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XUMHNYECKAA TEXHOJIOT'A
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PK30TEPMUYECKU CUHTE3 U KOHCOJUJALIA OTHOPAZHOI'O
YIBTPATYI'OIIIABKOT'O KOMITO3UTA Ta,ZrCs

B.A.Illepoakos*, A. H. Ipsaynos, C. I'. BagueHko, unen-koppecnonnent PAH M. U. AnbiMoB

IMoctynuno 08.05.2019 .

B pabore npeacTaBiaeHbl pe3yabTaThl 9KCTIEPUMEHTATBLHBIX UCCETOBAHWI BO3MOKHOCTH ITOTYYEHUS YabTpa-
TYTOTUTaBKMX KOMITO3UTOB Ta,ZrCs ¢ TOMOIIIBIO OMHOCTAAUITHOTO MeToaa. MeTo OCHOBAH Ha MCTIOJIb30BaHUHT
3K30TePMMUECKOT0 CUHTE3a TYTOIJIaBKUX COCTMHEHUIT METOIOM 3JIeKTpoTepMuueckoro B3pbiBa (3TB) u nx
KOHCOJIMJIAIIMM B YCJIIOBUSX KBa3MU30CTATUUECKOTO cxXaThsl. M3ydeHo BIMsIHUE MEXaHMYECKON aKTUBAIlUKU
peaKIIMOHHON cMecH MOPOIIKOB TaHTaJla, IUPKOHMS U yriiepoaa Ha hopMupoBaHue (pa3oBOro cocraBa Kepa-
Mudeckoro kommnosura Ta,ZrCs. OnpeneneHsl yCIOBUS MOTy4eHHs] 04HO(DA3HBIX YIBTPATYTOIIABKMX KOMITO-
3uTOB. ITOJIyd4eHBI KOMITO3UTHI CO CPETHUM pa3MepOM 4acTUIl | —2 MKM M OCTaTOYHOI MopucTocThio 8—10%.

Knrouesvie crosa: 5K30TepMUYECKHUI CUHTE3, 3JIEKTPOTEII0BOM B3phiB (DTB), KoHCcoMMaalus, yasrpaTyroias-
kuit komnosurt, Ta,ZrCs.

DOI: https://doi.org/10.31857/S0869-56524882153-156

CoBpeMeHHOE pa3BUTHE aBUAIIMOHHO-KOCMMYECKOM
TEXHUKU, aTOMHOI 3HEPreTUKU, METaJLTypruu, MeTa -
JI00OPabOTKM TpedyeT co3qaHusI MaTepuaioB, obJiaga-
IOIINX PEKOPIHO BHICOKMMU TeMIIEpaTypaMu ILJIaBJie-
HUSI, BBICOKUMU MPOYHOCTHBIMM XapaKTePUCTUKAMM,
00J1a7a101I1X OOJIBILIMM PECYPCOM PAOOTHI TTPU BHICOKOM
TeMIepaType B arpeCCMBHOI Cpejie B YCIOBHUSIX 3PO3U-
OHHOTrO u3HOca. M3BeCcTHO, 4TO KapOuAbl METAJLJIOB
IV—VI rpynn Ilepuognyeckoit CUCTEMBI SIBISIIOTCS
OYEHb TYTOIUIABKUMU U CIIOCOOHBI 00pa30BLIBATh OeC-
KOHEUHBII psII TBEPIALIX PACTBOPOB. DTU COCANHEHMS
10 CBOMM CBOICTBaM ITPEBOCXOISIT UCXOIHbBIE KAPOUIbI.
B 1930 1. Agte u Alterthum [1], uccienys cBoiicTBa
cioxHoro kapouna Ta,ZrCs, 0OHapy XKW, 4TO €To
TeMrnepaTypa riasieHust coctasisieT 3930 °C. PaGoThbl
AnnpueBckoro u Iycesa [2, 3] moaTBepaAnIA 3TO.

KomI1o3uthl Ha OCHOBE TBEPbIX PACTBOPOB KapOu-
JIOB TaHTaja U LIMPKOHUS MOJy4yaroT B OCHOBHOM Me-
TOJAaMU TIEYHOTO CUHTE3a, rOpsSYero MpPeCcCOBaHUSI,
BJIEKTPOMCKPOBOTO CIIEKAHUS TTOPOIIKOB UCXOIHBIX
KapOuI0B, MOJYUYeHHbBIX pa3IMYHbIMU MeTogaMu. Bece
3T METOBI SBJISIIOTCSI 9HEPro3aTpaTHBIMU, TPeOyIo-
IIMMHU 3HAYUTEILHOIO BPEMEHU U CPEJCTB Ha UX OCY-
mecTBiaeHue. I1oaTomy pa3paboTka HOBBIX METOAOB
CHUHTE3a SIBJIIeTCS] aKTyaJlbHOU 3a1auei.

E. CumoHeHKo ¢ coaBTopamu [4] pa3padoTaia 30J1b-
reJIb-MEeTO/I TIOJTYICHNST HAHOKPUCTAINTMIECKUX TYTO-
TIJTaBKUX KapOMIOB M CUHTe3MpoBaia Mopowku Ta,ZrCs
n Ta,HfCy, xoTopble 3aTeM crieKain 3J1eKTPOMCKPOBBIM
MeTomoM. Mcronbp3oBanre HAaHOKPUCTATNISCKHX TT0-

Hnemumym cmpykmypHOi MaKpoKuHemuku u npooiem
mamepuanosedenus um. A.I. Mepxucanosa Poccuiickoii
Axademuu nayx, Yeproeonosexa Mockosckoii 06..

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

POILIKOB TMTO3BOJIMUJIO CHU3UTh TEMIIEpaTypy CIieKaHUsI
10 1700 °C u 00ecnieunTh BEICOKYIO IIPOYHOCTD YIBTpa-
TYTOIUIaBKMX KOMMO3UTOB. Heo0XomuMocCTh TiTy0oKoro
BaKyyma (10’6 MIlIa), noporux MeTaJIo0praHM4IeCcKuxX
KOMIIOHEHTOB, 0OJIbIIasl IJIUTEILHOCTD BCEro IIpolecca
MoKa AejatoT 3TOT METO/1 TOJIbKO J1a00paTOPHbBIM.

E. JIeBamos ¢ coaBropamu [5—7] noiyuui ogHodas-
Hblil KoMnio3ut Ta,ZrCs ¢ nprMeHeHHeM MeToja ca-
MOPACIIPOCTPAHSIONIETOCs] BBICOKOTEMIIEPATYPHOTO
cunre3a (CBC), rae ucrnonb3oBagach MeXaHUUECKHU
aKTUBUPOBAHHAsSl B TeUEHHUE 5 MUH CMECh MOPOIIKOB
Ta—Zr—C. I1ocne n3Menb4eHUs MOJTYYeHHOTO ITPOAYKTA
CBC yaprpaTyroruiaBKue KOMITO3UThI TOTYYald METO-
JaMU TOPSTYETO MPECCOBAHUS U DIIEKTPOUCKPOBOTO
criekanus. HemocratkamMu 3Toro MeTona siBasieTCss MHO-
rOCTaIMMHOCTD Tpoliecca, HU3Kasi TPOU3BOJUTEb-
HOCTb, BBICOKHE 3aTpaThl BJICKTPOIHEPTUU U HEN30eXK-
HOE BCJICACTBUE MPUMEHEHUSI HECKOJIbKUX CTaaUui
pa3Moia nojrydeHHoro npoaykra CBC 3arpsisHeHue
M0Jly4aeMoOro KOMITO3UTa.

B MCMAH paspabotaH 3¢(peKTUBHbIN METO, O-
JIydeHUs1 yIBTPATYTOMIaBKUX KOMITO3UTOB, COYETAIOIINI
AK30TEPMUUYECKUI CUHTE3 B pEXKUME 2JIEKTPOTEIIJIOBOTO
B3pbiBa (DTB) 1 KoHCOMMOALIMIO TOPSIYEro MPOIYyKTa B
YCJIOBMSIX KBa3MM30CTaTUUECKOTO cxXaTusl. BriepBbie B
OJIHY CTAJUIO MOJTYYEH YJIbTPATYrOMJIABKUIl KOMITIO3UT
Ta,ZrCs. [lpuMeHeHHe 3TOro MeToda MO3BOJIMIO
WCKIIIOUMNTH IJTUTEIbHBIC (MHOTOYACOBBIC) TTPOMEXY-
TOYHBIC CTAJINU CUHTE3a U U3METbUYCHUS TYTOIIaBKUX
COEIMHEHU, TPU KOTOPbIX MOJTYYEHHBII NPOAYKT 3a-
IPSI3HSIETCS MAaTEPUATIOM MEIbHULIBI K METIOIIUX TEJ.

HGHB]O pa6OTH ABJIACTCA UCCIICA0BAHNE BO3MOXK-

HOCTH TOJIy4eHUS OHO(DA3ZHOTO YJIBTPATYTrOIJIaBKOIO
xommnosuTa Ta,ZrCs 0oTHOCTaAMIHBIM METOJOM, COYe-
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Puc. 1. ludpakrorpaMMbl cMecu TTOpOIIKOB Ta u Zr, rojiydeHHbIe TTpYU MeXxaHu4eckoit aktuauuu B TeueHue 0 (7), 10 (2),

20 (3), 30 (4) muH.

tatoiuM OTB rereporeHHO# cMecH OPOIIKOB TaHTaJIa,
LIMPKOHMS U CaXK1, a TAKXKe KOHCOJTUAAIINIO CUHTE3U -
POBAHHOTO MPOAYKTA B YCIOBUSX KBA3UNU30CTATUIECKOTO
cXKaTusl.

DK30TEPMHUYECKYIO PEAKLIVIO CUHTE3a YJIBTPaTyro-
IUIABKOT'O KOMITO3MTA IIPOBOIVIIM 11O CXEME

4(Ta+ C) + (Zr + C) => Ta, ZrCs. (1)

PeakiimoHnHble cMecH TOTOBUJIM U3 TTOPOIIKOB TaH-
tana (Mmapku TallM), uupkonust (mapku ITLpK-1) u
yrinepona (mapku I1804-T) nByms cnocobamu. B mepBom
MOPOIIKY CMEIIVBAJIH B IIAPOBOI MEBLHULIE TUTIA «TThsI-
Hast 60uKa» 00BEMOM 2 J1, 2 BO BTOPOM — B TJIaHETAPHOM
aktuBaTope AI'O-2C nipu yckopenuu 90g.

MexaHN4YeCcKyo aKTUBALIMIO TTOPOIIKOB MPOBOAWIN
B IBe cTanuu. Ha repBoit mpon3BOIUIN aKTHBUPOBaH-
HOE CMellleHHe MOPOIIKOB TaHTala U LIUPKOHUS B Te-
yeHue 30 muH. Ha BTOpOI#i K moJlydeHHOI CMeCU aKTU-
BUPOBAHHBIX METANTMYECKUX TTOPOIITKOB TOOABIISIIN
CaXy ¥ CMEIIUBAIU B TeueHue 4 MyUH. Y3 MpUroToBIeH-
HOM cMecH mpeccoBaly HWIMHApUYECKre 00pasiibl
BbICOTOM /7 = 12 MM U 1uamMeTpoM d = 15 MM 10 OTHO-
cuTenbHOM TIoTHOCTH 0,6. Mccaemyemblii obpaselr 1mo-
MeIllajan B peakIIMOHHYIO IIpecc-(opmy. JlabopaTopHas
yCTaHOBKA JJISI CUHTE3a KOMIO3UTOB MeTonoM DTB mox
JaBJeHreM MoapoOHo onucaHa B [8]. B akcnepumeHTax
HnccaeayeMblii o0pasel cxxuManu gapienueM 100 MITa
B Ipecc-(opMe U HarpeBaau IKOYJIeBbIM TEIJIOM 10
OCYILECTBJIEHUS 3K30TEPMUUECKOTO B3aUMOJAEHCTBUS
peareHTOB B pexKMMe TeTUIOBOTO B3pPHIBA.

MUKpOCTPYKTYPY KOMITO3UTOB U3yYaslk Ha HuTUdax
CUHTE3MPOBAHHBIX 00PA3IIOB C ITOMOIIBIO aBTOSMHMCCH -
OHHOI'O CKaHUPYIOIIETO 2JIEKTPOHHOIO MUKPOCKOTa
CBepXBBICOKOTO pasperenus Zeiss Ultra plus. @a3oBblit
coctaB CBC-KOMIT03UTOB M3y4YeH ¢ ITOMOILIbBIO Au(paK-

tomerpa JPOH-3 (CuK, -u31yueHune) ¢ UCIIOIb30Ba-
HUEM KoMmmbioTepHOoIt rmporpammbl Crystallographica
Search Match u 6a3bl [u(paKIMOHHBIX JaHHBIX Power
Diffraction File (PDF-2, ICDD, USA, Release 2011).

Ha puc. 1 npeacraBneHsl nudpakTorpaMMbl CMeCH
ITOPOIITKOB TaHTaja M MUPKOHUS, TTOTYIEeHHBIC TTPU
MeXaHNJYeCKOM aKTUBAIINN.

BunHo, uyTo Ha audpakTorpaMmMe UCXOAHON (He00-
paboTaHHOI) CMECHU MPUCYTCTBYIOT MUKW, IPUHAJIe-
JKallye TaHTaly 1 LupKoHuto (Kpusas /). B xone mexa-
HMYECKOW aKTUBALIMKM UHTEHCUBHOCTb NMTMKOB LIMPKOHUS
yMeHbIlaeTcs, U rmocjie 30 MUHYT OHU MOJHOCTBIO UC-
ye3aloT. [1py 5TOM MHTEHCUBHOCTb TMKOB TaHTaJIa 3Ha-
YUTEJbHO YMEHbIIIAETCs, a MX IIMPUHA YBEINUMBACTCS.
DT0 yKa3bIBaeT Ha U3METbUEHME YaCTHUIL U pa3pylIeHue
KPUCTAJUIMYECKUX PEIIETOK LIMPKOHUS U TaHTaJIa B pe-
3yjbrate 00paszoBaHus AeeKToB. sl CUHTE3a KOMIIO-
3UTa B 9KCMEPUMEHTAX UCIOJb30BAIM KaK aKTUBUPO-
BaHHbIE, TaK M HEAKTUBHUPOBAHHBIE TTOPOIITKOBBIE CMECH.

PesybraThl peHTreHO()a30BOro aHaIM3a MOJTydYeH-
HbIX KOMITO3UTOB IpeACTaBIeHbI Ha puc. 2. BunHo, 4To
MIPY UCITOJIb30BAHNY HEAaKTUBUPOBAHHOM CMECH KOHEY-
HbBII poayKT comaepkuT TaC u TBEPABINI pacTBOp Ha
ocHoBe (Zr, Ta)C (puc. 2, kpubas [).

[Tpu ucrnop30BaHUM aKTUBMPOBAHHOM cMecH chop-
MupoBaJcsl onHo(pas3HbI TBEpABII pacTBop Ta,ZrCs.
JAundpakiimoHHbIe TMKU HEMHOTO CIBUHYTHI B CTOPOHY
MaJibIX YIJIOB 20 (puc. 1, KpuBas 2), 4TO yKa3blBaeT Ha
yBeJIUu4eHMe rmapamerpa petetku Ta,ZrCs.

PeBy.T[bTaTLI pCHTFGHO(bElBOBOFO aHaJIn3a corjacy-
I0TCA C JaHHBIMUW MUKPOCTPYKTYPHOI'O aHaJInM3a CUHTEC-
SUPOBAHHLIX KOMITO3UTOB, IIPECACTABJICHHBIMUW HA pUC. 3.

Ha n300paxkeHn MUKPOCTPYKTYPBI KOMITO3UTA, TT0-
JydyeHHoro rpu D'TB HeakTuBMpOBaHHOI ITOPOIIKOBOI

JOKITAIbI AKAJEMHWUHN HAYVK  Tom 488 Ne2 2019



HK30TEPMUYECKW CUHTE3 U KOHCOJMAIUA OJTHODAZHOI'O VIIETPATYTOITJIABKOTO...

155

7000 ]

(111)

MNHTEeHCUBHOCTD

50
20, rpagyc

Puc. 2. ludpakrorpaMMbl KOMIIO3UTOB, MOJydeHHBIX TTpu DTB HeakTuBMpoBaHHOI (/) M aKTUBUPOBaHHOM (2) cMecu

B TeueHue 30 MUH.
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Puc. 3. MukpocTpykTypa KOMITO3UTa, ojrydeHHoro mpu DT B HekTBrpoBaHHOI (2) M aKTUBUPOBAHHOI (6) cMeCH TTOPOIIIKOB.

cMecu (puc. 3a), BUIHO, UTO OH COCTOUT U3 KapOuaa
TaHTana (cBemias a3a) U TBEPIOTO pacTBOpa HA OCHOBE
KapOuma nupkoHus (cepast ¢daza). Pazmep yactui TaC
(20—100 MKM) 3HAYUTEILHO IPEBBIIIACT pa3Mep YacTHII
TBEpaoro pactBopa (Zr, Ta)C (10—15 Mxm). D10 00Yy-
CJIOBJICHO pacTBOPEHMEM KapOuaa LIMPKOHUS B Kapouie
TaHTana [9], B XxoIe KOTOPOTo MPOUCXOIUT AUCIIEPIUPO-
BaHME KPYIHBIX YaCTULL OHO(DA3HOTO KapOunaa TaHTaa.

BakHO OTMETUTD, UTO BHYTPU YaCTUI] KapOuaa TaH-
Taja 00pa30BaIMCh MaKPOIIOPhl pa3MepoM 0KO0JI0 10 MKM.
Ha nmoBepxHOCTH MaKpoIiop oOHapy>KeHO MPUCYTCTBUE
okcuja TanTana. O6pa3zoBaHUEe MAaKpPOIIOP CBSI3aHO C Me-
XaHU3MOM BBICOKOTEMITEPaTypHOTO B3aUMOJEHCTBUS 1
(popmupoBaHus Kapouaa TaHTana B xoue DTB.

O06pa3zoBaHue AByX(a3HOro MPOAYKTa IK30TepMUUE-
CKOTO CHTe3a 00YCJIOBJIEHO MCIOIb30BaHUEM KPYITHO-
JUCIIEPCHOTO MOpoIIKa TaHTajla. bosbliioit Maciirad
TeTepPOreHHOCTH 3aTPYIHSIET MOJTHOE MpeBpalleHre UC-
XOIHBIX peareHTOB B PABHOBECHbBI KOHEUHBIU MPOIYKT.

JOKJIAABI AKAJEMUHN HAVK  Tom 488 Ne2 2019

YToObl yMEHBIIUTH BIAMSIHUE MacllTaba reTeporeH-
HOCTHU, CMECh ITOPOILIKOB TAHTAJIa Y IUPKOHUS ITOABEP-
raJii MeXaHU4YeCKOI aKTUBallM B IUIaHETaApHOM 11apo-
Boii menpHUIIE AI'O-2.

Ha puc. 36 nmpencraBieHa MUKPOCTPYKTypa KOMITO-
3uTa, nojiyueHHoro npu OTB MexaHnuyecKu akTUBUPO-
BaHHOI cMecu. CMellleHMe TTOPOIIKOB TaHTajla, IMpP-
KOHMS 0€3 CaxXu OCYIIECTBIsIU B TeueHue 30 MUH U
4 MUH Tiociie nooaseHns caxki. Bunmao, uro B xome OTB
copmupoBaincd onHodazHbI KoMno3ut Ta,ZrCs ¢
paszmepoM gacTtull 2—3 MKM. OgHoha3HbII COCTaB KOM-
nosuta Ta,ZrCs moaTeepxaaeTcs pe3yabTaTaMyu PeH-
TreHoda3oBoro aHaamn3a (puc. 1, Kpupas 2).

Takum obpa3om, pazpadboTaH 3PPEeKTUBHBIN OJHO-
CTaAWHBINA MeToJ nosiydeHns Kommnosuta Ta,ZrCs
C UCIIOJIb30BAHUEM JOCTYITHBIX KOMMEPUYECKUX MOPOIII-
KOB. MeTon codyeTaeT 3K30TepMUIECKUIT CUHTE3 B pe-
xkume DTB M KoHCcoMMIaLuio ropsiyero NpoaykKra
B YCJIOBUSIX KBa3UM30CTaTUUECKOTO CXATHUsI. YCIIOBUEM
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cHHTe3a 0JHO(A3HOTO KOMITO3UTA SIBJISIETCS] UCITOJIb-
30BaHNE CMECH MOPOIIKOB TaHTaJIa, LIUPKOHUS U yIjie-
pola, MexaHM4YECKHM aKTUBMPOBAHHOM B BE CTaAWU: Ha
MEePBOI CTaauM MPOU3BOIUTCSI aKTUBUPOBAHHOE CME-
IIEHME TTOPOIIKOB TaHTala U HUPKOHUS B TeUEHUE
30 MUH, Ha BTOpOIi — mo0OaBIeHNE CaXXU U CMEIleHUe
B TeyeHue 4 muH. B xone DTB nox nasinennem 100 MITa
cdopmuposaiicst onHoMa3HbIi KomMnosut Ta,ZrCs ¢ pas-
MepoM yacTull 2—3 MKM. OcTaTogHast HOPUCTOCTh KOM-
Io3uTa cocrasirsieT MeHee 10%.

NcTounuk punancupoBanus. PaboTta BeITOTHEHA TTPU
(unancoBoit moguepxke Poccuiickoro ponna pyHma-
MEeHTaJIbHbIX uccienoBaHuii (rpaHt Ne 19—08—01085 A)
C MICTIOJIb30BaHMEM 00OPYIOBAHUS LIEHTPa KOJIJICKTUB-
Horo nosib3oBaHust MCMAH.
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EXOTHERMIC SYNTHESIS AND CONSOLIDATION OF SINGLE-PHASE
ULTRA-HIGH TEMPERATURE COMPOSITE Ta,ZrCy
V. A. Shcherbakov, A. N. Gryadunov, S. G. Vadchebko,
Corresponding Member of the RAS M. 1. Alymov

Merzhanov Institute of Structural Macrokinetics and Materials Science
of Russian Academy of Sciences, Chernogolovka, Moscow region

Received May 8, 2019

The paper presents the experimental results of possibility obtaining ultra-high temperature composite Ta,ZrCs
using a single-stage method. The method is based on the use of exothermic synthesis of refractory compounds by
electro-thermal explosion (ETE) and their consolidation under conditions of quasi-isostatic compression. The
effect of mechanical activation of the reaction mixture of tantalum, zirconium and carbon powders on the formation
of the phase composition of the ceramic composite Ta,ZrCs was studied. The conditions for obtaining a single-
phase ultra-high temperature composites had were determined. The composites were prepared with the average

particle size of 1—2 um and a residual porosity of 8—10%.

Keywords: exothermic synthesis, electrothermal explosion (ETE), consolidation, ultra high temperature composite,

Ta,ZrCs.
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