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B craTbe mpencTaBieHbl pe3yNbTaThl MCCIEIOBAHHS IPOIECCa CHHTE3a BBICOKOIUCIIEPCHOTO
MOpPOIIKa KapOuia TUTAaHA U U3y4YEHHUs ero xapakTepucTuk. KapOua turana Obl1 mosmyueH kapoorep-
MHYECKAM BOCCTAaHOBJICHHEM [HOKCHIA THTaHA HAHOBOJOKHHUCTHIM yriepojgoMm (HBVY) B meun co-
TIPOTUBICHUS C TpauTOBBIM HarpeBareneM. [IpOAyKTBI peakiuy M3ydaanch PEHTTEHO()A30BBIM U
JNIeMEHTHBIM aHanm3amu. Hammume B oOpasmax kapOuga THTaHAa yCTaHOBJIEHO PEHTIEHO(A30BBIM
aHamm3oM. CozepikaHne THUTaHAa M NPHUMeCed HalIEHO PEHTTCHOCHEKTPAIBHBIM ()IyOpPECIEHTHBIM
METOJIOM, OOIIETro yriepoja — CKUraHHeM o0pasiia B TOKe KUCIOPOo/a ¢ IOCIEAYIONUM OIpeIeIeHI-
em CO,. ®opma u pa3mep 4acTHI] OIpeJIeNICHBl METOJOM CKaHUPYIOIIEH 2IeKTPOHHOW MHKPOCKOIINI
C IPHMEHEHHEM JIOKAIEHOTO SHEPrOANCIIEPCHOHHOTO PEHTI€HOBCKOTO MUKPOAHAIN3a, IT03BOJIMBIIIE-
TO ONpPEEIUTh B HUX HAJIMYKME NPEUMYLIECTBEHHO THTaHA U yriiepoja. Y AenbHas MOBEPXHOCTh 00-
pasiioB ompejelicHa METOJIOM HH3KOTeMIepaTypHoit ancopbimu asota (BOT). Haiinena mmotHOCTH
o0pasuoB. TepMookucInTeNbHAs CTaOMIBHOCTD H3yUeHa CHHXpOHHOI TepmorpaBumerpuei (TI) u
nuddepenmansHoii ckanupytomieit kanopumerpueit (JJCK). TloaydeHHblil Ipr ONTUMANBHBIX yCIIO-
BUSIX MaTepuajl HpeACTaBleH OAHOM (a3oil — xapObumom TuTaHa. YacTHIBI MOPOLIKA MPEUMYILe-
CTBEHHO arperuposanbl. CpeaHuid pa3Mep 4acTUIl U arperatoB cocrasiser 12,8...14,1 MKM ¢ IHPOKUM
JIUAana30HOM pacIlpefieNieHnsl 10 pa3MepaM. YelbHas IOBEPXHOCTh 00pa3sloB COCTABISAET
5.0...5.6 M*/r. OKHCIIeHHe KapOHga THTaHA HAUMHACTCS MpH Temmeparype 450 °C W MpaKTHUCCKH
3aepmaercs npu 1100 °C. OnTuManpHBIE YCIOBHS CHHTE3a KapOuaa TUTaHA C MCIIOIb30BaHHEM B
KadecTBE BOCCTAHOBUTENS M kKapOummsaropa HBY cnenmyromme: maccoBoe cootHomenue TiO,/C mo
crexuomerpun Ha kapoun TiC, mpoBexeHHe Iporecca B c1ab0BOCCTAHOBUTEILHON Ta30BOM cpele
(cmech N, + CO) npu temmeparype 2000...2100 °C.

Kawuesbie cioBa: BLICOKOIII/ICHepCHHﬁ TIIOPOLIOK, Kap61/1;[ THTaHa, OKCHUJ THWTaHa, HAHOBO-
JIOKHUCTBII yriepoan, Kap60TepMI/I‘{€CKOG BOCCTAHOBJICHUEC, XapaKTCPHUCTUKH, MOp(l)OJ'IOFI/ISI, Jaucnepc-
HOCTH

DOI: 10.17212/1814-1196-2017-4-179-191

BBEJAEHHWE

B cucteme TuTaH-yriepon CymiecTBYyeT OJHO COEOMHEHHE — KapOua THUTaHa
TiC(1-x) ¢ mmpoxoii obmacteio romoreHHOCTH (18...50 % at. C mpu 1645 °C),
nmpudeM HambOoJjee 4acTo MPHUMEHsETCs] KapOua TUTaHa cocTaBa, Oymskoro kK TiC
[1]. Takoit kapOu BcaencTBUE BRICOKUX 3HaYeHu TBepaocTH (~ 30 I'Tla), Temme-
patypsl tiaBneHus (~ 2800 °C), 3HaUNTENFHOW H3HOCOCTOMKOCTH UCIIONB3yeTCsS B
COBpEMEHHON TEXHHWKE B KadecTBe aOpa3sWBHOTO Marepualia, KOMIIOHEHTa Oe3-
BoNb(pamMoBbIX TBepabix ciuiaBoB (BBTC), kapOunocraneid mpu H3rOTOBJICHUH
3aIIUTHBIX MOKPHITHI [2—4].

[Tomydenue kapOuma THTaHA BO3MOKHO CHHTE30M M3 dJIeMeHToB [5, 6]. Llu-
pOKO€ MPUMEHEHHE TaKOTO MEeTOoJa CAEP)KUBAETCS CPaBHHUTEIHHO BBICOKOW CTOM-
MOCTBIO TTIOPOILIKOOOPAa3HOTO TUTAHA.

MarHaueTepMUYecKrid TpoIlecc CHHTe3a KapOuma TuTaHa omucaH B [7, 8].
[Iporeccs! MPOBOIMINCH B Cpe/ie aproHa IMPU BHICOKOM €T0 JaBJICHUH IS MTO/IaB-
JeHus ucnapeHuss Maraus. OcoO0eHHOCThI0O MarHUETEPMUYECKHUX TPOIIECCOB SIBIIS-
eTCcsl HeOOXOUMOCTh KUCIOTHOH 00pa0OTKH MPOAYKTOB PEaKIUW NS yIaleHUS
OKCH/Ia MarHUS.

[Tomyuenue xapOuma TUTaHa B BUJE HAHOMOPOIIKA BO3MOXKHO TaKXe CIIOCO-
0oM 30mb-renb [9, 10], omHAKO Takue MPOIECCHl CIOXHBI U MHOTOCTAIUIHEI [1].
[To 3TuM mpuurHAM MONy4YeHHE KapOuaa TUTaHa OOBIYHO OCYIIECTBIAIOT CPaBHH-
TEJHHO HECJIOKHBIM MEYHBIM CHHTE30M IPH KapOOTEPMUYECKOM BOCCTAHOBIIEHUHU
OKcHJa TuTaHa [2]:

TiO, + 3C — TiC + 2CO. (1)
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NpUYeM B KauecTBEe BOCCTAHOBUTENS M KapOMm00Opa3yromero 3JeMeHTa OOBIYHO
UCIIONIb3YETCS JIaMIIOBasA caxka. BO3MOXKHO HCIONIb30BaHUE IS 3TOM LIENU U ApY-
roro yriepoaHOro Marepuanga — cuHteTudeckoro mneka [11]. ITo cpaBHenuto c ca-
XKel oH obsamaeT OonblLIel PeaKUHOHHOW CIOCOOHOCTHIO, OAHAKO H3TOTOBICHHUE
€ro JUIMTENIbHO U TPYJOoeMKo. BoccTaHOBiIeHHE NUOKCHIA TUTaHA B JAHHOM IIPO-
Hecce UAET Yepe3 CTaAuu MOCIeJ0BaTeFHOI0 00pa30BaHusl HU3IMINX OKCHIOB, 1O-
3TOMY IOJTHOE MPEBPALICHUE €r0 B KapOH[ OCYILECTBISIETCS IIPHU BBICOKUX TEMIIE-
patypax (~2250 °C) [2, 12].

Pe3toMupyst BBILIEH3/I0KEHHOE, CTOUT OTMETHTbH, YTO CBEACHHS O BIUSHHUU
BUa KapOu1000pa3yoLiero yriepolHOro MaTepuala Ha Iapamerpbl CUHTE3a, U
0c0OEHHO Ha XapaKTEPUCTHKH KapOua, B IUTepaType OorpaHndeHbl. B yacTHoCTH,
MOJHOCTBIO OTCYTCTBYET MH(opMmanus o0 HCIOIB30BaHHM B KadeCTBE pearcHTa
HaHOBOJIOKHUCTOTO yriepona (HBY), momydeHHOro mpm KataauTHYECKOM IMHPO-
nu3e MeTana [13]. B To ke BpeMms ycTanosneHo, uto HBY sBusercs s¢dexkTHBHBIM
peareHToM JJI CHHTE3a BRICOKOAMCIIEPCHOTO Kapouma 6opa [14].

B cBs3u ¢ 3TUM menblo JaHHOW paboThl SIBISIETCS MCCIIEAOBaHME IpoLecca
CHHTE3a KapOuia TUTaHa KapOOTEePMHUYECKHM METOAOM C MCIIOJIb30BaHHEM B Kaue-
CTBE BOCCTAHOBMTENS M KapOumooopasytomiero marepuaia HBY u usyueHue Heko-
TOPBIX XapaKTEPUCTHK U CBOWCTB MPOAYKTOB PEAKIHH.

1. MATEPHUAJIBI U METO/IbI UCCJIEJOBAHMUA

B kauecTBe BOCCTaHOBUTENS U KapOUA00OPA3yIOIIEro areHTa NCIoIb30BaCs
rpaHyJIMPOBAaHHbIM HAHOBOJOKHHUCTHIA yriepox. Pasmep rpanyn BapbupoBaics B
nuanazone 4...8 mMm. I'panynsr HBY o0Opa3oBaHbl MIOTHO MeperuieTeHHBIMH BO-
nokHaMu ¢ guameTrpoM 30...100 uM. ['paHymIBI CpaBHUTENBHO JETKO PAaCTHPAIOTCS
B nopoiok. HBY fgoctaTouHo 4uCT: HaxOAsIIMECS B HEM MIPUMECH MPEJCTABIISIOT
co0oit ocTatku ucxoaHoro karamusatopa (90 % macc. Ni/10 % macc. Al,O;3); ux
cojep>kanue He npesbimaeT 1 % macc. Ero yzaenpHas moBepXHOCTh HAXOIUTCS Ha
ypoBHe 150 M*/T, T. €. CyIIECTBEHHO BBILIE, YeM Yy JaMIIoBOii caxw [21, 22].

JIJ1 IpUrOTOBJIEHNUS IKUXT UCIONB30BaNKCh okcua tTutana OCY 7-3 TY 6-09-
3811-79 u HBY (pacTepThlit B HIOPOIIOK U IPOCESHHEIN depe3 cuto 100 Mkm).

Jnst nonyveHus kapouna turaHa cocraBa TiC MIMXTa TOTOBHIIACH 110 CTEXHO-
merpun [y peakuuu (1). McxomHsle MOpPOLIKM MEPEMEIINBAINCH M COBMECTHO
npoceuBauch uepes cuto 100 MxM.

Jia ompeneneHus TemIepaTypbl Hayala BOCCTaHOBIEHHs Mo peakiuu (1)
ObUI BBINIOJIHEH TEPMOAMHAMHMUYECKMH aHanu3. VcxonmHble IUis pacdera JJaHHbIE
Opanuch u3 crpaBovHUKOB [1, 14]. Pe3ynbTaTsl pacueToB MpuBeAeHHI Ha puc. 1.

[Ipu naBnenun CO 0,1 MIla TemnepaTypa Hayaja BOCCTAHOBJICHUS IJIA pe-
akmmm (1) paBHa ~ 1490 K = 1220 °C. Ilpm camwkennnm maieaus CO mo
0,0001 MIla 3HaueHuss TeMIepaTypbl Hayalla BOCCTAHOBJIEHHS 3aKOHOMEPHO
yMeHbmuch 10 ~ 1120 K= 850 °C.

W3 nutepaTypHBIX JaHHBIX [2] cleayeT, 4TO BOCCTaHOBIIEHHE KapOuia THTaHa
U3 IUOKCHAA B COOTBETCTBHUHM C INPHUHIUIIOM MOCIENOBATEIbHBIX NPEBPAIICHUH
A.A. baiikoBa mpoTeKkaeT yepe3 00pa3oBaHKE MPOMEKYTOUYHBIX HHU3IIUX OKCHIOB.
Umeromuecs B cnpaBounuke [14] cBeneHns o cBoOOAHON SHEpruu oOpa3oBaHUS
3TUX COCAWHEHHH MO3BOJIAIOT MPOBECTU PACUETHI IS CICIYIOIIMX MPOMEKYTOU-
HBIX PEaKLUi:

3TiO, + C = Ti;0s + CO, )
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2Ti305 +C= 3T1203 + CO, (3)
Ti,O; + C = 2TiO + C, 4)
TiO +2C =TiC + CO. (5)

AG, xJlx/mMoms CO

A
80

60 1

~100 + ' + N
1100 1200 1300 1400 1500

Temmeparypa, K

Puc. 1. TemneparypHasi 3aBHCHMOCTb H300apHO-
HM30TEPMHIUYECKOTO TOTeHIMana (dHeprum [ ud-
Oca) peaxruu (1) mst pasaeix gasiennid CO

PesynpraTel pacueroB qis nasiaenust CO 0,1 MIla npuBeaensl Ha puc. 2.
AG, xJlx/mMons CO
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Puc. 2. TemneparypHas 3aBUCHMOCTb H300apHO-U30TEPMHYECKOTO ITOTEHIIU-

ama (9Heprmm [mOOca) [uIs peaknuil BOCCTAHOBJICHUS OKCHIOB THTaHA

yrieposxom npu gasinenunn CO 0,1 MIla: peaknus (1) — /; peakuus (2) — 2;
peaxmus (3) — 3; peakmus (4) — 4; peakuus (5) — 5
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Kaxk crmenyer m3 mpeacTaBieHHBIX NaHHBIX, U3-32 BEPOSITHOTO MPOTEKaHUS
peakruu (3) TOJIHOE TIpeBpallcHUuE TUOKCHIA THTaHA B KapOWJ MOXKET ITOCTH-
ratecs npu Temneparype ~ 2200 K. 1o 3Toii npuunHe monydeHue KapOuaa Tu-
TaHa KapOOTEPMUYECKUM IPOIECCOM OCYUISCTBISETCS Ha MPAKTUKE MPH BBICO-
KUX TemrmepaTrypax, npesbimatomux 2200 °C (cM. BbIIIe). DKCTIEPUMEHTH OBLITH
mpoBeleHpl Tpu Temmeparypax, °C: 1600, 1800, 2000 u 2100 (ob6pa3ibl
No 1-1600, 2-1800, 3-2000 u 4-2100 cCOOTBETCTBEHHO) B I€UYU COIMPOTUBIICHUS C
rpaduToBeiM HarpeBateneM. llluxra maccoit 50...60 r momemanaces B rpaduro-
BBl THTJHM, TaK KaKk OHM COBMECTHO C HarpeBaTeJeM CO3/Jai0T B IIEYHOM IpO-
CTPaHCTBE NPHU TeMIlepaTypax CHHTE3a BOCCTAHOBUTEIbHYIO aTMOc(hepy U3 a3o-
Ta ¥ MOHOOKCHJA yriepoja. TemrepaTypa B MeYd H3MEPsIIach MUPOMETPOM.
ITocre 3aBepiieHns peakuy peakTop OXJIAKIAICSH N0 KOMHATHON TeMIlepaTyphl
¥ U3 HEro M3BJIEKAJINCh MPOAYKTHl peakuuu. Bpems mporiecca Bo BCexX Ciydasx
cocTapiso 0,5 u.

OrneHka cTerneHr MPOX0XKIECHUS PEeaKINH MPOBOANIIACEH ITyTEM B3BEIIMBAHUS
HIMXTHl H IPOJYKTOB PEAKIMH U COTIOCTABJICHHUS KCIIEPUMEHTAIbHBIX JaHHBIX C
pacueTHbIMU. [IpOAYKTH peakuuii MCCIIEIOBaINCh PEHTTEHO(A30BEIM aHAIN30M
Ha gudpakromerpe POH-3 ¢ ucnonp3zoBanuem CuKo-uzmyuenus. Ompenene-
HUE COACPKAaHWS THTaHA M MPUMECEH 3JIEMEHTOB ¢ OOJIBIION aTOMHOM Maccoil B
MOJYYEHHBIX 00pa3lax BHIIOIHIOCH PEHTTEHOCIEKTPaIbHBIM (D1yOpECeHTHBIM
MeronoMm Ha aHanmzatope ARL-Advant’'x ¢ Rh-aHomom peHTreHOBCKO# TpyOKH.
OmnpeneneHne coaepkKaHusi O0IIEro yriepoaa BRIMOIHIOCh o CO, CKUTaHHUEM
HaBECKHU B TOKe Kuciopoza Ha aHanuzatope CS-444 pupmer LECO. Mopdonorus
MOBEPXHOCTH M AJIIEMEHTHBI cOCTaB 00pa3lOB M3ydalWch Ha PacTPOBOM 3JIEK-
TpoHHOM MuKpockorne (POM) EVO50 XVP ¢ npucrtaBkoil 11 3HEproaucnepcu-
OHHOTr0 MHUKpoaHanu3a X-Act. OnpeneneHne TEKCTYPHBIX XapaKTepUCTUK 00pas3-
OB mpoBoawiIock Ha mpubope Quantachrom NOVA 2200e. YaenbHas noBepx-
HOCTh PacCYUTHIBANIACH IO MHOTOTOYedHOMY MeToay BOT. TepmookucnuTenpHas
CTa0MILHOCTH 00PA3IOB MOJIYYCHHBIX KapOHUIOB OMpenersaaach C UCIOIb30BaHU-
eM mnpubopa cuHXpoHHOro Tepmuueckoro anamuza NETZSCH STA 449 C
Jupiter.

2. PE3YJIBTATBI U OBCYXJIEHUE

Pacuernas yObpITH Macchl (B MPEANOIOKEHHH, YTO OKcu TuTtaHa u HBY co-
nepxkat no 1 % macc. mpumeceit) ma peakuuu (1) cocrasisier 47,79 % wmacc.
Ilo pesympraTtam skcnepumeHTOB Ansi obpasmoB Ne 1-1600, 2-1800, 3-2000 u
4-2100 yosute Maccel (B % Macc.) cocraBuna: 23,2; 45,2; 47,4 u 47,5 cooTBeT-
cTBeHHO. Takum oOpasom, mpu Temmeparypax mpouecca Hike 1800 °C peakus
KapOum000pa3oBaHusl UMEET MECTO, OJHAKO HE MPOXOIUT A0 KOHLA. DTO MOA-
TBEpXKTACTCS pe3ysbTaTaMu peHTreHodazoBoro aHammsa. J(udpakrorpaMMbl 00-
pasIoB MPUBEIACHBI HA pHC. 3.

Pednexcel kapOuaa TuTaHa NPUCYTCTBYIOT Ha BeeX audpakTopammax. daza
OKCHJa THTaHA MpHU Temmeparypax TtepmMooopadotkun 2000 °C u BEIINIE OTCYTCT-
BYeT.
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DIIeMEHTHBIN aHaIN3 OBbLI BEIIOIHEH TOJIBKO JJIs O}_IHO(baBHLIX 06pa3uo13. Pe-
3YyJIbTAThl aHAJIN30B IIPUBCJICHLI B Tabm. 1.

Tabnuya 1
Pe3yJibTaThl 3JIEMEHTHOI0 aHAJTU3A
Conepxanue, % macc.
Oo6paserg
Ti Ipmmecu (Al, Ni, S, Si, Ca, Fe, Nb, K, Cr, Zr) Cobm
3-2000 79,49 1,69 19,57
4-2100 79,42 1,71 19,76

Conepxanue B oopasnax 3-2000 u 4-2100 TuraHa u obero yriepoaa 0im3-
KO K pacueTHoMYy (80 u 20 % macc. coorBeTcTBeHHO). Ha puc. 4 mpuBeaeHB CHUM-
ki POM 00pasnos, MOIyICHHBIX TPU B3aUMOJCHCTBHM TUOKCHIA THTaHA C YTIIe-
POZIOM TIpH pa3HBIX TeMIIEpaTypax.

Ha caumke o6pasua 1-1600 BUIHO, 4TO OH COCTOUT U3 Pa3sHOPOAHBIX YaCTHIL
(B HEM SBHO MPHCYTCTBYIOT UCXOJHBIE peareHTHl). PasHOpOIHBIE YacTHIBI 3aMeT-
HBI U Ha cHUMKe oOpa3sra 2-1800. O6pasier 3-2000 n 4-2100 mpakTHIECKH COCTO-
AT U3 OJHOPOJHBIX YACTHIl. JTO SIBIISETCS KOCBEHHBIM CBHUIETEIHLCTBOM 3aBEpIIie-
HUS TIpoliecca KapoumooopazoBaHusi. MOKHO OTMETHUTh TaKXKe, YTO YaCTHIIBI Kap-
Ommga THUTaHA TPEUMYIIECTBEHHO arperHpoOBaHbI, a Kpas WX poBHBIE (hopma He
OCKOJIOYHAsI), YTO XapaKTEepPHO ISl COENWHEHHH, MOMYYEHHBIX MO XMUMHYECKUM
peaxmusM.

3HaueHHs yAENbHON TOBEPXHOCTH 0oOpasios, mM>/r: 1-1600 — 30,5; 2-1800
~22,2; 3-2000 — 5,6 u 4-2100 — 5,0. 3HaucHUS yACIBbHON MOBEPXHOCTH 0OPA3IIOB,
noiryueHHsIX npu Temmneparypax 1600 u 1800 °C, noBoasHO Benuku. C yBemanue-
HUEM TeMIIepaTyphl OHH PE3KO CHIDKAIOTCA. DTO SIBHO SBJSETCS CIEICTBHEM MOII-
HOT'O PacXoJI0BaHUsI, UMEIOIIETO Pa3BUTYIO yJeiabHYI0 noBepxHocTh HBY Ha pe-
akuuio kapounooOpasoBanud. [Ipu ncnonp30BaHUM U1 MOATOTOBKM IIHUXTHI BBI-
COKOZHEPreTUYECKOr0 CMEIIEHHs B IIapOBOM IUIAHETapHOW MEIbHMIIE 3HAYEHUS
yICIBHON IMOBEPXHOCTH 00pasloB KapOWma THUTaHa BO3pacTaioT. Takod MeTon
MOJITOTOBKH IIUXT IMIMPOKO UCTIONB3YETCS B MCCIEA0BATENbCKUX HETsaX [25].
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Puc 4. POM caHuMKkH TepMO0OpabOTaHHBIX 00Pa3II0B:
a—1-1600, 6 —2-1800, ¢ —3-2000 u 2—4-2100

Ha caumke o6pasua 1-1600 BuOHO, 4TO OH COCTOUT U3 Pa3sHOPOAHBIX YACTHIL
(B HEM SBHO MPHUCYTCTBYIOT UCXOJHBIE peareHThl). Pa3HOpOAHbIE YacTHIIBI 3aMEeT-
HBI U Ha cHUMKe oOpasna 2-1800. O6pasmst 3-2000 u 4-2100 npakTHYECKH COCTO-
AT W3 OJHOPOJHBIX YaCTHI. DTO SBISETCS KOCBEHHBIM CBUACTEIHLCTBOM 3aBepliie-
HUS mporecca kapOumooOpa3zoBanusi. MOKHO OTMETHTH TaKXke, YTO YaCTUIBI Kap-
Oupa THTaHa MPEUMYILIECTBEHHO arperupoBaHbl, a Kpas HX poBHbIC ((hopma He
OCKOJIOUHAsI), 9TO XapaKTEepPHO ISl COeNWHEHHH, MOMYYEHHBIX MO XHUMHYECKUM
PpeaKImsM.

[MnotHOCTH 00Opasor 3-2000 u 4-2100 cocraenser 4,83 u 4,85 r/em® cooT-
BETCTBEHHO. DTH 3HAYCHUS TOBOJILHO OJM3KU K IIPUBEICHHBIM B CIIPABOYHOH JIHU-
TepaType I kapOuma Tutana (4,93 r/em’) [1].

3HaueHHs y/IeIbHON MOBEPXHOCTH 006pasiios, M*/T: 1-1600 — 30,5; 2-1800 ~
22,2; 3-2000 — 5,6 u 4-2100 — 5,0. 3HayeHUs yACIBHOU MMOBEPXHOCTH 00PA3IOB,
noJydeHHbIX npu Temmnepatypax 1600 u 1800 °C, noBonasHO Benuku. C yBenude-
HUEM TEMIIEPaTyPbl OHH PE3KO CHIDKAIOTCS. DTO SIBHO ABJISIETCS CIECICTBHEM IIOJI-
HOT'O pacxoJI0BaHUs, UMEIOILEr0 Pa3BUTYIO yAElIbHYI noBepxHocTh HBY Ha pe-
aKuio kapOumooOpazoBanus. [Ipu MCIONB30BaHUM YISl TIOATOTOBKU IIUXTHI BEI-
COKODHEPreTHYEeCKOT0 CMEIICHHs B IIApOBOH IJIaHETApPHOW MENbHHLE 3HAUCHHS
yAENbHOW MOBEPXHOCTH 00pa3loB KapOuaa TUTaHa BO3pacTaloT. Takoil MeTox
ITOATOTOBKY IIUXT IIMPOKO UCTIOIB3YETCS B UCCIEAOBATENBCKUX MeTsiX [16].

I'mcrorpammer o6pazuoB 3-2000 u 4-2100 mpuBeneHs! Ha puc. 5.
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Tabauya 2
Pe3yabTaThl ceIUMEHTAIINOHHOTO AHAIN3A
Cpennwii Cpennmit
O6pase pa3mep 50 % ga- | pasmep wactury | CranmaptHoe | CreneHb acHUM-
P 1 CTHUIl U arperaToB " arperaros, OTKJIOHCHHEC METPHUYHOCTH
D5y, MKM MKM
3-2000 12,8 9,6 2,50 -0,24
4-2100 14,1 11.9 2,47 -0,32

AHanmi3 STHX JaHHBIX TOKasbIBaeT cienyromniee. [Ipy moBbIIeHNH TeMIepa-
TYpBl CHHTE3a pa3Mepbl YacTHI] / arperaToB HE3HAYUTEIBHO yBeIHMYUBArOTCs. Be-
JWYUHBI CTAHJAPTHOTO OTKJIOHCHHUS CBUACTENLCTBYIOT O HIMPOKOM JHAMa30He
pacmpeneseH!sT 9acTUIl / arperaToB Mo pa3MmepaM (JacTHIIBI / arperaThl MOTUINC-
HepCHBI). HeBrIicokoe 3HaueHNEe CTENeHN ACUMMETPUYHOCTH ABJIACTCA JOKa3aTC/Ib-
CTBOM CUMMETPUYHOCTH KPUBBIX PACIIPE/ICIICHUSI.
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Oxucnenne kapOuaa THTaHA TIPU HArpeBe MPOXOTUT COTTACHO Haubolee Tep-
MOJIMHAMHYCCKH BO3MOXKHOM peakmwu [1, 2]:

TiC + 20, = TiO, + CO,. (7)

[ToHOMY OKHMCIIEHHIO KapOuaa TUTaHa MO ATOH PeaKIMi COOTBETCTBYET YBE-
nudeHue Maccel oopasma 1o (80/60) 100 = 133,33 % wmacc., T. e. Ha 33,33 % macc.
JlanHBIC pE3yNbTaTOB TepMHUECKoro aHamm3a oOpasma 3-2000 mpuBemeHBI Ha
puc. 6.
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Pesynerarer JICK ans kapbuna tTutana (puc. 6) CBUAETENCTBYIOT O HATUYUN
JIBYX 3K30TepMUUECKUX 3P derToB ¢ MakcumyMmamu npu ~ 550 °C u ~720 °C. Ilep-
BBII MUK SIBHO CBSI3aH C OKHCIIEHWEM cBOOomHOTO yriepona. Ha muaum TIT mpu
3TOM yOBUIM Macchl He HaOJIOAAeTCs, YTO CBHIETENBLCTBYET O KpaifHe MajoM Co-
Jep KaHUH 3TOH mpuMecH B oOpasue. BTOpol MUK cBHAETENbCTBYET 00 OKHUCICHUH
kapOuza turana. [Ipupoct Macchl mpu okucieHun obpasua (auaus TI') HaunHaeT-
cst ¢ temneparypsl ~ 450 °C u no poctmwkennu 1100 °C cocrasuster ~ 117,5 %
macc. [lockonmbky pacueTHas mpuOBUTP Macchl 3HaunmTensHO Bbime (133,33 %
Macc.), MOXHO CHeNaTh BBIBOJ O TOM, YTO CHHTE3MPOBAHHBIM TAaKUM CIIOCOOOM
KapOuI TUTaHA B UCCICIOBAHHOM HHTEpBaJle TEMIIEPATYp OKUCISAETCS YaCTUYHO.
Taxxe oOpaiaer Ha ce0sl BHUMaHUE TOT (pakT, YTO MOCJC JTOCTUNKCHHS TEMIIepa-
typsl ~ 800 °C okwucieHune obpasiia MPAKTHYECKH MpeKpamaetcs. Bo3mokHas
IpUYMHA — 00pa3oBaHKe NPH €ro OKUCIeHnu okcukapb6buaa turana TiC,Oy — cra-
OMJIBPHOTO COEIWHEHHs MEePEeMEHHOTo cocTaBa [2]. YipTpaducriepcHbIE MOPOIIKU
(HaHOTIOPOLIKHM) TYTOIUIABKMX COCAUHEHUH XapaKTepPHU3YIOTCS MOBBILICHHOW XH-
MHYECKON aKTHBHOCTBIO, YTO MPOSIBIISICTCS, B YACTHOCTH, CHIDKEHHEM TeMIIepary-
PBl Hadajga UX OKHUCIIEHUS II0 CPAaBHEHMIO C KPYIIHO3EPHUCTBHIMH. TepMooKucIu-
TeNbHasE CTaOMIILHOCTh HAHOTIOPOIIKA KapOuaa TUTaHa CO CPEAHUM pa3MepoM da-
cTull 48 HM, CHHTE3UPOBAaHHOTO OCAXICHHEM U3 Mapora3oBoi ¢asbl, ObUIa n3yde-
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Ha B [17]. Temneparypa Hauana okuciaeHus: coctaBisieT 275 + 8 °C. YkazbIBaercs,
YTO HHU3Kas TeMIlepaTypa Hadana OKHCICHHS 3TOI0 COEAMHEHHS BbI3BIBAET HEOO-
XOJUMOCTh TIPUMEHEHHS CIIEUANbHBIX Mep, MPEMsSITCTBYIOIMINX €ro caMoBO3ropa-
HUIO (IACCUBUPYIOLINH OTXMWT, XpaHEHHe 0e3 T0CTyIa BO3ayXa).

BbIBO/IbI

B nmanHoit paboTte nmpoBeneHo HcciiefoBaHte Mpoliecca CHHTE3a BRICOKOIUCTIEPC-
HOT'0 TIOPOIIKA KapOKaa TUTaHa KapOOTEPMHIECKIM BOCCTAHOBJICHHEM OKCHJIAa TUTaHA
C UCTIOJIBb30BaHKMEM HaHOBoJIOKHHCTOro yriepona (HBY). Ilpouecc mposeneH B meun
CONPOTUBIICHNUS ¢ rpaduToBEIM HarpeBareneM. OnTUMaIbHbIE MApaMETPhI IPOLEcca:
MaccoBO€ COOTHOLIEHHE OKCHJ THUTaHA:yTJepox mo crexuomeTpuu Ha Kapouna TiC,
BpeMs Bbliepkku npu remneparype 2000...2100 °C 30 munyT. [lomydeHHble TpOIyK-
Thl OJHO(A3HBI U COAEPHKAT TOJIBKO KapOHUl TUTAHA C HE3HAUUTEIILHBIM KOJIMYECTBOM
npumeceir (1,5 % macc.). [lo pe3ynmpratam pacTpoBOM AIEKTPOHHON MHKPOCKOIIHH
YCTaHOBJICHO, YTO YaCTHUIIbI KapOuaa UMEIOT pasMepsbl 2...3 MKM U PEUMYILECTBEHHO
arperupoBanbl. Pasmep dactwir/ arperatoB cocrtaBisier 12,8...14,1 MkM, 3HaueHUe
yaenbHoit moBepxHocTH 5,0...5,6 M*/r. Hauano okucienns kapOuaa THTaHa TIPOHMCXO-
mut npu 450 °C. B pabote mokazaHo, YTO HAHOBOJOKHHCTBHIN YTIEPOI MOXKET OBbITh
3¢ deKTHBHO UCTIONB30BaH VISl CHHTE3a KapOKaa TUTaHa.
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Application of nanofibrous carbon for obtaining finely dispersed titanium
carbide’
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The paper describes the results of a study of the synthesis of a highly dispersed titanium
carbide powder and its characteristics. Titanium carbide was obtained by carbothermal reduc-
tion of titanium dioxide by carbon nanofibers (CNFs) in a resistance furnace with a graphite
heater. The reaction products were studied by X-ray phase analysis and elemental analysis. The
presence of titanium carbide in the samples was established by X-ray phase analysis. The con-
tent of titanium and impurities was found by the X-ray spectral fluorescence method, total car-
bon was found by burning the sample in an oxygen flow with the sunsequent determination of
CO2. The shape and size of the particles were determined by scanning electron microscopy
with the use of the local energy dispersive X-ray microanalysis, which allowed determining the
primary presence of titanium and carbon. The specific surface of the samples was measured by
the method of low-temperature nitrogen adsorption (BET). The density of the samples was
found. Thermo-oxidative stability was studied by simultaneous thermogravimetry (TG) and dif-
ferential scanning calorimetry (DSC). The material obtained under optimal conditions is only
one phase - titanium carbide. Powder particles are primarily aggregated. The average particle
size and aggregates is 12.8-14.1 um with a wide range of size distribution. The specific surface
of the samples is 5.0-5.6 m2 / g. The oxidation of titanium carbide begins at a temperature of
450 °C and practically stops at 1100 °C. The optimal conditions for the synthesis of titanium
carbide with the use of CNFs as a reducing agent and carbidizer include the mass ratio of
TiO, / C by stoichiometry to titanium carbide and the process carried out in a slightly reducing
atmosphere (mixture of N, + CO) at a temperature of 2000-2100 °C

Keywords: fine-dispersed powder, titanium carbide, titanium oxide, carbon nanofibers,
CNFs, carbothermal reduction, properties, morphology, range of dispersion
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