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MeTtomamMu peHTTEHOCTPYKTYPHOTO aHAJIN3a Y CKAHUPYIOIIEH 37eKTPOHHOM MUKPOCKOITUH TIPOBEICHO
HM3y4EeHHUE CTPYKTYpHO-(ha30BOM 3BOMOLIMY MOpoLIKOB B TpoitHoi# cucteme Ni—Ti—C ¢ 50 Bec.% Ni B
X0oJie MEXaHOXMMMYECKOTO CUHTEe3a B ITaHeTapHOI mapoBoii MenbHuLe AI'O-2. O6pa3zoBaHue Kapouaa
TUTaHA B IIPUCYTCTBUM HUKEJIS YCKOPSIETCS U UACT B PEXUME MEXaHUUECKM CTUMYJIMPOBAHHON peaKIInu
C MHIYKIMOHHBIM ITeproaoM MeHee 2 MuH. [TapameTp a pemeTky HuKens Bo3pactaeT 10 0.35733 um npu
YBEJIMYEHUU BPEMEHM MeXaHW4YecKoil aktuBamuu. [IpomykTaMy MeXaHOXMMMYECKOIO CHMHTe3a Iocje

4 MMH MEXaHMUYECKOI aKTHMBALIMU SBJISIOTCS KapOua TUTaHA, TBEPIblii pacTBOP TUTaHA W yIjiepoaa B
HUKeJIe U Xene30 (0KoJ1o 1 Bec.%, pe3yabraT HaMoJia) ¢ pa3MepaMu arjiomeparoB 1—30 MKM.

Karouesvie cnro6a: MexaHOXUMUYECKUIA CUHTE3, MEXaHWYECCKU CTUMYJIMPOBaHHaA p€akuusd, KOMIIO3UTHI,

HUKeJIb, KapOuI TUTaHA
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BBEAEHUE

B HayuyHoIt 1uTepaType rpobdaeMamM TUCIepCcCHO-
ro yOpO4YHEHUsI METAJIOB yAeJIeHO OOJIbIIOe BHU-
MaHue. JI1s1 KaxXaoi KOHKPETHOM 3a1a4yu B MeTasll
BBOIST ONPEACTICHHBIN TUIT AUCIIEPCHBIX 10OABOK B
BUIE MHTEPMETAIIUIOB, OKCUIOB, KApOUIOB, HU-
TpunoB u Ap. [1—10], BEIOOp KOTOPKIX ONpencnsieT-
CSl UX TePMMYECKON CTaOUIbHOCTHIO, XMMUUECKOM
YCTOMYMBOCTBIO K MATPULIEC, CMAYMBA€MOCTbBIO U T.[I.

PazBuTre a3pOKOCMUYECKON TEXHUKU, SHEPre-
TUKWA W CTPATErMYeCKM BaXKHBIX OTpacjeil Malv-
HOCTPOMUTEIIbHOM M aTOMHOM IIPOMBIIJICHHOCTA
TpeOyeT MaTepuaioB U TOKPBITUM, YCTOMYUBEIX K
BBICOKOTEMIIEPATYPHOI II0JI3y4eCTH, CIIOCOOHBIX
paboTaTh B arpeCCUBHBIX Cpeax MPU BHICOKUX Me-
XaHUYECKUX M TeTUIoBbIX Harpyskax [11]. K takum
MPUWIOXEHUSIM OTHOCSTCS, HAlpPUMED, CIIELUaIb-
HbIE KOMIIOHEHTbI ABUraTeNeii, 1eTaJIu a3poArHa-

MUYECKOI (hOpMBI, UCIIBbIThIBAIOIINE CUJBHBIN pa-
30rpeB, BO31yX03a0OPHUKHU, BIIYCKHbIE OTBEPCTHUS
KaroTa ABUIaTeNsl, CUJIOBbIX YCTAHOBOK C BBICOKO-
TeMIIepaTypHbIMU BBLIXJIOMHBIMU Ta3zaMM (Hampu-
Mep, BongHoil nap, CO, CO, u HCI) [12]. B atux
YCJIOBUSIX KJIIOUEBBIMU TPEOOBAaHUSIMMU K MaTepua-
JIaM, TIOMHUMO YCTOMYMBOCTHU K BBICOKOTEMITEPATYp-
HOI MOJI3y4yeCTH, SIBJISIIOTCS BBICOKAsl TeMIlepaTypa
TUIABJICHUSI U XMMUYECKasi YCTOMUYUMBOCTb IIPU BbI-
COKMX TeMIlepaTypax.

MeTtanioMaTpuyHble KOMITO3ULUMOHHBIE MaTe-
pUaibl HA OCHOBE HMKEJIsI 00JamaiT TpeOyeMbIMU
(pU3UKO-XUMUYECKUMU U MEXaHUYECKMMM CBOIi-
CTBaMHM, TaKMUMMU KaK OKHUCJIUTEJIbHAsl CTOMKOCTb,
BbICOKAsl YCTAJIOCTHAsI MHPOYHOCTb, TepMUYECKas
CTaOMJIBHOCTh, YCTOMUYMBOCTb K BBICOKOTEMIIEpa-
TYPHOH II0OJI3Y4€CTU, U3HOCOCTOMKOCTh, OBBIIICH-
HbIe TIPOYHOCTHBIE CBOMCTBA U T. A. BbicoKas TeM-
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neparypa ruiasieHus kapouna rutana (~3160°C), a
TakKe XOopolllas MexaHudecKasl IpOYHOCTh U KOp-
PO3MOHHAST CTOMKOCTh HUKEJSI B BEICOKOTEMIIEpa-
TypHbIX cpeaax (Boire 550°C), nenaloT UX KOMIIO-
3UTHl TEPCIEKTUBHBIMMU IS IIUPOKOIO CIIEKTpa
npuMeHeHuit [13].

I moydeHus TaKUX MaTepHUayioB MCITOIb3Y-
IOT METOIBI IIOPOIIKOBOM METaJUIypIHH, TaKhe KaK
CaMOpacIpPOCTPAHSIONINICS BBICOKOTEMIIEpATyP-
Heiit cuHTe3 (CBC) [14], ropsiyee mpeccoBaHue
[15], uckpoBoe 1iasMeHHoe crnekanue [16, 17] u
HecTallmoHapHas IiactTudeckast (pazoBast 00pabdboT-
Ka, KOTOpbi€ BKJIIOYAIOT CTaAuMM MPUTOTOBICHUS
IIMXTHI TOPOIIKOB U MX ITOCJIEAyIOlIee CIIeKaHuE.
In situ mogxonm K (G OPMUPOBAHUIO ITOPOIIKOB IHC-
MEPCHO-YIIPOUYHEHHBIX KOMIIO3UTOB B PEaKIIMOH-
HBIX COCTaBaX SIBJISICTCSI TEPCIIEKTUBHBLIM JIJIsI T10-
JIydeHUsI BBICOKOTEMIIEPATyPHBIX MaTepUajIoB IIpU
MOCHEOYyIoe X KOHCOIMOALIMUA METOOAMH ObI-
CTPOTO CIIEKaHUS U ra30TepMUYECKOTO HAIIbLJIEHUSI.
I[IprMeHeHNe TaKuX IOPOIIKOB KOMIIO3UTOB IIO-
3BOJISIET 00ECIIEUNTh PABHOMEPHOE pacIpeneacHue
VIIPOYHSIIONINX YaCTHULI, YTO HEBO3MOXKHO ITOJYYUTh
CMEIIIEHUEM METaJUIMYECKO MaTpUIBl C TOTOBOM
YIIpOUHsTIolei nodaBkoii. OmHaKo IpoLEecCc CUH-
Te€3a B MHOTOKOMIIOHEHTHBIX COCTaBaxX CJIOXEH, U
METOJ MOJy4eHUSI B 3HAUUTEIbHOI CTEIIeHU OIlpe-
JIeJISIET COCTaB CUHTE3UPYEMbIX XMMHUUECKUX COCTH -
HEHUI, CTPYKTYPY M CBOMCTBA KOMITO3UTOB.

MexaHOXUMUYECKU I MOAXO SIBJISIETCS HaMbosiee
MPOCTBIM Y SKOHOMUYHBIM i Sifi METOIOM ITOJIyYe-
HUSI TIOPOIIKOB AUCIIEPCHO-YIIPOYHEHHBIX KOMIIO-
31TOB B BRICOKOPEAKIIMOHHBIX cMecsiX. B mpomecce
MexaHndeckoii aktuBanuu (MA) BO3MOXHO TIpO-
TeKaHUE JBYX, CYIIECTBEHHO Pa3JIMYHBIX 110 CBOEH
Mpupoe, TUMOB peakiuii. Peakiimsa MoxXeT mpouc-
XOIUTD B JIOKAJBHBIX 00beMaxX MPHU KaXKIOM Coyaa-
pPeHUM, TIPUBOASI K IOCTENIEHHOMY IIpeBpallleHUIO
BemecTB. Ecay sHTAnbnms peakluyd JOCTATOYHO
BBICOKA, MOXET OBITh peajn30BaHa MEXaHNIEeCKHU
ctuMmynpoBaHHas peakuus (MCP). Peakium Ta-
KOIo THUIIa MAYT B TPU 3Talla: MHIYKIIMOHHBIN Ie-
puol, B TeUeHHE KOTOPOTO CHUCTeMa JOCTUTaeT He-
KOTOPOTO KPUTUYECKOTO COCTOSHMS; 3aXKUTaHUE U
pacnpocTpaHeHue (poHTAa peakuuu (BbIACICHUE
Terula IPUBOIUT K Pe3KOMY IOAbEMY TeMIlepaTy-
pBI); MexaHoXMMHU4Yeckoe okoHdaHue [18, 19]. He-
00XOIMMBIM YCJIOBUEM MPOTEKAHMS ITUX PEaKIIUii
SIBJISIETCSI TaKXKe BBICOKas amurabaThyecKasi TeMIIe-
parypa T,, [18, 20]. HauGosee npearnoyTUTeIbHbI-
MU I ocymecTBiieHnss MCP aBISIOTCS CUCTEMB,
B KOTOpbIX T, OOJIbLIE TEMIEpATyphbl IJIABJIEHUS
MeTala, oOpasymlero aucnepcoua. Ilmomans
KOHTAKTHOI ITOBEPXHOCTH MEXIY IIaBSIIIIMCS Me-
TaJUJIOM Y TBEPIOM COCTAB/ISIOLICH Ha HECKOJBKO
TOPSIIKOB BHIIIE, YEM TIPY B3aUMOIEHCTBUM TBEP-
IbIX BeniecTB. KpoMe Toro, B mIprCyTCTBUM KMIKOM
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(a3bl paboTa paspylieHHS TBEPOBIX KOMIIOHECHT
MpU MEXaHWYECKON aKTUBALIMM YMEHBIIIAeTCs B
COTHH pa3 [21, 22].

DkcrepuMeHTanbHOe HabmoneHune MCP mexa-
Hoxummnyeckoro cuHTe3a TiC B KBaplieBOM peak-
Tope [23, 24] mokazajao, 4YTO peakuus MPOUCXOAUT
CIIOHTAHHO, YW TIPX 3TOM pa3BUBAIOTCS BBICOKUE
temnepartypsl. Tak njs1 coctaba Ti:C = 60:40 skcrie-
PUMEHTAJIbHO M3MEPEHHAas TeMIlepaTypa TOpeHUS
coctaBuiaa 2500°C, a mis coctaBa 70:30 — 1910°C,
YTO ropa3ao BhIIIE TEMIIEPaTyphl IJIaBJIEHUs TUTA-
Ha (1670°C).

B peakuuu CBC B cmecu nopoikoB Ti u C BBe-
neHue takux MetauioB Kak Al, Fe, Cu, Ni nmo3Bo-
JISIET TIOBBICUTD TIJIOTHOCTh MaTepuaaoB U CHU3UTh
TeMIIepaTypy BOCIUIAMCHEHMSI 3a CUeT oOpa3oBa-
HUSI JIETKOILJIABKMX MHTEPMETAIIUIOB WIN KUIKOM
(basbl B 3BTEKTUYECKUX peakiusax. Hukenb xopoio
CcMadMBaeT KapOWI M CYIIIECTBEHHO ITOHMKAET TEM-
nepatypy CBC xommosura TiC/Ni, ero comepxa-
HUe He JOJIKHO npeBbiiaTh 30 Mac.%. [1pu cuHTe3e
B cMecu Ni—Ti—C okoHYaTeIbHBIMU TEPMOAMHAMU -
yecku ctabmibHeIMU (azamu gBisiiores TiC m Ni
(ax3orepmuueckas peakuus Ti + C + xNi = TiC +
+xNi + Q) [25]. OnHako ONpOMeXyTOUHbIe (ha3bl
Ni-Ti oka3bIBalOT CylLLIECTBEHHOE BIMSIHUE Ha Me-
xaHu3Mbl pa3zoobpazoBaHus B cmecu Ni—Ti—C. Tak
M3YYEHUE BO3MOXHBIX PEAKIIMil B TPOMHON cMme-
cm 20Ni-Ti—-C, mpoBeneHHOEe METOIOM CKaHUPYIO-
1el KaJopuMeTpUU MpU HarpeBe M0 TeMIlepary-
pel 1200°C [14], no3Bonger 3akmounTb, 4to Ti,Ni
n Ni,Ti obpasyrorcsa B pesynsrare TBEpAO(DA3ZHBIX
auddy3noHHbIX peakuuii Ni v Ti mpy HU3KMX TEM-
nepatypax. B unHTepBanie temmneparyp 737—900°C
Ti,Ni, Ni;Ti u NiTi oGpa3syrorcs 3a cuer 60Jjiee Bbl-
COKOIl CKOpOCTHU TBepmodasHbIX IU(GY3MOHHBIX
peakuuii mexxay Ni u Ti. Hectexuomerpuueckuii
kapoun Ti,C, obOpasyercss B pesyabTare peakLuu
yIIepoaa ¢ MHTepMeTAJNIMYeCKUMI COeAMHEHUSIMU
Ti,Ni, 8 unrepsaie 900—1000°C. C o6pazoBaHueM
xkupkux 3BTeKTUK Ni—Ti B peakumax NiTi+Ni, Ti u
Ti,Ni+Ti npu remneparypax 1090 u 1120°C aBTopbl
CBSI3BIBAIOT PaCTBOPEHUE YITIEpOIa B XXMIKOM (dase
¢ mocaenytomieil Kpuctammusauuein gactuil TiC n
oboraweHneM coenuHenus TigC, yrieponom o cre-
xuoMeTrpuueckoro cocrana TiC. CkopocTh HarpeBa
CMeCH BIMSET U Ha pa3Mep 4acTHll KapOuma, KOTo-
poiit u3MeHsieTcs otr <1 MKM 10 2—5 MKM TIpH yBe-
JIMIeHUM CKOPOCTH Harpesa ot 5 mo 80 rpam/MuH.

[Ipu MexaHOXMMHWYECKOM CUHTE3€ B MHOTOKOM-
TMIOHEHTHOM CHUCTEME BO3MOXHO OTHOBPEMEHHOE
MpOTeKaHHEe psAla XUMUUYECKMX peaklnii ¢ popMu-
poBaHHEM aMOpP(GHO-KPHUCTAJUIMIECKOTO COCTOSI-
HUg crutaBa [26]. B ycnoBusx ymapHO-CIBUTOBOIO
HarpyXeHUsl OIIpEeAesIsIomyIo poib B (popMHUpPO-
BaHUU CTPYKTYPHI UTPAIOT 3€pHOTPAHUYHBIE IIPO-
mecchl MaccoriepeHoca [27, 4], CKOpOCTh KOTOPKIX
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3aBUCHUT OT KOHIICHTPAIIMOHHOTO COOTHOIICHUS
KOMIIOHEHTOB, MX JIOKQJIbHOTO pacipeneieHus u
IUTMTETbHOCTU CMHTe3a. BrIcoKas yacTtoTra coymape-
HUM Oy#eT TakKe BIMSTh Ha (popMHUpOBaHUE U 00-
HOBJIEHME COCTaBa PEaKIIMOHHOIO 00beMa, BKIIIO-
yalollero Hekapouaooopasywomuit Metamt Ni.

HccaemoBaHnss MeXaHOXMMMYECKOTO B3aMMO-
JNEWCTBUS B JIBOMHBIX CUCTEMAax MOKa3ajlu, 4YTO
MEXaHUYEeCKU CTUMyIupoBaHHasg peakuus Ti—C
MIPOUCXONUT C WHAYKIIMOHHBIM TIEPUOIOM, IJIH-
TEIbHOCTb KOTOPOIO 3aBUCUT OT 3HEproHamps-
XeHHOCTH akTuBaropa [28—36]. Tak, B BBICOKO3-
HEPTreTUYECKOW TUTAaHETAPHOM IIAapOBOU MEJIbHUILIE
AT'O-2 MHIYKIMOHHBIN MepHron peakKuu (QOpMU-
poBanus TiC cocrtabnsieT 4 muH [37]. B cmecu Ni—C
MeXaHOXMMHUYECKHN MOXET OBITh ITOBBIIIIEHA PACTBO-
pUMOCTb yIiiepoaa B TBepaoM Hukene ot 2.7 a1.% C
npu 1319°C [38] mo 10.2 at.% [39]. [IpenBapuTennb-
HbIe UccIeqoBaHus MA cMecr HUKEIS U YIJIepoaa B
TutaHeTapHO# mapoBoii MenmbHUIIe AI'O-2 B Tex ke
pexuMax, 4To M CUHTe3 Kapouaa tutaHa [37], mo-
Ka3ajii, 4YTO HU KapOua HUKESI, HU TBEPIOBIA pac-
TBOp yIJIepona B HUKele He oOpasyoTcs. B cucreme
Ti—Ni B aTuX Xe yCIOBUSIX HUKAKME MHTEpPMETaI-
JIMYecKue coeluHeHus He obpasyrorcs. [1o naHHbIM
[40] mpomecc MeXaHOXMMHUYECKOIO B3aMMOIEH-
ctBus B cuctreMe Ni—33 ar.% Ti npoucxomur ¢ 06-
pa3oBaHUEM MHTEPMETAININYECKUX COSTMHEHUIT ITO
Mepe yBEJIMYEHUS JIUTeNbHOCTU 00padoTku: NiTi,
(15 mun MXC), NiTi (30 Mmun MXC), Ni,Ti (30 niun
60 mun MXC).

Lenpio 3Toif pabOTHI SBISETCS U3YYeHUE IIPO-
mecca CTPYKTYPHO-(a30BOil 3BOJIOLIMM B XOIe
MXC B tpoiinoii cucreme Ni—Ti—C mpu ctexmome-
TpraeckoM cootHoueHuu Ti u C B ipucyrctBum 50
Bec.% Ni.

OKCITEPUMEHTAJIBHAA YACTD

Hns cunrte3a komno3utoB Ni/TiC ucnosib3o-
panu nopoumiku Hukenasa ITHK ¢ pasamepom yactuir
~20 MM, tutana [ITOM-1 ¢ pasmMepoM dYacTuil
~45 mxMm u caxu IIM-15. CocraB cMecu ObLT BbI-
OpaH TakuM 0O0pa3oMm, YTOOBI IMPU IIOJHOM IMpe-
BpallleHnM TUTaHa W YyIjlepoma B KapOua comepxKa-
HUe Kapbuma B KoMmIio3ute cocrasisiio 50 Bec. %.
Mexanoxumudeckuii cuate3 (MXC) KOMITO3UTOB B
cMmecr TiopormkoB Ti—C—Ni mpoBoauiin B BEICOKO-
SHEPreTUYECKOM TUIAHETApHOM IIapOBOM MEIbHU-
e AI'O-2, B atMocdepe aproHa. O0beM CTajJbHOTO
(ctanp 40X13) Gapabana 150 cMm®, muameTp CTallb-
HbIX (ctasnb IX-15) mapoB 5 MM, 3arpy3ka IapoB
200 r, HaBecka oOpabareiBaemoro ob6pasua 10 r,
CKOPOCTB BpallleH!sT 6apabaHoB BOKPYT 00IIIeit ocn
~1000 06/MuH. HdIUTENHLHOCTh MEXaHUYECKONH 00-
paboTtku coctapisia oT 40 ¢ 1o 20 MuH.

PU3NKA METAJIJIOB U METAJILIOBEAEHUE

I'PUTOPBEBA u np.

CtpyKTypHO-()a30BO€ COCTOSTHHE 00Pa3IoB I10-
ciie MA n3ydaim METOIOM PEHTITeHOBCKO nudpak-
uuu Ha audpakromerpe D8 Advance (CuK, -usiny-
yeHre). Pa3oBBIl COCTaB MPOAYKTOB OIIPEISISIIN
110 JaHHBIM PEHTTEHOBCKOM AU(PaKIIUK C UCIOJIb-
30BaHMeM 0a3bl JaHHBIX MeXIyHapoOmHOIO IIeH-
Tpa audpakunoHHbix gjaHHbeXx (ICDD) PDF4. I1a-
paMeTphl 3JIeMEHTapHBIX SYEeK COCYIIECTBYIOIINX
(a3 paccuuThIBaIM C UCMHOJH30BAaHUEM IIpOrpaM-
Mol Celref [41]. KonnyecTBeHHBIH (pa3oBbIii aHAIN3
MPOBOAUIN TO pe3yJibTaTaM TMOJHOMPOMUIBHOTO
aHajm3a mo Meromy PuTBenboa ¢ MCHoib30BaHU-
eM nporpammHoro makera DIFFRACs: TOPAS
[42]. MuUKpOCTPYKTYpHbIE XapaKTEepUCTUKHU (paz-
Mep KpUCTAUINTOB L W Muxpoaedopmamum ¢€)
OLIEHUBAJIU C WCITONb30BaHKEM “Iy0nb-Doiirr”
(doubleVoigt) meTonosioruu. /st pa3neieHus BKia-
JIOB B YVIIMPEHNE ITMKOB OT L MCITOJIb30BaN (PYyHK-
muto JlopeHma, ot € — ¢yakuuio Iaycca. Cocras
C/Ti B xapbuae TUTaHA OMPENEISIIA MMOCTPOCHUEM
KOHIICHTPAIIMOHHO# KPUBOI 3aBUCMMOCTH I1apa-
meTpa pem€Tku TiC oT comepxkaHUs yriepona IIo
JINTEpaTYpHBLIM JaHHBIM [43].

Hnsa onucaHUsl KMHETUKU MeEXaHOXMMMWYECKOM
peakuMu oOpa3oBaHUS KapOuma WCIOJb30BaAIU
CTEIIeHb IIPEBpaIlleHMUsI (., BBHIPAXXEHHYIO KaK OT-
HOIIIEHWE KOJWYeCTBa OOpa3oBaBIlerocs Kapoumma
N, onpeaeasseMoro 3KCIepUMEHTaAbHO MO JaH-
HBIM KOJIMYECTBEHHOTO (Da30BOro aHaamu3a, K Teo-
peTUYeCcKr pacCuUMTaHHOMY NV

a=Ne/N

MUKpOCTPYKTYpYy U Mopdoaornyeckue xapax-
TEPUCTUKA METAJUIOMATPUIHBEIX MEXaHOKOMIIO-
3UTOB aHAJIM3UPOBAIM C IIOMOIIBIO PacTPOBOIO
aJIeKTpoHHOro Mukpockona EVO MA-15 (Zeiss,
I'epMaHus) B pexrmMe 0OpaTHO pacCesIHHBIX DJIEK-
TPOHOB. MMUKPOPEHTITEHOCIIEKTPAIbHBIA  aHa-
m3 (MPCA) mopolnkoBbIX cMmeceil IpOBOIWIN
¢ nomoinpio mpuctaBkn X-Max 80 mm? (Oxford
Instruments, BenukoOputanus). s mpoBeaeHust
BJIEKTPOHHON MuKpockonuu 1 MPCA nopomiko-
BbI€ CMECU HAHOCWJIM Ha MTPOBOASIIMIA YITIepOIHBII
CKOTY, 3aKPETUIEHHBIA HA CTaJTbHOM MOMIJIOXKE.

PE3VIJIBTATbBI U ObCYXIEHHWE

HudpakTorpaMMbl TPOMHOM CHCTEMBI
50(Ti+C)+50Ni (Bec.%) mocne MXC B TeueHuUe
pa3IMYHOTO BPEMEHM IIpeNcTaBiIeHbl Ha puc. 1.
3HaYMTEIbHOE KOJWYECTBO KapOuaa TUTaHA perv-
cTpupyeTcs yxe rnocie 2 MuH MA (puc. 1, kpuBas 2,
Taba. 1), u K 4 muH MA mpoiiecc Kapounooopaso-
BaHUS 3aBepiaercd (puc. 2). CTOUT OTMETUTD, YTO
B OOHUX U TeX ke yciaoBusx (B AI'O-2) MXC kap-
6uaa TutaHa B MaTpuie Hukens (50 Bec.%) npoxo-
ToM 125
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50(Ti+C)+50Ni, MA

. T'
& Ni
o TiC
=
o
4
5
g I
m
=
Q
§ 2
g 3
4
5
30 40 50 60 70 80

20, rpan

Puc. 1. Iudpakrorpammsl cmecu 50(Ti+C)+50Ni mociae MA B
TeueHue 40 ¢ (1), 2 (2), 4 (3), 8 (4) u 20 muH (5).
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Puc. 2. O6pazoBanue TiC B 3aBUCMMOCTU OT JJIUTEJIHHOCTH
MXC B cmecsx Ti+C (50:50 at.%) [28] (1) u Ni+Ti+C (2).

Ta6mua 1. Kpucrannorpaguueckue napaMeTpbl IpoayKToB MexaHoxuMuueckoro cuHtesa B cucteme S0(Ti+C) + 50Ni

(Bec.%)

Bpems cunTe3a ®aza Bec.% a, HM ¢, HM L, um €
Ni 64 0.35277 48+2 0.40
40 ¢ Ti 36 0.29548 0.46875 4442 0.58

TiC —

Ni 55 0.35441 152 -

2 MUH Ti 7 0.29495 0.46781 11£2 —

TiC 38 0.43261 2712 —
Ni 53 0.35525 102 0.82

4 MUH Ti — -

TiC 47 0.43255 152 -
Ni 61 0.35664 612 0.92

8 MUH Ti — —
TiC 39 0.43273 21%2 1.49
Ni 63 0.35733 612 1.12

20 MuH Ti — -
TiC 37 0.43261 2312 1.88

JIUT 3a TO XK€ BpeMsl, UTo U B ABoIHOI cucteMe Ti—C
CTEXHMOMETPUIECKOTO COoCTaBa (4 MUH).

OnHako BpeMsI MHIYKIIMOHHOTO TMeproga oopa-
30BaHMSI KapOuaa NMpu BBEACHUU HMKEIs yMEHb-
IIaeTCd W HaXOOMTCS B WHTEpBaje 3HAYCHUN
40 ¢ — 2 muH (~1 muH). IIpu 2 muH MA peakuus
MPaKTUYECKN 3aBeplIaeTcs, YTO HauboJjiee Bepo-
SITHO CBSI3aHO ¢ 0oJjiee paHHUM IIOSIBJIEHUEM XKWUI-
KOl MeTaJlInueckoit (pasbl (TeMIepaTypbl 9BTEKTUK
cucteMmbl Ni—Ti cyllleCTBEHHO HUXE TeMIIepaTyphl
IUTaBJIeHMS TUTaHa). KoandecTBo TMTaHA CHIDKAET-
cs1 ot 40 no 7 Bec. %.

OU3NKA METAJIJIOB 1 METAJIJTOBEJEHUE
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B untepBane 2—4 muH MA ckopocTb 00pa3oBa-
HUS KapOuaa CHUKaeTcs, a B uHTepBayie 4—20 MuH
MA KOJIM4YeCcTBO peHTreHorpapuuecku perucTpu-
pyeMoro Kapouaa yMeHbIIAeTCsI, YTO MOXET ObITh
CBSI3aHO C MPOIeccaMU BTOPUYHOTO CTPYKTYpPOOO-
pa3oBaHMUsA — C U3MEIbUYCHUEM WIM PaCTBOPEHUEM
KapOujga B maTpulle HUKedass. MaJlOMHTEHCUBHBIE
pa3MBITBIe pedIeKChl KapOuma TuTaHa, cpopMupo-
BaBILIETOCS B MaTpUIle HUKENIS, CBUAETEIbCTBYIOT O
BBICOKOI TUCTIEPCHOCTU U Ne(heKTHOCTU KPUCTaI-
JutoB TiC ¢ BBICOKMM YpOBHEM MHUKpoaedopMma-
it 1 gedekTHocTu mo yriepony (tadna. 1). Ilo
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(a) (6) (®)
DemMeHT Bec . % Bec . % Bec.%
CK 61.08 14.58 7.15
TiK 30.24 41.19 39.54
FeK - 0.31 1.15
NiK 8.68 43.92 52.16
Uroro 100 100 100

Puc. 3. COM-uzobpaxkenus u pesynsratel MPCA dactui cme-
cu 50(Ti+C) + SO0Ni (Bec.%) mocine MA B TeueHue: (a) 40 c,
(6) 2 MuH u (B) 4 MUH.

PU3NKA METAJIJIOB U METAJILIOBEAEHUE

I'PUTOPBEBA u np.

IAHHBIM PEHTITCHOCTPYKTYPHOIO aHajInW3a pasMep
KPUCTAJIIUTOB Kapbuaa B uHTepBaiie 2—20 mun MA
Bapbupyercst oT L=15 mo 27 um (tabmn. 1). MameHe-
HUeE IMapaMeTpa pelleTKu Kapouaa TuTaHa COOTBET-
cTByIOT U3MeHeHuto otHomenus C/Ti or 0.78 mo
0.83: TiC, ;5_.4s-

VBenunuenne BpemeHu MXC oT 4 1o 20 MUH He
MPUBOIUT K M3MEHEHMSIM Au¢paKTorpaMm, HO Ha-
Oomogaercs ymmpenue ux pediaekcon (puc. 1, Kpu-
BbIe 3—J5), YTO CBUIETEILCTBYET O COXpaHEHUHU (pa-
30BOr0 COCTaBa, a TakKxke O AUCIEPIMPOBaHUMU U
MOBHIIIEHNN Te(PEKTHOCTH CTPYKTYPHI C BHICOKMM
ypoBHEeM MuKpoaedopmarmuii (Tadi. 1).

Heobxonumo otMeTuTh, uTo npu MXC ¢ yBenu-
yeHreM BpeMeH MA ot 40 ¢ mo 20 MuH mapaMmeTp
a pemieTku HuKens pactet oT 0.35277 no 0.35733 um
(Tabxa. 1), 4YTO CBUAETENLCTBYET O PACTBOPEHUU TH-
TaHa ¥ ymepona (1, BO3MOXHO, KapOuia TUTaHA) B
HUKeJle. YpoBeHb MUKpoaedopMalnii € TAKXKE yBe-
nuruuBaetcs oT 0.4 % mocie 40 ¢ MA no 1.12 % 1io-
cie 20 MmuH MA, 4yTo 00OyCJI0OBIIEHO BO3pacTaHUEM
Ie(EeKTHOCTUA CTPYKTYPHI HUKES TIPH YBEINICHUN
BpeMeHn MA u dopMupoBaHueM amMOp(pHO-KpU-
CTaJUIMYECKOTO CTPOEHMSI TIpM pa3Mepe KpHucTall-
JIUTOB ~6 HM. Y oGpa3oBaBlerocst Kapouaa TuTaHa
YPOBeHb € BbIcokuii: 1.5 1 1.9 % npu 8 u 20 Mun MA
COOTBETCTBEHHO.

OOpa3oBaHne TPOMEXYTOUYHBIX MHTEpPMETAI-
JINIOB peHTreHorpad®uIecKn He PEerucTpUpyeTcs.
ITocme 20 mua MXC ¢da30BbIif cOCTaB KOMITIO3UTa
BKJIIOUAeT TBepAbIii pacTBOp Ha OCHOBE HUKENIS U
KapOua TUTaHa.

IMopomrok, nomyyeHHsbIi ipyu MXC B TeueHune 40 c,
BCE elle SIBISICTCS CMEChI0 MCXOMHBIX KOMITOHEHTOB,
HO B HEM yzke (DOPMUPYIOTCSI KOMIIO3UIIMOHHEBIE arjio-
Meparthl, coaepxauire Bce KomroHeHTol cMecu (Ti, C,
Ni), uro noaTBepxkaaeTcsa naHHbIMI MPCA (puc. 3a).
OnHako XUMUYECKUI COCTaB YaCTUL] HE OMHOPOMIHBIIMA.
KpymHbie armomepatsl pa3Mepom 10 ~45—100 MKM 1
TUTACTUHYATON (DOPMOI MMEIOT BBICOKOE comepxKa-
HHE yIiepona, ¢ mepeMeHHBIM ComepsKaHMeM TUTaHa
18—32 Bec. % u Hukens 8—34 Bec.%. MOXHO IpenIio-
JIOXKUTh, YTO 00pa30BaHUE TAKUX arIOMEPATOB TPeN-
IIeCTByeT (pOPMUPOBAHUIO JIETKOILIABKOM 9BTEKTUKI
Ni—Ti 1 ToSIBIEHUIO KUIKOM (hasbl.

Heob6xonumo y4yuThIBaTh, YTO CONEPKAHUE YTIIe-
pona, s3adukcupoBanHoe MPCA, MoxeT OBITh
3aBBIIIIEHHBIM, TaK KakK IIpM HPOBEICHUU HCCIIE-
MOBAHMS IJIS1 3aKPEIVICHUST YacTHUIl MOPOIIKa HC-
MOJIB30BAJIN YIJICPOIHBINA CKOTY.

ArmnomepaTtsl B cMeCH, IMMOJIy4eHHOM mociie 2 MUH
MXC, umeror ¢popMy, 6ojee OJIM3KYIO K paBHOOC-
Hoii, yeM yactulisl nociie 40 ¢ MXC (puc. 30). Paz-
MEpHI arlioMepaToB COCTaBIIIOT ~15—50 MKM, a nx
XUMHMYECKU cocTaB BbIpaBHUBaeTcsa. Comepxa-
HUE HUKEIS M TUTaHa B YacTUIIaX MEHsEeTCS B 00-
Jlee y3KMX MHTepBasiax 3HadeHuil 39—44 Bec.% u
ToM 125
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31—41 Bec.% COOTBETCTBEHHO. YBEIMUECHUE BpeMe-
Hu MXC ot 40 ¢ 10 2 MUH compoBoxaaeTcs: Gpop-
mupoBaHueM ¢asbl TiC ¢ BBICOKOI TBEPIOCTHIO,
YTO IIPUBOAUT K 00pa30BaHUIO IIPOAYKTOB HAMOJIa,
colepXallux XKejnae30, MIPUCYTCTBUE KOTOPBIX IOMI-
TBepxkaeHo pesyiasraTamu MPCA. Ilocne 2 muH
MXC conepxXaHne HUKeJISI M TUTaHA B KOMITO3UII-
OHHBIX YaCTUIIAX CTAHOBUTCS OJIM3KUM K MCXOTHO-
MY COCTaBYy CMECH.

IIpu 4 muar MXC, cortacHo gaHHBEIM P®A, B
KOMIIO3UTE MPUCYTCTBYIOT TOJbKO KapOuI TUTaHA U
TBEPIBI pacTBOP Ha OCHOBE HUKeS. YacTUIIbI TO-
pOIIIKa MMEIOT OMHOPONHBIN cocTaB. OTKIIOHEHME
OT CPEOHEro 3HAaYeHMs ComepKaHUs TUTaHA B ya-
cTuax He npeBbiaeT 1 Bec.%, a Hukens 3.5 Bec.%.
OmHako pa3Mep YacTUIl M3MEHSIETCS B IIMPOKOM
nnamaszoHe 1—30 MkMm (puc. 3B), 9TO CBSI3aHO C U3-
MeJIbdeHUEM 00pa30BaBIIMXCSd KOMIIO3UTOB. Ilo
gaHHeiM MPCA, nocne 4 mun MXC coaepxaHue
Xene3a cocraBiseT ~1.15 Bec.% B pe3yiabraTte HaMo-
JIa CO CTeHOK 0apabaHOB U C TTOBEPXHOCTU I1apOB.

ITocne 8 Mmun MXC mnpouecc XpyIlkoro pas-
pyIIEHWSI TPUBOOUT K (HOPMUPOBAHHUIO YACTHII
OCKOJIOUHO# (opMEI ¢ Oojiee Y3KUM AUAINla30HOM
pa3mepoB 2—18 Mkm (puc. 4). ArtoMeparsl, IoJy-
yeHHbIe TIpu 8 MuH MXC, MMEIOT OUCIEepPCHO-Y-
MPOYHEHHYIO CTPYKTYPY C MaTpUlieil TBEPIOTO pac-
TBOpa Ha OCHOBE HUKEJISI M Pa3MepOM JIMUCIIEPCHBIX
yacTuIl Kapouma TutaHa B auama3oHe 200—700 HM
(puc. 46). ComepkaHnue Kejae3a IIOBBIIIACTCS OO
11.04%3.16 Bec.%. KpoMe TOro, B CMeCH IPUCYT-
CTBYeT XpoM (pe3yIbTaT HaMoJjla CO CTEHOK Oapa-
0aHOB M C TTIOBEPXHOCTHU IIapoB). TakuM obOpa3oM,
yBeJInyeHue TpogoskutenrbHocty MXC compo-
BoX/aeTcss obpa3soBaHWEM OOJIBIIETO KOJUYECTBA
tBepnoii as3el TiC B KoMmo3uTax u, KakK CJIEICTBUE,
yBeJIWYEHNEM KOJIMYECTBa HaMOoJIa.

3AKJIIOYEHHUE

Hzyuenue cTpyKTypHO-()a30BOil 3BOJIOLUU B
X0Je MEXaHOXMMUYECKOIO0 CMHTE3a B TPOMHOM CU-
creme Ni—Ti—C npu cTexnoMeTpruIecKOM COOTHO-
mwenun Ti u C B npucyrctBum 50 Bec.% Ni moka-
3aJl0, YTO CMHTE3 KapOuaa TUTaHa B MPUCYTCTBUU
HUKENISI UOST B pPEXMME MEXaHOCTHMYJIMPOBAH-
HOI peaklMy ¢ MEHBIINM MHAYKIIMOHHBIM II€pHO-
oM (MeHee 2 MUH), 4eM B nBoliHO# cucteMe Ti—C
(~4 MuH), U 3aBepiuaeTcd rocie 4 MUH obOpazo-
BaHMEM KOMIIO3UTa TBEPOOIO pacTBOpa Ha OCHO-
Be HUKens (ay; = 0.35525 HM) m kapbuga TuTaHa
TiCO.78—0.83'

YckopeHMIo peakliiu cnocoOCcTByeT obpa3oBa-
HUe KpymHBIX (~45—100 MKM) KOMIIO3MIIMOHHBIX
aroMmeparoB yxke nociie 40 ¢ MXC u jerkoriaBkoi
aBTeKTUKU Ni—Ti ¢ nosiBaeHrMeM XUAKOH (das3bl U

OU3NKA METAJIJIOB 1 METAJIJTOBEJEHUE
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(a)

%

] Cnekrp 1 ‘?}‘
-

-
DnekTpoHHOe n306pakenue 1

(6)

R
DnekrpoHHOe n3obpaxenue 1

(a) (0)
SIEMEHT CneiKTp Cn;KTp CneiKTp Cn;KTp
Bec.% Bec.% Bec.% Bec.%
CK 20.43 18.21 14.40 13.24
Ti K 30.02 32.38 34.58 34.22
CrK 0.73 0.54 0.50 1.22
Fe K 12.81 7.75 9.40 14.20
Ni K 36.01 41.12 41.12 37.12
Htoro 100 100 100 100

Puc. 4. COM-u3obpaxenus u pe3yiasratbl MPCA noBepxHocTu
(a) 1 monepeuHoro ceueHus (0) yactuil cMecu S0(Ti+C) + S0Ni
(Bec.%) mocne MA B TeueHue 8 MUH.

TBEPIOIO pacTBOpa Ha OCHOBE HUKeNsA. B mporec-
ce cuHTe3a (10 2 MuH MA) oOpa3yloTcsl KOMIO3M-
UOHHEIE aIJIoMepaTsl ¢ pasMepamMu 15—45 MkM, a
K 4 MmuH MA mipeo6anaioT mpoiecchl OCTATOYHOTO
pearupoBaHUsl ¢ BbIpaBHUBAeM XMMMUYECKOTO CO-
CcTaBa B YaCTHULAX U U3MEJIbUYCHUSI C 0Opa3oBaHU-
€M KOMITO3UTOB B IIMPOKOM IHAIla30HE pa3MepoOB
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1—30 mxM. K 3TOMY BpeMeHM OTKIIOHEHHUE OT Cpe/l-
HETo 3Ha4YeHMsI colepKaHUsI TUTaHa B YacTUIIAX He
npesbiinaer 1 Bec.%, a Hukens — 3.5 Bec.%. Kom-
MO3UIIMOHHBIE YACTUIIEI MMEIOT HAHOKPHCTAJLINYE -
CKO€ CTPOEHHUE C pa3MepOM KPHUCTALIUTOB TBEPIO-
ro pacTBopa Ha ocHoBe HuKens 10+2 HM 1 Kapouaa
TUTaHa 152 HM.

B untepBane 8—20 MMH NpOXOAAT MPOLIECCHI
BTOPMYHOIO CTPYKTYpoOOpa3oBaHUsI, CBSI3aHHbIE
MPEUMYIIECTBEHHO C M3MEJIBYCHUEM W IallbHEe-
el (pparMeHTanye CTpykTypbl Kommno3urta. ®op-
MUpPYeTCsl TEPEeCHIICHHBIII TBEPOBIM pacTBOpP Ha
OCHOBe HUKeNns (ITapaMeTp pelleTKH @ KOTOPOTro
pacret ot 0.35525 mo 0.35733 um) ¢ amopdHO-KpHU-
CTAJUTMYECKUM CTPOEHUEM. YPOBEHb MUKpPOaedOp-
Maumii B Hukesne yseanuuBaercd ot 0.4 mo 1.12%,
a pa3Mepbl KPUCTA/UIMTOB YMEHBIAIOTCI 10 6 HM.
PasMep yacTuil KOMITO3UTa ¢ OCKOJIOYHO (hopMOit
BapbUpyeTCs B y3KOM AuarnaszoHe 2—18 MKM, a pa3-
Mep yactull kapouna gocturaet 200—700 Hwm.

Cormacino pgaanHeiIM MPCA, dopmupoBanme
KapOuga TUTaHa IPUBOIMT K ITOSIBJICHWIO HaMoJjia
xenesa yxe nociie 2 MuH MA (0.3 Bec.%), Konde-
CTBO KOTOPOTO YBEJIMUMBAETCS C JJIMTEIBHOCTHIO
o6paborku 10 11.04+3.16 Bec.% nipu 8 Mux MA.

Jns mocnenyolneil KOHCOMUAAIMKA TOPOIIKOB
KOMIIO3UTOB U MOJYYEHMS KapOCTOMKUX MaTepu-
aJIOB Y TOKPBITUII MOTYT OBITh MCITOJIb30BaHEI Me-
XaHOAKTUBUPOBaHHBIE cMecHu mocie 40 ¢ MA mis
TEXHOJIOTUM PEaKIIMOHHOIO CIIEKAHWS M CUHTE3U-
pOBaHHBIE KOMITO3UTHI ITocje 4 MuH MA njist cieka-
HUS WX Ta30TepMHUIEeCKOro HanbuieHnsI. OOpasiibl
¢ OoJiee MIUTEIBHBIMU BpeMeHamMu MA comepxkaT
3HAUYMTENIbHOE KojumuecTBO Hamoa Fe u Cr.

Pabora BeIOJIHEHA B paMKaX TOCyJapCTBEHHOTO
zagmanus UXTTM CO PAH (Ne 121032500062-4).

ABTOpPHI TaHHOI PabOTHI 3asBIISIOT, UTO Y HUX
HeT KOH(MJINKTAa UHTEPECOB.
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STRUCTURAL-PHASE EVOLUTION DURING IN SITU
MECHANOCHEMICAL SYNTHESIS OF TITANIUM CARBIDE
IN A NICKEL MATRIX

T. F. Grigoreva®:*, D.V. Dudina'2, T. M. Vidyuk"3, S. A. Kovaleva‘, A. V. Ukhina!,
E. T. Devyatkina', S.V. Vosmerikov', and N. Z. Lyakhov'

!Institute of Solid State Chemistry and Mechanochemistry, Siberian Branch of the Russian Academy of Sciences,
Novosibirsk, 630090 Russia

?Lavrentyev Institute of Hydrodynamics, Siberian Branch of the Russian Academy of Sciences, Novosibirsk, 630090 Russia

IKhristianovich Institute of Theoretical and Applied Mechanics,
Siberian Branch of the Russian Academy of Sciences, Novosibirsk, 630090 Russia

“The Joint Institute of Mechanical Engineering of the National Academy of Sciences of Belarus,
Minsk, 220072 Republic of Belarus

*e-mail: grig@solid.nsc.ru

The structural and phase evolution of powders in a Ni—Ti—C ternary system with 50 wt % Ni during mech-
anochemical synthesis in an AGO-2 planetary ball mill was studied using X-ray diffraction analysis and
scanning electron microscopy. The formation of titanium carbide in the presence of nickel was found to
be accelerated, and proceeds in a mechanically stimulated reaction mode with an induction period of less
than two minutes. The value of the nickel lattice parameter was observed to increase up to 0.35733 nm
with increasing mechanical activation time. The products of mechanochemical synthesis, subjected to four
minutes of mechanical activation, are titanium carbide, a solid solution of titanium and carbon in nickel,
and iron (approximately 1 wt %, resulting from milling) with agglomerate sizes of 1—30 um.

Keywords: mechanochemical synthesis, mechanically stimulated reaction, composites, nickel, titanium car-
bide
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