2019 MASTER'S JOURNAL Ne 1

YK 621.762

0.10. INlynes, A.H. Aynapes, C.H. lonoBuH, M.H. KayeHiok
D.Y. Lunev, D.N. Dudarev, S.N. Golovin, M.N. Kachenyuk

Mepmckmin HaumoHanbHbIN MCCNeaoBaTENbCKUA NONUTEXHUYECKUA YHUBEPCUTET

Perm National Research Polytechnic University

BIIMAHUE HAHOPA3MEPHbLIX JOBABOK KAPBUOA TUTAHA
N KAPBUOA KPEMHUA HA CUHTE3 KAPBOCUITULIMOA
TUTAHA NPU NNA3SMEHHO-UCKPOBOM CINEKAHUA

EFFECT OF TITANIUM CARBIDE AND SILICON CARBIDE
NANOSIZED ADDITIVES ON TITANIUM CARBOSILICIDE
SYNTHESIS IN SPARK PLASMA SINTERING

M3yyeHo BnusiHne HaHopa3mepHbix Aob6aBok kapbuaa Tutana (TiC) n kapbuaa kpemHus (SiC) Ha
cuHTe3 kapbocunuumaa tutaHa (TizSiC,) npu 3MeKTPOUCKPOBOM CMEKaHUM MexaHOaKTMBMPOBAaHHbIX
nopoLukoBbIX komnoauuuin Ti— SiC — C. MNpoBeneH MeTannorpaduyeckuini aHanua obpasuyos. [aHa
OueHKa npoueccam ycaku U U3MEHEHMWIO AaBMEHUsI ra3oB Mpu 3NIEKTPOMCKPOBOM CMEKaHUu cMmecen
C pa3nuyHbIM CoAepXaHueM KapbuaHbIX HaHoYacTuL,.

KnroueBble cnoBa: kapbocunuuma TutaHa, HaHOpasMepHbI kapbua TUTaHa, MexaHOaKTUBaLMS,
HaHopa3MepHbIN kapGua KPeMHUs, UCKPOBOE NMasMEHHOEe crekaHve, ycadka, AaBfeHVe ra3oB npu
3MEKTPOUCKPOBOM CMEKaHWM.

The effect of nanosized additions of titanium carbide (TiC) and silicon carbide (SiC) to sinthesys
of titanium carbosilicide (TizSiC,) in Spark Plasma Sintering has been studied. A microstructure of the
samples is has been studied. The effect of nanoscale additives on shrinkage and gas pressure during
electric spark sintering has been studied, and an explanation of these changes has been given.

Keywords: titanium carbosilicide, nanosized titanium carbide, mechanoactivation, nanosized sili-
con carbide, spark plasma sintering, shrinkage, gas pressure during electric spark sintering.

Beeoenue. Ctaths nocssnieHa MoauuKanuy KapOOCHIUINIA THTaHA HaHO-
KapOWOM THUTaHa U HAHOKapOWUIOM KpeMHHS. MoauduiupyeMblii kKapOoCHITHIINL
TUTaHA OTHOCHUTCSI K CEMEHUCTBY CIOMCTBIX MaTepuaioB, win MAX-coeIHHEHHI,
T.e. KapOuJ0B, HUTPHUIOB, OTBevaromux dhopmyne M, AX,, rae M — nepexoaHblit
Marepual, A — 3JIEMEHT TPEThE WIHM YeTBEPTOM IpyNIbl, a X — yTIIEpO1 UK a30T.

Kapbocmmmiua Tutana obimafgaeT YHUKAIBHBIM CBOMCTBaMHU, KOTOPBIE BO3HHU-
KalOT H3-3a2 KPUCTALIHYECKOTO CTPOCHHs, B KOTOpoM Kapoumabie ciom [Ti;C;]
paseneHpl aTOMHBIMH CIIOSIMU KPEMHUS U ¢71a00 CBSI3aHBI APyT ¢ npyrom [1]. bia-
romapsi TaKOMy CTPOSHHIO KpHcTautmdeckoi pemeTkd Ti;SiC, coderaer B cede
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VHHUKaJbHbIC (DU3UKO-XUMHUUCCKUE U MEXaHUYECKHe CBOMCTBA (Tabu. 1): BHICOKYIO
TEMIIEPaTypy Pa3oKEHUs, HU3KYIO TIOTHOCTh, BHICOKHE 3HAUCHHS MOJYJCH yII-
PYTOCTH ¥ C/IBUTA M OJTHOBPEMEHHO HE OY€Hb BBICOKYIO TBEPAOCTH OTHOCHTEIBHO
KapOuaHOU Kepamuku [2, 3]. Termno- U 3JIeKTPOIPOBOTHOCT: MaTepHaia BHIIIE,
4yeM y yrctoro tTuTana. OJTHaKO, HECMOTPS HA YHUKAILHOCTh TOJIE3HBIX B MPAKTHU-
9eCKOM OTHOIIEHWUH CBOHCTB, Ti3;SiC, M0 HACTOAIMIETO BpEMEHHU HE HAIIE] ITHPO-
KOTO MPUMEHEHUS B MATEPUAIOBE/ICHUN BBUJIy HU3KOU M3HOCOCTOMKOCTH. 3ajava
MOBBINICHUST M3HOCOCTOMKOCTH MOXET OBITh pElICHa IyTeM BBEJCHHUS TBEPIBIX
KapOUI0B, TIOCKOJBEKY OHH UMEIOT 3HAYMTEIIEHO OOJIBITYIO, 9eM Y KapOOCHIHIH 1A
TUTaHA, TBEPJIOCTb.

Tabnmma 1
®dusnko-Mexannueckue cBoictBa Ti3SiC, [4-6]

Ne XapakrepucTuka 3HaueHne
n/m

1 |IInorHOCTSB, T/OM® 4,52

2 |Tepmuueckuii ko3bdurment nuueitHoro pacmmpenns, K 9,1:10°

3 |Moayne HOpMabHO# ynpyrocty, [Tla 333

4  |Monyns cosura, ['Tla 140

5 |Moaynb o6bpeMHo# yripyrocta, I'Tla 185

6 |Koaddumment Ilyaccona 0,2

7 |KoadduimeHT TpeHus npu CyxoM TpeHHH 0,30

8 |IIpemen mpouynoctr npu m3rude, Mlla 600

9  |Ilpemen npouHocTH Ha cxatue, MIla 1100

Lenpro paboTHI SBISIIOCH UCCIIEIOBAHNE BIMSHUS HAHOPA3MEPHBIX KapOUI0B
HAa CHHTE3 U KOHCONIMIAINI0 MaTepraia Ha OCHOBE KapOOCHIIMITUAA TUTaHA METO-
JTIOM DJIEKTPOUCKPOBOTO CHICKAHWIS.

Memoouku rIkcnepumenmos u ucciedosanuil. B xayectBe HCXOAHBIX MaTe-
pHANIOB MCTOIL30BaHbI Toporky Tutana TIII-7 dpakmun Mmeree 325 MKM, kKapOu-
na kpemaus 64C c pazmepoM dacTuil MeHee 10 MKM, KOJJIOMTHO-TPaUTOBOTO
mpenapara C-1, mamopa3mepubix TiC m SiC. Cmech mopomkoB coctaBa Ti +
1,25SiC + 0,75C, momudummpoBannas modasienuem 0,5, 1, 2, 3 mac. % mHano-SiC
u 1, 2, 4 mac. % mano-TiC moaBeprazach MEXaHOAKTHBAIINH.

O6paboTKa cOCTaBOB IMpOBOIWIACh B IuraHetapHou menbHmMie CAHJI, mis
KOTOpPOH OTHOIIIEHWE YTJIIOBOW CKOpOCTH OapabaHa K yTIOBOM CKOPOCTH KIOBETHI
coctaBisier k= —0,39, oTHOIIEHNE paguyca IUIAHETAPHOTO BPAIMICHUS K PaIUyCy
kioBeThl 7 =2,7. Yactora BpameHus OapabaHa HaxoAWiach B IIpeaeTax
240-360 06/muH, yacToTa BpamieHus KoBeTbl 620-930 06/mMuH. [l yMeHbIIEHUS
HaMoJjia TIOCTOPOHHET0 MaTrepuaja ¢ OCHACTKH OBUIM MCIIOJIb30BaHBI TUTAHOBBIC
KIOBCTBI, IJIA MPEAOTBPAIICHHUA OKHUCJICHHA KOMIIOHCHTOB MEXAHOCHHTE3 IPOBO-
OUJICA B BaKyyMeE. B xauectBe MEJIIOOIUX TEJI HUCIIOJIB30BAJIUCh CTAJIBHBIC HIAPbI
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muametrpoM 8 u 15 mM. COOTHOIIEHHE Macc MEJIOMIMX Tel M 00pabaThiBaeMOTo
Matepuana cocrasuio 30:1.

CriekaHne TPOBOAMIOCH B CHUCTEME  DJJEKTPOMCKPOBOTO  CHEKaHUS
DR.SYNTER SPS-1050B. Ilapamerps! peskuma criekanus: Temreparypa 1400 °C;
BBIZICpKKA 5 1 15 MuH (1B mapTtun 00pasioB); ckopocTh HarpeBa 80—100 °C/MuH,
MexaHnudeckoe gasieHue 30 Mlla.

PentrenodazoBeiii aHanu3 o0pa3noB OBUT BBITONHEH Ha AWQPPAKTOMETpE
XRD6000 (Shimadzu) B A-Cu-m3myuenun. Pacuer ¢a3oBoro ananmsa MpoU3BEICH
¢ momortkio mporpammHuoro ooecneaeans POWDER CELL [7].

HImuder amsa ananm3a rotoBual 1o crangaptaoit Meroauke ('OCT 5639-82).
TpaBnenwe MITHQOB dKCIEPUMEHTATIHHBIX 00Pa3I0B MPOBOIIIIN YHHUBEPCATHHBIM
TpaBHUTEJIEM, COCTOSAIINM W3 BOJHOTO PacTBOpa TUIABUKOBOW M a30THOM KHCJIOT
B coorHomenun: HNO;, HF, H,O kak 1:1:3.

MUKpPOCTPYKTYpY 3KCIIEPUMEHTAIBHBIX 00pa3ioB (MUTH(GOB) aHATU3UPOBAIIN
¢ TIoMoIIbI0 onTHueckoro Mukpockona Axiovert4OMAT (Carl Zeiss) npu yBenu-
gyeauu 50-1000 xpar. Pasmep 3epHa OmpemesUId METOIOM CEKyIed To
I'OCT 21073.0-75.

OmpeneneHue KaXyIIeWcs IUIOTHOCTH, OTKPBITOHM, OOIIel (MCTUHHOM), 3a-
KPBITOH TOPHCTOCTH W BOZOTOTIIONICHUS ONPENENSIIN THAPOCTATHIESCKUM B3BEIIIN-
BanueM 1o ['OCT 2409—-67. [Iy11 HACHIIEHUS TIOP KUAKOCTHIO PUMEHSUTH KUTISTYe-
HUE 00pasnoB B Boje. OOpasibl B3BEMIMBAIN Ha aHATATHIECKHX Becax BJIA 200.

Pezynomamot u ux oocyyncoenue. llpu cunTese kapOOCHIUIMIA TUTAHA Me-
TOJIOM PEaKIIMOHHOTO CTIIEKaHWsI MMPOTEKAET PsII MPEBPAIICHNH, B pe3yIbTaTe KOTO-
PBIX UCXOIHBIN KapOUa KPEeMHHS pacrajaeTcs Ha dJIeMeHThl. YacTh KpeMHHs, T0-
JYYeHHOTO B pE3yJIbTaTe paclajia, UCHapsercs B BaKyyM, OCTaJbHON KpEeMHUI
W YTJIEpOJ] B3aMMOJCHUCTBYET C THTaHOM C 00pa3oBaHHMEM IMPOMEKYTOUHBIX (a3
U KapOocununuaa TUTaHa. B pesynbraTe HcnapeHHs KPEeMHHUS JaBJICHUE Ta3oB
B pabodeii kaMepe MOBHITIIACTCS.

Ha puc. 1-4 npeacraBieHpl 3aBUCUMOCTH YCAJIKH U JAaBJICHUS T'a30B OT KOJIH-
YeCTBa BBEJIEHHBIX HAHOTIOPOIIKOB KapOHIOB.

JlobaByieHne HaHOpPa3MEPHOTO KapOWJia KPEMHHUS MPHUBOIUT K YMEHBIICHUIO
ycanku obpasuoB npu UIIC-cniekanuu 1o copepxanus 2 %, 3aTeM BeTUYMHA
ycaJKv BHOBh HaUMHAET pacTh. [Ipu yBenTn4eHNN MPOJOKUTEINBHOCTH H30TEPMH-
YECKOW BBIIEPKKH ¢ 5 1o 15 MMH ycajka yBETHMYMBAeTCS IJIS BCEX COCTaBOB
B cpenHem ¢ 4,0 o 4,5 mm (puc. 1).

BrusitHue HaHOpa3MepHOTO KapOWIa TUTaHA TaKXKe MPOSBISIETCS B CHUKCHUU
yCaJKH: TPH 5-MUHYTHON BBIJIEP)KKE ycallka CHI)KAaeTCsl TOIbKO Ha 8 % W B0300-
HOBIICHHUS pOCTa yCaJIK/d HE HAONIOMaeTcs. YBeIHnUeHUe MPOIOIHKUTEIBHOCTH BbI-
JIEPXKKW yBEIIMYMBACT YCaJKy, Kak M IUIsl 00pa3ioB ¢ HAaHOPa3MEPHBIM KapOUIOM
KPEMHUsI, TIPUYEM ITOXO0XK M XapaKTep 3aBUCUMOCTH — CHIDKEHHE JI0 COJEpIKaHUS
2 %, 3atem poct (puc. 3).
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[TomoOHBIM 00pa3oM M00aBKH BIUSIOT U Ha JIABJICHUE Ta30B B pabouell kame-
pe YCTaHOBKHU: JaBieHHUe raza yBenuuupaerca Ha 30—60 %, B 3aBUCUMOCTH OT J0-
0aBKH M BpEMECHH M30TEPMUICCKOM BRIIEPIKKH TIPH coaepkaHnn 1o0aBku kak TiC,
tak u SiC B xonmuuectBe 1 %, mpu O6obpIIeM colep:KaHuU JaBIeHHE Ta30B CHUKA-
€TCsl IPUMEPHO JI0 TIEPBOHAYAIBHOTO 3HaUYeHUA (puc. 2, 4).
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Martepuan ¢ no6aBkoit HaHOTiC 1O CpaBHEHUIO ¢ COCTABaMH, COJEPIKAIIIMMU
HaHoSiC, obyamaeT OONBIIMM JaBICHHEM MapoB, HO MEHBIICH ycaaKoW MpaKTuye-
CKH BO BCEX KOHICHTPALUSIX.
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IMoxoxwuii xapakTep 3aBUCUMOCTEH yCaJKH W JaBJICHUS Ta30B IMO3BOJSCT
MIPEIONI0XKUTh Hamuure oOINei MpUYMHBI NaHHBIX m3MeHeHud. O0a mapamerpa
WCTIBITHIBAIOT BIHMSIHUAE TpoIeccoB (a3zooOpazoBanus. [10CKONbKY B JUama3oHe
coJiepKaHMs HAaHOPa3MepHBIX 100aBOK 1-2 % HaOMIOMAIOTCS IKCTPEMYMBI Y 000X
apamMeTpoB, MOXHO CJIEJIATh BHIBOJI O BIMSIHUW JaHHOTO COJICp KaHMs HaHOKapOu-
Jla KpeMHHS Ha GOpMUpOBaHHE KapOOCWIIMIIIA TUTAHA [TPH TTa3MEHHO-HCKPOBOM
CTHieKaHWU. POCT NaBieHUs TapoB MOXET OBbITh CIEJCTBUEM OOINBIICH CKOPOCTH
pasnoxkeHus KapOuaa KpeMHUSI U UCITAPCHUS 3JIEMEHTApHOTO KPEMHHS B BaKyyM.
MeHbIasi CTENeHb YCaKu CBsA3aHa, BEPOSATHO, C 00Jiee MHTEHCHBHBIM MPOTCKAHU-
€M pEeaKIuii CHHTE3a HOBBIX (ha3.
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Puc. 4. 3aBucuMOCTb JaBJIEHU ra30B OT KojnuecTBa 100aBku HaHOTiC
IIPU BBIJIEpKKE 5 U 15 MUH
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PenTrenoga3oBslii aHANM3 U WUCCIIENOBAHUS MHKPOCTPYKTYPBI 00pa3IoB MO-
Ka3bIBalOT, YTO B MUKPOCTPYKTYypE B pe3yJIbTaTe CIIEKaHWS U MEXaHOAKTHUBAIlUU
MOSIBUJIMCH CIIEYFOIUE COCMHEHNS: KapOOCUIIHITU THTaHa, KapOul THTaHa, JTU-
cumunuy Tutada. CozpepikaHue KapOOCHIMIIMAA TUTaHA U3MEHSIETCS B 3aBUCHMO-
CTH OT KOJIMYECTBA BBEJCHHOTO HAHOPAa3MEPHOro KapOua U MPOJI0JIKHTEILHOCTH
Beiepskkn pu UIIC-cnexkanun ot 50 10 85 %.

Puc. 5. Ctpykrypa 00pa3ioB rnocie TpaBiieHus pu yBennueHuu x 1000
U 5-MuHyTHO# Bhinepxxku pu 1400 °C: a — obpaszen 6e3 Mmoandukanmii;
0 — 1 % nanoSiC; ¢ — 3 % nanoSiC; 2 — 1 % "anoTiC; 0 — 4 % nanoTiC

OO0pasuel, MomubUIIMPOBaHHBIE HaHOKapOumamu, coaepxkar Ha 10-20 %
MEHBIIIe KapOOCWIMIUAA TUTaHA. YBEIHMYCHHE IMPOJOKUTEIBHOCTH BBIICPKKU
MPUBOJIUT K pacmnany o0pa30BaBIIErocs Ha paHHHUX dTanax CHHTE3a KapOOCHIIHIIN-
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Jla TuTaHa ¢ oOpa3oBaHHEeM KapOHWJa TUTaHA W, B HEKOTOPBIX CIydasX, CHIUIIHIOB
TUTaHA.

MukpocTpyKTypa Bcex 00pa3IoB BKIIOYAET CKOIIICHHS 3epeH KapOuma ThTa-
Ha (CBETJIbIE 3€pHA), PACIHOJIOKCHHBIE B MAaTpHIle W3 KapOOCHIWIIMAA THTaHA
(puc. 5). ns BceX M3y4EHHBIX 00pa3IloB CPEIHHUM pa3Mep 3epHa KapOOCHIHIHIA
TATaHa coctaBisgeT 5—10 MM, y kapOuaa TuTana — 2—3 MKM.

Cpenssst TOpUCTOCTh 00Pa3IoB Pa3INIHOTO cocTaBa IMpH Beimepkke B UIIC
5 muH cocraBmia 3—5 %, a 06pa3IoB TeX K& COCTABOB MpPH BBIACPXKKE 15 MUH —
MmeHee | %. CrnenoBarenbHO, YBEIUICHHE TTPOIOIKUTETFHOCTH BBIIEPIKKH TIPHUBO-
IUT K 3HAYUTEITHPHOMY CHW)XCHHIO MMOPUCTOCTH, BIUSHUS JOOABOK Ha MOPUCTOCTH
He 00HapyKeHO.

3axnouenue. DKCIIEPUMEHTAIBHO TTOKA3aHO, YTO JAO0aBICHUE HaHOpa3Mep-
HBIX IOPOIIKOB Kap61/m03 TAUTaHa U KPEMHUA BJIUACT HAa CHUHTE3 Kap6OCI/IHI/IHI/IIla
TUTaHA TPH DIIEKTPOUCKPOBOM crieKaHWU. [Ipu cuHTe3e ¢ yBeJMYeHUEeM CofepiKa-
HUsl 100aBKM HEMOHOTOHHO YBEIIMYMBACTCS JaBJICHHWE Ta30B B paboueii kamepe,
YTO TOBOPUT 00 MHTEHCU(HUKAIIUYU MPOLIECCOB Paciiaja UCXOMAHOTO KapOuma KpeM-
HUs. DTO, B CBOIO OYepe/lb, MPUBOIUT K YCKOPSHHOMY (POPMHUPOBaHHUIO KapOOCH-
TUIUAA U KapOuaa TUTaHa.

Tewm xe siBIeHHEM 00YCIOBICH HEMOHOTOHHBIN XapaKkTep U3MEHEHUs yCaaKu
P KOHCOJHU AN 00pa3noB, coaepxamniux HaHoSiC u HaHo TiC.

MHUKpPOCTPYKTYpa BCEX COCTaBOB OJIM3KA MO CTPOSHHIO, OJJHAKO COZCpKaHHE
N00aBOK 3HAYMTENNBHO BIMSET Ha ()a30BBI COCTaB 00pa3IOB, CHHUXKAsT KOJHYECTBO
Ti3S1C,, uTO OOBSICHSAETCS KaK M3MEHEHUEM UCXOJJHOTO JIEMEHTHOTO COCTaBa, TaKk
U BIUSHHEM Ha (a3z000pa3oBaHHe.

Uccnedosanus evinonnenvt npu @QuHancosoi noodoepicke Munucmepcmea
HayKu u evicuezo obpazosanus P® 6 pamxax peanuzayuu 6azo6oti ywacmu 2ocy-
oapcmeennozo 3a0anus 11.8353.2017/8.9.
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