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M3y4yeHo BAMsiHME YCIOBUI MEeXaHM4YeCKOoro akTnsmposaHnsa (MA) Ha MUMKPOCTPYKTYPY 1 ¢Ha3oBbIli COCTaB peakLMOHHbBIX CMeCen
Ta—Hf-C 1 nonyyYeHHbIX N3 HUX METO40M CaMOpPacnpPOCTPaHSAIOLLErOCs BbiIcOKOTEMMNEpaTypHoro cuHtesa (CBC) npoaykToB. Mexa-
HMYECKOe aKTUBUPOBaHME peakuMoHHbIX cMecein Ta—Hf-C npoBoaAnnochk B LEeHTPOOEXHbIX MiaHeTapHbIX MeJIbHULAaX C Pa3InyYHON
CKOpPOCTbIO BpaleHns 6apabaHoB. BeiiBNIEHO, HTO NOBbLILLEHWE CKOPOCTU BpalleHus 6apabdaHoB ¢ 250 no 900 06/MUH CHUXaeT
MacLTab reTeporeHHOCTN PeakLMOHHOM WNXThl, YMEHbLUAET pa3mep 061acTell KOrepeHTHOro paccesHs TaHTana u rapHmus Ha
nopsiAoK M NPMBOAUT K POCTY CTENEHN MukpoaedopmMaumm nx kpuctananyeckmnx pewetok B 1,5-2,0 pasa. 9kcnepnmMeHTanbHO
YCTaHOBNEHO, YTO Npu HavanbHol Temnepatype Ty < 550 K nHmummposate CBC-peakumio B akTuBnpoBaHHom cmecun Ta—Hf-C He
npepacrasnseTcs BO3MOXHbIM. Toneko npu Ty = 800 K, korga agunabaTtnyeckas Temneparypa ropeHms 4octuria aHadenmsa 3274 K,
B cMecsx, 00paboTaHHbIX MPU CKOPOCTU BpalleHusa 6onee 678 06/MuH, yganocb peann3oBaTb NPoOLECC ropeHns. 13 peakumoH-
HbIX CMECeli, akTUBMPOBaHHbIX MO ONTUManbHbIM pexumam, 6bin nonyveH ogHodasHbii kapbug, (Ta,Hf)C ¢ napameTpom pelietkn
a=0,4487 Hm, uTo cooTBeTcTBYeT 18,0 at1.% pactBopeHHoro HfC B TaC. CoaepxaHue okcmaa radHus B NpoaykTax He npesbillaeT
1 %. CTpykTypa 06pasLL0oB xapakTepmnayeTcs BbICOKOM NopucTocThio (6onee 30 %) 1 mansiM pasamepom kKapbuaHoro 3epHa (MeHee
10 MKM), 4TO NO3BOAMIIO NMOSNY4MTL NOpoLLokK (Ta,Hf)C nyTem namenbyeHmns CBC-npoaykTa B LUAPOBOI BpallaloLencs MenbHULLE.

KrtoueBble csi0Ba: CBEPXTYronnaekue kapoumabl, CamopacnpoCcTPaHsIoLWMACS BbICOKOTEMNEpPATypHbIi cuHTe3 (CBC), mexaHnye-
ckoe akTumpoBaHue (MA), NOpoLLIOK.
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Patsera E.I., Kurbatkina V.V., Levashov E.A., Timofeev A.N.
Research on the possibility of producing (Ta,Hf)C single-phase tantalum-hafnium carbide by SHS

The paper studies the effect of mechanical activation conditions (MA) on the microstructure and phase composition of Ta—Hf-C
reaction mixtures and products derived from them by self-propagating high-temperature synthesis (SHS). The mechanical
activation of Ta—Hf-C reaction mixtures was carried out in centrifugal planetary mills with different drum rotation speeds. It was
found that an increase in the drum rotation speed from 250 to 900 rpm reduced the heterogeneity scale of the reaction charge,
reduced the size of coherent scattering regions of tantalum and hafnium by an order of magnitude, and led to an increase in the
strain degree of their crystal lattices by 1,5-2,0 times. It was experimentally established that initiation of the SHS reaction in the
activated Ta—Hf-C mixture at an initial temperature Ty <550 K was not possible. The combustion process was realized in mixtures
treated at the rotation speed of more than 678 rom at 7o = 800 K only, when the adiabatic combustion temperature reached 3274 K.
The single-phase carbide (Ta,Hf)C with a lattice parameter a = 0,44787 nm corresponding to 18,0 at.% of HfC dissolved in TaC, was
obtained from reaction mixtures activated under optimal regimes. The content of hafnium oxide in products does not exceed 1 %.
The structure of samples is characterized by high porosity (more than 30 %) and a small carbide grain size (less than 10 um), which
made it possible to obtain the (Ta,Hf)C powder by milling the SHS product in a ball mill.
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BeeneHue

Ilepen coBpeMeHHOI a3pOKOCMMYECKOI MTPOMBIIII-
JICHHOCTBIO CTOMT TpobiieMa pa3pabOTKU CBEPXTYTO-
MJIaBKUX MaTepHaJIOB IS IIPUMEHECHUS B PaKETHBIX
COMJjaxXx M TUIEP3BYKOBBIX IPSIMOTOYHBIX BO3IYIII-
HO-pEaKTUBHBIX IBUTATEISIX C paOOYMMU TeMIIepaTy-
pamu 6oiree 3000 °C. B Takux yCcJIOBUSX TPATUIIMOHHO
HCITOJIb3yeMble KOMITO3UIIMOHHBIE MaTepHaJibl Ha OC-
HOBE KapOujaa KpeMHMs, apMUPOBAHHOTO YIJIEPOI-
HBIMHU BOJIOKHAMH, OBICTPO pa3pyIIalOTCsI BCICACTBUC
OKMCJIUTENBbHONU 3p03uu. I MX 3aMeHBI MepCIIeK-
TUBHBIMU SIBJISIIOTCSI CBEPXTYTOILIaBKHE MaTepuaibl,
KOTOpPEIC TIOMUMO BBEICOKOI TeMIIepaTypPhl IJIaBJICHUS
00J1agaroT BbICOKOU (ha30BOil CTaOUIBHOCTBIO B IIU-
POKOM HHTEpBaje TeMIIEpATyp, XMMHUYECKOU CTOM-
KOCTBIO M YIOBJICTBOPUTEIBHBIMM MEXaHMYCCKUMU
CBOMWCTBaMMU.

W3BecTHO, 4TO y KapOUI0OB TaHTaJla U TapHUSA O~
HU U3 CaMBIX BBICOKUX TeMItepaTyp IuraBieHus (3880
1 3890 °C cootrBeTcTBeHHO [1—3]), 1 BMECTe C TEM OHU
YCTONUYUBBI K KOPPO3UOHHBIM CpeiaM, TePMUYECKUM
yaapaM M OKHCJIeHUIo [4—7]. DTH coemMHEeHNS UMe-
IOT HEOTrPpaHWYCHHYIO B3aMMHYIO pPacTBOPUMOCTD.
Kak mpaBuio, TBepabie pacTBOpbI 00jagaloT OoJiee
BBICOKUMMY TBEPHOCTHIO M TEPMUYCCKON CTAOMIBHO-
CTBIO TI0 CPaBHEHUIO C JIEMEHTaMU1, X 00pa3yIolu-
Mmu. B yacTHoCcTH, TeMIlepaTypa IIaBJIeHUsI KapOu-
na (Ta,Hf)C c¢ comepxanueMm 20 % HfC, mo maHHbIM
[1—3], cocTaBaser 4215 °C.

Takue MaTepuasbl OYEHb IEPCIEKTUBHBI IS
MIPUMEHEHHS B a3POKOCMUIECCKOM MPOMBIIIICHHOC-
1. OgHako 3amaya MPOM3BOACTBA OAHOGA3ZHOTO
nBoitHoro kapouna (Ta,Hf)C npencrasisercs 3aTpyn-
HUTEJIBHON M3-32 HEOOXOMMMOCTH AJIUTEIBHOTO BEI-
COKOTEMIIEPaTypPHOTO CICKAHWS [JIST 3aBepUICHUS
nuddysroHHbIX ipolieccoB. Hampumep, B padoTte [§]
TaK ¥ He OBLIO IOCTUTHYTO OOHOMA3HOE COCTOSIHHE
cneyeHHBIX TabieTok TaC—ZrC, TaC—HfC.

B GosbIIMHCTBE CIy4YaeB UCHOJb3YIOTCS TpaaUIIU-
OHHBIC METOIBI MOTYYCHHUS TYTOILIaBKUX KapOUIOB,
Takue Kak KapboTepMruuecKkoe BOCCTAHOBJIEHNE OKCH-
JIOB WJIM peaKIis METaJJIOB C YIJIEpoIoM (TeMIiepaTy-
pbl cMHTe3a 00bIYHO cocTaBisgioT 1800—2500 °C) [9].

CyluecTBYIOT U 00Jiee COBpEMEHHbBIE TEXHOJOTUU 110~
JIydeHUs1 omHO(a3HBIX IBOMHBIX KapOUI0B 3aJaHHO-
ro coctaBa. OnuH U3 HUX — THOPUIHBIN METOI CUH-
Te3a HAHOKPUCTAJUIMYECKUX TYyTOIIaBKMX KapOuIOB,
BKJIIOYAIOII M HECKOJIBKO CTAIUM: KOHTPOJIUPYEMBbI
THAPOJIN3 IIPEKYPCOPOB B IPUCYTCTBUHU ITOJMMEPHO-
ro UCTOYHMKA yTjepoja ¢ oO0pa3oBaHUEM TIeJsl; €ro
CylllKa; MpeaBapuTebHasl TepMuyeckas obpaboTka
¢ hopMUpOBaHNEM BBICOKOAMCIICPCHOM, XUMUUCCKU
AKTUBHOM MCXOTHOM CMECU «OKCHUJI MeTajjla — yIje-
pon»; KapOOTepMUUECKUIA CUHTE3 MPU MOHUKEHHOM
IaBJICHUM W YMEPEHHBIX TeMIleparypax [9]. Umerot-
¢ CcOoOOIleHUs 00 2JeKTPOIUTUYECKOM MOJYUYEHUU
nopoluka Kapouaa rapHusI B BaHHE paclijaBa XJIOpU-
nosB [10].

[IpnMeHNTETFHO K TIONYYECHHUIO KapOWUIIOB TYTO-
MJIaBKUX METAJJIOB OOJBIION MHTEpeC IpeAcTaBseT
METOII CaMOPACIIPOCTPAHSIOIIETOCS BBICOKOTEMITEpa-
typHoro cuHte3a (CBC) B cuily mpOCTOTHI, 9KOJIOTHU-
YecKoil 0e30MacHOCTU 1M KOHOMUYECKON 3 (PeKTUB-
Hoctu [11—18]. CBC-TeXHONIOTUM OTHOCATCS K YHUCITY
5Heproa(P@eKTUBHBIX, TaK KaK ITO3BOJISTIOT 32 OMMH TEX-
HOJIOTMYECKHUI ITUKJ CUHTE3UPOBAaTh HOBbIE BElECTBA
1 MaTepHajbl, B TOM YKCJIC TIOPOIIKOBBIC U OObEMHEIE.
IlepBEIe pabOTHI, MOCBSAIICHHEIC TTIOJTYIeHUIO KapOUIOB
LIMPKOHM S, TaHTasa U TadpHust MeTogoM CBC u usyue-
HUIO €ro CBOMCTB, ObLIM BhIMOJHEHB A.I. MepxaHo-
BbIM U W.I1. bopoBuHckoii emie B 1972 1. [19].

B cucreme tantan—yraeposg CBC xapakTtepusy-
eTCSI TeM, YTO BeAyIel cTammell Ipoiecca SIBISCTCS
TBepaodazHas nuddysus yriepoaa B TaHTaJl, MpUIYEM
MepeHocC yriiepoja K MOBEpPXHOCTHU TaHTajla OCYIIeCT-
BJISICTCSI Yepe3 Ta30BYIO a3y IMOCPEACTBOM PELIMPKY-
aguun CO u CO, no uukiny bynyapa—benna. B pa-
6ote [20] U3 MexaHUYECKU aKTUBUPOBAHHBIX CMeceit
(MA CBC) 0blI CMHTE3WpOBaH ITOOOOHBI IBOMHOM
kapoun B cucreMe (Ta,Zr)C ¢ conepxanuem ZrO, no
2 %. B pabore [21] u3yueHo BIussHUE yciaoBuii MA Ha
COCTaB M CTPYKTYPY peaKIIMOHHON CMeCH 1 KOHEYHO-
ro MpomyKTa, Tie HailJeHbl TeXHUYCCKHUE PEIICHUS,
MO3BOJIMBIINE MOJYYUTh OMHOMA3HbINM TBEpIbIN pac-
tBOp (Ta,Zr)C 6e3 mpumeceit okcuaa IUPKOHMSI.

ab

W3BecTus By308. [TopoLkoBas METANYPrvs 1 yHKLUMOHabHbIE NOKPbITUS = 2 = 2017



CamopacnpocTpaHsoLLMACS BbICOKOTEMIEPATYPHbIA CHHTE3

Tabnuua 1. XapakTepucTUKU UCXOLHbIX MOPOLUKOB

WcxonHblit MaTepuran Mapka nopoiika

VienbHast OB-Tb, M%/T JAncepcHOCTh, MKM

TanTan TalIM (TY 95-251-83) 0,02 <150
Tadumit T®M-2 (TY 1870-258-00196109-01) 0,02 <200
Yrnepon TeXHUYeCcKuit I1804T (TY 38-1154-88) 15 0,2

B nanHoIt paboTe uccienoBaHa BO3MOXHOCTD I10-
aydyeHus1 metonom MA CBC onHoga3HOro TaHTaj-
rapHueBoro kapoupaa (Ta,Hf)C.

MeToauka 3KCNepuMEHTOB

B kadecTBe MCXOMHBIX MaTepHUaIOB MCIIOJIh30Ba-
JINCH TIOPOIIKY TaHTaja, TapHWS U CaxXU, BEIITyCKae-
Mble B Poccuu, xapaKTepuCTUKHU KOTOPBIX MTPEAcTaB-
JeHHl B Taba. 1. CocTaB 3KCIIEpMMEHTaIbHON CMECH
caenywowmmii, mac.%: 75,21Ta—18,55Hf—6,24C.

MexaHUYeCcKOe aKTUBMPOBAaHUE PEaKIIMOHHBIX
cmeceit Ta—Hf—C npoBoauian B IEHTPOOEXKHBIX I1J1a-
HeTapHbix MenabHULlax AWMP-0.015 u Axktusatop 2S.
CoOOTHOILIIEHUE MacC IIapoB U IMMXThl COCTaBJISJIO
20 : 1. IIpogonxuTenbHOCTHL MA BapbupoBaiu oT 1 10
15 MuH, a caM TIpollecc MPOBOAUIN B aTMOChepe BO3-
Jlyxa 10 IBYM CXeMaM:

1 — omHOBpeMeHHas 3arpy3Ka B 0OapabaHBI MeJIb-
HUIIBI BCeX KOMITOHEHTOB;

2 — 3arpy3ka B bapabaHbl IepBOHaYaIbHO raHU s
¥ CaxXXW, MX MEXaHNUeCKOe aKTUBUPOBAHUE, 3aTEM J0-
OaBjicHMe TaHTaJla U caxXUu M JajbHelinee MA, moc-
Jle yero OpukeTupoBaHue MA-cMecu OO0 OTHOCH-
TeJbHOM TIOTHOCTH 55—60 %, 3arpy3Ka B MecYaHylo
npecc-bopmy 1 CBC-koMnaKTUpOBaHUE MTPU MUHU-
MaJIbHOM JiaBjieH . TaKuM 00pa30oM ObIJIM IOy YESHBI
TIOPUCTHIC 3aTOTOBKM, KOTOPHIE JIETKO ITOIXBEPraich
M3MEIBYCHUIO B IIIapOBOIl MEJIBHMIIE B TEUSHHE 3 U 10
3€PHUCTOCTHU MEHEE 3 MKM.

HccnenoBanms BIMSHUS HadaJbHOM TeMIIepaTy-
pel (T,)) Ha Temniepartypy (7;) u ckopocTsb (U,) ropeHus
MPOBOAUIN C HUCIOJb30BAaHUEM JAOOPATOPHOI'O MC-
ciegoBatenbckoro CBC-peakTopa mo Metonuke [22]
Ha UUJIMHAPUYECKUX Opuketax auamerpoM 10 mm,
BBICOTOM 15 MM M OTHOCHUTEJILHOM IIOTHOCTHIO 60 %.
Bennuuny 7, nsmepsiin ¢ nomoiblo W—Re-Tepmo-
mapsl BP5/BP20, nis ycraHOBKM KOTOpo#t B oOpa3siie
MPOCBEPJINJIN OTBEPCTUE TITYOUHON ~4 MM U AUaMeT-
poMm 2 MM. CKOpOCTb TOpEeHUS ONpenesisiin METO-
JIOM CKOPOCTHOU BUJIEOCHEMKHM C TTIOMOIIBIO KaMephl
Panasonic WV-BL600 nipu 15-KpaTHOM yBeTWUYECHUUN
n300paxeHusl.

CuHTe3 00pa3ioB n3 MA-cMeceil OCYIIeCTBIISIN
no TtexHojoruu cuygoBoro CBC-koMmakTUpOBaHUS
B necuaHoit npecc-popme [20]. [Tpu 3TOM HUCIIONB30-
BaJlach «XMMMWYECKas MMeYKa» U3 peaKI[MOHHON CMeCH
coctaBa Ti—B—C c Ttemneparypoii ropenust 3200 K
[22]. 3 ombiTa paboThl [28] BEIOpAaHO COOTHOILLIECHUE
MAaccC LIUXThI U «XUMHUYECKOI MeuyKu», paBHoe 1 : 1,5.

IMopomku aBoriHoro kapouaa (Ta,Hf)C nonyuanu
HU3MeJTbYeHUEM MOPUCTHIX 3aTOTOBOK B I1IEKOBOI ApO-
OUJIKe 10 ModyYyeHUd rpanyn ppakuum MeHee 0,5 MM,
KOTOpEIE MOJABEPrajy pa3MoJly B TepMETUIHOM Oapa-
OaHe IIapoBOIi Bpallalolieiicss MeJIbHUIBI 00bEMOM
3 11 ¢ TBepmocmaaBHOU QyTepoBKoii. JlaHHASI METOOH-
Ka omnucaHa B pabote [21]. 3epHUCTOCTb MOJYUYEHHBIX
MOPOIIKOB OMpeNessiiu METOIOM Ja3epHoil nudpax-
uuu Ha ipubope Fritsch Analysette 22 microtec plus.

Meramiorpadnyeckue mandbl TOTOBUIM Ha ycTa-
HoBKe Rotopol-21 ¢upmbr «Struers». s aHanusa
MUKPOCTPYKTYPBl MCXOMHOM IIMXTH U CUHTE3UPO-
BaHHBIX O0OpAa3IlOB WCIOJIb30Ball CKAaHUPYIOIIHIA
9JIeKTPOHHBIN MuKpockon S-3400N («Hitachi»), oc-
HaIleHHBI PEHTTeHOBCKUM SHEPrOIMCIIEPCUOHHBIM
cnektpomMeTpoM NORAN.

®a3oBblil cOCTaB IPOAYKTOB TOPEHHUSI U3ydyaiu
MeTOIOM peHTreHodaszoBoro aHaiau3a (PDA) ¢ wmc-
MIOJIb30BaHUEM MOHOXpoMartndeckoro Cuk -uziyue-
Hus. CbeMKa Bejach B peXMMe MOIIAaroBOro CKaHu-
poBaHUS B MHTepBaje yrioB 20 = 10+110° ¢ marom
0,1° mpu skcno3uIMy Ha Kaxayto Touky no 4 c. Ilo-
JIy4eHHBIE CIIEKTPbl 0OpabaThIBaJUCh MO KapTOTe-
ke JCPDS.

Pe3ynbTatbl U X 06CyXaeHune

HccnenoBanus BAWSHUSA TPOIOKUTEIBHOCTH
MA (7) B MenbHUuLIe AP (00 = 250 06/MUH) Ha MOp-
domnoruto yactun Ta, Hf u caxm (puc. 1, a—e) noka-
3aJM, YTO YACTUIIBI METAJIJIOB U3MEJIbYalOTCsl U pac-
MO BAIOTCs, 00pa3ys yepe3 10 MUH KOMITO3UTHBIE
IrpaHyjbl, COCTOSIIIME M3 CIOEB TaHTajla U radHusl,
pa3melieHHBIX TOHKUMU MPOCIIOMKAMHU CaXXW AJIMHOMN
HECKOJIBKO JECATKOB MUKPOMETPOB U TOJIIUHON 1—
3 MkM. AKTuBUpoBaHue 6ojee 10 MUH TIPUBOAUT K
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AUP
7= 10 MuH
o = 250 06/MuH

AP
T=15Mun
® =250 06/MuUH

AxkTuBaTOp 2S
7= 10 MUH
o = 678 06/MUH

AxkTuBaTop 2S
7= 10 MUH
® =900 06/mMuH

Puc. 1. Mukpoctpykrypa muxtsl Ta—Hf—C u 3/1C xapThl (6—e) pacnipeseseHus 31eMeHTOB nocie MA
B IU1aHeTapHbIX MeabHMLIAX AUP (a—2) u AkTusarop 2S (0—3)

Ta—@, Hf -O
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CYIIECTBEHHOMY YMEHBIIIEHNIO MacIiTaba reTeporeH-
HOCTH, OJHAKO M3-3a BBICOKOT'O CPOACTBA rapHUS K
KHUCIIOPONY PeaKIIMOHHBIC CMECH CTAHOBSITCSI BHICOKO-
nupodOopHBIMU, U paboTa ¢ HUMU HE TIpencTaBisaach
BO3MOXHOM.

OnTuMalIbHOMY COCTOSSHHIO PEareHTOB IJIST OCY-
mectBiaeHuss CBC CcOOTBETCTBYIOT ompeaeieHHas
IUCTIOKAIIMOHHAsI CTPYKTypa MeTajljga U HeoOXomu-
Masl IS CTAallMOHAPHOTO TOPEHUS peaKIIMOHHAs TI0-
BEpPXHOCTh cMecH. I103TOMY IJIS OLEHKU BIUSHUS
MA Ha CTPyKTYypy KOMIIOHEHTOB MCCJE€AOBaJIN yIIIU-
peHUe PEeHTTeHOBCKUX JMHUI ITOPOIIKOB TadHUS U
taHTasa. PU3nvecKoe yInupeHue JUHUN ONpeae s
METOIOM F'apMOHMYECKOI'0 aHaJIM3a MPOoMUIIsa peHTTe-
HOBCKOM 1rHMUH [23].

Bri10 M3yd4eHo BIMSTHUE TIPOJOIKUTEILHOCTH aK-
TUBUPOBAHUS HAa U3MEHEHUE CTEIeHU MUKpoaedop-
MaIli¥ KPUCTAJUIMYECKOU peleTKH (€) u pa3mepa 00-
Jlacteir korepeHTHoro paccesiHus (OKP) kommnoHeH-
ToB cMmeceit B MeabHULe AWUP npu @ = 250 06/MuH.
Kak mokaszano cpaBHeHHE IOJIYyYCHHBIX NaHHBIX, B
nHTepBaje T = 5+15 MUuHyT usmeHenue pazmepa OKP
U € HE3HAYUTEJbHO U COITOCTAaBUMO C OIIMOKON U3Me-
pennii. Tak, OKP gns radHus mocie 5 MuH 00paboT-
Ku coctaBuiaa 37 HM, a riocae 15 MuH — 34 HM, a4
TaHTajJa — COOTBeTCTBeHHO 47 u 50 HM. VI3MeHeHue
CTeTIeH! MUKponehopMalliy PeIIeTKY raHUS IIpu 5
u 15 Mmua MA cocrasuio 0,38 u 0,33 %, a 01t TaHTa-
jna — 0,28 1 0,32 % cOOTBETCTBEHHO.

B Ta6n. 2 mpuBenensl 3HaueHnss OKP u € nis cme-
cu nocye 10 muH MA. TlonydyeHHBIE pe3yJIbTaThl yKa-
3bIBAIOT HA TO, YTO 00paboTKa B JaHHOI MEJbHUIIE HE
MPUBOAUT K 3aMECTHOMY POCTY BHYTPEHHEH 3HEPTHU
CHCTEMBI, YTO MOATBEPXKACHO HAJILHEHIINMHU JKCIIE-
PUMEHTaMU.

Hng yBennueHus sdpdekTuBHocTU MA uCcle-
JIOBAaJIM TIPOLIECC B IJIaHETapHON MeJbHUIE AKTH-
BaTop 2S C BOASHBIM OXJaXIEHWEM U BO3MOXHO-
CTHIO U3MEHEHMSI CKOPOCTH BpalllecHUs 6apabaHOB IO
900 06/MuH. B 3TOM anmapare akTMBUPOBaHUE TPO-
BOAMJIOCH ITpH ® = 678 1 900 06/MuH. B 0boux ciy-
gasiX CMECh COCTOsIJIa M3 PaBHOOCHBIX YaCTHUIL pa3-

Tabnuua 2. 3Ha4yenus paamepa OKP
1 mukpogedopmauum nocne MA wuxtbl B Te4eHme 10 MuH

o, Hf Ta

06/MuH | OKP, uMm e, % OKP, um g, %
250 42 0,37 47 0,29
678 7 0,45 10 0,6
900 5 0,6 7 0,76

MepoM 110 30 MKM C paBHOMEPHBIM pacrnpeaeieHueM
anemeHTOB. Ilpu ckopoctu BpameHus 900 o6/MuH
pacmpenesicHIe 3JEMEHTOB 0oJiee OMHOPOMTHOE, a TI0
pa3Mmepam OoJiee y3koe. Ha puc. 1, 0—3 npeacTaBieHbl
MUKPOCTPYKTYPhl M KapThl paclpeneacHusl dJIeMeH-
TOB B peaKLIMOHHOM LIMXThI nociae MA mpu o = 678 u
900 06/MUH.

AHanu3 TOHKOI CTpyKTypbl MA-cMmeceii (Tabi. 2)
IoKa3all, YTO0 Ha Hee BJMSICT CKOPOCTh BpaIllCHUS
MeabHULbI. O0paboTKa B AKTUBaTOpe 2S Mo cpaBHe-
Huto ¢ MeabHuIel AUP (o =250 06/MuH, cM. TabI1. 2)
IIpuBeja K yMeHbIeHNI0 padMepa OKP Ha mopsmok,
a cTerneHM MuKponedopMmaluu TaHTaja U TrapHUS
pemieTky yBeanuuiauch B 1,5—2,0 pasa. Takxke B AK-
TuBaTope 2S ObIa onmpoboBaHa cxeMma 2 — TIOCIeI0-
BaTeJIbHasl 3arpy3ka KOMIOHEHTOB cMecH B OapabaHbl
MUl Oojiee TOJHOTO M3MEJbYEHUST JacTUll racdHMUS.
B pe3ynbpraTe caMbie KPYITHBIC M3 HUX YMEHBIITHIIHCH C
40—60 1o 20—30 mxM, Ho Ha pasmep OKP u crerneHb
MUKponedhopMallii 3TO He 0Ka3aJo CylIeCTBEHHOTO
BIIUSTHU L.

Hanee ObLIO MPOBENEHO MCCIEAOBaHUE Mpollecca
ropenust B MA-cmecsix Ta—Hf—C. C touku 3peHus
MeXaHW3Ma M KWHEeTUKHU ropeHust cucrema Ta—Hf—C
cxoxa ¢ paHee m3yuyeHHoi Ta—Zr—C [20]. B oboux
cllyyasiX MMEITCs BE OCHOBHbIE XMMUYECKHE pe-
aKIIMM, OJHA M3 KOTOPBHIX IPOTEKAeT MO MEXaHU3MY
peakiMoHHOM nuddy3un yepe3 pacrias, a Apyras —
IpU CYIIECTBEHHOW poju ra3odasHOro IepeHo-
ca OTHOrO peareHTa K APYyroMy. DKCIEPUMEHTAIIb-
HO ycTaHOBJIeHO, 4To npu T < 550 K cmecu cocrasa
Ta—Hf—C He ropgar. I[lo-BuaumMomy, 3TO CBSI3aHO C
HEIOCTaTOYHOM 3K30TEPMUUYHOCTBIO M BBICOKMMU
TeMIlepaTypaMM TUIaBJIEHUS MCXOJHBIX pPeareHTOB,
B yacTHoctu radpHus (7T, = 2506 K), no cpaBHeHU10
¢ nuupkoHueM (2128 K). Kpome toro, yactuiisl rad-
HUS ABISIOTCSA OOJiee MHEPTHBIMU M3-3a 0Opa3oBa-
HUS Ha WX IOBEPXHOCTU MACCUBHUPYIONIEH TJIEHKU
okcuma radHHS, XUMHUYECKasi CTOMKOCTbH KOTOPOTO
BBIIIIE, YeM OKCHUJa LIMPKOHUS. B pesynbrare TOJb-
ko npu T, = 800 K, korma annabaruyeckas TeMIie-
patypa ropeHust pocturia 3274 K, B cMecsax mocie
MA B AxkTuBartope 2S ynajnoch peajin3oBaTh MPOLECC
TOPEHUSI.

OTMeTHM, 4TO M3MEPEHHAs TeMIIepaTypa TOPEeHUS
coctaBisaa 2400 K — 3To 3HaUUTETbHO HUXE pacyeT-
HOro aaradaTU4YeCcKOro 3HaYCHUs U CBSI3aHO C UHTEH-
CHBHBIM Ta30BBIICICHNEM U TEIIJIOOOMEHOM C OKpPY-
JKaIoel Cpeaoil, YTO MPUBEJIO K MOTEepe TETJIOBOTO
KOHTaKTa crasi TepMoIapbl ¢ 00pa3lioM B Mpolecce
TOPEHUSI.
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Puc. 2. ITpocduns BoaHbl ropeHus cmeceit Ta—Hf—C (1)
u (Hf + C)—(Ta + C) (2), MexaHUUYECKU
AKTUBUPOBAHHBIX B IJIAHETapHOI METbHULIE
AxTtuatop 2S B TeueHue 10 MuH no cxemam 7 u 2

Hccnenys npodusiv BOJHBI TopeHus1, Oblia ycTa-
HoOBJIeHa aHajorusi ¢ cuctemoit Ta—Zr—C [18], ko-
TOpast COCTOSJIa B TOM, YTO IIPU OTHOBPeMeHHOM MA
BCEX peareHTOB ITOCJIe Hayajla HarpeBa OTMeJYaeTcs
caMopa3zorpeB cMecH. Kak BugHo u3s puc. 2 (kp. 1), nipu
HarpeBe CMeCH, IIpUTOTOBIICHHON IO cxeme I, TeM-
repatrypa OT MOMEHTa BKJIIOUEHUS TeYd MOCTUTaa
432 K 3a 16 ¢, mtociie 4yero TeMn HarpeBsa o0pasiia 3a-
Mennuiacsa. Ha 90-# cekyHme obOpasell Harpeics Io
750 K, u neuyp Obla oTkaoueHa. Ha 113-i cexkyHae
OBLJI BKJIIOYEH TTOJXUT, U Ha 120-i1 ceKyHae HadyaJloch
ropeHune. MakcuMaibHas TeMIlepaTypa COCTaBHUJIA
2273 K. Ha npodune BojgHBI ropeHus (puc. 2, Kp. 2)
MpeacTaBjieHO HU3MEHeHHue TeMIlepaTypbl oOpasiia,
akTuBUpoBaHHOTO 10 cxeMme 2. Yepes 30 ¢ oT MOMeH-
Ta Hayajia 9KCTiepMMeHTa ObLJ BKJIIOYEH HarpeB W 3a
7 ¢ obpasel ObICTPO HArpeJscs OT KOMHATHOM TeMIie-
parypsl 10 420 K, 1ocie yero BHEUIHUI HarpeB OT-
kyrounan. Korma o6paselr Harpescs 10 TeMIepaTypbl
764 K, TeMn caMopasorpeBa 3aMeIJIMIICS U ObIJT ITPO-
HU3BEICH MOIXUT cMecH ¢ Ttocaenyrorieit CBC- peak-
nueil. Temnepatypa ropeHus coctaBuia 2200 K.

BeposiTHO#T mpuYMHOII camopasorpeBa oOpa3sla
nocie MA 1o cxeme 2 gBisIeTCS peaKLUsT OKHCIIe-
HUS TapHUST KUCIOPOIOM, HAKOITMBIITUMCS B IIIUXTE B
npouecce MA. Ilo JaHHBIM XMMMUYECKOrO aHaau3a C
pocTOM BpeMeHU MA KOHLIEHTpauus OOLIETr0 KUCIIO-
pona yBenuuuaach ¢ 0,7 % B luuxTe, IPUTOTOBJIEHHOM
B KOHYCHOM cMecuTene, 10 2,5 % nocie 10 Mua MA B
AxTtuBatope 2S. B cMecu, mpUTroTOBIIEHHOI 1O cXxeMe 1,
Takoil apdekT He Habmomancs. BeposiTHO, KOHIIEH-
Tpallusl KUCJIOpoAa B CMECH TI0 cxeMe 2 BblIlle M3-3a
TOr0, UYTO OH A00AaBJISIICS B MOMEHT A03arpy3ku Ta +
+ C. B manpHeimux 3KCIepuMeHTaX UCTOJIb30BaIN
TOJIBKO CM€CH, IIPUTOTOBJIEHHBIE 10 cXeMe 1.

W3 Bcex MA-cMeceii OblJIM M3rOTOBJIEHBI 00pa3-

LBl AUaMeTpoM 48 MM U1 BbicoToit 10 MM M TIpoBeae-
HBI TIpouecchl cuHTe3a mo TexHojoruu CBC-koMm-
IMAaKTUPOBAaHUS TP OTMHAKOBBIX TEXHOJIOTHICCKUX
napaMeTpax. YBeJaundyeHUe MacluTabHoro gaxkrTopa u
ontumMusanus ycnosuii nposeaeHus CBC-koMmakTu-
poBaHUS Mo3BOMMIN MHHIMHpoBaTh CBC-peakmmio
Bo Bcex cMmecsix. Ha puc. 3, a, 6 npenctaBiieHbl MUKPO-
CTPYKTYphl MpOAYKTa cuHTe3a u3 cMecu Ta—Hf—C
nocie MA B niaHetapHoil MeabHULIe AUP B TeueHue
10 mMuH. IlpoaykT mnpenctaBisiai coOOi MOPUCTHIA
opuket (/1 = 40 %) c pazmMepoM KapOUIHBIX 3epeH 1—
5 MxMm. TloBBIIIIEHHAs MOPUCTOCTh OOYCJIOBJIEHA TEM,
YTO TeMIIepaTypa rOpeHUsT 0Ka3ajaach HUKE TeMIIepa-
TYpbI IJIaBJICHUS KapOuaa, a TBepaodasHoe criekaHue
3a HECKOJIBKO CEKYHI BBIICPXKH IO JaBJICHUEM He
MOTJIO TIPUBECTH K 3aMETHOM ycaaKe.

HccnenoBanus ¢a3oBoro cocraBa IIPOAYKTOB
CHHTe3a T0Ka3aJd HaJudHhe TBEPIOro pacTBOpa Ha
ocHoBe kapouaa tantazia TaC (84 %) ¢ nepuomom pe-
mweTku a = 0,4452 HM, a Takxe Kapouaa radpHus (6 %)
u nuokcuaa radpuus (10 %). lanbHeidliee yBe1udeHUE
MIPOIOJIXKUTEILHOCTH MA B IJIaHETapHOUW MEJTbHUIIE
AWP He uaMeHUJI0 KOHIEHTpaALUIO TapHUS B KapOu-
Jle TAaHTAaJIa, HO IIPUBEJIO K 3aTPSI3HEHUIO CMECH 1 TIPO-
IYKTa 3KeJIe30M BCIICACTBUE HATUPAHU S MEJTIOIINX Tl
U CTEHOK O0apabaHOB.

MUuUKpocTpyKTypa IIPOOYKTOB CHUHTE3a U3
MA-cMmeceit Ta—Hf—C, mpuroToBiaeHHBIX MO cXeMe
1 B naaHeTapHO MeJbHULIE AKTUBATOp 2S npu T =
= 10 MyuH U ® = 678 u 900 06/MuH, NpuBeIeHa Ha
puc. 3, 8, e. BunHo, 4TO CKOpOCTh BpallleHUs cIabo
BAMSIET Ha MOp(doJoTruio NpoaykToB. B oOpa3uax us
cMeceid, TToJydyeHHBIX mpu o = 900 00/MUH, cpenHUiA
pa3Mep 3epHa HEMHOTO OOJIBIIE 32 CUET YMEHBIICHUS
IOJIM MEJIKMX 3epeH. B mpoaykrax u3 cMmeceii, mpu-
FOTOBJICHHBIX IIpU 678 00/MUH, 00beMHas OO 3€-
peH pa3mepoM MeHee 1 MkM coctaBiset 30 %, a npu
900 06/MuH — He 6onee 15 %.

M3 manubix POA (Tab:. 3) ciaemyet, 9TO IIpU ONMHA-
KOBOM BpeMeHU MA, HO 60Jie€ UHTEHCUBHOM PeXUME
noJist aBoiiHoro kapouna (Ta,Hf)C yBeanuuBaeTcs u
JMIOCTUTAET MaKCUMyMa IIPY CKOPOCTH BPAIIIEHUS ® =
=900 00/MHH.

B pe3ynbTaTe onTrMU3alMu yeJioBUit MA 1 ocie-
nyilomero CBC-koMmmakTupoBaHud [21] ObI1 monydeH
onHodazublit kapous (Ta,Hf)C c mapamerpom perier-
k1 0,4487 HM 1 MUHUMAJbHBIM COAEpKaHUEM OKCHAA
raduaug (<1,0%).

IMopomok (Ta,Hf)C 3amanHoro cocrapa c 18,0 at.%
pactBopeHHOoro HfC OblLI MpUTOTOBJIEH MyTEM pa3MoO-
JIa BBICOKOTIIOPUCTBIX IIPOAYKTOB CHMHTE3a C KapKac-
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TaC

HfC

HfO,

HfC

Puc. 3. MukpocTpykTypa mpoayKToB cuHTe3a u3 muxtel Ta—Hf—C nocne 10 Mun MA B ritaHeTapHoii MeabHuiie AP
npu ® = 250 06/MuH (a, 6) 1 AkTuBaTope 2S nipu ® = 678 () 1 900 (e) 06/MUH

a — yseanuenue 500%; 6—e — 2000*

Tabnuua 3. ®a30BbIi COCTaB NPOAYKTOB CUHTE3a
13 wuxtbl Ta—Hf—C nocne 10 mua MA

, Da3oBblii COCTaB, IMepuon perieTku,
00/MUH % a, HM

84TaC 0,4452

250 6HfC, 0,4618
10HfO, -

81(Ta,HNHC 0,44658

678 5HfC, 0,4616
14HfO, -

2HfC 0,4614

900 88(Ta,H)C 0,44868
10HfO, -

HOIT cTpyKTypoil. Ha puc. 4 mokasaHsl MOP(hOIOTHS
¥ TPAHYJIOMETPUUECKUIA cOCTaB MOPOIIKOB. [1pu pa3-
pYIIEHMU KapKaca YacTUIbl IPUOOPETAI0T OCKOJI0Y-
Hy10 dopmy. ITockonpky kapoun (Ta,Hf)C asuserca
XpYyNKMM MatepuasioM, To yepe3 60 MUH U3MelIbue-
HUS B IIapOBOI METbHUIIEC ITOPOIIOK MMEET CPeIHUI
nuameTp yactuil 8—10 mkm (puc. 4, 6). Jons 9acTuil
pa3MmepoM MeHee 1 MKM cocrtaBiseT 25—30 %. Ilpu
YBEJIMUEHUU BpeMeHU oO0pabOTKM A0 3 4 OCHOBHAas
dpak1us IOPOIIKa CTAHOBUTCS MeHee 3 MKM.

pm  JEOL 1/21/2016
Mode=SEM WD=8.0mm 14:44:42

X 10,000 Vacc=10.0kV

dQ, %

Signal=SEI

40
3,2-

2,4
1,6-
0,84

0-
0,01

0,1 1 10 100 1000

X, MKM
Puc. 4. Mopdouorus (a) u nupdepeHiaibHasg KpuBas
pacnpeneneHust yactui nopomka (Ta,Hf)C

1o pa3Mepam (6) rmocjie 06paboTKH B IIapOBOM METBHUIIE
B TeueHue 60 MUH
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3aknyeHume

M3ydeHO BIUSTHUE YCIOBHII MEXaHUIECKOTO aK-
TUBUPOBAHMS HA MUKPOCTPYKTYPY U (pa30BBII COCTAB
peakunoHHbIX cMeceli Ta—Hf—C u nmony4eHHBIX U3
HUX TIPOOYKTOB. HaligeHBI yCIOBUS, IIPU KOTOPHIX
NPOAYKTHI CUHTEe3a MpeACTaBIAsSIOT co0oil MpaKTu-
yeckM omHodas3Hbiit aBoitHoil Kapoun (Ta,Hf)C c
napaMeTpoM pemeTku a = 0,4487 HM, YTO COOTBET-
crByeT 18,0 at.% pactBopenHoro HfC, comep:kaiero
MeHee 1 % HfO,. [TonyvyeH cyOMUKPOHHBIN MOPOLIOK
(Ta,Hf)C ¢ pasmepom gacTuIl MeHee 3 MKM.

Paboma evinoanena npu gpunarcoeoii noodepaicke
Munucmepcmea o6pazosanus u nayku PP
6 pamkax HpOEpaMMbl noevluierus icomcypeﬂmocnoco@tocmu

HUTY «<MHUCuC» cpedu edyujux mupogwix
Hay4Ho-006pazoeamensHuvix yenmpos (epanm K2-2016-002).
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