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BakyymHumn kap6oTtepmiuHum cuHtes TiB,

Jlocniooceno ymosu ymeopenns TiB, kapbomepmivnum 6i0HOGIEHHAM
3a OinbUW HUSLKUX MEeMNepamyp 3a 00NOMO2010 SUKOPUCMAHHA 8AKYYMY, MEXAHIYHOT
akmueayii, eniugy yHKYioHaIbHOI 00basku, pizHoi mpusarocmi npoyecy. Busnaueno
onmumanbly mpusanicmes npoyecy — 4 200, onmumanvbhy KinbKicmv QYHKYIOHANbHOT
oobaexu — 5 % (3a macow) NaCl. Ompumani 3pasku 00CiOANCEHO 3a OONOMO20I0 Me-
mMo0i8 CKAHYBANbHOI eNeKMPOHHOI MIKpOCKONI i eHep2ooucnepciiHoi peHmeeHi8cbKoi
cnekmpockonii. Iloxkaszano, wo Hebadxcani aszu 6y10 nosHicmiwo 6UOAIEeHO 8 pe3yilb-
mami 8iOHOBIEHHA, NPosedero20 nicis 16 200 pobomu Kyib068020 MIUHA, A MemoO
ompumannsa TiB; kapboomepmiunum GiOHOGNEHHAM 3 000AMKOBUMU NPOYECAMU € ON-
MUMATLHUM.

Kniouosi cnosa: TiB, kapbomepmiune 8i0HOGNEHHS, 0OUUCTIOBATLHA
npoepama FactSage, saxyym, Kynoo6uil MiuH.

BCTYII

Kap6inu, 6opuan Ta HITpHUIH, K HAliCyJYacHIIa KepaMika, MaroTh
BUCOKY €KOHOMIYHY IIHHICTb, OCKUIBKH IX IIHPOKO BUKOPHCTOBYIOTH SK KOHCTPY-
KUiKHI Ta ¢pyHKUioHANBHI MaTepianu [1-4]. YHiBepcaabHICTh OOpHUIIB 3 Li€l rpynu
MaTepialiB MOSICHIOETHCS IXHBOIO BHCOKOI PEAKIIMHOIO 3JaTHICTI 32 BHUCOKOI
TEMIIepaTypH Ta 34AaTHICTIO 3B’S3yBAaTUCS 3 yCiMa €JIeMEHTaMH IEPioIUTHOI CHC-
TEMH 3aBISKH PO3TAlIyBaHHIO IXHIX BAJICHTHUX eleKTpoHiB [5—7]. Lle mpuBomuTh
JI0 BUHHKHEHHS BIIMIHHUX aTOMHHX MOPSJKIB, @ TAaKOX JIO CTBOPEHHS 0araThox
CIIONYK 1 KpHCTANYHUX CTPYKTyp. Cepen 3rajlaHuX CIONyK OOpHIH MEepexiTHUX
MeTalliB MaloTh 0araTo yHiKaJbHHMX BJIACTUBOCTEH: BUCOKY TBEPAICTh, KOPO3iHHY
CTIHKICTh, TEPMOCTIHKICTh Ta XiMiuHY cTaOUIBHICTD [8—11]. Cronyku 60py Oyiu
MPEAMETOM IOCIHIIKEHHS MPOTIATOM JIECATHIITh 3aBASKH HAI3BHYAHUM BIIACTH-
BOCTSIM: CTPYKTYpi XIMIYHHX 3B’SI3KiB, KDUCTAIYHINA CTPYKTYpIi, @ TAKOXK (POHOHHOT
Ta eNeKTPOHHOI MNPOBiAHOCTI. bopuan mepexigHUX MeTaliB 3HAXOIATh IIMPOKE
3aCTOCYBaHHs Y BUCOKOTEXHOJIOTIUHIN KepaMilli 3aBJIIKH CBOTi BHCOKIH TBEPOCTI,
MIITHOCTI, TeMIIepaTypi IIaBJIEHHS Ta CTIHKOCTI 10 3HomyBaHHsA [12, 13]. OmuH 3
HuX, TiB;, Mae CTpyKTypy I'€KCaroHalbHOI IPAaTKU Ta CUMETpit0 P6/mmm. 3aBnsku
aTOMHIH CTPYKTYpi 3 KOBaJICHTHUM 3B’s13K0M TiB, Mae BUCOKY TeMmeparypy ILIaB-
nenss (3225 °C) i tBepaictp 45 I'Tla [14]. UynoBi MexaHiuHi, XiMiYHi, €EKTPUYHI
Ta TepMidyHi BracTuBocTi TiB, poOsaTh L0 CHOMYKY MOTEHI[IMHUM KaHAMIATOM
JUTSL BUKOPUCTAHHS Y BUCOKOTEXHOJIOTIYHUX MPHUCTPOSIX. 3aBASKH UM BIACTHBOC-
TSIM, IO TIOB’sI3aHi 3 HOTO CTPYKTYpHHUMH 3B’s13kaMu, TiB, mMpoKo BUKOPHCTOBY-
I0Th B OPOHBOBUX MaTtepianax, piKydux iHCTPyMEHTax, SIK MaTepiaj KaToja B Ipo-
nieci baiiepa ta B 3HOCOCTIHKHX MOKpHTTAX [15—18].
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Y BUpOOHUITBI JUOOPHAY TUTAaHY BUKOPHUCTOBYIOTH 0araTo METOMIB, SK J1abo-
paTopHHX, TaK i MPOMHCIOBHX: MEXaHIYHE JICTYBaHHSA, BHUCOKOTEMIIEPATypHHI
CaMOPO3MOBCIOKYIOUUNA CHUHTE3, 30Jb-T'ellb METOJ, BiIHOBJIEHHS PO3IUIABICHUM
aTOMiHIeEM 1 kapOotepmiuHe BigHOBIeHHA [19-24]. IlopiBHAHHS IUX METOJIB
MOKa3ajJo, M0 B BUCOKOTEMIIEPATYPHOMY CAaMOPO3MOBCIOKYIOUOMY CHHTE31 1
METO/IaX MEXaHIYHOTO JIETYBaHHS B CTPYKTYpi 3aJIUIIAIOTHCS JOMIIIKH HA OCHOBI
BiTHOBHHKA, TOMY JUIA 1X OYMIICHHA HEOOXiHMH iHIIMIA mpouec. Y pa3i BUKOpHUC-
TaHHS 30JIb-T€JIb METOAY HEMOXJIMBO 3[IHCHUTH MaciiTabHe BUPOOHHUITBO. Tex-
HiKy KapOOTEpMIYHOTO BiJHOBJICHHS BHKOPUCTOBYIOTH B MPOMHCIIOBHX MACIITa-
6ax. OmHak y oMy Metoni anst oTpuMmanHs TiB, [25] moTtpibHa TemmepaTypa
1600 °C, mo BHUMarae BUCOKOI BUTpaTtu eHeprii. s onTumiszariii mux yMoB, SK
aNbTEPHATUBHE PILICHHS, PO3TJISIAI0Th BUKOHAHHS BiJHOBIICHHS ITiJl BAKYYMOM.

VY mitepatypi € 0arato JOCIHi/pKeHb KapOorepmiuHOro BupoOHuITBa TiB;.
Y [25] 6yno BusiBiieHo, 110 oAep:xkanusa TiB, mouanocs 3a temneparypu 1500 °C, a
KUTBKiCTh yTBOpeHHs 30inbmmiacs 3a 1600 °C. ¥V [26] moka3aHo, 10 YTBOPSHHS
TiB, nounHaeThes 3a Temneparypu 1300 °C y Bakyywmi i BinOyBaeThes 3a 1550 °C
B CEpENIOBHINI aproHy, a B He3axuieHnXx ymoBax 3a 1800 °C. TiB,, cuHTe30BaHMIA
TPaIUIiiHIM KapOOTEpMIYHMM METOJIOM, Ma€ BEIMKUN po3Mip 3epeH. Ha mpomy
eTari HeoOXiJHe TOoPiOHCHHS B KyJIbOBOMY MIIMHI, OO 30UTBIIUTH TUIONTY ITOBE-
PXHI peareHTIiB 1 3p0OUTH peakiito OiIbIl aKTHUBHOIO [27]. Ba3yrounch Ha pe3yiib-
TaTax JAOCHi/pKeHHS [26], peareHTH OylO aKTUBOBAaHO 3a JOMNOMOIOIO KYJIbOBOTO
MJIMHA Ta JIOCHIDKEHO YMOBH BiIHOBIIEHHS y Bakyymi 3a 1200 °C. Kpim Toro,
nociimkeHo BruB NaCl sik ¢pyHKIIOHANbHOT 100aBKU A0 MIUXTH.

VY 1poMy JOCIHIIKEHHI YMOBH BHPOOHUITBA CTPYKTypu TiB,, Ky MoXHa OT-
pUMaTH 3a BUCOKHX TEMIIEpaTyp KapOOTEpMIYHMM METOJOM, JOCIIKyBalld 3a
HIDKYHX TEMIIEPaTyp 3a JOMOMOTOK BaKyyMHOTO KapOOTEpMIUHOTO BiJIHOBIICHHS
3a JIOIIOMOT'0I0 KyJIbOBOT'O MJIMHA.

EKCIIEPUMEHTAJIBHE JOCJII/KEHHS

B excnepumentanpaux gocnimkenusax TiO; Bucokoi unctotn (99 %, BUpOOHUK
“Merck”, Typeuuanna), B,O3 (98 %, BupobHuk “Etibor”, TypeddnHa) BUKOPHCTO-
BYBAJIH SIK PEAreHT 1 Caxy SK BiTHOBHUK. EKCIIEpPUMEHTH MPOBOAMIM TPHOMA CITO-
cobaMu 3 BUKOPUCTAHHSIM BaKyyMHOI I1edi 3 AiaMeTpoM peroptu 60 MM, Temrepa-
Typa B sikiit morna pocsratu 1200 °C.

VY mepmoMy cnocodi ekcrepuMeHTiB rotyBanu 100 %-Hi cTexioMeTpuuHi Cy-
MIIIi BiAMIOBITHO JIO PIBHSAHHS

TiOz(S) + B203(S) + SC(S) — TiBz(s) + SCO(g)

3pa3ku 3BaKyBalld Ha MPENU3iiMHUX Barax (Bara Oyna 25 r), a IOTiM BUCYIIIY-
BayM B cymmibHiA 1radi mapku ETUV (Typeuunna) 3a remnepatypu 105 °C mpo-
TsroM 60 XB NIl BUJAJICHHS BOJIOTH. 3a0e3leuyBalii TOMOTEHI3aIliI0 TUXTH, SKY
HepeMilllyBanu NpoTsIroM 25 XB y TypOy3MimryBadi. 'oMoreHizoBaHi cymini 3aBa-
HTa)XyBaJId B YOBHUKHU 3 Al,O3 1 momimanu B TpyOuacTy mid. [Ticys 1boro THCK y
neui gooauwiu ao 0,1 mb6ap, a TemnepaTypy mnoctymnoso aoBogwin no 1200 °C.
ITix kiHe1p, CyMilli BUTPUMYBAJIH JUIs BIIHOBICHHS npoTsaroMm 1, 2, 4 ta 8 rox, miu
OXOJIOKYBaIU 10 KIMHATHOI TeMIIEpaTypy, YOBHUKH BUAAILIIN Ta TIOYXHAIH JT0C-
JKSHHS XapaKTePUCTHK.

VY apyromy cnoco0i eKCIIepruMEHTIB CyMillli aKTUBYBAJH 32 JIOMTOMOTOIO KYJIbO-
Boro mummHy npotsroMm 1, 4, 8 i 16 ron, a moriMm orpumyBainu TiB, B ymoBax
4-rOIMHHOTO BiTHOBJICHHS.
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B octanHbOMY CcITOCO0i €KCIIEpUMEHTATIBHAX JTOCIIDKEHDb JI0 CYMIIIi JIOJIaBaJTi
(GyHKITIOHATBHI JOOABKHU JUTS MiABHIICHHS MTUTOMOT TEIIOEMHOCTI PeaKIlii Ta JOoCi-
JOKyBallil iXHii BIUIMB Ha yTBOpeHHA TiB,. ¥V 1mpomy pasi Oyno 3aCTOCOBaHO Ti Xk
cami TIpoIIeypH, IO 1 y mepuioMy crocodi, yepe3 nonaBanHs 2,5 1 5 %! NaCl Ji(o)
NIUXTH. BIIOK-CXeMy eKCIiepUMEHTATLHUX JTOCTIDKEHb MTOKa3aHo Ha puC. 1.

3MilryBaHHS MexaHiuHa aKTUBALisA

TepMoAuHAMIYHUH
PO3pPaXYHOK

3BaKyBaHHS

T ' y . {— LS
N> : % 4
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3HIKEHHS BaKyyMy

.
-

Puc. 1. brok-cxeMa eKCIiepUMEHTATBHUX JOCHTIIKEHb.

PentreniBebky mudpaxuiiiny criekrpometpiro (PJIC) (mudpaxromerp PW3040/60
X’Pert PRO xommanii PANalytical, Hinepnanan, CuKo-BurpoMiHiOBaHHs) OyJI0 BH-
KOPHUCTAHO JJI BU3HAYEHHS CKJIAJy OTPUMAaHHX CIUIaBiB, a OTpUMaHi Mozeni OyIio
IHTEPIIPETOBaHO 3a JoromMoror 6aszu ganmx X’ Pert High Score. MikpocTpykTypy
3pa3KiB JOCIIKYBAJIM METOJJAMHU CKaHYyBaJIbHOI eNleKTpoHHOi Mikpockorii (CEM) 3a
JIOTIOMOT'OF0 aBTOEMICIHHOTO CKaHYBaJIbHOTO €JIEKTPOHHOTO MiKpockona Zeiss Gemini
500 (Himeuunna), 061agHaHOMY €HEPrOUCTIEPCIHHIM MIKPOAHATi3aTOPOM.

PE3YJIbTATH TA IXHE OGTOBOPEHHS

[epen movYaTKOM EKCIIEPUMEHTAIBHHX JOCTIIKEHb CHCTEMY OyJlo TepMOAMHA-
MIYHO 3MOJIEJILOBAHO 3a JIonoMororo mporpamu FactSage 7.1. SIk BumHO Ha pHc. 2,
ByDIIelh TazudikyBascs 3a Temmepatypu 1100 °C i neperBopuscs va CO. ["a3omomi-
6na dopma Byraemto CO, sika nmovasna yTBoproBatucs 3a temneparypu 850 °C, nocs-
IJIa CBOr0 MakcHMaJIbHOTO PiBHA 32 1150 °C 1 pearyBaia sk BiTHOBHHK, 30epiratouu
o ¢opMy 3a BUIIUX TemIiiepaTyp. BiamoBimHo no miarpamu EmstiHrema okcumiB
cnopigHenictb CO 0 KUCHIO TIOCUTh BHCOKA TOPIBHAHO 3 iHIIUMH (hopMaMu ByTIie-
mo. Tomy micis gocsrHeHHs TemiepaTypu 1150 °C BigHOBIECHHS BiI0OYBaTHMEThCS
Habarato jermie. IlapanenbHO 3 HMUMH pe3yJbTaTaMH BHIHO, IO KUIbKICTh TiO,
EKCIOHeHITIaTbHO 3MeHInyeThes micis 900 °C. Y B,O; 1ieid nporec BigOyBaeThes 3a
temnepatypu 450 °C. 3rimHo 3 pe3yibTaTaMH TEPMOAMHAMIYHOTO aHaNli3y, CHHTE3
TiB, y Bakyymi MoximBuil 3a Temneparypu ~ 1170 °C. Kpim Toro, mig yac pocmi-
JUKEHHSI KUTbKOCTI yTBOpeHHs TiB; Oymo momideHo, 1o BOHa Aocsraga MaKCUMAIbHO-
ro piBas 3a 1200 °C, i Taka cuTyallisl He 3MIHIOBAJIACS 3a OLIBII BUCOKHX TEMIIEPATYD.

ITicns 3aBeplIeHHS TEPMOAMHAMIYHUX JIOCTIDKEHb OyJIO0 PO3IIOYaTo eKclepu-
MEHTAIIBbHI JOCIIKCHHS, aJIe CIIOYaTKY JIOCIiP)KEHO YMOBH BiIHOBJICHHS y BaKyy-

1 . . . . .
Tyt 1 mani BMicT MaTepianiB HaBeJeHO B % (3a Macoro).
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Mi. Y 1iil cepii ekcriepuMeHTIB poBoIwIN 1-, 2-, 4- 1 8-TONMHHI EKCIIEPUMEHTH
(puc. 3).

Graphite c GAS
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Puc. 2. Mosxnusi ¢a3u cucremu BigHosnenss Ti0,—B,05—C.
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Puc. 3. PIC-ciektpu kapOotepmiunoro BinHoBieHHA y Bakyymi (1 (1), 2 (1), 4 (1), 8 (IV) rogm,
0,1 m6ap, 1200 °C).
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Ha puc. 3 nokaszaHo, 1110 BUCOKOi MIBHAKOCTI yTBOpeHHs TiB,; 0yi0 mocsrHyTo
gepes 4 roJ1 B eKCIIepUMEHTaX 3 BiTHOBIICHHs. byiio momiveHo, mo crpykrypu TiB,
1 B4C, BusiBneHi ocoonuBo micis 50°, He yTBOPIOBAIKCS BIPOJOBXK MEPUINX JBOX
rojuH. [lix gac gocmimkernns nanux PJAC 8-roquHHOTO eKCIIepUMEHTY He CIocTe-
piranu O4YeBHIHOI PI3HUIN MOPIBHIHO 3 4-TOAWHHUM EKCIIepUMeHTOM. Tomy ekc-
MEPUMEHTH HE MPOIOBKYBAIH MPOTIrOM OINIBII TPUBAIOTO Yacy. Y BCIiX eKCIepH-
MEHTaX OCHOBHUM OYB K ByrJemo. KpiMm Toro, HeBenuKka KiIbKICTh HEBiIHOBIIE-
HOi CTPYKTYpH OKCHIy TUTaHy 3anuinanacs micis 45°. I[o6 otpumaru Oinbury
KimbkicTh TiB,, 4-ronmuHHMIA eKCIIEPUMEHT OYJIO B3ATO 32 TOYKY BIJUTIKY, CIIOYATKY
OyJo TpPOBENEHO EKCHEPHMEHTH 3 BHKOPUCTAHHSIM KyJIHOBOTO MIIMHA, a IOTIM
nonasanu GyHKIioHANEHY H00aBky NaCl.

Ha momatok no P/IC-mociimkens Takoxx OyIio 3MiHCHEHO aHalli3 3pa3KiB MeTo-
mom CEM, pesynbraTd SKOro HaBeOeHO Ha puc. 4. ['excaroHambHI CTPYKTYpH,
MO3HAaYeHi Ha puc. 4, 6, 2, CBiIYaTh mpo yrBopeHHs TiB,.

6 2
Puc. 4. CEM-MIKpO3HIMKH 3pa3KiB MiciIsl BaKyyMHOTO KapOOTEpMiYHOTO BiTHOBJICHHS IIPOTSATOM
1 (a), 4 (0), 8 (8), 16 (¢) rom; 5000x.

Pe3ynbTaTi eKCIepuMEeHTIB 3a MEpIINM CHOCOOOM YiTKO TOKa3yloTb, IO TPH-
BaNiCTh BIHOBJIECHHS NPOTIToM 4 roj foctaTHs A oTpumanHs ¢a3 TiB, Bakyym-
HUM KapOoTepMiuHuM MeTonoM. OTxe, Y JOCHTIHKSHHSIX BaKyyMHOTI'O KapOoTepMi-
YHOT'O BIJIHOBJICHHS, TPOBEICHUX 3a JOIOMOTOK MEXaHIYHOI aKTHBAIlil, TpUBa-
JICTh eKCIepUMeHTy Oyna 4 roj. Y IIbOMy HpOlleci peareHTH NepeMeNoBall B
KyJIbOBOMY MJIHHI TpoTsaroM 1, 4, 8 1 16 Tox, MOTIM BiJHOBJIIOBAIX 32 TEMIIEPaTy-
pu 1200 °C npotsrom 4 roa. a3y, 010 yTBOPWINCS B PE3yJIbTaTi eKCIIEPHIMEHTY,
noka3aHo Ha P/IC-cniektpax (puc. 5).

3rigHo 3 PJIC-cniekTpaMu, He JUBISYHACH HAa Te, MO B Pe3yJIbTaTi MeXaHIYHOT
akTHBauii nmpotsarom 1, 4, i 8 rox Oyno orpumaHo Benuky Kinbkicts TiB,, crocre-
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piranm Takox 3HAYHY KiJbKiCTh HempopearoBanux ¢a3 TiO,. KpiMm Toro, crionTaH-
HO yTBOpmiacs ¢asza B4C, iHIIa mporpecuBHa KepaMika, a TakKoXk OyJI0O OTpHUMaHO
KoMno3uTHy cTpykTypy TiB,—B4C. Buano, mo 3i 30iibeHHsIM Mpolecy Hoapio-
HEHHS 1HTCHCUBHICTH MiKiB TiO; 3MEHIIYEThCA, 1 MapalieIbHO 3pOCTAE THTEHCHUB-
HicTh TiB;. Lle mokasye, 110 30iIbIICHHS Yacy MEXaHIYHOTO MOAPiOIEeHHS CIIpHIE
yrBoperHio TiB,. Ha nmomaTok nmo mux pe3yibTariB, Koiu pochimkysanu PIC-
CHeKTp, cOopMOBaHUI B pe3ynbTari 16-TOAMHHOTO MEXaHIYHOTO MOJpiOJIeHHS,
OyJ10 TOMiYeHO, 110 OKUCIICHI CTPYKTYPH IMOBHICTIO 3HUKIIH 1 CTPYKTypa CKJajaa-
ca 3 komnosuuiit TiC, TiB; 1 B4C, sik pe3yabTar BiJHOBICHHS.

TiB2
TiB2 TiC
Tic |
TiB: TiB:
BCBC LG
v C BC| BiC
il | B c TiB:
B«C ‘ BiC TIC TIC

TiBz

TiO2

TiO2

1l BiC ®Ii8: Tio: | B
Ti0:
‘ ‘J BeC TiB: TiB: TiB: Tut“

1

10 20 30 40 50 60 70 80 20, rpa
Puc. 5. PIC-cniekTpu kap6oTepmidHoro BimHoBieHHs (4 rof, 0,1 m6ap, 1200 °C) 3a gonomMororo
noapibiieHHs B KypoBomy MitiHi npotsirom 1 (1), 4 (I1), 8 (I11), 16 (IV) ron).

[HTEeHCUBHICTD, BITH. O,

B ekcrnepuMeHTax i3 BUKOPHCTaHHSAM KYJIHOBOTO MJIMHY, SIK i B MPOBEICHUX
MepIImM crrocodoM, 3pa3Ku Bizyaiizysaiu 3a qonomoroto CEM-merony, pe3ynbra-
TH 4OTO TpeACTaBlieHoO Ha puc. 6. Ha 300paxkenHi, oTpumManoMy micis 1 ro moapio-
HEHHSI, BUJTHO, 1110 € HEBEJIUKI CTPYKTYPHU 3 TOCTPUMU KpasiMu, Iticist 4, i 8 rox nmoa-
PiOHEHHS YTBOPHIIUCS OUTBIN TpyOi CTPYKTYPH B pe3yJbTaTi 3MEHIICHHS 3a Ti€l &
MIBUJIKOCTI 30UTBIIICHHS, 1 Ha0araTo BHPa3Hillli reKcaroHaJbHI KPUCTAIN YTBOPH-
nuecs B KiHIi 16-roansHOTO mpouecy. Kpim toro, mopgoinorio B4C 3 Tpuronasns-
HOKO CTPYKTYPOIO YIiTKO BHJHO Ha pHcC. 6, ¢ (I03Ha4YeHOo 3ipoukoro). Lle mokasye,
mo CEM-300paxenHs cymicHi 3 pesyibratamu PJIC. Kpim Toro, po3mip 3epHa
3pa3KiB, OTPUMAHUX B Pe3yJIbTaTi BiTHOBIEHHA, OYJIO BU3HAUEHO 5K 6,24 MKM.
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Puc. 6. CEM-Mikpo3HIMKH 3pa3KiB MiCJIsi BAaKyyMHOro KapOOTepMI4HOTO BifHOBIICHHS (4 rofx,
0,1 m6ap, 1200 °C) 3a momomororo mojpibIeHHS B KyJIb0BOMY MiMHI mpotsroMm 1 (a), 4 (0),
8 (8), 16 () rom; 5000x.

[Tin gyac mpoBeleHHS EKCIEPUMEHTAIBHUX JOCIIKEHb JIPYTHM CITIOCOOOM BH-
3HAYaIM BIUIMB MEXaHIYHOI akTHWBalii Ha yTBopeHHs TiB,, a Ha TpeTboMy eTari
nociipkyBany BB nojaBands NaCl Ha pe3ynbraTy BimHOBIeHHs. ExcriepumMen-
TH, MPOBEJICHI 3a MEPIIUM CIIOCOOOM, B OCTaHHIN cepii eKCIIEPUMEHTIB MMOBTOPIO-
BaJIX 3 jojaBa”HsaM 2,515 % NaCl go mumxTu.

Ha puc. 7 nokaszano BB nofasanss 2,5 % NaCl Ha yTBopeHi ¢a3u. Binnosia-
HO, BUJIHO, 110 HAWBHIIUH MK IHTEHCHBHOCTI OTPUMAHO JUIsl BYTJICITIO ITij] 9ac KOX-
HOTO IepioAy BiJHOBICHHS. Ha momaTtok 10 BYIJIEIIO TakoK OyIO OTpUMAaHO (azu
B4C, TiB; i TiyOs, ski BHIHO JIMIIE 3 TEPIIMM MKOM Ha CIEKTpi. byno BUsBIEHO,
10 KUTBKICTh Ta IHTEHCHUBHICTH KB, MO Xapaktepu3ytots B4C i TiB,, 30ii1pm1yBa-
JIMCS, KOJTM Yac BiJJHOBJICHHs 301bmyBaBcs 3 1 g0 4 rox. OmHak y pe3ysbraTi 8-
TOAMHHOTO SKCIICPHUMEHTY He OYIJI0 BUSIBJICHO YOJHOT'O 3HAYHOTO ITiKY, 32 BUHATKOM
BYIJICITIO, JIE IIi IHTEHCHUBHOCTI 3MEHIMITUCS. BiAMOBIIHO 70 1IOTO, X04a CTPYKTYPH
TiB; 1 B4C moxHa orpuMaTh 3 goaaBanasM 2,5 % NaCl, Oyio moMiveHo, 10 OKHC-
JICHWI THTaH 1 ByIJIEIp, [0 HE MpOpearyBaB, HEMOXIIUBO BHAaIuTH. Kpim Toro, B
excriepuMeHTax 3 nojapanHsaM NaCl TpuBaiicTs BiiHOBIEHHS Oijiblie 4 roj] He Maja
MO3UTHUBHOTO BIUTMBY Ha yTBOpeHHS TiB.

VY cepii ekcriepuMeHTIB, OKpiM 3MEHIIEHHS TPUBAJOCTI, JOCTIIPKYBaJIl BIUINB
3mind kimbkocTi NaCl, 1 Ti cami monepeHi eKCepruMeHTH TOBTOPIOBAIH 3 J10]1a-
BaHHAM 5 % NaCl. Pesynbratn PJIC-gocmikens Imij] 4ac IpoBeACHHS eKCIepruMe-
HTIB 3 monmaBaHHsaM 5 % NaCl, npeacTaBieHo Ha puC. 8, HAWBHUINMIA MK iHTEHCHB-
HOCTI BiIMIOBiZIaB BYTJIEIIO B KO)KHOMY eKcrepuMenTi. OHak i3 1onaBaHHAIM 5 %
NaCl ¢a3u B4C i TiB,, siki Mo OyTH OTpHMaHI 3a 1HINOTO Yacy BiJHOBJICHHS,
Oymu otpumani Bke depe3 1 roa. 3 iHIOro OOKy, BITHOCHO BHCOKOIHTEHCHBHI
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¢azu Ti,O5 criocTepiramu yepe3 1 roji, B MoAaIbIIOMy 3MEHIIICHHS IHTCHCUBHOCTI
i€l a3y BimOyBanocs 31 30UTBIICHHSIM Yacy BiJIHOBJICHHS.

© B,C
4+ TiB;
b Ti,O

cC

IHTEHCUBHICTD, BiJIH. OJI.
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Puc. 7. PIC-cnexTpu nix yac kapOOTEepMi4HOTO BiJHOBJICHHS Y BaKyyMi B pa3i gogaBanus 2,5 %
NaCl (1 (), 2 (I]), 4 (II]), 8 (IV) ron, 0,1 m6ap, 1200 °C).

BUCHOBKH

BusHaueHO onTHManbHI yMOBH OTpuMaHHA TiB, MeTomoMm kapOOTEpMidHOTO
BIJHOBJICHHS 3a HIDKYMX TeMIepaTyp. ExcrnepuMeHTaIbHUMH JOCTIKECHHSIMH,
TEPMOAMHAMIYHO 3MOJIEIbOBAHUMH 3a JIOIIOMOIOI0 OOYHUCIIIOBAJIBHOI MPOrpamu
FactSage, Bu3HaueHO MOXJMBI (pasu, 110 yTBOPIOIOTHCA y pasi MiJBUIICHHS TEM-
IepaTypy B yMOBaxX BaKyyMy

TepMoIUHAMIYHUME JTOCTIDKCHHSIMH BU3HAYCHO Yac KapOOTEPMIUyHOIO BiJHO-
BIICHHS, 110 JIa€ HAWOUTBII CYTTEBHIA pe3ynbTat 3a Temreparypu 1200 °C y Bakyy-
Mi — 4 ToJ, 1 JOCTiIKEeHO TapaMeTpH yTBopeHHs TiB, 3a momomororo 3acTocyBaH-
HsI MEXaHIYHOI aKTUBAIIii 3pa3KiB.

BcranosneHo, mo orpumanns TiB, y Bakyywmi 3a Temnepatypu 1200 °C mox-
JUBO Ticas 16-Tv TOAMHHOT MEXaHIYHOT akTUBaIlii. 3a pe3yJbTaTaMu J0CTIKeHHS
3a gonomoroio PJIC BusiieHo 1m0, kpim TiB,, y 1iif cTpyKTypi TakoX YTBOPHUIHCS
¢aszu TiC ta B4C.

YTBopenns ¢a3, noaidbuux ao TiB,, He € mpobaemMoro A1 BUKOPUCTAHHS CHH-
TE30BAaHOT'0 MOPOILKY, TaKi MOPOUIKH € cyMicHuMHE 3 TiB, 3a kpucranorpagiyHu-
MU, (PI3UIHUMH 1 XIMIYHUMH BIACTHBOCTSIMH.
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Puc. 8. P/IC-ciextpu mij 9ac kapOOTEpMidYHOTO BiTHOBIECHHS Yy BaKyyMi B pa3i JomaBaHHS 5 %
NaCl (1 (), 2 (ID), 4 (III), 8 (IV) ron, 0,1 mGap, 1200 °C).

Kap6oTtepmiuaum BimHoBIeHHsIM cyMinni TiO; i B,O3 B yMoBax Bakyymy Miciis
16-Tu roguHHON akTHBaiii oTpumano kommno3ut TiB,—B4C-TiC.

Honasanns 2,5 1 5 % ¢ysnkuionansaux qo6aBok NaCl go cymimi 30611b1Iye mu-
TOMY TEIUIOTY peakilii Ta ctumyitoe yrBopeHHs TiB,. Xouda HempopearoBaHuit
BYTJIELlb 3AJIMIIAE€THCS B CTPYKTYpi micnsa noaasanHs 5 % aCl, dasu TiB,, ski cro-
cTepiranu depes 4 roj] B eKCriepuMeHTax 0e3 1o/1aBaHHs, OTPUMYBaJIH Bike yepes |
ron. Orxe, nogasanns NaCl cipusie yrBoperHto TiB,.

OOASAKHU

ABTOpH JSIKYIOTh IpOeKTy YHiBepcureTy Snosa (BAP 2022/YL/0009) 3a ¢i-

HAHCOBY ITiITPUMKY.

KOH®JIIKT IHTEPECIB

ABTOpH 3asBISIOTH PO BIJCYTHICTh KOH(IIIKTY IHTEPECIB.

Mehmet Bugdayci'?, Seyma Giileg’

'Yalova University Chemical Engineering Department
*Istanbul Medipol University Vocational School Construction
Technology Department

Vacuum carbothermal synthesis of TiB>
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In this study, the formation conditions of TiB, whose main production
method is carbothermal reduction, at lower temperatures with additional processes (vacuum,
mechanical activation and functional addition effect) were investigated. In this study, firstly the
100 % stoichiometric mixture was reduced at 1200 °C under vacuum for varying experimental
durations. Afterwards, the effect of mechanical activation amount on TiB, formation was
determined by keeping the 4-hour reduction time, which was determined as optimum in the first
set of experiments. At the last stage of the experiments, the addition of 2,5 % and 5 % NaCl effect
on the mixtures in the first set of experiments was determined. The samples obtained after the
experiment were characterized by XRD and SEM techniques, and it was observed that the
undesired phases were completely removed as a result of the reduction performed after 16 hours
of ball mile operation, and this experiment was determined as the optimum experimental
condition.

Keywords: TiB,, carbothermal reduction, FactSage, vacuum, ball mill.
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