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CPABHUTEJIbHbIW CUHTE3 CYNIb®WNO0B TUTAHA

J1.A. borgaHkoBa, [1.M. Yyxne6

Memodom camopacrnpocmpaHsitoue20csi 8bicokomemnepamypHo2o cuHmesa (CBC) nony4eHbl
cynbgudbl mumaHa cocmaeos: Ti,S, umeroue2o opmopombuyeckyto ss4elky, TiS ¢ pomboadpuyeckol
pewemkoli, TiS, aekcazoHanbHoUl cuH2oHuU, TisS, 2ekcazoHanbHOU cuHeoHuu. OnpedesnieHbl coom-
HOWEHUE UCXOOHbIX KOMIMOHEHMO8 WUXMbI, YC/I08US MOJTy4EeHUSs MPOOYKMO8 C 8bICOKUM COOepXaHUu-
eM OCHO8HO20 seuwjecmea. OcywecmesneH cpagHumesibHbIl CUHmMe3 cynbgudoe mumaHa Krnaccude-
CKUM MemodoM criekaHusl no Mmemooukam dgyxmemrepamypHo20 cCuHme3a u cmyrneH4amozao Omu-
2a, 8 sude mabnemuposaHHbIX U opowKoobpa3sHbix obpasuos. MiccnedosaH ghaszosbill U Konudecm-

8€HHbIl cocmas noJ1y4eHHbIX I'IpOOmeOS CUHmMeg3a.

Knrouesbie crnoea: cuHmes, cynbgulbl mumaHa, caMopacrpocmpaHsaioWUlcs 8biICOKOmemMrie-
pamypHeIl cuhme3 (CBC), cnekaHue, 08yxmemnepamypHbIl CUHMe3, cmyneHYambil omxue.

AKTyanbHOWM 3ajaven COBPEMEHHOro mare-
puanoBeaeHus siBnsieTca paspaboTka u npume-
HEeHMe HOBbIX, YCOBEPLLUEHCTBOBAHNE 3KOHOMMUY-
HbIX METOZOB MONy4YeHUss MaTepuanoB, OTMMU-
YalLMXCA NPOCTOTOW WMCMOMHEHWs, NO3BOSISAO-
WMX nonyyatb cynbduabl METannoB ¢ CaMmbiMM
pa3Hoobpa3HeiMM cBoncTBamu. [loatomy nep-
CMEKTUBHLIMW, C 3TON TOYKM 3PEHMUS, MOXHO
cyuTaTb TYronnaBKMe BELLECTBA, KOTOpblE MMe-
10T CBEpXNpoBOAsALLME, MNOMYNPOBOAHUKOBLIE,
ONANeKTpuyeckue, ONTUYECKMEe, CerHeToanek-
TpUyeckne n katanutnyeckue ceomnctea. Cpegu
Takux BeLLEeCTB ABNATCA Cynbdnabl TUTaHa.

Cynbtunabl TMTaHa noboro coctaBa nony-
YyalT NyTeM B3anMOLEeNCTBUSA TUTaHa C Cepou B
TeYeHne ANMTENbHOrO BPEMEHW, B TONCTOCTEH-
HbIX amnynax, nepeg 3anavBaHWEM TLiaTeNbHO
0OCBODOOXOEHHBIX B BbICOKOM BakyymMe OT MNpwu-
cyTcTBUs rasoB. Nocne B3aMmopencTems Heob-
XogMMa AnutenbHas romoreHusaumst obpasuos
npu 6onee BbICOKUX TemnepaTtypax [1].

Cnoco6bl nony4yeHus cynbuaos TuTaHa B
BMOE MOHOKpUCTANMoB, OOGBEMHBIX MOMUKPU-
cTannuyeckux o06pas3uoB M  TOHKOMMEHOYHOM
COCTOSIHMM, a Takke OnucaHme ux CBOWCTB,
npeactaesneHsl B paboTtax [2-8].

B pabote Bnagnmuposon B. A. [9] onnucaHo
nonyyeHne moHocynbdmaa TUTaHa MyTeM CTy-
neH4yaToro omkura TabneTMpoBaHHOW CMecu
nopoLlka TUTaHa U cepbl, B BaKyyMUPOBAaHHbIX
KBapueBblx amnynax, npu 650, 750, 850 wu
1000 °C. lNMocne kaxaon TePMUYECKON CTyMNeHu
BbINOSHANACH XeCTKas 3akarnka amnyn anst KoH-
Tponsa as3oBoro coctasa. [locne cnekaHus npu
TemnepaTypax 650 n 750 °C Habnoganucb a-
3bl, Janekue Mo COCTaBy OT MOHOCynbcuaa.
CnekaHnune npu 850 °C npuBoguno k obpasoBa-
HUIO cmecu hasbl TMNa HUKENMHa ¢ pomboagpu-
Yyeckon moaudpmkaumen moHocynbcuaa. NMocne
onkura npm 1000 °C nonyyanacb (pasa Tuna
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NiAs yctonumsaga go temnepatypbl 1100 °C, npu
KOTOPOW MPOUCXOAUT MOSIHOE pasfnoXeHue rek-
caroHanbHOro MoHocynb(uga Ha gese dasbl:
BbICOKOTEMMNEPaTYPHYIO pomboagpuyeckyto
hopMy U rekcaroHasnbHyto, NOA0OHY MCXOOHON,
C MEHbLUMM OTHOLLEHUEM c/a (HabnogaeTcs Kak
yMeHbLLEeHMe nepuoaa ¢, Tak U yBenmyeHve ne-
pvoaa a).

[omoreHHble TabneTkM rekcaroHasnbHOro
MOHoCynbdMaa Nocne 3aknmiounTenbHOW cTaamm
cuHTesa (1000 °C) nogBepranuch Takke gONos-
HUTEenbHOMY oTkury npu 850 °C. OTxur He oka-
3an BMUSHWUSA Ha CTPYKTYPY: FOMOrFE€HHOCTb CO-
XpaHunacbe. Takum ob6pasom, B pabote 6bino
nokasaHo, YTO rekcaroHanbHas moaudukaums
MOHOCynbcdMaa TUTaHa  ycToOMuMBa  HUXeE
1000 °C.

TiS; MOXeT ObITb NPUrOTOBMEH HarpeBaHu-
€M CTeXMOMEeTPUYECKMX BECOBbIX KOMMYecTB
TUTaHa M cepbl B 3BaKyMPOBaHHbIX KBapLEBbIX
amnynax B TeyeHue aByx cytok npu 500-650 °C,
HO Haubornee nNPUrogHoOM METOAMKON ABNSAETCHA
npsiMoe B3aMMOAENCTBME TUTaHa B BUOE CTPYX-
Kn ¢ cepon B cooTHoweHnn 1:3,3 B O4HO30HHOM
neun npu Temnepatype 580 °C B TeueHue 30
cyTok [1].

B pabote [10], npeacTtaBneHbl pe3ynbTaThbl
uccnegoBaHWi No MOnyvYeHuno cynbduaa TuTa-
Ha nNyTeM B3auMOAEWNCTBUS MOPOLUKOOOpa3HOro
TUTaHa c Nnapamu cepbl B TOke aproHa. Belgepx-
Ka nopoluka TWTaHa B TeyeHWe 7 4acoB Mpu
900°C nosBongeT MNony4YnTb MOHOCYNbMUA Tu-
TaHa, Npu 3TOM TemnepaTtypa MapoB cepbl CO-
cransieT 200 °C.

MopobHo cynbdupgam NiS, FeS, CrS, VS
MOHOCYNnbung TuTaHa obnagaeT rekcaroHanb-
HOW CTPYKTYpPOW NpW BBICOKMX TemnepaTypax.
Mpn megneHHom oxnaxgeHun Huxe ~1200 K
NposiBNAIOT cebs TPUKIMHHHAA U MOHOKIMHHAs
CUHroHun. Kpome mMoHocynbduaa tutaHa B cuc-
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Teme Ti-S, cormacHO nuTepaTypHbIM AaHHbIM,
CylLleCcTBYeT Lenblin psia CoOeanHeHun: cybcynb-
dung TiSys, cecksucynbdug TiSz ¢ obnacTbio
romoreHHoctn TiS;1-TiS; s, ancynedmg TiS, ¢
o6racTblo rOMOreHHOCTN oT TiSy 5 (MPY BbICOKUX
Temneparypax) o TiS,7; (npn KOMHaTHON TeM-
nepatype), Tpucynbdug TiSs, TisSs, TizS,, TisSs.

Cuctema Ti-S B paboTe [11] nsyyeHa me-
TOOOM PEHTreHOCTPYKTYPHOro aHanusa. YcTa-
HOBMeHbl ABe 06racTM roMOreHHOCTU: ofHa B
npepenax cocraBoB OT TiSp77 Ao TiS; 17 Ha oc-
HoBe 9-CMOMHOW NNOTHENLLEN YNAKOBKW aTOMOB
cepbl, cBOMCTBEHHOW hase TiS, a BTopas B npe-
Aenax coctaBoB OT TiS;3; Ao TiS; g7 HAa ocHOBe
4-crnonHon nnoTHenwen ynakoskn ¢asbl TiS,. B
obnactn coctaBoB TiS;,,-TiS;,; mpoucxoauTt
KOpeHHas MepecTporka CTpykTypbl u3  9-
CMOMHON B 4-CrnOWHYyl0, oOTBevawlwy dase
Ti3S,. Pazy TiS, cuntatoT dason CTPYKTYPHOro
Tuna 4-cnonHoro Cdl,. CoeanHeHne cocTaBa
Ti3S4 OTHOCAT K OOHOMY M3 MPOMEXYTOUHbIX CO-
CcTaBoB 06n1acT! rOMOreHHOCTM Ha ocHoBe hasbl
TiS,.

M3 guarpammbl COCTOAHUS cucTeMbl Ti-S,
npeacTaBneHHON Ha pUCYHKe 1, criegyeT, YTo B
obnactn Temnepatyp 900-1700 °C BO3MOXHO
cywectBoBaHme cocTaBoB TijS ¢ geduumTom
aHuMoHOB. Mo3ToMy Ans NONy4YeHUsA CTEXUMOMET-
puyeckoro coctaBa TiS ¢ rekcaroHanbHoOM
CTPYKTYpOM HeobXodMMO [JOCTAaTOYHO CTPOro
NpoBOAWTb 3akarnky cuHTe3anpyemoro obpasua
oT Temnepatypbl ~ 900 °C.
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PucyHok 1 — [inarpamma cocTtosHuA
cuctemsl Ti-S

AHanu3 nuTepaTypHbIX OaHHbLIX MO CUHTE3Y
M unccrnegoBaHMlo (as3oBOro cocTaBa MOHO-
cynbduga TuTaHa BbISBWUN psig NPOTUBOPEYUNA.
CornacHo [12], cylwiecTByOT ABe MoAMdUKaLum
TiS. Ecnu TiS nonyyaloT HarpeBaHWeM 3neMeH-
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ToB npu 700 °C, To obpasyetca ¢opma TiS co
cTpyktypon Tuna NiAs, HarpeBaHue aTou op-
mbl npu 1000°C npuBoauT K HeobpaTumomy
npeBpalleHnto B poMBO34pMYECKYI0  BbICOKO-
TeMnepaTtypHylo opMy. ITa TOYKa 3peHust He
coBnagaet ¢ pabotamu [13], KOTOpble cUMTalOT
dopmy TiS Tuna NiAs cTabunbHOM CO CTOPOHDI,
Goraton meTannom mgeanbHoro coctaea TiS, B
TO BpeMsi Kak B pomboagpudeckon cgopme 06-
HapyXnBaeTcs gepmumT metanna.

Mo mHeHuto aBTopoB, TiS ABnNsieTCA OCHO-
BoW chasbl ¢ 06nacTbl0 rOMOreHHOCTU B npene-
ax coCctaBa TiSlvoo-TiSLo‘;.

ABTopbl [14] B cnnaBax TUTaHa ¢ cepon co-
ctaBa TiSgg7-TiSy3s Npu Temnepatype 1000 °C
0BHapyXunuM BbICOKOTEMMEPATYPHYIO Moandu-
kaumto TiS € rekcaroHanbHOW peLueTKon Tuna
NiAs (TiSgo7-TiS106), a3y ¢ pombuyeckon pe-
weTkon (TiSy 5) M hasy C MOHOKNMHHOW peLueT-
Komn (Ti811285'Ti811305).

YCTaHOBMNEHO, YTO BbICOKOTEMMEPATYpPHas
moandukauma TiS sBNAETCA CBEPXCTPYKTYPOW
HM3KOTEMMNEepaTypHON Moaudukauum 3Toro co-
eanHeHuns [12]. HuskoTemnepatypHaa moamdu-
kaums TiS nepexoauT B BbICOKOTEMMNEPATYPHYIO
npu Temnepatype 1000 °C HeobpaTnmo.

YKasaHHble B CTaTbe Crnocobbl Mony4yeHus
CcynbuaoB TUTaHa COMPSDKEHbI CO 3HAYUTESb-
HbIMW MaTepuarnbHbIMKM 3aTpaTtaMu, Tak Kak B
OCHOBE TPaaMUMOHHBIX TEXHONOMMIA NnexaT npo-
Leccbl MeANEeHHOro MpoTeKaHus peakuui npu
BbICOKMX TemrnepaTypax, 3T0 NpuMBOAUT K 6onb-
LOMY pacxody SHeprum, MHOroCTaauMmiHOCTH,
TPYAOEMKOCTU MOMNy4YeHUs Npoaykumm u 60nb-
LLIOMY BPEMEHU CUHTE3a.

OTa npobrnema pellaeTcss NPUMEHEHUEM
CamMopacnpoCTPaHAILEroca  BblICOKOTEMMEpPaA-
TypHoro cuHTe3a (CBC) [15].

CBC oTHOCUTCSA K NOPOLUKOBLIM TEXHOSO-
rMsiM, HO MMeeT NpUHUMNNanbHble OTNNYUSA OT
TPagULMOHHBIX METOAOB crnekaHus. [nsa ocyule-
CTBIIEHMSI CUHTE3a MCXOAHbIE MOPOLUKM CXUra-
10T, 3@ c4yeT COOCTBEHHOro TENJOBbLIAENEHMS,
6e3 nogBoAda 3HEPry M3BHE, B MPOCTbIX, KOM-
NMakTHbIX annapaTax, a He HarpeBalT B Meuwn.
OTcyTCcTBME ANUTENBHOMO U 3HEPrOEMKOro Ha-
rpeBa B MeYu — OOHO U3 rMaBHbIX NPENMYLLECTB
TexHonormm CBC. [pn cuHTE3e COeanHeHUN
OCHOBHOW 3aadven siBAseTca NoflydYeHune ogHo-
¢a3Horo npoaykta ¢ MWHMMarbHbIM coaepXa-
HMEeM HenpopearMpoBaBLUMX BELLECTB U MOCTO-
POHHUX Mpumecen. B pelweHun Takux 3agad
CBC pomkeH MMeTb HEKOTOpPbIE NPENMYLLLECTBA,
T. K. BbICOKME TemnepaTypbl FOPEHUs, pasBu-
Baemble B CBC-npoueccax, obecne4ymsatot
NMOSIHOTY NPEBpPALLEHNS UCXOAHbIX 3NIEMEHTOB B
KOHEYHbIE MPOAYKTbI U CNOCOBCTBYHOT CamMOO4u-
CTKE OT NEeTy4ux nNpumecemn, No3TOMy MPOAYKTbI
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CMHTE3a MMEIOT BbICOKYID 4YUCTOTY, a ObICTpo-
TEYHOCTb MpoLecca He Mo3BonseT npoaykTam
CMHTE3a aKTMBHO B3aMMOOENCTBOBaTb C OKpY-
Xarowen cpegon. bonblune ckopocTu ropeHus
obecneynBaloT BbICOKYD MNPOU3BOAUTENBHOCTb
npouecca. Coyetas CBC c ycnosusimu, co3ga-
BaeMbIMU B MNPaAKTUKE CBEPXYUCTbIX CUHTE3OB
(ocobeHHO c ycnoBusiMun rnybokoro Bakyyma),
MOXHO A0OUTBCA XKenaeMbix pe3yrnbTaToB.

Mpun nonydeHun cynb@uaoB TUTaHa METO-
aom CBC xapakTepHbIM sBNSeTCH Hanuyuve B
WUCXOOHOW LUMXTE NEerkonnaBKnx, BO3rOHSIOLLINX-
CSl peareHToB — cepbl C TeMnepaTypon KuneHus
717 K, KoTopas ucnapsetca U yxOauUT M3 30HbI
peakuuun, co3gaBasi geduumt. YTobLI BOCMpe-
NATCTBOBATb 3TOMY, UCMOMb3yOT U3OLITOK Cepbl
MO OTHOLLUEHMIO K CTEXMOMETPUYECKOMY COCTaBY.

Llenb gaHHoM paboTbl — yCTaHOBUTL YCO-
BMSA CMHTEe3a cynbduaos TuTaHa B pexunme CBC
C BbICOKMM cOepXXaHueMm LIeNeBOoro npoaykra,
NPOBECTU CPaBHUTENbHbIA CUHTE3 CYyNb(MAOB
TutaHa B CBC pexvme n knaccnyeckum MeTo-
OOM crekaHvus No MeToAukam AByXTemnepaTyp-
HOrO CMHTE3a M CTyNneH4yaToro OmKura, B Buae
TabneTnpoBaHHbIX M MOPOLLKOOBPasHbIX 0bpas-
LoB, uccrenoBatbh hasoBbIA U KONTMYECTBEHHbIN
COCTaB Nosny4eHHbIX 06pasLoB:

1. 2Ti+S=Ti,S

2. Ti+S=TiS

3. 3Ti+4S=Ti3S,

4. Ti+2S=TiS,

da3zoBbIi cOCTaB MPOAYKTOB CUHTE3a On-
penenanu MeTogoM peHTreHoda3oBoro aHanu-
3a. CbemKy peHTreHorpamMm nNpoBOAWMN Ha Ou-
dpaktometpe D8-GADDS cupmbl Bruker (me-
To4 nopowka, CoKa-uany4yeHune, cKOpocTb Bpa-
weHusa obpasua 1 rpag/muH). NaeHTndukaumio
CUHTE3MPOBaHHbIX (a3 OCyLLECTBMANM C NOMO-
Wb AaHHBbIX O MEXMMOCKOCTHBLIX PaCCTOSHUSIX
kaptoTekn JCPDS-ICDD.

AHanus TepMoAMHaMUYECKUX MapameTpoB
peakumn obpasoBaHusi cynbuaoB TUTaHa Mnoka-
3an, 4YTO NPOLECC BbICOKO3K30TEPMUYEH U MOXET
ObITb ocywecTBneH B pexume CBC. Tennosble
abdekTbl GOMbLIMHCTBA peaKkLMn COCTaBMAT
100-335 k[lx/monb B nepecyeTe Ha 1 Monb Tu-
TaHa, nNpy 9TOoM agmabaTuyeckne Temnepartypbl
pocturaot 1200-3500 K. 3Tn gaHHble, Hapsagy ¢
fonblwmMK oTpuuaTenbHbIMU 3HadYeHnsmm G°T,
YKa3bIBalOT Ha BO3MOXHOCTb MPOTEKAHWUSI UCCre-
ayembix peakuummn B pexxume CBC.

B kayecTBe MCXOAHbLIX BELLECTB ANS CUHTE3a
cynbduaoB B pexxume CBC Obinn Mcnonb3oBaHbl
MOPOLLKN TUTaHa U Kpuctannmyeckon cepbl ¢ 5 %
n30bITKOM, BCNEACTBME €€ BO3rOHKM MpW BbICOKON
Temnepartype. McxogHble BewlecTBa TLIATENbHO
nepemeLLnBany B TEYEHME LLECTM YacOB Ha La-
poBov MenbHUUEe. onyyeHHylo cmecb Tabnetu-
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poBanu B hopme umnmHapa. TabneTtku cxuranu B
pexvme CBC B BakyyMHOW yCTaHOBKE C paspexe-
Huem 10°atm. Cxema YCTaHOBKM AN CUHTe3a B
pexvme CBC npencrtaBneHa Ha pycyHKe 2.

1 — nnaTtcpopma
BaKyyMHOW cuc-
TEMbI;

2 — ra3ooTBoO-
HbIW KaHanm,

3 — KnemMmmbl Ans
NOLKITYEHNS
anektponpubo-
pa;

4 — obpaseu;

5 — orHeynopHas
nognoxka  Aans
obpasua;

6 — cnupanb, Ha KOTOPYLo NOAAETCS HaNpPsXKEHUE;

7 — KOOKOM BaKyyMHOW CUCTEMBI;

8 — pesnHoBag npoknagka

PucyHok 2 — Cxema yctaHoBku CBC

Ona vHMUMMPOBaHUSA peakumMn KCNosb30-
Banu HMXPOMOBYIO crnuparnb. [yTem kpaTkoBpe-
MEHHOW MoJayn 3MeKTPUYEecKoro UMnynbca Ha
HUXPOMOBYIO Cnupanb WHULUMPOBANOCh rope-
HMe 1 CMHTE3 cynbdmaa TuTaHa.

B pesynbTate MHULMMPOBaHUSI B nporpe-
TOM MOBEPXHOCTHOM crioe obpasua, NpPoucxXo-
Auno BO3OYXAEHVME XUMWUYECKOW peakumn wu
hopmMupoBaHne BOSHbI CUHTE3a, KoTopas C on-
pedeneHHoOW  CKOPOCTbIO  pacnpocTpaHsnach
BOoNb ocu obpasua. PacnpocTpaHeHve BOSHbI
CMHTE3a COMpPOBOXAANoCh SPKUM CBeYEeHUeM
[16-17]. Cxema CBC npouecca npefcTasrneHa
Ha puUcyHke 3.

BOCnnameHuTenb

NPOAYKT ropeHus

TiS
30Ha cuHTE3a
(OpPOHTropeHus

Ti+3
Lwmnxra

PucyHok 3 — Cxema CBC npouecca

O6pasubl coctaBa Ti,S u TiS cuHTE3MpO-
Banu U3 cMecu TUTaHa u cepsbl, a CMHTe3 obpas-
LOB C DOMbLIMM coOepXXaHUEM Cepbl NpoTeKaeT
OypHO, peakuMm COMNpPOBOXAAKTCHA CUSbHbLIM
HarpeBaHWeM, CBEYEHMEM U pasbpbli3rmBaHMEM
NPOAOYKTOB.
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Moatomy pgna npurotoBneHus obpasuoB
TisS, n TiS, mncnonb3oBanuM CUHTE3MPOBAHHbLIN

Tabnuua 2 — daHHble POA obpasua coctasa
Ti+S (CBC)

cynbcua Ti,S ¢ gobaBneHnem K HeMy TUTaHa u JKCnepuMeHT TiS JCPDS
cepbl 0O COOTBETCTBYIOLLENO CTEXMOMETpPUYE- d, A° loress %0 d, A° lorn, %0
ckoro coctaBa. [onyveHHble obpasubl 3Ha4u- 2.947 50 2.93 50
TeNbHO OTNMYanucb MO TBEPAOCTM WU OKpacke. > 707 35 269 30
Haunbonblien TBepagocTbio obnagany odpasubl ¢ 2’583 65 2’58 70
MOJSIbHBIM COOTHOLLEHVMEM TUTaAHa K cepe paB- d d
HblM 2:1. C poCcTOM coaep)aHusi cepbl B CUHTe- 2,328 5 2,327 80
3MPOBaHHbIX Cynbduaax TBEpAOCTb YMeHblua- 2,205 100 2,20 100
€TCH HaCTONbKO, YTO 0bpasubl Nerko noasepra- 1,969 60 1,974 70
fINCb NCTUPAHMIO. 1,868 15 1,862 20
CornacHo pesynbtatam peHTreHoa3oBoro 1,799 35 1,76 40
aHanuaa, B pesynbTaTe ropeHus obpasua c cre- 1712 85 171 100
XMOMETPUYECKUM KOSNIMYECTBOM TUTaHa K cepe
2:1, oGEasyech dasa cynbdumga TuTaHa Ti2pS, 1,676 40 1,675 0
UMEIOLLEro OpTOpPOMOMYECKy siYeliky ¢ napa- 1,597 30 1,590 40
meTpamn pewetkn: a=11,35 A, b=14,06 A n 1,474 40 1,473 40
c=3,32 A. PesynbTaThl naeHTUdUKaLmm npoayk- 1,380 50 1,378 50
TOB npencTaBrneHbl B Tabnvue 1. 1,361 40 1,353 50
Tabnuua 1 — aHHble POA obpasua coctasa i;gg ;8 i;gg 28
2Ti+S (CBC) : :
SKCnepUMEHT Ti;S JCPDS Tabnvua 3 — [aHHble POA obpasua coctaBa
d, A° Lo, %0 d, A° lor, %0 3Ti+4S (CBC)
2,510 27 2,50 45 OKcnepuMeHT TisS, JCPDS
2,468 28 2,457 45 d, A° loTH, % d, A° loTH, %
2,367 27 2,36 50 2,97 22 2,97 10
2,346 14 2,34 20 2,89 31 2,86 20
2,261 49 2,26 40 2,64 60 2,63 80
2,227 100 2,22 100 2,33 100 2,34 100
2,216 64 2,20 95 12230552 ‘z‘g 21’096 ig
2,176 22 2,16 23 1,82 20 181 60
2,135 48 2,14 46 1,719 90 171 90
2,075 14 2,06 23 1,605 40 1,60 50
1,981 14 1,97 16 1,434 29 1,435 30
1,923 11 191 14 1,385 30 1,384 50
1,870 15 1,86 19 1,323 20 1,318 30
1,739 11 1,73 11 1,252 30 1,245 40
1,666 17 1,66 40
1,510 20 1,50 10 B nutepaTtype umeloTcs NpoTMBOpPEYMBbLIE

[Npn cnekaHun TUTaHa C Cepon B pexume
CBC ¢ MonbHbIM cooTHoLwweHnem 1:1 obpasyerT-
cs dasa TiS rekcaroHanbHOW CUHIOHWUW, C POM-
B6oagpuyeckon peLueTkon napameTpamu
a=3,416 n ¢=26,4 A°. PesynbTtaTbl ngeHtuduka-
uun pedbnekcoB npeacTaBneHsl B Tabnuue 2.

Mpn cuHTe3e cynbduaa ¢ MOMbHLIM COOT-
HoLleHneM TuTaHa Kk cepe 3:4, obpasyeTcs asa
Ti3S, rekcaroHanbHOM CUHIOHMM C NapameTpamu
peweTtkn a=3,43 un c=11,44 A°. PesynbTaThbl
naeHTnuukauun pednekcos MpeacTaBrieHbl B
Tabnuue 3.
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cBeJeHUs, Nno KoTopbiM cynbdua TutaHa TisS,
MOXHO OTHECTU K OOHOMY M3 MPOMEXYTOYHbIX
coctaBoB o6nactu romMoreHHocTu cynbduga
Ti,Ss (TiSy1-TiSy5), NMbo obnactM romoreHHo-
cTM gucynbdunga tutaHa TiS,, koTopas Haxo-
auTca B npegenax coctaBoB OT TiS; 3; A0 TiS; o7
Ha OCHOBE YEeTbIPEXCMOMHOW MNOTHeNnLWwen yna-
KoBku chasbl TiS,.

Mo pgaHHbIM POA npoayktamu B3avmoen-
CTBMUW TUTaHaA C CEpoV NPy UCXOLHOM MOJIbHOM
oTHoweHun Ti:S=1:2 obpasyeTcs ¢asa TiS, rek-
caroHarnbHOW CUHIOHWMM C NMapamMeTpaMu peLueT-
kn a=3,4049, ¢=5,693 A° n ¢asa cynbduga Tu-
TaHa Tip77S KpUCTanNnNM3yloLWWNCA B rekcaro-
HanbHOW CUHIOHUW C napameTpamn a=3,439,
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¢c=28,93 A°. CornacHo nuTtepaTypHbiM OaHHbIM
dasy Tip77S OTHOCAT K OAHOMY M3 NPOMEXYTOY-
HbIX COCTaBoB 06nacTM rOMOreHHocTu dasbl
TiS,. PesynbTatel ugeHTudukauum pednekcos
npeacTtaBneHsl B Tabnuue 4.

Tabnvua 4 — [aHHble POA obpasua coctaBa
Ti+2S (CBC)

T1n NiAs, n oboralleHHon ceport pomboaapunye-
ckas ¢asa TiS ¢ napametpammn a=3,416 un
c=26,4 A°. ®a3za tnna NiAs 3HauuTenbHoO npe-
obnapaet. PesynbTatbl ugeHtudukauum ped-
neKkcoB npeacTaBneHsl B Tabnuue 5.

Tabnuua 5 — JaHHble POA npoaykTtos, no-
NYYEHHbIX CrekaHWeM Mo ABYXTEMMepaTypHON

[ns cpaBHeHMs 6bin OCYLLECTBNEH CUHTES
KnaccmyeckuMm MeTOAOM CrnekaHust Mo MeToau-
Kam ABYXTEMMNepaTypHOro CMHTE3a U CTyneH4a-
TOro omxwura.

B kayecTBe MCXOOHbIX BELLECTB AN CUHTe-
3a MOHocynbuaa TUTaHa No MeToauke AOBYX-
TeMmnepaTypHOro cuHTe3a ucnonbL3oBanuM mMno-
POLLKW TUTaHa W anemMeHTapHoW cepbl. Konuye-
CTBa MCXOAHbIX BELLECTB, B3ATbIX B CTEXMOMET-
pu4eckoM cooTHoweHun 1:1, TwaTenbHO nepe-
MeluMBanuM 40 OOHOPOAHOW CMecu B MexaHude-
CKOW MenbHuLLe.

MonyyeHHylO cMecb MomMellanu B KeBapLe-
Bble amnynbl TakuMm obpasom, 4Tobbl amnynbl
ObInM 3anONHEHbI HAaNOMOBMHY, 3aTeEM BaKyyMMu-
poBanu 1 3anausBanu.

Omxur HaunHanu co 100 °C, nocteneHHo
noBbiwas Temnepatypy Ha 50 °C, BblaepxuBas
Kaxabli pa3 no 5-6 vacos. [locne omkura npu
600 °C amnyny pasbuBanu Anst NPOMEXYTOYHO-
ro pactupaHusi obpasuos. Nocrne romoreHusa-
LMW NpoaorKanu cnekaHne B BaKyyMUpPOBaHHbIX
amnynax B npexHem pexume go 850 °C. Harpe-
BaHve npu 850°C npogomkanum B TeyeHue
40 yacos.

B pesynbTaTte OByxTEMMNepaTypHOro CUHTE-
3a nonyyeH AByxdasHbli MOHOCYNbMUA TUTAHA:
TiS rekcaroHanbHON CUMMETPUEN NapaMmeTpamm
peleTkn a=b=3.2994 A, ¢=6.380 A cTpyKTypHbIii

[10J13YHOBCKWN BECTHUK Ne 3 2015

. Tio,77S MeToamnKe

OKenepumeHT | TiS, JCPDS JCPDS Skcnepument | TiS! JCPDS | TiS JCPDS

o | lOTH, o | lOTH, o | lOTH, o lotH, | d, A lotH, | d, A loTH,
d, A % d, A % d, A % d, A % % %
5,75 40 5,69 55 2.861 60 2.862 | 60
2,96 20 2,97 14 2.607 50 2.611 | 60
2,89 20 2,88 8 2.336 20 2.327 | 80
2,64 100 | 2,62 100 2,66 55 2.211 40 2.202 | 100
2,59 20 2,61 60 2.129 100 | 2.129 | 100
2,44 29 2,45 25 1.715 40 1.707 | 30 1.711 | 100
2,33 65 2,33 90 1.648 36 1.650 | 40
2,28 36 2,28 80 1.304 15 1,305 | 30
2,14 24 2,12 25 MpumevaHus:
2,05 30 2,04 47 2,02 25 1 — rekcaroHanbHas CTpyKTypa
2,00 24 1,87 20
1,833 28 Ons cuHTe3a moHocynbdwmaa TuTaHa no
1,712 80 1,70 23 1,71 | 100 MeTOoOMKe CTyneH4aToro omkura, CMecCb MnopoLu-
1,604 30 1,59 15 1,59 12 KOB Cepbl U TUTaHa B COOTBETCTBYHOLUMX MO CO-
1,445 | 30 1,44 10 CTaBy MOHOCYINbMMOY CTEXMOMETPUYECKUX KO-

nuyecTBax npegBapuTenbHO TLATENbHO nepe-
MeLLNBanu B MEXaHN4YECKON MeNbHULIE.
[MpUroToBNeHHy0 Takum o0OpasoM LUUXTY
aenvnu Ha gse yYactn. OgHy 4YacTb npeccoBanm
B Tabnetkn pasmepom 10*5*5 mm, gpyryto xe
Mcnonb3oBanu B BUAE HENPEecCOBaHHOW CMecKu
NMOPOLLIKOB.
TabneTkn 1M MOPOLUOK nomellanu B KBap-
LeBble amnyrbl, BaKyyMmMpoBanu u aanansanu.
MpoBoauncs napannensHbIA OTXKUI amnyr,
cogepxalwmx nopoLlkoobpasHyio n Tabnetupo-
BaHHYI0 CMecu TuTaHa 1 cepbl. Ons nepBuYHOro
B3aVMOZENCTBUSA Cepbl U TUTaHa OTKUM MPOBOAU-
nm npu 300-450 °C B TeyeHne 80 yacos. 3atem
amnyrnbl NoABepranmch CTyneH4yaToMy OTKUrY Npu
750, 850 °C (kaxgasa crtyneHb B TeyeHue 80 ua-
co), a Takke npu 1000 °C B TeueHue 40 yacos.
Mpu omkure cmecu NOPOLLKOB, 06pas3upl nepeTu-
panu nepeg KaXaown CTyNeHbo OTKura.
Pesynbtatel POA nepBoro atana omkura
(750°C) ykasbiBaloT Ha obpa3oBaHue, U3 NOPOLL-
KoobpasHonm cmecu Ti u S, gByx a3 MOHO-
cynbduaa TUTaHa: rekcaroHansHou u pom6oaa-
pudeckon. N3 HMX rekcaroHanbHasi moauduka-
Uus He3HauuTenbHO npeobnagaet. Pe3ynbTathl
naeHTudrkaumm pedrekcoB npeacTaBrneHbl B
Tabnuue 6.
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Tabnuua 6 — JaHHble POA npogykTos, no-
ny4eHHbIX nocne nepeoro atana omxura (750 °C)
nopouukoobpasHon cmecn Ti+S

OQkcnepument | TiISTJCPDS | TiS JCPDS

d, A lorhs d, A Lot d, A lotws
% % %

2,955 64 2,930 50
2,866 56 2,862 | 60

2,613 80 2,611 | 70 2,58 70
2,333 30 2,327 80

2,207 75 2,202 100

2,128 | 100 | 2,129 | 100

1,714 74 1,707 | 30 1,711 100
1,651 30 1,650 | 30

1,304 20 1,305 | 30

MpumevaHus:

1 — rekcaroHarnbHas cTpykTypa

Mpun oTxure TabrneTok B Takmx xe yCrnoBusax
n3 2-x pas npemmyLLecTBeHHO obpa3syeTcsi Mo-
Hocynbdua rekcaroHanbHOM CTPYKTYpbl C He-
3Ha4YUTENbLHOM MpUMeEChbio cynbdwuga ¢ pombo-
3gpuyeckon pelleTkon. PesynbTaTbl noeHTUdU-
Kaummn pedriekcoB npeacTaBneHbl B Tabnvue 7.

Tabnuua 7 — JaHHble POA npogykTos, no-

NyYeHHbIX MOCre MepBOro 3Tana oTXura

750 °C) TabnetuposaHHomn cmecm Ti+S
Okcnepument | TiS' JCPDS | TiS JCPDS
d, A | lotH, | d,A |lotH, | d,A | loTH,

% % %

2.955 | 20 2.930 | 50
2875 | 45 |2.862 | 60

2611 | 50 |2611] 70 2.58 70
2331 | 13 2.327 | 80
2214 | 25 2,2020 | 100
2.129 | 100 | 2.129 | 100

1.709 27 1.707 | 30 1.71 100
1653 | 35 |1.650| 30

1595 | 12 |1595| 40 1590 | 40
1303 | 17 |1.305| 30

MpumevaHus:

1 — rekcaroHanbHas CTPyKTypa

Mocne omxura Tabnetok npu 850 °C coxpa-
HAEeTCA TeHOeHUMs npeumMyLlecTBeHHoro obpa-
30BaHNA rekcaroHanbHOro Moxocynbduga. [lo-
BbILLEHWE TEMMNepaTypbl CMeKaHUsi MOpPOLUKOO6-
pasHon cmecu 0o 850 °C npuBOAMWT K 3HAYMTENb-
HOMY npeobnagaHunio B obpasLe rekcaroHanbHOn
dopmbl.

3aknountenbHbIn 3Tan omxura TabneTmpo-
BaHHOW 1 nopoLukoobpasHoun cmecu npu 1000 °C
npueen Kk obpasoBaHMio 06pa3LOB OAMHAKOBOrO
asoBoro cocraBa. /Ix peHTreHorpammbl abco-
MNIOTHO MOEHTUYHBbI U CBMAETENbCTBYOT 06 00-
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pasoBaHun pomMbo3apPUYECKOro MOHOCYNbhUaa
TUTaHa. Pe3ynbTaTthl naeHTUdUKaUMmM pednek-
COB npeacTaeneHsl B Tabnuuax 8, 9.

Tabnuua 8 — [aHHble POA npogykToB, no-
NyYeHHbIX MOCIEe 3aKMUYNTENBHOIO 3Tana OTXu-
ra (1000 °C) nopolukoobpa3sHor cmecu Ti+S

OKCNepuMeHT TiS JCPDS
d, A loTH, % d A loTH, %
2.949 50 2.930 50
2.709 45 2.690 30
2.589 65 2.58 70
2.334 55 2.327 80
2.209 100 2.2020 100
1.975 35 1.974 70
1.867 13 1.862 20
1.714 82 1.711 100
1.678 25 1.675 50
1.593 9 1.590 40
1.474 25 1.473 40
1.446 11 1.443 30
1.426 13 1.427 30
1.381 17 1.378 50
1.354 23 1.353 50
1.199 14 1.200 30

Tabnuua 9 — JaHHble POA npogykToB, no-
NyYeHHbIX MOCIe 3aKMUYNTENBHOrO 3Tana OTXu-
ra (1000 °C) tabnetmpoBaHHoM cmecu Ti+S

SkcnepumeHT TiS JCPDS
d, A loTH, % d, A loTH, %
2.951 50 2.930 50
2.711 35 2.690 30
2.591 70 2.58 70
2.335 55 2.327 80
2.209 100 2.202 100
1.977 40 1.974 70
1.869 15 1.862 20
1.713 80 1.711 100
1.680 23 1.675 50
1.595 15 1.590 40
1.472 15 1.473 40
1.446 10 1.443 30
1.429 13 1.427 30
1.381 15 1.378 50
1.354 20 1.353 50
1.294 8 1.292 30

Ona cuHTesa gucynbduga TUTaHa MeTo-
OOM CreKaHusi, CMEeCb NMOPOLLKOB B3STbIX B CTe-
XMOMETPUYECKUX KONMMYECTBaxX TWUTaHa K cepe
1:2, TwartenbHO nepemelunBann B MexaHu4e-
CKOM MenbHuUe A0 oaHopoAHow cmecwu. lMony-
YEHHYH CMEeCb MoMeLlany B KBapLueBble amnyrbl
Taknm 06pa3oM, 4ToObl amnynbl GbINK 3anonHe-
Hbl HaMOMOBWHY, 3aTeM BaKyymupoBanum n 3a-
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navanu. Npn aToM yacTb obpasua cnekanu B
BMAe NOpPOLLKA, a YacCTb B Buae TabneTku.

Omxur HaumHanm co 100 °C, nocTeneHHo
noBbilwas Temnepatypy Ha 50°C, BbligepxuBas
Kaxabld pa3 no 56 yacos. [locne omxkura npu
600 °C amnyny B KOTOpPY Obifia nomelleHa no-
polukoobpasHasi cmecb, pas3buBanu, obpasel
TWarenbHO nepeTupanm.

lMocne romoreHMsauum npogorkanu cne-
KaHue B BaKyyMMpPOBaHHbIX aMnynax B MpexHeM
pexume go 800 °C no 5-6 uacos, npu 850 °C
OTXWr npoBoannu B TedeHnn 40 yacos.

Mocne omkura npu 850 °C amnyny B KOTO-
pyto Obina nomelleHa nopoLLkoobpasHas CMeCh,
pasbuBanu, obpaseL TLaTenbHO nepeTupan,
3anamBanu u npogorkanu omxur npu 1000 °C B
TeyeHnn 40 yacos.

B pesynbTate cuHTe3a Mo ykaszaHHOW Me-
ToOouKe nopolkoobpa3Hor 1 TabneTupoBaHHOM
cMecu nomnyy4unu obpasubl cepoBaToro LBeTa C
KOPUYHEBLIM OTIIMBOM, J1erko UcTUparoLimecs.
Ha peHTtreHorpammax obomx obpasuoB naeHTu-
dUUMpoBaHbl NIMHUK, COOTBETCTBYHOLUME [BYM
Gaszam TiS; 743 pOMOO3OPUYECKON PELLETKON C
napameTtpamu a=3,4134 A, n ¢=34,3207 A n gu-
cynbunga tutaHa TiS, rekcaroHanbHOW CTPYyK-
Typbl C napameTpamu peluetkun a=3,4049 A, n
¢=5,6912 A. PesynbTtaThl naeHTudmkaumum ped-
nekcoB npeactaeneHsl B Tabnuuax 10-11.

lMocne oTkura B BaKyyMMpPOBaHHbIX ammy-
nax npu 1000 °C, o6a obpa3sa BHELUHE HE N3Me-
HUMNNCb, HA PEHTreHorpamMe, KpomMe INUHWIA, Co-
OTBETCTBYIOLWMX pa3e TiS; 748, APYTUX NUHUIA HE
obHapyxeHo. PesynbTtatel  ugeHTUcbMKauumn
pecnekcoB npeacTaeneHsl B Tabnuue 12.

Tabnuua 10 — daHHble POA obpasua ¢
MOMbHbIM CcooTHoweHnem Ti:S=1:2 (cnekaHue
850 °C, nopoLloK)

OKcnepuMeHT EES;ISA‘SS TiS, JCPDS
dl A |OTHI dl A |0TH! d! A IOTHY
% % %
573 100 5.70 100 | 5.70 55
2.78 8 2.789 13
2.71 10 2.71 40
2.63 80 2.62 100
2.53 45 2.529 50
2.24 25 2.239 54
2.05 28 2.04 47
1.904 5 1.908 10
1.876 10 1.886 25
1.700 85 1.7050 | 88 | 1.7025 | 23
1.607 10 1.63 12
1.592 8 1.595 15
1.430 28 1.43 18
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Tabnuua 11 — [aHHble peHTreHoda3oBoro
aHanusa obpasua ¢ MOSbHbIM COOTHOLLUEHMEM
Ti:S=1:2(cnekaHne 850 °C, TabneTka)

TiSl.748 H
OKcnepuMeHT JCPDS TiS, JCPDS
d,A | lotH, | d, A |loth, | d A [OTH,
% % %

5.73 100 | 5.70 | 100 | 5.70 55

2.71 25 2.71 41

2.63 62 2.61 100
2.34 31 2.24 54
2.05 23 2.04 47
1.703 85 |1.705| 88
1.608 15 1.63 12 1.595 15
1.431 28 11431 | 16

Tabnuua 12 — [JaHHble peHTreHo(a3oBoro
aHanmsa obpasua C MOMbHbIM COOTHOLUEHWEM
Ti:S=1:2(cnekanne 1000 °C, nopoLlok)

OKCNepUMEHT TiS; 745 JCPDS
d, A loTH, % d, A l0TH, %
5.74 100 5.70 100
2.92 12 2.91 12
2.88 10 2.85 6
2.79 10 2.79 13
2.72 40 2.71 41
2.60 15
2.55 45 2.53 50
2.44 40 2.43 41
2.34 30
2.25 55 2.24 54
1.91 20 1.90 10
1.89 30 1.88 25
1.738 10 1.73 8
1.71 88 1.71 88
1.671 10 1.66 12
1.634 12 1.63 12
1.534 8 1.54 11
1.434 15 1.43 16

Mo nuTepaTypHbIM AaHHbLIM CYUTAOT, YTO
HaumMHasa ¢ 850 °C TiS, pacnagaeTtcsa no peak-
umn: TiS,=TiSyq+ Sap)y O Tem Gonblue, yem
Bbile TemnepaTypa. Bo3amoxHo, aTum o06bsacHs-
eTcsa ncyesHoseHme dasbl TiS, B obpasue nocne
omxura npm 1000 °C.

CornacHo pesynbTatamMm peHTreHoa3oBoro
aHanusa, B pesynbTaTe CUHTE3a Mo yKa3aHHOM
Bbllle MeToauke, obpa3ua C cTexmomeTpuye-
CKUM KONMYecTBOM TuUTaHa K cepe 3:4, nocne
cnekaHuns npu 850 °C nokasanu Hanuuue ABYX
a3 B obonx obpasuax: TizS, pombosgpunyeckon
cuHronmn (a=3,4134 A | ¢=34,3207) n aucynb-
dwmga TutaHa TiS, rekcaroHanbHOW CTPYKTYpbI
(a=3,4049 A n ¢=5,6912 A). MNocne omxura npu
1000 °C obpasubl BHELLHE HE M3MEHMWUCh, Ha
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peHTreHorpammax npuCcyTCTBOBaNM nullb Iu-
HUK, oTHOCSLMeCs K pomboaapuyeckomy TizS,.

Taknm obpasom, B pesynbTate CpaBHU-
TeNbHOro CUHTE3a Cynb(uaoB TUTaHa, nokasa-
HO, 4YTO B pexmme CBC MOXHO monyyYnTb OgHO-
dasHbI cynbdung TuTaHa, OnmM3kuin No cocTtaBy
N CTPOEHMIO, B TO BpeMSs, KaK Npu cnekaHun am-
nynbHbIM METOAOM OOHOMA3HbIN NPOAYKT MOX-
HO MONYYMTb NPY ANMTENBHOM OTXUre Npu TeM-
nepatype He Hmwke 1000 °C. AMNynbHbIA OTXUr
HenpeccoBaHHbIX 06pasLoB NpuBoaUT K haso-
BOW HEOOHOPOOHOCTU MPOAYKTOB CMNeKaHus, Ta-
KOV HEeOOHOPOAHOCTU MOXHO M3bexaTtb npu oT-
Xure B amnynax tabneTmpoBaHHOM cMecu TuTa-
Ha u cepebl.

MpumeHeHne CBC meToaga nossonsieT 3Ha-
YATENbHO YAELIEBUTb MOMyYEHUE TYronmaBKUX
maTepuanoB. [lpocTota obopynoBaHus, BbICO-
Kas TexHorornmyeckass npou3BOOUTENbHOCTb,
BbICOKasi CKOPOCTb W 3KOJIOrMyeckasl 4mMcroTa
npouecca Takke ykasblBaloT Ha Lenecoobpas-
HOCTb MCMOMb30BaHMSA 3TOro MeToaa.
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