (ha3oBOro cocraBa INpPOAYKTa, a TaKKe
3aBHCHMOCTb SPO3UH AaHOMA OT MPOJOJDKHUTESIBHOCTH CHUHTE3a.

3HAYCHHBIX HA THIMYHBIX KapTuHax muppakmmm (puc. 1).
OnHaKo MOYXXHO OTMETHUTH HaJM4YME HECKOJIbKUX HE WJICHTH-
(UIMPOBAHHBIX CJICIOB KPUCTALTHICCKHX (a3, HanpuMep, B
obsactu 37.5°, 43.7°, 52.0—54.0°.

Ha puc. 2 mpencraBieHa 3aBUCHMOCTb (pa3oBOro cocta-
Ba IpPOAYKTa OT [JIMTEJIBHOCTH Ipouecca cuHTesa. Ilpu
HONJeP)KaHUM TOCTOSIHHOM BEJIMYMHBI TOKAa B Pa3spsagHOM
KOHTYype U HAaIpsDKEHUs Ha JYrOBOM paspsfie yBeIMdeHHe
MIPONOJDKUTEILHOCTA CHHTE3a, T.€. BPEMEHH IOICPIKaHMS
TOPEHHUsT TyrOBOrO paspsiia, 03HAYAaeT YBEJMYCHUE IOIBE-
ICHHOTO K cHCTeMe KommdecTBa 3Heprun. OOO3HauYCHHBIN
AWana3oH MPONODKUTEIBHOCTH HOIep)KaHus JyroBOIo pas-
pdaa oT 5 no 20's COOTBETCTBYeT AMANa3OHy MOABEICHHOTO
kosmaecTBa 3Hepruu ot ~ 30 o ~ 120 kJ. ITo maHHBIM KO-
JIMYECTBEHHOIO aHajiM3a PEHTTCHOBCKOH MU(ppPaKTOMETpUH
00pa3noB, MOJYYEHHBIX HPH JUTUTEIBHOCTH CHHTE3a OT 5
no 20's, Ha BCeM HCCIICAYeMOM MHTEPBAJIC CHIKACTCS HOJIS
WCXOMHOTO THUTaHa; CONIepKaHWe KapOWia THTaHA TaKKe
CHUJKAeTCs, IIPU 3TOM CofiepKaHue Tpadura 3HAYUTEILHO
pacteT. Takoil XxapakTep 3aBUCHUMOCTHU OIpefesisieT Ipolece
3JIEKTPUYECKOI PO3UM aHOIA C MEPEHOCOM Macchl rpadura
Ha KaTOJ M COOTBETCTBEHHO €€ IOTajiaHne B MPOOyKT. Mac-
ca PPO3MM aHO/Ia B PACCMATPHBACMON CEPUH IKCIIEPIMEHTOB
pacTeT MpaKkTHYECKH JIMHEHHO, IPONOPIMOHAIBHO MPOIOJI-
xkurerapHOCcTH cuHTe3a, ¢ 0.17 mo 0.55g. Takum obpasowm,
Macca 3pOogupyeMOro Marepuaja CTAHOBUTCA COU3MEPHMOI
C Maccoil MCXOIOHBIX PearcHTOB IIPU AJIMTEIbHOCTH CHHTE3a
6omee ~ 10s.

J1g IpoBepKH TOCTOBEPHOCTH IOJIyYaeMbIX CBEICHHI O
($a30BOM cocTaBe CHHTE3UPOBAHHBIX MIPOLYKTOB OBUIO MPO-
BEIICHO TPH DKCICPHMEHTA C OIMHAKOBOM 3aIlJIAaHMPOBAHHOM
IUTUTESIbHOCTBIO Tponiecca ~ 10s. PakTrdeckass MPOTOIIKH-
TEJIPHOCTB IIporecca cocTaBria npuMepHo oT 9.8 mo 10.2s.
IIpu sTOM ycpenHeHHas 1071 KapOuaa TUTaHa B HPOIYKTE
coctaBuna ~ 27% mnpu OTKJIOHeHUH He Oosnee +5%, 4to
MO)XKHO CUMTaTh C YYETOM BO3MOXHBIX IOTPEIIHOCTEH U
OTCYTCTBHSI CHCTEM aBTOMATH3HPOBAHHOTO KOHTPOJIS pado-
YHX MapaMeTPOB B COCTaBE YCTAHOBKH BBICOKHM YpPOBHEM
MOBTOPSIEMOCTH IKCIIEPHMEHTOB.
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Ha puc. 3 mpencraBieHbl pe3yJbTaThl PacTPOBOU DJICK-
TpOHHOII MuKkpockonuy. OCHOBHOE BHIMaHUE IIPU IIPOBefie-
HUU MUKPOCKOIIMHU YHEJICHO YacTHIaM, MPEdIIOI0KUTEIbHO
conepkamuM (asel kapbupa TuTaHa. CKaHUpyIomas SJIekK-
TPOHHAsg MUKPOCKoNus (pukcupyeT Oosiblioe pasHooOpasue
MOP(}OITOTHIeCKHX THIIOB KapOnaa TUTaHa, 00pa30BaBIIIXCS
B IIPOLIECCE CHUHTE3a.

YacTumpl 1epBoro Mop(hoJIOrHIecKoro THIA XapaKTepH-
3yI0TCsl HanboJiee BBHICOKMM (M3 PACCMOTPEHHBIX OOBEKTOB)
coneprkanneM Ti (mo 62 weight %) (puc. 3,a, cnektp ).
dopMa KpPUCTAIIOB 3TOr0 MOP(POIIOTHIECKOro THIIA Xapak-
TEpU3yeTcsl N30OMETPUYHBIM raOUTYCOM OTHEJIbHBIX UHIUBHU-
1oB (puc. 3,a), KOTOpHIC CPAcTalOTCs B arperatsl IUTOTHBIX
CJIUBHBIX MAacC 3€pHHUCTOro cTpoeHus. CTaTUCTUYECKU Ya-
CTHUIIBI IEPBOTO MOPQOJIOTHYECKOr0 THIIA BCTPEYAIOTCS Ya-
nre B 00pasmax, NoJyYeHHBIX IPH HAaHMEHBIIEM KOJINYeCTBE
MOIBEICHHON K CHCTEME SHEpPrud (IUIUTEeSIbHOCTh CHHTE3a
5's, KOm4ecTBO moaBeaeHHon sueprud ~ 30kJ).

B mpomecce cuHTe3a ¢ 0ojiee BBICOKUM KOJIMYECTBOM
TIOIBEICHHON SHEPrvy IOJ BO3[CHCTBUEM HHTETPAIBLHOTO
MOBBIICHAS TEMIEPAaTypsl (Cyasi MO TEMIIepaType 3JIeK-
TpomoB, BepositTHO 10 ~ 950°C) mpomcxomut peskasi ax-
TUBU3ALUA [CHCTBUS 3€PHOIPAHUYHOIO IPOCKAIb3BIBAHMUS.
ITo »Toif mpuuyMHE Ha IOBEPXHOCTH arperaTtoB IEPBOIO
Moposoruueckoro Tuma GopMHUpyeTcs CTPYKTypa IO THILY
H,MHKponyIutekcHoi (puc. 3, b, c¢). IlomobHbI Mopdosoru-
YeCKMU THI KapOuaa THTaHA ONKCAaH B HEKOTOPHIX padoTax,
Hanpumep, [18]; or GpopmupyeTcsi, COrIACHO JIUTEPATYPHBIM
IOaHHBIM, TIpU nedopmarmy KapOWma THUTaHa B YCIIOBHSX
CBEPXIUIACTUYHOCTH ITyT€M BHYTPU3EPHOBOIO AUCJIOKALU-
OHHOTO CKOJIbKEHHS M 3epHOTPAHUYHOIO IPOCKAaJIb3bIBa-
HUA 10 MexdasHbM rpaHunaM. PeHOMEHOJIOrHs XpPYIKO-
BA3KOI'O II€pexofa M BBICOKOTEMIIEPaTYpHOI aedopmarun
KapOmja THTaHa IEPEeMEHHOI'O COCTaBa OIUCHIBACTCS U
oApOOHO HcciemoBana apTopamu pador [18,19].

IMpumepHo Takoe ke comepikanue THTaHa (55—62
weight %), kak ¥ B TEpPBOM MOPQOJOTHIECKOM THIIE, C
HE3HAYUTEIbHBIM CHIDKCHHEM OTMeYaeTcsl B IUIOTHBIX, Ya-
CTHYHO OIUIABJICHHBIX KpUCTAJIaX KapOuoa THTaHa pas-
MepoMm ~ 30—40um (puc. 3,d), upencraBisIIOIUX COOOI
BTOPOIl MOP(OJIOTHUECKUIA THII.

[Nocenyroniee HHTErpaibHOE MOBHILICHAE TEMIIEPATYPHL,
BBI3BaHHOE YBEJIMUECHHEM KOJIMYECTBA IO/IBEICHHON HEPTrUn
no ~ 120kJ, mMoxxeT HpUBOAMTH K CIEKAaHHIO M pereHe-
panry TOJyYeHHBIX YaCTHI[ KapOuma TUTaHa ¢ (pOpMHPO-
BaHUEM arperatoB, XapaKTEPHU3YIOIHUXCS BBICOKOIIOPUCTOM
CTPYKTYPOH, 4YTO, COIJIACHO HM3BECTHBIM JaHHbIM [19,20],
MPOUCXOAUT mpH Temmneparypax ~ 1250—1450°C. Takoro
pona arperarhbl, HaiiieHHble B HPOLYKTe, KjaccHU(puuupo-
BaHbl Kak TpeTuil Mopdosiorndeckuil tum. Pasmepsl arpe-
ratoB pocturaior 200um u Oomee. ComepikaHue THUTaHA
B TPETbeM MOPQOJIOTHICCKOM THIIC 3HAYUTEIBHO MCHbIIE
(~ 39—45 weight %) (puc. 3, cmektp 2), mpu 3TOM U CO-
nepkaHue yriepona Bo3pacrtaet 1o ~ 60 weight %. [ToBepx-
HOCTb CIIEYEHHBIX arperaToB TPEThEro MOP(OJIOruvecKkoro
TUMA PBIXJIass M HEOMHOPOAHAs, OTMEYAlOTCs IOJIOCTH M
TpemmHbl (puc. 3,e). CTaTUCTHYIECKH 4YacTOTa IIOSIBJICHUS
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SEM HV: 20,0 kV. WD: 16.15 mm
View field: 113 pm Det: LVSTD
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Puc. 3. Usomerpuunbie wmnomopdusie kpuctauiel TiC (mepBeiii Mopdosorndecknit twm) (a); ,MHKPOIYIUIEKCHAs™ CTPYKTypa
CBEPXIUIACTUYHOU Aedpopmarmy KapOuna THTaHa Ha MOBEPXHOCTH IUIOTHBIX CIIMBHBIX arperaroB mepBoro mMopgosorudeckoro tuma (b, c¢);
omwrasieHnsle kpuctaiuisl TiC Broporo mopgosiorudeckoro tuma (d); mopucteie crekumecs: arperarsl TiC Tperbero Mopgoora4eckoro
trma (e); chepyna TiC gerBeproro Mopdosormaeckoro tuma (f), a Takke COOTBETCTBYIOIHE HEPrOIUCIIEPCHOHHBIE CIIEKTPBL.
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B KaJpaX IOJyYCHHBIX MUKPO3JICKTPOHHBIX CHAMKOB 3TOTO
MOpP(OJIOTHYECKOro THIIA B CPETHEM KOJIeOJIeTcsi B Tpefie-
nax ~ 30% myid SKCIIepUMEHTOB C HaMMEHBIIEH JUTUTESTb-
HOCTBIO CHHTE3a M IPOIOPIIMOHAIBHO pacteT 1o ~ 50% 1o
Mepe YBEJIIMYCHHS BPEMEHH BO3NCUCTBHS 3JICKTPOXYTOBOU
IJIa3Mbl HA MCXOJIHBIE PEareHThl 10 MAKCUMAJIbHOIO 3HAYe-
HUSI B CEPUHU IKCIICPUMEHTOB.

Crnenyer OTMETUTb, YTO MpPHU YBEJIMYCHUH MPOHOJIKH-
TEJIPHOCTH CHHTe3a (M KOJIMYECTBA IIOMBEICHHOH BHEp-
I'UH), IOMAMO POCTa YHCJICHHOCTH OOBCKTOB C MOPUCTOM
CTPYKTYpOU (PHKCHpPYETCsl 3aMETHOE 3arpsisHEHHE TIPOObl —
no 5weight % — HUKeJb-KEJIe3UCTEIMH CIUIaBaMH. DTH Me-
TaJUThl BXOIST B COCTAB METAJUIMIECKUX KJIEMM, KOTOPBIMU
TIOJIKJTIOYAIOTCS I'PaUTOBBIC JIEKTPOIbl B COCTABE CHIIOBO-
ro KOHTYpa; HE HCK/IIOYEHO B3aMMOJIEHCTBUE IUIA3MEHHOTO
00Opa3oBaHuUs ¢ MATEPUATIOM KOHTAKTHBIX KJIIEMM, YTO MOMKET
OOBSCHATHh HAJIMYME METAJIJINYECKUX HHUKEJIb-KEJIE3UCTHIMHI
3arpsisHEHHUI B IMPONYKTE W POCT X COMECPIKaHUS C yBEJU-
YEeHHEM IMPOIODKUTEIIbBHOCTH CHHTE3a.

CrieruprYHbBIM 4eTBEPTHIM MOP(OJIOTUIECKIM THUIIOM,
collepXKalM B CBOEM COCTaBe THTaH M YIJIEPOH, SIBJISI-
I0TCS1 cepynbl, Ipu4eM B UX cocTaBe ¢ momompio EDS
OIPENIENIACTCSl TAKKEe W COlepiKaHue Kuciopoma (puc. 3,
criektp 3). Pasmep cdepyn ~ 15—17 um. B npenenax qys-
CTBHUTEJIBHOCTH METO[a PEHTTEHOBCKOM IU(PPAKTOMETPUH B
cocTaBe NMPOAYKTa He OOHapy:keHbl (ha3bl OKCHIOB THTaHA
WX APYTUX METAIUIOB M HeMeTa/IoB. O/IHAKO, KaK yKa3aHO
BBIIIIC, Ha IOJyYCHHBIX KapTHHAX PEHTTCHOBCKOM Iudpak-
MM UMEIOTCSl HE HICHTU(UIMPOBAHHBIE CJICIbI, KOTOPHIC,
BEPOSATHO, MOTYT OBITh OTHECEHBI K KaKUM-TIHOO KHCJIOPOM-
conepkanmM ¢azam. OcoOEHHOCTH TPUMEHSIEMOTO TOIX0/1a
K CHHTe3y KapOWja THTaHa, a HMMEHHO HCIIOJIb30BaHHE
aTMOoc(epHOro BO3Iyxa B KauecTBe paboueii ra3oBoii Cpesl,
JIOTMYHO HABOJSAT Ha TPENOJIOKEHUE O HAJIMYMK B COCTaBe
IPOAyKTa B TOM WJIM WHOM BHAE Kucyiopona. BeposiTHo,
chepyJibl, colepiKale B CBOEM COCTaBe KHCJIOpoHd, o0pa-
3yIOTCSl Ha TIOBEPXHOCTH 3JICKTPOIOB, Hambosiee OJM3KOu
K BEpXHEMy Kpaio rpauTOBOTO THIJIS-KATONA, B MOJIOCTU
KOTOPOTO TPOUCXOMUT CHHTE3; BUIMMO, YacTHUIIBI (HOpPMU-
PYIOTCSI Ha TpaHUIIE pasfesia MEKITy KUCJIOPOICOIepKaIei
W W30JIMPOBaHHOH cpefaMi. DTa 00J1acTh PEaKIMOHHOTO
oObeMa B CHJIy KOHCTPYKIMHM SKCIEPHUMEHTAJIbHOW YycCTa-
HOBKM HamOoJiee MOJBEPXEHA BO3NCUCTBUIO aTMOC(HEPHOTO
BO3IyXa B XOfie pabOTHI CHCTEMHIL.

ITo COBOKYMHOCTH [aHHBIX PEHTTCHOBCKOH AH(paKTo-
METPUM M PACTPOBOI 3JIEKTPOHHOM MHKPOCKOITHH, COB-
MEIIEHHOW C JHEProgUCIEPCHOHHBIM aHAJM30M, MOXKHO
OIHO3HAYHO YTBEP)KAaTh, YTO B paccMaTpUBaEMOU CHCTe-
Me Qopmupyercs kapoum ThtaHa. OTHAKO BBUILY H3BECT-
HBIX BO3MOXXHBIX ITOTPEHIHOCTEHl KOJMYECTBEHHOT'O SHEp-
COMUCIIEPCHOHHOIO aHATN3a (B TOM YHCJIE IO IPHYMHE
OPUCYTCTBUSI B TPONYKTe Tpadura), a TAKKe HATMIUSI
B TPOAYKTE CUHTe3a KapOHWia THTaHa MEPEMEHHOro CO-
CTaBa He YJaeTcs OIHO3HAYHO COOTHECTH MOpQosioruye-
CKHE TUIIBl KPUCTAJUIOB KapOHWga THTaHa C KOHKPETHBIMU
KpPUCTAJUTHYECKUMHE (ha3aMu 3aTaHHOTO CTEXUOMETPUIECKO-
ro cocrasa. Hanmmume B mpomykre cHHTE3a KyOMdYecKoOn
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MomudUKaMy KapOuma THTaHA IEPEMEHHOrO COCTaBa, a
TaK)Ke HECKOJIBKHX MOP(OJIOrMYecKuX THUIIOB KPUCTAIIOB
COIJIacyeTcsi C JIMTePaTypHBIMH OaHHBIMH O TEMIepaTyp-
HBIX peXMMax CHHTe3a U SHTaJbIIMU 00pa3oBaHus KapOuma
trtada [20,21]. Onranemus obpasosanus TiCy oneHeHa B
psime pabor [20] pasim4HBIME MeTomamu. M3BecTHO, 4TO,
HECMOTpSI Ha HEKOTOpbIC HEOMHO3HAYHOCTH M BO3MOXKHBIE
MOTPEeLIHOCTH, TpebyeMoe KOJIMYECTBO SHEPIUH Ha CHHTE3
Bo3pactaer oT ~ 108 mo ~ 184kJ - mol ™! IIpu U3MEHe-
HuM crexuomerpun kapbuma tutaHa ot TiCog mo TiCooj.
TakuM 00pa3oM, NMpPUBEICHHBIC BHIIIE SKCIICPUMCHTAIbHbIC
CBHJICTEJIBCTBA IOJTYYCHHUS KyOMYecKoro KapOmja THTaHa
3asIBJICHHBIM METOIOM C pa3jIMuHOi fmoJieil yryiepoma HpH
W3MCHEHUH IOJIBEICHHOIO KOJIMYECTBA SHEPTUH Iporecca
CHHTE3a BIUCHIBAIOTCA B W3BECTHHIC NPEICTABJICHUS O IIO-
JlydeHNH KapOuaa ThTaHa. AHAJOTMYHO HAa MOP(OIIOTHIO
YacTUL KapOuja THTaHa MOMKET BJIMATH paclpenesecHue
TEMIIEpaTypHOro IMojs B pabouyeM o0beMe H KOJIYESCTBO
NofBeleHHON 3Hepruu. B paccmarpuBaeMoil cucteme Ha-
JIMYHE BBICOKOTO T'pagfieHTa TeMIepPaTypbl U CKOPOCTH ee
n3MEHeHus B 30He (opMUpPOBaHUS yroBOr0O pa3psjia MoCTo-
STHHOTO TOKa HE BBI3bIBAET COMHEHHS, IIPH STOM TEMITEPaTy-
pa IUIa3MEHHOTro CToJI0a TYyroBOTrO paspsiia CHIKAETCS MpU
yIajaeHUH OT 30HBI MPHUBA3KH paspsaa K aJiektpomam [22].
OTOT (hakT MOXKET OmpenesaTh (OPMHUPOBAHNE HECKOIBKIX
MopdosIoruueckux TUIIOB YacTUIl KapOuaa TUTaHA.
[IpuBeneHHBIE Pe3yJIbTATH IKCIICPUMEHTAIbHBIX HCCIe-
IOBaHMU OTKPBIBAIOT CEpHI0 HOBBIX BONPOCOB MJIs pas-
BUTHS TPYNIBl OE3BAKYYMHBIX 3JIEKTPOXYTOBBIX METOOB.
B vactHOCTH, B OyayIeM ciienyeT pacCMOTPETh BOIIPOC BO3-
MOXHOCTH OCYIIECTBJICHHSI CHHTE3a IPH PEeXHME PabOTHI
pa3psIHOro KOHTypa Ha NEPEMEHHOM TOKE C pPa3jIM4HbIM
XAMHYCCKAM COCTaBOM 3JICKTPOIOB, B TOM YHCJIC C IpHU-
MEHEHHEM HepacXooyeMBbIX 3JIeKTpomoB. OTAEIbHO cIiefyeT
paccMOTpeTh BO3MOXKHOCTb PaboTOCHOCOOHOCTH Oe3Baky-
YMHBIX METOHOB INPH IPHUMEHCHHUHN CXEMBl JYIOBOTO peak-
TOpa pasfesIbHOTO THIIA, T.€. IVIA3MOTPOHHONU KOHCTPYKLIHU.

3akniovyeHune

Ilo coBOKYNMHOCTH IPENCTaBJICHHBIX HAaHHBIX MOXKHO 3a-
SIBUTb O BO3MOXXHOCTH IIOJTy9eHHUS] KyOWMdYecKoro kapOuma
TUTaHa B IJIa3Me€ JAYrOBOTO paspsia IOCTOSIHHOTO TOKa,
WHUIMAPOBAHHOTO B OTKPHITON BO3MYIIHOM Cpelie B pas3psi-
HOM IIPOMEXYTKE MeXIy I'padUTOBBHIMH 3JIEKTPONAMHU, U O
BO3MOYXHOCTH BJIUSTHUSI KOJIMYECTBA IMOIBEICHHON YHEPTUH
Ha (a3oBHIl cCOCTaB NPONYKTa M MOPQOJIOTUIO YaCTHIL.
Hammuane B mpomykre KyOmdeckoro kxapOwga TUTaHA Iie-
PEMEHHOI0 CcOCTaBa M €ro HECKOJIbKMX MOp(osornueckux
TUIIOB MOXET OOBSICHATHCS BBICOKMM T'PAIMCHTOM TEMIIe-
paTyp U HEpaBHOMEPHOCTBIO PACIPENE/ICHUS] SHEpPruH B
PCaKIMOHHOM OObeMe. YBEJIMYCHHEe KOJIMYEeCTBA MOBEICH-
HOH HEpPruy MO3BOJISIET CBECTU COIEp)KaHUe (ha3bl MeTasl-
JINYECKOTO THUTaHA MO BEJIMYMHBL, OJM3KONH K HYJIO, 4YTO
OTKpPBIBACT BO3MOXHOCTb TOJIy4EHHsSI B OYyIyIIEM YHCTOrO
KapOuyia TUTaHa [0Ccjie HaXOXKACHUS METOIUKU yIaJICHUs U3
MOPOIIKOBOT'O MPOIYKTa rpadura.
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