JTOKJIAZIBI POCCHHCKOH AKAITEMHH HAYK. XHMHA, HAYKH O MATEPHAJIAX, 2021, mom 501, c. 43—48

XUMMNYECKAA TEXHOJIOTUA

YIK 621.762:621.777

CUHTE3 KEPAMUKU Ta HfC; C CYBMUKPOHHOI CTPYKTYPOI
METOAOM SJIEKTPOTEILIIIOBOI'O B3PbIBA 110/ JABJIEHUEM

© 2021 r. B. A. Illepoakos’-*, A. H. I'paaynos!, . E. Cemenuyk!, JI. 0. Kopajes!,
A. E. CprueB!, unen-xoppecnonnear PAH M. W. AjibiMOB!
MMoctymumo 11.08.2021 1.

TMocne mopa6orku 08.11.2021 .
TMpunsito k myonukanum 11.11.2021 r.

MeTonoM 3J1eKTpOTEIIOBOTO B3pbIBa MO AaBieHUEM U3 MopolukoBoii cMecu 4Ta + Hf + 5C nonyyeHa
yaeTpatyroruaskas kepamuka Ta,HfCs ¢ cyOMUKPOHHOIi CTpyKTYypoil. MccnenoBaHo BAMSIHUE LIUTENb-
HOCTU MEXaHUYECKOI akThBaluu cMecu nopoiukos 4Ta + Hf Ha cTpykTypy obpasyoliierocst npekypcopa.
IMTokaszaHo, 4TO MPU MEXaHMYECKOM aKTUBALIUM B rekcaHe B TeueHue 40—60 MUH IPOUCXOAUT aMmopdu3a-
LIUSI METAJUIOB U 3apOXIEeHNE KPUCTALIUTOB KapOUIHOi1 (ha3bl ¢ KyOUUeCcKOil CTPYKTYpOil. DTO MO3BOIUIO
B ITpoliecce JIeKTPOTEILIOBOTO B3phIBa CUHTE3UPOBATh OMHOMa3HbII TBEPIbI paCTBOP KapOUIAOB TAHTAIA
u racHUSI ¢ CYOMUKPOHHOM CTPYKTYPOIA.
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BBEJEHUWE

Kapbuner TanTana m radpHMs, oOlagaronine pe-
KOPIHO BBICOKMMHU TeMIlepaTypaMu IIJIaBJICHUS U
BBICOKOI MPOYHOCTHIO, MPENCTABISIOT UHTEPEC IS
MCIIOJIb30BaHUSI B a3pOKOCMUYECKOM, SIAEPHOM, Me-
TaJo000padaThIBaOIIEit TIPOMBILIIEHHOCTU U JP.
XapakTepHast 0COOEHHOCTb 3TUX KapObumoB — obpa-
30BaHME€ HEMpPEepbIBHOTO psiia TBEPJAbIX PACTBOPOB,
GU3NKO-MeXaHUYECKNE CBOMCTBA KOTOPHIX TIPEBOC-
XOOST XapaKTepUCTUKU MoHoKapouaoB [1]. K maH-
HOMY KJlacCy yJIbTpaTyroriaBKux KEpaMuK OTHOCST-
csl TBepAbIe pacTBOPbI Ha ocHOBe cucteMbl TaC—HfC
[2, 3]. B paboTax [3—5] ycTaHOB/IEHO, YTO MaKCUMaJIb-
Hasi TemIiepaTypa IUIaBJI€HUS TBEpAOIro pacTBopa
Ta,HfCs cocraBnsier ~3990°C. Boicokasi Tyroruias-
KOCTb, 3JIEKTPOXUMUUYECKAsi aKTUBHOCTh U CTaOWUJIb-
HOCTB TBepnoro pactBopa TaC—HfC mo3Boisior nc-
MOJIb30BATh €r0 B a9POKOCMUYECKOU TEXHUKE, IHEP-
TreTUKe U Kataimae [6, 7].

Kepamuyeckue marepuanbl Ha OCHOBE TBEPIIBIX
pacTBOPOB KapOMIOB IMOJIYyYaloT B OCHOBHOM METO-
JIOM TOPSTYETO M30CTAaTUYECKOTO IIPECCOBAHMUS
('IT) [3, 8, 10], ICKPOBBIM IJIa3MEHHBIM CITEKaH1-
em (MUIIC) [1, 2, 10], KoOMOMHHUPOBAHHBIM METOAOM
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CaMOpPaCIpPOCTPAHSIOMIETOCSI  BBICOKOTEMIIEpATyp-
Horo cunte3a (CBC) UIIC [10, 11] u 301b-Tenb Me-
ToaoM [12]. Bce 3T MeTonbl SABISIIOTCSI SHepro3arpar-
HBIMU Y TPEOYIOT CITOKHOTO 000pynoBaHus. Panee ObIT
pa3pabdoTtaH 3¢ @PEeKTUBHBIN OTHOCTAAUNHBIN METO/I
MOJIyYeHUsl YIbTpaTyrorjaBKux KkepaMuk [13], coue-
TAIOIINH K30TePMUYECKUIA CHHTE3 B PEXIMeE BJIeK-
TpoTteruioBoro B3pbiBa (OTB) u KoHcoMMAAIIMIO TO-
pSIYeTo MPOAYKTa B YCIIOBUSIX KBa3MM30CTATUYECKOTO
cxkatud. [1Ipn DTB mpomcxonnT HarpeB peakIIMOH-
HOM cMecH 3a cueT ImponyckaHus toka. IIpu noctu-
KEHUU TeMIIepaTyphbl BOCIUIaMEHEHWSI MTHULIMUPYET -
CsI AK30TEPMUYECKOE B3aMMOIEIICTBUE PEareHTOB B
oowemMe cmecu. OMHOBPEMEHHO C BOCIJIAaMEHEHUEM
cMecHu K o0pa3sly IIpUKJIagbiBaeTCs JaBJICHUE, B pe-
3yJIbTaTe KOTOPOTO IIPOMUCXOIUT KOHCOIUIALUS TO-
psaero npoaykra. Merton o6agaeT BRICOKOM 3 dek-
TUBHOCTBIO, TaK KaK MO3BOJISIET UCKIIOYUTD IIPOME-
XKYTOYHBIE CTaIuM CHUHTE3a MOHOKApOMIOB, UX
U3MEJIbYEHUSI U (PpaKIIMOHUPOBAHUS C ITOCIEIYIO-
IIM TOPSIYUM IIPECCOBAaHUEM WJIM MICKPOBBIM IJIa3-
MEHHBIM CIIEKaHVEM.

OCOOEeHHOCTBIO 3TOTO TIpoIiecca SIBIIETCS TpaK-
TUYECKU O€3bIHEPIIMOHHBI HArPEB CUHTE3UPYEMOTO
MPOIYyKTa 0 TeMIlepaTypbl, oOecleunBaloleil mo-
HOE TIpeBpalllcHIe NCXOTHBIX PEareHTOB B KOHEUHBII
MPOIYKT PAaBHOBECHOIO COCTaBa U ero 3(pGHEKTUBHYIO
KOHcoJiiaaiuo. PaHee 3TOT MeTOI UCTIOBb30BaAIM TSI
cuHTe3a IBOMHBIX Kapounos Ta,ZrCs u Hf,ZrCs [13].

Llenp paGoTHl 3aKiTI0YANIaCh B MOJYYECHUU METO-
noM DTB 1o gaBiieHreM KOHCOJIUIMPOBAHHOM YiIb-
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Puc. 1. Judpakrorpammel cmeceii 4Ta + Hf, moaydyeHHBIX IpY pyYHOM CMeIIMBaHUK M1 MA B rulaHeTapHOU MeJIbHUIIE.

TpatyroraBkoid kepamuku Ta,HfCs ¢ cyOMuKpoH-
HOM CTPYKTYypOM, BKIIIOYAIONIEH MCIIOJIb30BaHUE
KOMMEpPUECKHUX METAIJIOB IOPOIIKOB, MpeaBapu-
TEJIbHO MOABEPrHYTHIX MexaHoakTuBauuu (MA) B
TUIAHETAPHOU MEJIbHULIE.

PeakiioHHbIE CMECH TOTOBUJIA C UCITOJIb30BAHUEM
KOMMEPUYECKMX TOPOIITKOB TaHTaia (Mapka TalIM-5b,
aucrnepcHocTh <6 MkM; Poccus), radnaust (Mapka
I'dM-1, mucniepcHocts 60—80 MxM; Poccust) u caxxu
(mapka I1804-T, nucnepcHocTb <0.2 MmkM; Poccus).
CoOTHOIIIEHWE KOMIIOHEHTOB CMECU PAaCCUUTHIBAIU
WUCXOs1 U3 PEaKIIUU:

4(Ta + C) + (Hf + C) — Ta,HfCs. (1)

CMeImBaHMe TTOPOIIKOB MPOBOIWIN B IBE CTa-
muu. Ha mepsoii craguu mopomrku Ta m Hf cmemmBa-
JIY B TeKkcaHe B TeueHue 5, 20, 40 1 60 MUH B IIapOBOIA
ninaHetapHoi MenbHUILle AI'O-2 (Poccus) mipu cko-
poctu BpaueHus 2220 06. MuH~'. MaTepua Mejb-
HUYHBIX 0apabaHoB — ctanb 40X 13 (Poccust), mapoB —
cranb [IX-15 (Poccust). B kaxnplit 6apabaH o0beMOM
150 mu1 3arpyxanu 30 r cmecu 4Ta + Hf, 35 mu1 rekca-
Ha u 240 r mapos nuameTpoM 8 MM. Ha BTOpOIi cTa-
UM K TOJIyYeHHON cMeCH JO00aBJIsUIM CaxXy B COOT-
BETCTBUM C peakiiveit (1) U JOTTOJTHUTENBHO TTIepeMe-
mmBai 4 MuH. Jlaree cMech CYIIMUIM Ha BO3AyXe B
mkadpy CHOJI npu 60°C B TeueHue 2 4.

CuHTE3 KapOMIHOI KepaMUKM OCYIIIECTBIISIA Ha
yctaHoBke DTB, onucanHoil B [9]. [IpurorosieH-
HYIO IIUXTY B KojinuecTse 30 r moMelaiu B KepaMmu-
yecKyro Tipecc-popmy amamerpoMm 21 mMm. K Heit
npukianpiBasin nasieHue 100 MIla u HarpeBaiu
MPOIYCKaHUEM BJIEKTPUUECKOTO ToKa JJIsI OCy-
IIECTBJIEHUS 3K30TEPMUUYECKOTO B3auMOIEHCTBUS
peareHTOB B pexXuMe TeIIoBOoro B3phiBa. Ilocnie 3a-
BEpIIeHUs] peaklMM CUHTE3WPOBAHHBIM MPOAYKT
BbLIEPXKMBAJIU 11011 IaBJIEHEM B TeueHue 3 C.
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MuKpOCTPYKTYpY 00pa31OB U3ydaliv C TIOMOIIBIO
aBTOBMHUCCUOHHOTO CKaHUPYIOIIETO 3JEKTPOHHOTO
MUKPOCKOIIA CBEPXBBEICOKOTO pa3pelieHus Zeiss
Ultra plus (I'epmanwus). PeHTreHOoMha30BbIl aHAIU3
(PDA) npob MOpOILIKOB, OTOMpaeMbIX B TeUeHUE
IEepBOTO 3Tala CMEIIMBAHUSI, a TaKXKe CUHTE3UPO-
BaHHOI KepaMUK{ IPOBOIWIM Ha AUMpPaKTOMETpe
OPOH-3 (Poccus) Ha uznyuenuu Cuk,,. s POA
CUHTE3UPOBAHHBLIX O0pPa3lOB HCIIOJb30BAIM IIUIM-
¢u1. [TapameTpsl 371eMeHTapHOM SYSHKN KapOMITHOM
¢da3bl pacCUMTHIBAIM 1O 5 pedaekcaM, Ipoduib Ko-
TOPBIX AaIMIIPOKCUMUPOBAICA (YHKIMEHA IICEBIO-
®Doiirra.

HM3mepeHne MUKPOTBEPAOCTA IIPOBOAMIIM Ha
tBepamomepe IIMT-3 (Poccust) mo metony Bukkepca
npu Harpyske 100 r cormacio I'OCT 2999-75. ITnot-
HOCTB K€paMUKU O PEIe/ISUIM METOOOM T'MAPOCTATH -
yeckoro B3BemmBaHusg 1mo 'OCT 25281-82 Ha aHa-
JINTUYECKUX BECAX C TOYHOCTBIO 1 X 1074 T.

CopepxaHue CBSI3aHHOTO yrjiepoja Omnpenessin
METOIIOM OKWCJIMTEILHOTO TUIABJICHUS B KepaMUde-
CKOM THWTJIE B MHAYKIIMOHHOM IEYU TI0 KOJIMIECTBY
BBIJIEJIMBIIETOCST YTJEKUCIIOTO ra3a MeTo0M UHMpa-
KpacHOM amcopOIMM ¢ MCHOJIb30BaHMEM Mpubopa
CS600 pupmsr “LECO” (CILIA). ToyHOCTh aHaM3a
0.01 mac. %.

Ha puc. 1 npencraBneHbl 1TMPpPaKTOTPaMMBI CMe-
ceii 4Ta + Hf, moaydeHHBIX Ha IEpBOii CTaIUU TIpE/I-
BapUTEIbHOM MEXaHWYECKOIl aKTMBAallUM B CpaBHE-
HHMHU CO CMEChIO, MOJYYEHHON IIPpU PYYHOM CMEIIN-
BaHuu B TedyeHue 10 mMuH. Ha gudpaxrorpamme
cMecHu 0e3 aKTUBALIMOHHOI 00paboTKI HAaOII0dar0T -
ca pedaexcsl Ta m Hf, a Takke rmapunoB radpHus,
KOTOpBbIE TIPUCYTCTBYIOT B ITopoiuke Hf.

Ha mudpakTorpammax cMeceit, MoJIydeHHBIX T10-
ciie 51 20 muH MA, peduiekchl TadHUS OTCYTCTBYIOT,
a UHTEHCUBHOCTH pedekcoB Ta cylecTBeHHO CHU-
XaeTcs, 1 UX mMpuHa yBeanmumBaetrcs (puc. 1). Ta-
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Ta0muua 1. ITapameTpsl KOHcoMMIauUuM U xapaktepucTuku kepamuku Ta,HfCy

MeTton cuHTe3a HAasnenue, TeMHeop arypa, Bpems, MuH Por> % Hv,TITla Ccblika
MIla C
HIIC 32-55 2350 20 97.7 17.1 [1]
HIIC 60 1850 10 97.8 16.4 [2]
AT 105 1500 60 97.7 19 [3]
Il 50 2000 10 91 27.4 [10]
HIIC 50 2000 10 93 24 [10]
UTIC 80 1900 10 98.7 19.65 [17]
30J1b-Telb 80 1400—1500 10 98.7 19.8 [19]
cunte3 + UTIC
OTB 100 ~3000 0.05 90 14.5 Hacros1as
pab6ota

KM 00pa3oM, B KpUCTAJUIMUYECKOU opMe B cCMecHU
npucytcTBytoT dasel Ta u HfH,, a Hf nepexonur B
aMop(HOE COCTOSTHHE.

Vinupenue pediiekcos Ta u HfH, yka3biBaeT Ha
IeEKTHOCTh UX KPUCTAUINYECKON CTPYKTYphl U
YMEHBIIIeHHe pa3Mepa 00JIacTeil KOorepeHTHOIo pac-
cessHust. O4eBUAHO, YTO M3MEHEHHE CTPYKTYPHOIO
COCTOSIHUSI U (a30BOro cocTaBa CMECU METAJLIOB
IIPOMCXOAUT B pe3yJibTare Ie(opMallMOHHOIO BO3-
JIEeNCTBUS IIPU BEICOKOYHEPTETMUECKOIT 00paboTKe.

Ilpu MA 6Gonee 40 MUH TIPOMCXOIUT IIOTHAS
amMoppu3zalus KpUCTAINUECKON CTPYKTYPhI UCXOI -
HbIX MeTaioB. Pednekco Ta, Hf u HfH, ucuesator,
a BUI TU(PpPaKTOTPaMMBbl CBUIETEIBCTBYET 00 OTCYT-
CTBUU AajibHero nopsaka ctpyKrypsl Ta, Hf u HfH,.

Bwmecte ¢ Tem Ha mudpakrorpamme cmecu 4Ta + Hf
rmocite 60 MuH MA B obiactu yrioB 20 mpuMepHO
34.5°,40° n 58° HaGmonaloTcs pa3MbIThie pedJIEKCHI,
WHTEHCUBHOCTb KOTOPBIX OJIM3Ka K (POHOBBIM. YTJI0-
BOE MOJIOXKEHHUE 3TUX PedIeKCOB COOTBETCTBYET IO~
nozkeHuio pediiekcon 111, 200 n 220 TaC, yTo yKa3bI-
BaeT Ha (hopMUPOBAHUE KPUCTAJUIMYECKUX 3apOIbl-
mreit kapouaHoii asel. Heo6xonMMo OTMETUTD, YTO
Ha niepBoM 3tane MA cmecu 4Ta + Hf mpoBonnam
0e3 1obaBIeHUs CaxXU.

O6pa3oBaHue KapOuUIHOM (pa3bl HA 3TOM CTAIUU
MOXHO OOBSICHUTH B3aMMOICHCTBMEM TaHTajla M
rapHuUsT C yIaepoaoM, KOTOPBIi BBIAESIECTCS TIPU
pasnoxeHnu rekcaHa B npouecce MA [14, 15]. 3Ha-
YUTEbHAs TIOTPEITHOCTh OINpPENeICHUST YIIIOBOTO
MOJIOKEHUST pedIeKCoB TMpeKypcopa HE IMO3BOJSIET
IIOCTOBEPHO ONpPEACINTh ITapaMeTp SJIEMEHTapHOM
SYeMKY KapOuma 1 oleHUTh cooTHolneHue Ta/Hf mo
npasuily Berapna.

Oo6pa3oBaHue Kapbuaa mpu MA cMecu B rekcaHe
MOATBEPKAAETCS TaHHBIMUA XUMHWYECKOIO aHaIu3a.
ITokaszaHo, uyro mpu MA B Teuenne 60 MUH comepxka-
HUe cBsi3aHHOTO yriepona C,, nocturaet 1.6 mac. %,
YTO COOTBETCTBYeT 25% TpeBpallleHUI0 METaJlJIOB B
KapounHyio ¢da3y. TakumM oOpa3oM, MOXHO 3aKIIIO-

JOKJAIBI POCCUMCKOM AKAJTEMUU HAYK. XUMUS, HAVKU O MATEPHAJIAX

4YUTh, 4TO B pe3yiabTate 60 MuH MA cmecu 4Ta + Hf B
rekcaHe ¢opMUpYETCsSl TIPeKypcop, coaepxKaliuii
amMmopdhHYyI0 MeTauInyecKylo da3zy U KpUCTALIUTHI
KapouaHou dasbl.

O06BeMHOE BOCIUIaMEHEHUE OCYILIECTBIISIN TIPO-
MMyCKaHWeM 4epe3 oOpasell 3JEeKTPUYECKOIo TOKa.
IIponecc BKIIIOYAET cTaaguy IIPEaB3PLIBHOIO HArpeBa
U TeryioBoro B3pbiBa. CTamust TIpeaB3pbIBHOTO Ha-
rpeBa 3aBeplIaeTcsl IPU JOCTUKEHUU TEMIIEPaTyPhl
BocIulaMeHeHUs. Ha cragum TermioBoro B3pbiBa Mpo-
HUCXOIUT 3K30TEPMHUUYECKOE B3aUMOJEHCTBUE peareH-
TOB C PE3KUM POCTOM TeMIleparyphl. JIMTETEHOCTh
TEePBOI1 CTAIUN COCTABIISIET HECKOJIBKO CEKYHII, a BTO-
pOii — HECKOJIBKO JEeCITKOB MUUIMCEKYHI. AnnadaTu-
yeckasl TeMIiiepatypa ropeHust cmecu 4Ta + Hf + C,
paccuntanHas o nporpamme “THERMO” [16], co-
crasysieT okoiio 3000°C.

B T1abin. 1 mpencraBieHBI TapamMeTpbl KOHCOIWIIA-
1 1 (HU3NKO-MEXaHMYECKHNE XapaKTePUCTUKU Kap-
OUIHOM KepaMUKU, TTOIy4eHHbIE B HACTOSIIICIH paboTe
U U3BeCTHBIE B uteparype [1-3, 10, 17, 19]. OtHocH-
TeJIbHAsI IIOTHOCTh CUHTE3UPOBAHHOI KapOUIHOI Ke-
pamuku coctaBuiaa 90%, 4TO ycTymaeT KepaMuKe
Ta,HfCs, mosiydeHHOU ropssluMM H30CTATUYECKUM
TIPECCOBAHUEM U DJIEKTPOMCKPOBBIM CITIEKAHUEM.

BcnencTtBue BBICOKOI OCTaTOYHOI ITOPUCTOCTH
MUKPOTBEPAOCTb CUHTE3UPOBAHHON KepaMUKU CO-
craBisieT ~14.5 I'Tla. Beicokast TOpHUCTOCTb CUHTE31 -
POBaHHOI KepaMUKU OOYCJIOBJI€HA HEAOCTATOYHBIM
BpeMEHEM BBIIEPXKM oOOpaslia IoJ JaBJIeHUEM,
KOTOpO€ B YCJIOBUSIX DKCIIEPUMEHTA COCTaBJISIO
okoJ10 3 C.

OTMeTM, 4YTO HEOOJBIIOEC BpeMs KOHCOIMOA-
LU, cocTapistioniee mpu OTB HeCKOJIbKO CEeKYH/I 110
cpaBHeHUIo ¢ Mmetomamu I'UIT u UIIC, aBnsieTcs cy-
IIECTBEHHBIM IIPEUMYIIECTBOM. 11 yMEHbBIIEHUS
OCTAaTOYHOII TMOPUCTOCTH OOpa3loB HEOOXOAUMO
YMEHBIINUTH TEIUIOOTBOI, UTO IIPUBEIET K YBeIMde-
HUIO BPEMEHM HaXOXIECHMs MaTepuaja B IIacTHU4-
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Puc. 2. IudpakrorpaMMbl KapOUIHON KEPAMUKU, TTOJTY-
yeHHoi#t ipu DTB cmeceit 4Ta + Hf + 5C ¢ paznuuHoii
IUTATENTBHOCTBI0O MA.

HOM COCTOSIHUM U TO3BOJIUT YBEJIUUUTH BpeMsI KOH-
COJINIALINN.

P®A 006pa3iioB KOHCOIUAVPOBAHHOMN KepPaMUKU
nocine OTB mokazam, yto mpenBapureslbHasT MA
CMeCU MeTaJUIOB B TeKcaHe obecreuunsia hopMUpOBa-
HHe omHoda3zHoro marepuana. Ha Bcex mudppakro-
rpaMmax kepamuku (puc. 2), mojydeHHoi u3 MA
cMeceii, MPUCYTCTBYIOT pedJieKChl KapOuaHOI a3kl
KpUCTAJUIMYECKasl CTPYKTypa KOTOPOl OTHOCHUTCSI K
KyOM4eCKOl CMHIOHUM (IIPOCTPpaHCTBEHHAS TpyIIa
Fm—3m).

JdudpakumoHHbsle pediaekchl KapOuga cylle-
CTBEHHO YIIMPEHBI, YTO MOXKET OBITh CBSI3aHO KakK C
MaJIbIM pa3MepoM 00JIacTeii KOTepPEeHTHOIO paccesi-
HUSI, TAK U C KMCKAXEHHOCTHIO KPUCTATNYECKOM
ctpyktypsl Ta,_ Hf.C, BbI3BaHHOI pa3muyuem
aToMHbIX paguycoB Hf (0.167 am) u Ta (0.149 um).

C yBenmuueHumeM miauTeabHocTh MA ot 5 mo
60 MyuH Ha mudpakTorpaMMax OTMedaeTcs: pedekc
110 o-Fe, mosiBieHHEe KOTOPOTro CBSI3aHO C HAMOJIOM
XKene3a OT CTEHOK 60apabaHOB M MEJIONIINX IIIapOB.

dudpakTorpaMma KapOUIHON KepaMUKHU, MOIY-
YEHHOI M3 CMeCHU PYYHOTO MPUTOTOBICHUS, TIPUH-
LUAITUAJIBHO OTJIMYAeTCs OT AudpakTorpaMm Kepa-
MUK, TIOJIy4EHHBIX U3 MpeaBaputeabHo MA cMmeceit
(puc. 3). B mepBoM ciiyyae cMHTe3MpOBaHHAasI Kepa-
MUKa He sBJIsieTcsl omHoga3Hoi. OHa conepXuT da-
3BI, TApaMeTPhl KOTOPBIX OJIM3KHU K ITapaMeTpaM dJIie-
MeHTapHoOU syeiiku MoHokapommoB TaC m HfC
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Puc. 3. BausgHue crexuoMeTpuu TBEPAOTO pacTBoOpa
Ta; _ ,,Hf,C Ha mapameTp ero sneMeHTapHOIl S4elKu.
@ —skcniepyMeHTanbHble U ¥ — JIMTepaTypHbIE JaHHbIE.

(Tabi. 2). KpoMe TOoro, Haan4ue pa3MBIThIX pediaeK-
COB B YTJIOBBIX MHTEpBaIaX MEXIY Y3KUMU pedIrek-
camu TaC u HfC cBugerenbcTByeT O 4aCTUYHOM
dopMUpOBaHUM TBEPAOro pacTBOpa KapOUIOB
Ta, _ Hf.C.

ITapameTtpsl ay1eMeHTapHOM TYeiiku omHOMa3HOM
KapOMIHOIT KepaMUKM B 3aBUCMMOCTH OT BpeMeH MA
¥ JINTepaTypHBIC TaHHBIE ITPEACTAaBICHEI B TA0. 2.

IMonyueHHBIE 3HAUEHUSI TAPAMETPOB sTYeeK O3~
KM K M3BECTHBIM ITapaMeTpaM TBEpIOro pacTBopa
Ta, sHf, ,C [2, 3, 10, 18—20]. U3MeHeHUe MeTpuKHU
SJIEMEHTAPHOM SYEeUKU B PsIIy TBEPIBIX PACTBOPOB
TaC—HfC muneitHO, T.e. TOTUMHSIETCS IIpaBuily Be-
rapaa (puc. 3).

Ha ocHoBe moy4eHHBIX JaHHBIX MOXHO 3aKJTIO-
YuTh, 4TO B mpouecce DTB mpenBapurenprHoit MA
MOPOIIKOBEIX CMECEil METAJJIOB CMHTE3UPOBAaH Of-
Hoda3HBIN TBEPIBII pacTBOP KapOMOOB TaHTala U
raHUsI, COCTaB KOTOPOIO COOTBETCTBYET (hOpMYJIie
Ta,HFCs.

Pesynbratel PDA coracyrorcs ¢ JaHHBIMU MUK~
pocTpyKTypHoro aHanu3a. Ha puc. 4 nipeacrasieHa
MUKPOCTPYKTypa KapOMITHOI KepaMHWKH, MOJydeH-
Hoif mpn DTB m3 peakmmoHHOIT cMecH, TTOIBEPTHY-
Toi1 MA B Teduenue 64 muH. Pazmep yactull kapouaga
meHee 500 HM, mpruYeM OHU UMEIOT XapaKTePHYIO I
KyOM4eCKOM KPUCTAIMIECKON CTPYKTYPHI OTPaHKY.

SAKJIIOYUEHUE

Takum o6pa3om, BIIEpBbIE METOJIOM DJIEKTPOTEII-
JIOBOTO B3pbIBa IO JaBJICHUWEM W3 MOPOILIKOBOI
cmecu 4Ta + Hf + 5C monyyeHa KOHCOJIMONPOBAH-
Has yhabTpaTtyroruiaBkas kepamuka Ta,HfCs Ha oc-
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Tabomuna 2. [TapameTpsl 3J1IeMeHTapHOI sSTUeiiku KapOuaoB
Ta, _ HfC

®asa Bpems MA, Hap%MeTpI)I Cenlixa
MWH staeiiku, A
TaC 0 4.4506(2)¢ HacTos1ast
HfC 4.6323(7)¢ | ~ Paobora
Ta, _ HfC 5 4.4892(5)
20 4.4803(6)
40 4.4796(9)
60 4.4951(8)
TaC 4.4547 PDF2 #35-0801
Ta, gHf,, ,C 4.486 [2]
4.4730 [3]
4.487 [10]
4.4680 [18]
4.4854 [19]
4.49018 [20]
Ta, sHf; sC 4.5430 PDF2 #65-8216
HfC 4.6376 PDF2 #39-1491

¢ TTapaMeTpbl 2JIEMEHTAPHBIX sT4eeK (a3, OIU3KUX 110 COCTABY K
moHokapounam TaC u HfC.

HOBe OIHO(MA3HOro TBEPIOTO pacTBOpa C CyOMHUK-
POHHOI CTpYKTypoii. 11 cmHTe3a omHOMa3HOo Kap-
OMIHOI KepaMMKM HCIIOJb30BaJIM CMECh METAJLIOB
Ta n Hf nmocie npenBaputenbHoit MA B TaHeTap-
Holi MmenbpHuUlle. ITokaszaHo, 4yTo BpeMss MA cmecu
nopomkoB 4Ta + Hf cymecTBeHHO BiIMsIeT Ha CTPYK-
Typy o0pa3sylolierocs rmpekypcopa. MA mpuBOINT K
U3MEHEHHUIO CTPYKTYPHOIO COCTOSIHUSI U (pa30BOIO
COCTaBa CMECU METAJUIOB B pe3yJibTaTe AcopMalii-
OHHOTO Bo3aeicTeus. [Ipu MA B rekcaHe B TeUeHHUE
40—60 MUH IPOUCXOIUT aMopdu3aLud METAJIOB U
3apoXaAeHUEe KPUCTAUIUTOB KapOMAHOI a3kl C Ky-

Puc. 4. Mukpoctpykrypa kepamuku TagHfCs.

JOKJAIBI POCCUMCKOM AKAJTEMUU HAYK. XUMUS, HAVKU O MATEPHAJIAX

6udeckoii cTpykrypoii. MopmupoBaHHMe KapbOuaa
cBg3aHo ¢ B3auMopeiictBueM Ta u Hf ¢ yrieponowm,
oOpasylolMcs B pe3yJibTaTe pa3jioXeHUs reKcaHa.
IMpu DTB peaknmoHHOI cMecH, comepsKallleil Tpe-
KYpCop U HEOOXOIMMOE KOJMYECTBO CaxXu, GOPMHU-
pyeTcst omHOMa3HbIII TBEepAbIii pacTBOpP KapOWOIOB
TaHTaja u radHus. [lapaMmeTp a1eMeHTapHON STYEKI
KapOuma B 3aBUCHMMOCTHA OT BpeMeHU MA MeTajioB
coctaBu 4.4796(9)—4.4951(8) A u cooTBeTCTBYET Ha-
pametpy siueiiku kapouna Ta,gHf,,C. CuHre3upo-
BaHHasl KepaMHKa XapaKTepu3yeTcsi CyOMUKPOHHOI
CTPYKTYypOii, TBepaocTh Mo Bukkepcy cocrabisieT
14.5 I'Tla mpu mopucroctu 10%.

BJIIATOJAPHOCTD

Pabota BeImosiHEHA ¢ UCITOJIb30BAaHUEM 000PYIOBaHUS
LIEHTpa KOJUIEeKTUBHOTO Ttojib3oBaHuss MCMAH.

NCTOYHUK ®PNHAHCHMPOBAHHWA

PaGora BbINonHeHa npu (DUHAHCOBOU IOAAEPXKKE
Poccuiickoro ¢doHmga dyHIaMeHTaIbHBIX MCCIEI0BaHUI
(rpanT Ne 19-08-01085 A).
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SYNTHESIS OF Ta, HfC; CERAMICS WITH A SUBMICRON STRUCTURE
BY ELECTRO-THERMAL EXPLOSION UNDER PRESSURE

V. A. Shcherbakov“#, A. N. Gryadunov“, I. E. Semenchuk?, D. Y. Kovalev*,
A. E. Sychev*, and Corresponding Member of the RAS M. 1. Alymov*

4 Merzhanov Institute of Structural Macrokinetics and Materials Science of the Russian Academy of Sciences (ISMAN),
142432 Chernogolovka, Moscow Region, Russian Federation

# E-mail: viadimir@ism.ac.ru

The ultra-high-temperature ceramic (UHTC) Ta,HfC5 with a submicron structure was obtained from a pow-
der mixture of 4Ta + Hf + 5C by the method of an electro-thermal explosion (ETE) under pressure. The ef-
fect of the duration of high-energy ball milling (HEBM) of starting Ta—Hf—C powder mixtures on the struc-
ture of the formed precursor was studied. It was shown that at 40—60 min of mechanical activation in hexane,
amorphization of metals and the nucleation of crystallites of the carbide phase with a cubic structure occurs.
This made it possible to synthesize a single-phase solid solution of tantalum and hafnium carbides with a sub-

micron structure during an electro-thermal explosion.

Keywords: exothermic synthesis, electro-thermal explosion, mechanical activation, solid solution, carbide

ceramics Ta,HfCs
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