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MccnepoBaHbl OCOOEHHOCTU 3IEMEHTHOIO CUHTE3a kepamMunyecknx matepuanos cuctemol Hf-Ta—-B-Ti—Si ana nonyyeHus nep-
CMEKTUBHOWM BbICOKOTEMMEPATYPHOM KEPAMUKUN N aHann3a ee CTPYKTYpbl U CBONCTB. M3y4YeHbl MakpOKUHETUYECKNE napamMeTpbl
camMopacnpoCTpaHsioLerocs BeicokoTemnepaTypHoro cuHTesa (CBC). MocTpoeHbl 3aBUCUMOCTU TEMMEPaTypbl U CKOPOCTU rope-
HUS OT HaYaNbHOW TeMNepaTypbl. YCTAHOBNEHO, YTO ONPEAENSIOLLYIO POJb B MPOLECCE rOPEeHUs NrpatT XMMUYeckue npespaltle-
HUA, NpoTekaloLme Yyepes xmnakyto ¢asy. [lytem octaHoBKM GPOHTA FOPEHNSA B MEAHOM KJIMHE N3YHYEeHbl MPOLECChl CTPYKTYPO- 1
dazoobpasoBaHua. OnpeaeneH mexaHnam GopMmnpoBaHus ¢daa B BosHe ropeHust. Nocne KoHTakTHOro nnasnexHuns Sin Ti n pac-
TBOPEeHUA B pacnnase B, Hf n Ta no mexaHnamy peakuoHHON Anddy3nm n3 nepecoIeHHoro pacniasa BblAeNnsioTCs NepBuYHbIe
KpucTannsl anbopuaos rapHus, TMTaHa 1 TaHTana. bnarogaps 61M30cTy KpUCTaNIMYECKMX peLleTok dopmupyeTcsa aAByxdasHas
CTPYKTYypa, cocTosLwas N3 MHOrOKOMMOHEHTHbIX TBEPAbIX PACTBOPOB Ha OCHOBe anbopuaa n 6opuagocunmunaa. Nopucteie npo-
OYKTbl CMHTE3a 3a4aHHOro cocTaBa nepepabaTbiBann B MOPOLLIOK HEOOXOAUMON dpakumm A9 NOCNeayoWero cnekaHns MeTo-
namum ropsiyero npeccosanus (M) n nckposoro nnaameHHoro cnekanus (UMC). BoisBneHo, 4TO KOHCONNMANPOBAHHbIE METOAAMN
M, NNC n cunoeoro CBC-koMmnakTupoBaHus o6pasubl MetoT 65M3kuii pa30BbIi COCTaB, CoAepXallnii TBepable PpacTBOPbI HA
ocHose gnbopuaa (Hf,Ti,Ta)B, n 6opuoocunmumaa (HfTi,Ta)sSisB. N3 kepamuku, nony4eHHON No ykasaHHLIM TEXHONOrnam, Obin
M3roTOBJIEHbI CTAHAAPTHbLIE 06pa3Libl 419 OLLEHKN GU3NKO-MEXAHNYECKUX CBOMCTB. YCTAHOBJEHO, YTO TBEPAOCTb U MOAY/Ib YNpPY-
rocTv TBepaoro pacteopa (Hf,Ti,Ta)B, B 2-3 pasa Bbiwwe, 4em y 6opuagocunuumnaa (Hf,Ti,Ta)sSizB. MnoTHOCTe nonyyeHHom kepamum-
KW B 3aBUCUMOCTW OT cOcTaBa BapbupyeTcs ot 8 0o 6,5 r/CM3, 4YTO COOTBETCTBYET NOPUCTOCTUN MeHee 5 %. OnpeneneHsl Temnepa-
TYPHbIE 3aBUCUMOCTU TEMIIOEMKOCTU N TEMNEPATYPONPOBOAHOCTU. TEMNONPOBOAHOCTb KEPAMUKM, NONyYeHHON meTogamu MM n
UMC, coctaBuna 24,05 n 23,1 B1/(M-K) cooTBETCTBEHHO.
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Kurbatkina V.V., Patsera E.l., Smirnov D.V., Levashov E.A.
Synthesis features, structure and properties of promising high-temperature ceramics
in the Hf-Ta—B-Ti—Si system

The study covers the elemental synthesis features of Hf~Ta—-B-Ti—Si ceramic materials used to obtain promising high-temperature
ceramics and analyze its structure and properties. The macrokinetics of self-propagating high-temperature synthesis (SHS) were
studied. Combustion temperature and velocity as a function of initial temperature were plotted. It was established that chemical
interactions occurring in the liquid phase play a pivotal role in the combustion process. Structure and phase formation processes
were studied using the stopped combustion front technique. The mechanism of phase formation in the combustion wave was
determined. The primary crystals of hafnium, titanium and tantalum diborides are precipitated from the super-saturated melt after
the Si and Ti contact melting and B, Hf and Ta dissolution in the melt through the reactive diffusion process. A two-phase structure
consisting of complex solid solutions based on diboride and borosilicide is formed due to the similarity of the crystal lattices. Porous
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synthesis products of the specified composition were milled into powders with the required particle size distribution for subsequent
hot pressing (HP) or spark plasma sintering (SPS). It was found that specimens produced by HP, SPS, and SHS pressing feature
a similar phase composition containing solid solutions based on diboride (Hf,Ti,Ta)B, and borosilicide (Hf,Ti,Ta)sSizB. Specimens
were made of ceramics produced using the above technologies for physical-mechanical testing. It was found that the hardness and
elastic modulus of (Hf,Ti,Ta)B, solid solution are 2-3 times higher than that of (Hf,Ti,Ta)5Si3B borosilicide. Depending on composition,
the density of ceramics produced varied from 8 to 6.5 g/cm3, which corresponds to a porosity of less than 5 %. Temperature
dependences of heat capacity and diffusivity were determined. The heat conductivity of ceramics produced by HP and SPS was

24.05 and 23.1 W/(m-K), respectively.

Keywords: self-propagating high-temperature synthesis, boride, borosilicide, solid solutions, hardness, elastic modulus, heat

conductivity.
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BeeneHue

Co3gaHMe BBICOKOTEMIIEPATYPHBIX MaTepuajioB
IUTST paOOTHI B 3KCTPEMaJIbHBIX YCIOBUSAX KCILIyaTa-
uuu: npu Temneparypax Boiie 2000 °C, oKUCIUTENb-
HOI cpelle M IOBBIIIEHHBIX MEXaHUUYECKMX Harpys-
Kax, ABJAETCS KpaliHe aKTyaJabHOM 3amadeir [1—6].
OCHOBO#l TaKMX MaTepualioB CJIyXaT TyroIjaBKue
COeAMHEHUS — NUOOpUABI radHUS, TaHTaJa U LIUP-
KOoHU#A [4—6]. BonblMHCTBO paboT B 3TOI 0GIacTu
nocsameHsl HfB, u komno3uraM Ha ero ocHose. u-
oopua rapHMs 006agaeT caMO BEICOKOI TeMmepaTy-
poit mmaBieHus (3523 K) cpenn 60puIoB, BBICOKUMU
TEIJIONPOBOJHOCTBIO, TBEPAOCTHIO U TPOYHOCTHIO HA
U3rubd B IIMPOKOM MHTEpBaje TeMIlepaTryp. DTO OT-
HOCHTCS KaK K omHO(a3HOMY TuOopuay racdHMS, TaK
M K KOMITO3UIIMOHHBIM MaTepuajaM Ha ero OCHOBE.
OnHako MexaHMYEeCKHEe CBOMCTBA MOCJAEAHUX CYIIE-
CTBEHHO 3aBHUCSIT OT UX CTPYKTYPHl M IOPUCTOCTHU
[7—10].

IIpu monyyeHUU U3NEAUI U3 CBEPXBBICOKOTEMIIE-
paTypHBIX KOMITO3UIIMOHHBIX MarepraioB (CBTKM)
HEOOXOIMMO CBECTH K MUHUMYMY IOPUCTOCTb. [JIst
9TOI'0 UCIOJb3YIOT aKTUBATOPHI CLIEKAHMSI, B TOM YKC-
Jle TUCUJIMUUABI TaHTajaa u mojaubneHa [7]. Jlo6Gas-
nenue TaSi, npu crniekaHUM KOMIIO3MLUI Ha OCHOBE
ZrB,, HfB, u ZrB,—SiC npuBoguT K uHTeHcUpUKa-
MU Ipoluecca U popMupoBaHUIO OOPUAHO-CUTULIUI-
HOT'0 TBEPAOTO pacTBOpPA C MOBBILLIEHHOUW CTOMKOCTbHIO
K BBICOKOTEMIIEpaTypHOMY OKUCJIEHUIO (}KapoCToii-
KocThIO) [5, 11—14].

Hns nosbiienus xapocroiikoctu Hf B, B kauectse
JIETUpyIoNIei Jo6aBKM NCTTONIL3YIOT Kapou el HfC mnn
SiC [10—16], KoTopbIe yAyYINaOT 3TOT ITOKa3aTeb 3a
CYET YMEHBIIEHMS CTENEHU pa3pylleHUs 3allUTHO-
o MOBEPXHOCTHOTO CJIOS BCIIEACTBUE OOpa30BaHUS
BOCCTaHOBUTENBHOI aTMocdepbl CO. DTo MpUBOAUT
K MOSIBJICHUIO TOP M MO3BoJIsieT razy B,0; ynansaTecs
¢ MeHbLIUM noBpexaeHueM mieHku HfO,. bopuaHo-
cunuuuaHele komnosutsel HfB,—MoSi, n HfB,—TaSi,
MoKa3ajJud OTHOCHUTEJIbHO BBICOKYIO CTOMKOCTbh K
oKHcaeHUIO. [IprCyTCTBHE B COCTaBe CIIJIaBa KPEMHU S
MIPUBOIUT K oOpa3zoBaHulo cios Si0, i1ubo ciosa 60-
POCUJIMKATHOI'O CTeKJa, YTO obecIieuruBaeT CTabuIb-
HOCTb 1 3a1uTHBIE cBoicTBa 10 1600 °C. ABTOpSHI [17]
MyTeM COYeTaHU S TEXHOJIOTUI cCaMOpacTipoCTpaHsII0-
merocst BeicokotemmnepatrypHoro cuHtesa (CBC) u uc-
KpoBoro 1urasmMeHHoro criekanust (MIIC) monyuynnu
kepamuky cocraBoB MeB,—SiC u MeB,—MeC—SiC
(rne Me = Zr, Hf, Ta) c oTHOCUTEIbHOI MJOTHOCTHIO
6osiee 96 % ¥ BBHICOKMMU MOKAa3aTeNIsIMU TBEPIOCTH,
BSI3KOCTU Pa3pylIeHUs] U CTOMKOCTU K OKUCJIEHMIO.
HaHHbIll monxon okasalics 6ojiee 3(hGhEeKTUBHBIM 10
CPaBHCHUIO C TPAIWUIIMOHHBIMU CIIOCOOAMHU ITOTyYe-
HUS TOA0OHBIX MaTepuaoB [17—25].

JlonoJHUTEIbHBIM METOAOM YBEIUYECHU ST OKHUCIH-
TEJILHOM CTOMKOCTH SIBIISIETCS MCIIOJIb30BaHME B Kade-
ctBe ocHOBbl CBTKM KOMITJIEKCHBIX TBEPAOPACTBOP-
HBIX coeluHeHuid nubopuaos, Hanpumep (Hf,Ta)B,.
Takoit TBepablii pacTBop oOJyiagaeT 0oJjiee BBLICOKOM
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CTOMKOCTBIO K OKHCJIEHUIO TI0 CPABHEHMIO C ITPOCTHI-
Mu nubopugamu [16, 17].

BaxxHbiM (hakTOpOM 0becrneyeHu st paboTOCIOCo0-
Hoctu CBTKM sBuseTcss BbICOKass TeIJIONPOBO-
IHOCTH [1—3, 7], KoTOpast Mo3BONSIET CHU3UTh I'paiu-
€HT TeMIIepaTyp MO CEYEHUIO JAeTalu U, CJIeN0BaTeNb-
HO, TepPMMYECKHE HaIpsikeHus. TermnompoBOgHOCTh
0OpPHUIOB MPEBOCXOAUT TAKOBYIO IPYTUX TYTOILJIaBKUX
COCIMHEHN, B TOM 4uciie KaponnoB. CoueTaHHUE BEI-
COKOI TEIJIONPOBOJHOCTU M HU3KOI'0 KO3 dDUIIMeHTa
tepmuyeckoro pacmupenus (KTP) oOycioBiuBaer
MMOBBIIIICHHYIO CTOMKOCTh MaTepHajla K TepMUIECKO-
My yaapy [7—9].

Henmocrarkom MarepuajioB Ha OCHOBE AMOOpHAa
racdHUS SIBJISIETCS €T0 BBICOKAsI TUIOTHOCTH 10,5 F/CM3.
JlerupoBaHue TaHTaJIOM HE CHUXKAET MJIOTHOCTD U Ce-
becToMMOCTh MaTepuaa. PaHee Ob110 moka3aHo [23],
YTO B 3aBUCHMOCTH OT COACPXAHUS TaHTaJla IJIOT-
Hoctb (HfTa)B, yBenuuusaercs ¢ 10,95 no 11,04 r/em’.
B xauecTBe terupyonieii 100aBKM 1 ICTOUHMKA KPEM-
HU 1 ObLIO BEIOpaHO coenrHeHUe TisSi; ¢ MIOTHOCTBIO
4,30 r/CM3, coliep>KaHUe KOTOPOTO BapbUpOBAIOCh B
nuara3zoHe 18—45 % BBeneHue KpeMHMS IOBBIIIA-
€T XapOCTOMKOCTh 3a CYeT OOpa3oBaHUS IIPU TEM-
neparype Bbime 1100 °C 3amurtHoro cinoa HfB,SiO,
[24—26].

IMnotHyio kepamuky B cucteme Hf—Ta—B—Ti—Si
MOXHO TOJYYWUTh B OMHY CTaaWIO 1O TEXHOJOTUM

cucteMe Hf—Ta—B—Ti—Si, nonyyeHue nepcrneKTUB-
HOM BBICOKOTEeMIepaTypHOIl 0eCIOpUCTON KepaMUKU
U AHAJIU3 €€ CTPYKTYPbI U CBOMCTB.

MaTepuanbl 1 meToAbl UCCIEA0BAHUS

s mpoBeneHUs 3JEMEHTHOIO CUHTe3a TOTOBU-
JINCh pEaKIMOHHBIE CMECH M3 ITOPOIIKOB, MapKu M
KPYHHOCTb KOTOPBIX IMpeacTaBaeHbI B Tab. 1. PacueTt-
HbIE COCTaBbl CMECEl, UCITOJb3YeMbIX B paboTe, Mpu-
BEIEeHHI B Ta0I. 2.

Anuabaruueckue temmneparypsl ropenus (1,,) u
PaBHOBECHBII COCTaB MPONYKTOB FOPEHUS A U3yda-
€MBbIX COCTAaBOB PACCUYMTHIBAJIM C TIOMOIIBIO ITPOrpam-
MBI Thermo [28].

ITpouecc ropeHust U3yvyaau B 1aOOPAaTOPHOM peak-
TOpE B Cpefiec aproHa 1o MeToIMKe, OlMcaHHoM B [29].
3anmuce Ipolecca TOPEeHUS OCYIIECTBISIIN C ITOMO-
IIbIO BEICOKOCKOPOCTHOI BUAeoKaMmephl «Panasonic»
WVBL600, obecrieunBarolieif 15-kpaTHoe yBeauye-
HUe m3o0paxeHus. OTHOBPEMEHHO Ha KOMIIBIOTEpE
3amyckajJu MporpamMMy il MOCTPOEHUS 3aBUCUMO-
CTH TeMIIepaTyphbl B BOJHE ropeHus oT BpeMeHU. [lo-
IPELIHOCTb U3MepeHUil TeMmneparypsl cMmecu (7, ) co-
craBasaa 10—50 rpan.

Tabnuua 1. UcxopaHble NOpOLIKY

cunoporo CBC-kommnaktupoBanus (CBC-K) [15]. Cp. pasmep
IIpu 3TOM cunMUMABI ¢ 00JIee HU3KOM TeMIlepaTypoi Marepuan Mapxa mopomrka 1acThIL
MJaBJIEHU S BBIMOJHSIOT POJb CBSI3KM B Mpoliecce Jae- £, I
(opMaLMy rOpsTYMX MPOLYKTOB CHHTE3a M 3aIOJHSI- Tantan TallM <74
IOT TOPHI, 00pa30oBaHHbIE OOPUIHBIM KapKacoMm. CHH- (TY647PK30054230-436-2000)
Te3UPOBAHHBIE O€3 MIPUJIOKEHU S TaBJICHUSI TOPUCThIE Tadprmit v 4{8(1);\41_726 %) <74
MPOAYKTHI JIETKO H3MEJbUaloTCsl, IMOCKOJbKY TBEp-
JIOCTh CMJIMLIMJIOB B 3 pa3a HUXe, ueM y bopuaos [27]. Turan nTC <100
IMocnenyrolas KOHCOAUAALUS TOPOLUIKOB METOAAMU (TY 14-22-57-92)
[Tl u UTIC moxeT obecriednTh NoNyueHne MIOTHO! | Kpemii (F(g((?lq“)lg;’a' 9 <63
KEepaMUKH.
Llesiblo JaHHOM paGOThI SABJISIOCH MCCIEI0BAHNUE Bop B-99A <1
0COOEHHOCTEl CMHTE3a KepaMUYeCKUX MaTepraJioB B (TY 1-92-154-30)
Tabnuua 2. PacyeTHble cOCTaBbl CMeceit
CoziepxaHue KOMITIOHEHTOB, Mac. %
Ne cocraBa ®a30BbIi cocTaB, Mac. %
Hf Ta B Ti Si
1 829 (Hf,Ta)B, + 18%TisSi, 58,8 14,72 8,88 13,02 4,58
2 75%(Hf, Ta)B, + 25%Ti;Si; 53,51 13,4 8,09 18,49 6,51
3 65%(Hf,Ta)B, + 35%TisSi3 46,3 11,6 7,1 25,9 9,1
4 55%(Hf,Ta)B, + 45%TisSi; 39,25 9,83 5,92 33,28 11,72
lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional'nye Pokrytiya = 2 = 2020 31
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CTaInifHOCTh TPOTEKaHUST CTPYKTYPHBIX M (a-
30BBIX MPEBpallleHNII B BOJHE TOPEHMSI UCCIeI0BaIN
Ha o0pasmax ¢ OCTAaHOBJIEHHBIM (PPOHTOM TOPEHUS
(ODT), monydYeHHBIX ITyTEM 3aKaJKH1 B MEIHOM KJIMHE
[29]. JaHHBIN MEeTOA MO3BOISIET 3a(pMKCUPOBATH MPO-
MEXYTOUHBIE MUKPOCTPYKTYPBI B pa3HBIX 00JIACTIX
BOJIHBI TOPEHUSI: 30HE MTPOTPEBa, 30HE TOPEHMS U 30HE
BTOPUYHOTO (pa3000pa3oBaHUsI.

®a30BEIil cOocTaB 00pa3IoB MCCIECAOBAIA Ha aB-
ToMmaTusnupoBaHHoM nudpaktomeTpe JPOH 4-07 c
UCIOJb30BaHUEM MoOHoxpomaTudeckoro CukK,-us-
nydyeHns. CbeMKY IIPOBOAMIN II0 TOUYKaM (B peXXuMe
1IaroBOr0 CKaHWPOBaHMS) B MHTEpBaje yIJoOB 20 =
= 10°+110°, mar cbeMKku cocTapisia 0,1°, sKCro3uLus
Ha TOYKY CheMKHU — 4 ¢. Pe3ynbTaThl 00pabaTHBAINCh
B aBTOMaTUYE€CKOM peXHMe C UCIOJIb30BaHUEM Kap-
totekn JCPDS u cneumanbpHOro makera nmporpaMm
[30]. OTHOCUTENBbHAS OIIMOKA OIpeAcIeHUs 00BheM-
HBIX nojiei (a3 coctasusiia 5—10 %, a IepnoaoB pe-
weTku — Aa/a = 0,00010+0,00015 HM.

MUKpPOCTPYKTYpY, MOP(MOJIOTHIO B COCTaB CTPYK-
TYPHBIX COCTaBJISIIOIIMX M3y4Yalud Ha CKaHUPYIOIIEM
aeKTpoHHOM Mukpockone «Hitachi» S-3400N, oc-
HAIlECHHOM PEHTTeHOBCKUM SHEPrOIMCIICPCUOHHBIM
cnektpomerpoM NORAN. OBieMeHTHBII coOCTaB
CTPYKTYPHBIX KOMITOHEHTOB OIIPENEJISIN IPU YCKO-
pgaomumx HanpsgxkeHusax 5—20 kB mo 5 He3aBUCUMBIM
M3MEPEHUSIM B pa3IMUIHBIX TOUYKaX 00pa3slia.

Hapa6oTKy nponyKToB CUHTE3a POBOAUIIU B IEC-
qaHOoI npecc-dopme 6e3 IMPUIIOKECHUS TaBIICHUS IS
MOJyYEeHHUST TOPUCTHIX CIIEKOB, KOTOpbIE 3aTeM W3-
MeJIbYaJIUCh IO MOPOIIKOBOM (Ppakiuu MeHee 50 MKM.
I'paHynOMETpHMYECKUIT COCTaB IIOPOIIKOB OIICHU-
BaJIM METOAOM Jia3epHoi Audpakuuu Ha Mnpudope
ANALYSETTE 22 MicroTecplus ¢pupmbl «FRITSCH»
(T'epMaHM$T), TO3BOJISIONIEM U3MEPSITh YACTUIIHI pa3-
mepoM oT 80 HM 10 2000 MKM.

IlonydyeHHBIE TIOPOLIKM KOHCOJMAMPOBAJIM Ha
yCcTaHOBKe Topsiuero nmpeccoBanust DSP-515 SA («Dr.
Fritsch Sondermaschinen GmbH», I'epmaHus) npu
naBneHuun 50 MIla, temnepatype 1800 °C, BpemeHU
ciekaausg 10 muH, cKopocTtu HarpeBa 50 °C/muH, a
Take Ha YCTAHOBKE MCKPOBOTO TJIa3MEHHOTO CrieKa-
nus (MIIC) Labox 650 («Sinter Land», Anonus).

Kpowme Toro, mo TexHoaoruu cuioBoro CBC-koMm-
MaKTUPOBaHUS B IlecYaHO nmpecc-dopme Ipu naBie-
Huu 7 MIla 661711 moay4yeHbl 0eCOpPUCThIE 3arOTOBKU
IaMeTpoM 48 MM 1 TOJIIIMHOM 8§ MM, 13 KOTOPBIX BHI-
pe3auch 00pasiibl JJ151 UCCIETOBAHUMA.

TBepnocTh U MOAYIb YIPYTOCTU OMNpPEACIsSId Ha
HaHoTBepaoMepe Nano-Hardness Tester («CSM Instru-

ments», IlIBeiiniapus) METOIOM U3MEPUTEIBHOTO Ma-
TpuuHOTO MHAeHTUpoBaHud [31]. McnbiTaHusa mpo-
BOAMJIM TIyTEM BIABJIMBAHUS aJIMa3HOTO WHIEHTO-
pa bepkoBuya npu MakcumaabHOi Harpyske 10 mH.
CKOpOCTh JIMHEHHOTO HaTrpPy:KeHUSI—pPa3TrpyKeHU S
coctaBigia 16 MH/MuUH, BpeMst ynepXaHUsT YCUIUS
Ha KOHTaKTe — 5 c, mar MaTpulbl MHAEHTUPOBa-
HUS — 0KO0JI0 20 MKM, YUCJIO TOUEK — 3% 3.

3HaueHUST TBEPAOCTU WM MOMAYJsl YIPYTOCTU pac-
CUMTBHIBAJIM C HUCIOJIb30BAaHHUEM MMPOrPaMMHOIO obe-
crieyenus Indentation 3.0 («CSM Instruments»). [110T-
HOCTh KOMITaKTHBIX OOpa3l0B U3MEPSJIM METOIOM
TMAPOCTAaTUYECKOIO0 B3BEIIMBAHUS B AUCTUIIAPO-
BaHHOI BoJze Ha Becax Sartorius ME 235, obopynoBaH-
HBIX CllelMaJIbHOU ocHacTKol. [110THOCTH Gecnopu-
CTOro MaTepuasia OlLICHMBAJHU C ITIOMOILIbIO T'eJIUEeBOI0
nukHoMmeTpa AccuPyc II 1340 ¢upmbel «Micromeri-
tics» (CIIIA).

M3mepeHue TenjioeMKOCTY IMTPOBOAMIIN B COOTBET-
ctBuu ¢ ASTM E 1269 na npu6ope DSC 404 C Pegasus
dupmbr <NETZSCH» (I'epmanus) metonom audbdde-
peHLMaJbHOM CKaHUpYyIOLIei Kajtopumerpuu. B ka-
YeCTBE CTAaHAAPTHOTO 0Opa3liia ¢ M3BECTHOM TeMIIepa-
TYPHOI 3aBUCHUMOCTBIO TEIJIOEMKOCTH UCITOIb30BaIN
candupoBblii obpasen. TemnepaTypHbliii AMana3oH
n3mepeHuit cocraBua 40—900 °C, ckopocTh Harpe-
Ba — 20 °C/MuH.

TeMnepaTypolnpoBOAHOCTb OIPENesiii METOIOM
na3epHoii Benblky Ha mpuoope NETZSCH LFA 457
MicroFlash (I'epmanus). Ilpu 3TOM KCIOIb30BaIU
MaTematuudeckyio Moaenb «Cape-Lehmann + kop-
pPeKLIMsl MMIIYJIbCa», YYUTHIBAIOLIYIO (PPOHTAIbHbBIE
U pagMajibHble MOTepu TenJja. B mpubope yctaHOBJIeH
HNK-gaTuuk Ha ocHoBe InSb. I1o pe3ynbraTam nusmepe-
HUI pacCYMUTHIBAIU TEILIONPOBOAHOCTD (A, BT/(MK))
o ¢popmyiie

A =paC,,

Il p — IJIOTHOCTb, T/CM>; 0L — TEMIepaTypOoIpOBO-
JHOCTb, MM>/C; C, — remnoemkocTb, JIK/(rK).

Pe3ynbrathl U UX 00CyXaeHne

UccneporaHue npouecca ropeHus

AnnabaTtryecKue TEMIIEPaTypbl TOPEHUS COCTaBOB
I—4 npuBeneHsl B TabJ1. 3, U3 KOTOPOI BUIHO, UTO IJI5I
o6pa3inoB ¢ conepxxanuem 35—45 % TisSi; BennunHa
T,,He meHseTca u coctabuser 2402 K.

DKCNEPUMEHTHI 110 U3MEPEHUIO 3HaYeHU T, mo-
POILKOBBIX CMECEH BBHIIIEYKA3aHHBIX COCTABOB IIPO-
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Tabnuua 3. AguabaTuyeckue TemnepaTypbl FopeHus
cmeceii (Hf,TaBy) + TisSis

Ne cocraBa TisSi3, mac.% T4, K
1 18 2773
2 25 2537
3 35 2402
4 45 2402

BOJIWJIM B AMAaNa3oHe Ha4yaJbHBIX TeMmIiepatyp 1 =
= 297+573 K. YcraHOBJIEHO, UTO 3KCIIEpUMEHTAIbHAS
TeMIiepaTypa ropeHus ciaabo 3aBucut ot T (puc. I).
DTO CBUAETENILCTBYET 00 0Opa30BaHUU B 30HAX IIPO-
rpeBa M TopeHUsT OOJIBIIOro KOJMYecTBa pacrijiaBa:
Boiie 1687 K mpoucxXoouT mjaBjieHWe KpPEeMHUS, a
mpu 1943 K — nmaBnenue tutana (puc. 2). Kpome to-
ro, B IaHHOI CCTeMe B MHTepBaJie TeMrepaTtyp 1573 —
1658 K BO3MOXHBI 4 3BTEKTMUYECKUE PEAKIIMKA B Me-
CcTaX KOHTaKTa 4acTHLl radHusi, TaHTaja, TUTAaHA U
6opa ¢ kpemHuem [32]. Tlociae okoHUYaHUS TaaBJe-

T, K
2300

2100+

1900+

1700

250 300 350 400 450 500 550 7T, K

Puc. 1. 3aBUCMMOCTB TeMIIepaTyphl TOPCHU ST
cocTaBa 4 OT HauaJIbHOM TeMITepaTyphl

T,K

C

2000+

1500

1000+

500

0 .
12,8

13,0 13,1

Puc. 2. TemnepaTypHbIii IpoGuIb BOJTHBI TOPEHUS
cocraBa 4nipu 7, =297 K

12,9 T,

1 — nnaBeHue KpEMHUs, 2 — TuIaBJieHUE TUTaHa,
3— Kpuctajamn3aluud 13 paciiaBa TYyTrOIJIaBKHUX COCIMHEHU I

30 U., mm/c

26+ ¢

224

- ¢

18 T T T T T T

250 300 350 400 450 500 550 T7T,,K

Puc. 3. 3aBUCMMOCTh CKOPOCTH TOPEHM ST cOCcTaBa 4
OT HayaJILHOM TeMIIepaTyphbl

“In(U,/T,)
4,55
4,45
4,35-
4’25 T T T T T T
45 46 47 48 49 50 51 52
1/T,-10°

Puc. 4. lTonynorapudmuyeckast 3aBUCUMOCTb CKOPOCTH
TOPEHUST OT 0OPATHOM TEMIIEPaTyPbl TOPEHU S CMECU
cocTaBa 4

HUS TUTaHA M KPEeMHUSI TeMIlepaTypa Bo3pacTaeT J0
1900—2000 K, u 1o Mepe HachillleHUs pacriaBa 60-
poMm B TedeHue 0,2 ¢ HaYMHAETCS KPUCTAJIU3aLUSI
CUJIMLIMIHBIX M OOPUIHBIX (a3, YTO COMPOBOXKIACTCS
poctoMm temrmiepatyphbl 10 2100—2200 K.

B otanume ot cucremnl Hf—Ta—B [23], rme cko-
poctb roperus (U,) c poctom T; ot 297 mo 573 K yBe-
JmauBaercs ot 1,5 mo 4,0 MM/c, B UcclleAyeMolt crc-
teMe Hf—Ta—B—Ti—Si BenuuunHa U, Ha MOPSAOK BbI-
1re u MeHsietcst ot 22 mm/c ipu Ty =297 K no 30 Mmm/c
npu T > 415 K (puc. 3).

3HaueHusT 3¢pGEKTUBHON 3HEPruuM aKTHUBALIUU
npotecca ropeHus (£,) ObLIM pacCYUTaHbI U3 3aBUCH-
mocteit 7.(Ty) u U.(T;) c nomouislo ypaBHeHU s Appe-
HUyca MyTeM MOCTpOoeHU s rpaduka B noayaorapud-
MUUYECKUX KOOpAnHaTax (puc. 4).

Hns coctaBa 4 a(pdekTrBHASI SHEPrUusl aKTHBa-
nuu coctaBuiaa 53 k/Ik/MOJb, 4TO CYIIECTBEHHO
MEHBIIIE, YeM ITPU TOPEHU U TPEXKOMIIOHEHTHOM CMe-
cu Hf—Ta—B ¢ ob6pa3oBaHMEM KOMILJIEKCHOTO ITHO0-
puna (Hf,Ta)B, (£, = 200 x/I>x/Monb) 1 1By xda3Horo
coenunenus (Hf,Ta)B, + TaB, (230 xkIx/monb [23]).
DTO yKa3blBaeT Ha OMpPEACNSIONYI0 POJib XUMUUe-
CKUX MpeBpallleHUuH, MPOTeKAIIUX Yepe3 KUIKYIO
daszy.
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CTpykTypooOpa3oBaHue B BOJIHE FOPEHMS.
UccnepoBaHne 0CTaHOBNEHHOTO
¢ponTa ropenus (0Pr)

M3ydeHue ctamuiiHOCTU MPOTEKAHUST XUMUYECKUX
U CTPYKTYPHBIX ITPEBPaIlEHU I B BOJTHE TOPEHU S TPO-
BOAMJIM METOAOM 3aKajkKu (ppoHTa ropeHus. M3-3a
BBICOKOW CKOPOCTHM MPOLIECCA OCTAHOBUTbH BOJIHY I'O-
peHMsI yIaJI0Ch TOJIBKO B cMecH cocTaBa 4. Ha puc. 5, a
MoKa3zaHa CTPYKTypa HCXONHOW CMECHU, B KOTOPOH
rapHU, TaHTaJ, TUTAaH U KPEMHUI NpeacTaBJIeHbI
yacTULIaMK pa3MepoM 5—60 MKM, a 60p — MeHee
1 MKM, Ha puc. 5, 6 — CTpYKTypa 3aKaJeHHOIo B MeJl-
HOM KJIMHE 00pa3siia cocTana 4.

Ha puc. 6 npeacraBieHa MUKPOCTPYKTYpa 30HEI
ropeHus. 30Ha Mporpesa B JaHHOM cJyyae OYeHb y3-

Kasi U MpaKTUYECKHU HE OTJIIMYAEeTCS OT 30HbI UCXOM-
HBIX KOMITIOHEHTOB. B Haualie 30HbI TOpPEHUST MOXHO
BUJETh HepaclJaBUBLIMECH YAaCTUIBI TaHTajua, rad-
HUS U Jaxe TUTaHa. benas yactuua Ha puc. 6, a —
TaHTaJI, HUXE pacroiaraloTcsl yacTullpl Tutana. LleHTp
yacTull (bosiee TEMHBII) oboraileH TUTAHOM, a TO-
BEPXHOCTh — TracdHMeM, TaHTajaoM U 6opoM. B otinu-
yne ot cmeceit Hf—Ta—B [23] u Zr—Ta—B [16] B 30-
HE TOPEHUST OTCYTCTBYIOT YaCTUIIbI, HA TIOBEPXHOCTHU
KOTOPBIX HAXOASTCS 3epHa U 000K OOPUAHBIX da3.
Ha puc. 6, 6 xopomo BunHo, 4yto Ti—Si-pacrias
pacTekaeTcsl MO MOBEPXHOCTU PEAKIIMOHHOIN CMECH.
I[Ipy 3TOM MPOMCXOAUT PACTBOPEHUE KOMIIOHEHTOB
B paciiaBe ¢ oOpa3oBaHUEM MEPBUUYHBIX MPOIYKTOB
peakuuu — TyromjaaBKux 6opumoB. B cucreme Hf—
Ta—Ti—B—Si B HauaJie 30HbI TOPEHU S HAOIIOJATUCh

Puc. 5. CtpyKTypa peaKIIMOHHOI CMecU cocTaBa 4 (@) U 0CTaHOBJIEHHOTO (DpOHTA ropeHus (6)

JIvansivm 1 2 YCJIOBHO pa3a€ICHbI 30HbI UCXOOHBIX KOMIIOHCHTOB, TOPCHUA 1 JOTOPaHUA

Puc. 6. MukpoctpykTypa Hauaja 3oHbI ropeHust ODPI cmecu cocrasa 4

@ — Ha TpaHMUIIE C 30HOM MPOrpeBa; 6 — 1ocsie TUIaBJIeHUsT KPEMHUST
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OTAENbHbIE OOPUABl WUTOJbYaTOW (hOPMBI, KOTODPHIE
BBIJIEJISIIOTCS U3 pacIljiaBa.

Bavxe K IeHTPy 30HBI TOPEHU ST TPOUCXOMUT IJIaB-
JIeHWe TUTaHa U HAYMHAETCSI paCTBOPEHHE TYTOIJIaB-
KUX KOMIIOHEHTOB ¢ (h)OPMUPOBAHUEM MHOTOKOMIIO-
HEHTHBIX (KOMIUIEKCHBIX) (da3. Oba 3Tux mpoliecca
npotekalot 3a ~0,15 c. Jlanee B pe3yabraTe B3auMO-
JIEWCTBUSI KOMIIOHEHTOB B pacrljlaBe MPOUCXOIUT 00-
pa3oBaHMe MPOCTBIX OOpUAOB U Gopocunuuuaos. Ha
puc. 6, 6 (t. /) moxazaHa Gejiast YaCTHAIIa TaHTaJIa, KO-
TOpasi OKpYXK€Ha CBETJIO-CepblM 00OIKOM pacIljiaBa
coctasa Ti,Siy,Bsg. 3a Heil pacnionaraercst TeMHO-ce-
past yactTuua TutaHa (T. 2). Ha moBepXHOCTH 4aCTUILIbI
radHug (1. 4) pacnnas cocraBa Hf{3Tis,Bss, obora-
IIEHHBI TUTAHOM 1 OOPOM, HE COIEPXKUT KPEMHUN 1
TaHTaJ. KpeMHU#l HaxonuTcs 3a yactuileit radHus B
cepoM cioe (T. 5) coctasa TiyzHf5Si5oB,,. CocTaBbl no-
BEPXHOCTH B TOUYKax 3, 6, U 7 OJIM3KU U COOTBETCTBYIOT
3acThiBIIEMY pactiiaBy Ti—Si ¢ paCTBOPEHHBIM B HEM
0OpOM U MEJIKMMU BKPATJIEHUSIMU YaCTULl TaHTaa U
6opa. CoctaB B T. § cooTBeTCTBYET Ta3,TigSi;Byy-

CocraB (a3 B 30He ropeHUsT HeomHOpoaeH. CTpyK-
Typa 30HbI TOPEHUS COAEPXKUT OOJbIIOE KOJTUYECTBO
Mop, KOTOpbIe 00pa3yloTcsl BCIENCTBUE Ta30BbIIEIE-
Hus (puc. 7, a, 6). B 1ieHTpe 30HBI TOPEHUS MTPUCYT-
CTBYIOT IPEUMYILIIeCTBEHHO OopuaHbIe a3kl [1To mepe
MPUOJIVKEHUSI K 30He ToTopaHus (puc. 7, 8) CTPyKTy-
pa cTaHOBUTCS Oosiee TUTOTHOM. MccienoBaHHble 00-
JIaCcTU CoJepxKaT MPaKTUUYECKU BCE MPUCYTCTBYIOLINE
aneMeHTH (Tabn. 4). MakcuManbHass KOHLIEHTPAIU S
KpeMHMs He TipeBbimaeT 16 %. B 1ieHTpe 3acThIBIICH
karau Ti—Si-pacniaBa MosIBASIIOTCA MeJIKUE TEMHBIE
BKJIIOYEHUST pa3MepoM MeHee 2 MKM, Ccojepxaliue
00JbIlIOe KOJIMYECTBO OOpa W TUTaHa (CM. puc. 7, 6 U
Tabn. 4, . 41 5).

Bavxe k 30He MPOAYKTOB WIET pasieieHUWe Ha
OopuAHYIO U cUIMLUAHYIO da3bl. B mepBoit comep-
JKaHUe 60pa MaKCMMaJlbHO, TaKXe MPUCYTCTBYIOT THU-
TaH, TAaHTaJ ¥ TacdHUIi, a BO BTOPOIi, COOTBETCTBEHHO,
HaOiIogaeTcsl HauOoJbllee coaepkaHue KpeMHUS U
B MaJiblX KOJMYyecTBax — racdHUil, TUTAH U TaHTaJ.
Cunuuuabl TUTaHa, TaHUS U TaHTajla UMEIOT OIU-

Puc. 7. MUKpOCTpYKTypa Ha pa3HbIX y4acTKax
30HBI ropeHUst OPI B cMecu cocTaBa 4
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Tabnuua 4. Peaynbtatbl /1C B 30HE ropeHus

O6acTh aHaIM3a
(cM. puc. 7, 8)

1 Tig,SisBy
Tiz7Si13Byg
TigySi 3B,
TiyBy3Siyg

TiyyB7
HfyeTi g TagBsg
TigoHE,SisB,
HfyTi g TagBs¢
TisoSigHf, By

PacuerHblit cocTaB (as, at.%

O S0 N S v AN WL

Tabnuua 5. Kpuctannuueckas cTpykrypa
nccnepyembix ¢pas [27, 32]

CuMBOI IMapameTpel perieTku, HM
CoenuHeHue
[Mupcona a ¢
o 0,7429 0,5139
TisSis hP16 P6/mcm
0,7890 0,5558
Hf;Si; hP16 P6/mcm 0,7844 0,54925
TasSis hP16 P6/mcm 0,7474 0,5226
) 0,3030 0,3228
TiB, hP3 P6/mmm
0,3036 0,3237
0,3142 0,3477
HfB, hP3 P6/mmm
0,3137 0,3469
TaB, hP3 P63/mmm 0,3078 0,3265

HAKOBBIM TUIT KPUCTANJIUUYECKON pelIeTKU ¢ OJr3-
KUMH TIapaMeTpaMH, UYTO CO3IaeT YCJIOBHS 00pa3o-
BaHUSI TBEPABIX PaCTBOPOB. AHAJIOTUUHAS CUTYaILIUSI
U ¢ 60opuaHBIMU da3aMU ITUX MeTajjoB. Kak BUIHO
u3 TabJI. 5, pa3HulIa B TapaMeTpax KpUCTaaIuueCKOn

Puc. 8. MukpocTpyKkTypa Ha pa3HbIX
yyacTKax 30HbI foropanus ODI cocrtaBa 4

peleTky He mpeBbiinaeT 7 %. M3BecTHO TakXe, 4YTO B
HfB, pactBopsiercst o 20 % TaB, [26]. B mponykTax
ropeHust cucrembl Hf—Ta—Ti—Si—B cnenyer oxu-
JaTh 00pa30BaHUsI TBEPALIX pACTBOPOB Ha OCHOBE CO-
ennHenuit HfB, u TisSi;.
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Tabnuua 6. Pesynbtathl 3[1C B 30He NPOAYKTOB CUHTE3a

QR R PacueTHblil coctas (a3, aT.%
(c™. puc. 9)
1 HfysTiysTa;SizB)g
2 Hfy,TiysTagBy,
3 Hfy3TayTi; Byg
4 HfyyTa TiygBa
5 Hfy, TipsTa,4SinsBo
6 TiyHf\5Ta; By

B 30He moropaHust HEOTHOPOAHOCTH IO CTPYKTYPE 1
cocTaBy coxpaHsieTcst (cM. puc. 8). bopuabl ipeacTas-
JICHBI YaCTUIIAMU Pa3HBIX (POPM U IIBETA, B TOM YHCIIC:
CBETJIBIMU UTOJKAMU IJIMHONU 5—10 MKM U IIUPUHOM
0,2—1,0 MKM B cliydae BEICOKOTO COIep:KaHUS TaHTa-
a u radpHUA (puc. 8, a, 6), a TaK:Ke TEeMHBIMHU OTpa-
HEHHBIMH KPUCTaJIJIaAMU, KOTJa KOHIIEHTpAIlMsI TUTa-
Ha OoJbllle, YeM TaHTaja u rajpHus (puc. 8, 6). Pazmep
CTPYKTYPHBIX COCTABJISIOIINX B 30HE MOTOPAaHUS HE
MPEBBIIIAET HECKOJBbKUX MUKPOMETPOB, a B 0OJIb-
IIUHCTBE clyyaeB — nojieli MukpomMeTpa. [loatomy
clleAyeT paccMaTpuBaTh COCTaB 00IacTeil, pa3andaro-
muxcs o uBety. [Mo ganHbIM BJIC 60p coaepXUTCS B
TEMHO-CephIX o0iacTax (puc. 8, ). Masza ¢ BHICOKUM
comepXaHUeM KpeMHHS IIPeACcTaBIcHa PABHOOCHBIMA
3epHaMU CBETJIO-CEPOro 1BETA.

Paznenenue Ha 1Be OCHOBHBIE (Pa3bl B 30HE JIOT0O-
paHus HE 3aBepIIaeTcs M3-3a BBICOKMX CKOPOCTEi
oxylaxaeHus. I[lonHoe (azopasneneHre MPOUCXOAUT
B 00JacTH NMPOAYKTOB CUHTEe3a. 31ech HaOII0gaeTCs
nByxdasHas cTpyKTypa (puc. 9, Tab:. 6). TeMHo-cepas
6opunHas ¢asa cocrasa Hf,,TiysTagByy npencrasie-
Ha OrpaHEHHBIMM KpHUCTaJUIaMH, TPEACTaBJISIONIM-

Puc. 9. MuxkpocTpyKTypa 30HBI IIPOTYKTOB
cunre3za ODI cocrasa 4

MU pa3JMuHble CEUYEHUSI IeKcaroHaJbHOW TIPU3MBI.
OTHoIlIIEHWEe CYMMapHOil KOHIIEHTpallMd METAJJIOB K
collepxXaHWIO Oopa cocTaBiseT B 3Toi dase ~1,3, B TO
BpeMs Kak B nubopuaax — 0,5. Bo3aMoxHO, 3TO cBsI3a-
HO C TPYAHOCTSIMM oIlpenesieHus 6opa metomoM DIC
B IIPUCYTCTBUU TSIKEJIBIX METAJIJIOB.

IMpoMexXyTKU MeX1y 3epHaMu OOPUJIOB 3aIloTHE-
HBI CBETJIO-Ccepoil a3oit, conepxkalieid KpeMHU, 6op
u Metasabl (cM. puc. 9), coctaBa Hf,4Ti,y Ta ;SizyBy.
OTHoIIIEeHWe CYMMapHOM KOHIIEHTPAIlMW METAJJIOB K
COIEePXKaHMIO KPEMHUS cocTaBisgeT ~1,66, 4To cOOT-
BercTByeT popmyie (HfTi,Ta);Sis;B.

®da30Bblit COCTAaB NPOAYKTOB CMHTE3a

Pesynprater POA (puc. 10) IpoayKToOB, IOTyYeH-
HBIX 10 TexHojoruu cujioporo CBC-koMmnakTupoBa-
HUS, TIOATBEPAUIIN TIPUCYTCTBUE IBYX TBEPABIX pac-

o] & (HfTi,Ta),Si,B
" ® (HETi,Ta)B,
W *
5
o
Jas)
£
% | |
.
E * ’ :_0
o |eo . .
= ¢ ¥ A . ¢
’0’ o' q
0 e |
Iﬂ * \/‘ V{\'AL'I JI\! Iu‘ \
.. ¥ fJL L ;\JV‘JU LU L - L«n/" W b
10 20 30 40 50 60 70 80 90 100 20, rpan

Puc. 10. PeHTreHorpaMmmMa npoayKToB CUHTE3a U3 CMECU COCTaBa 4
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Puc. 11. CxeMa CTpYKTYPHBIX IIpeBpallleHUI B BOJIHE TOPEHUS

tBopoB Ha ocHoBe (Hf,Ta,Ti);SisB, u (Hf,Ta,Ti)B, ¢
rmapaMmeTpamu pemetku a = 0,7608 um, ¢ = 0,5244 am
na=0,3080 um, ¢ = 0,3354 HM COOTBETCTBEHHO.

BrinosiHeHHbIE UCCIeTOBaHUS CTPYKTYPbI, XMMU-
yecKoro u (pazoBoro coctaBoB oopasna ODPI, a Takxke
TepMOIMHAMWYECKN aHAJIN3 BO3MOXHBIX PEaKIINii
MO3BOJIMJIM CHOPMYJIUPOBATh CJIEAYIONIYIO IOCie-
JIOBAaTEIbHOCTh TIPOTEKAHUSI CTPYKTYPHO-(Pa30BBIX
npeBpamieHuit (puc. 11). Ilociae mocTUXKEHUST TeM-
nepatypsl 1688 K HaumHamoTCa MiaBjaeHnue KPEMHUS
W PacTBOPEHME TYTOILUIaBKHUX METAJJIOB B pacIljaBe.
IMocne pacmiaaBiecHUS TUTaHA U PACTBOPCHUS B HEM
B, Hf u Ta xonuuyecTBO pacrjaBa yBeJlW4YMBaeTCs.
1t TaHHOTO COCTaBa SKCIIEPUMEHTAIbHBIC 3HAUCHU ST
TeMmIepaTypbl ropeHus cocrtasiasiior 1900—2000 K.
IMnasnenue Hf (2505 K) u Ta (3293 K) He mpoucxonur,
HO aKTMBHOE B3ammozeiicTBue pacriaBa Ti—Si ¢ 60-
pOM, TaHTaJIOM ¥ racdhHUEM ITPUBOAUT K peaKIIMOHHOMN
Inddy3un u GopMUPOBAHUIO KOMITJIEKCHBIX 00pPUIOB
1 OOPUIOCHIUIINIOB.

Crenyet OTMETUTD, YTO OOPa3YIOIIUECS CUTULIU -
Hble U OOpuUAHBIEe (a3bl UMEIOT TeMIlepaTypy IJiaB-
JICHWsI BBIIIE TeMIIepaTyphl TopeHHUs. TeM He MeHee
MaccoImepeHoc Yepe3 XUIKywo da3y obecrnedyuBaeT
BbIpaBHMBaHWE KOHIIEHTpAllMil KOMIIOHEHTOB B 00-
pasywomuxcs daszax. IlpucyTcTBue 00JabLIIOT0 KOJIU-

yecTBa XUAKOM a3kl B IIPOLIECCe CUHTE3A MO3BOJISIET
mo TexHojoruu cunosoro CBC-koMmakTHpoOBaHUS
MOJYYUTH IUIOTHBIE KAYECTBEHHBIE 3aTOTOBK M.

MonyyeHne KOMNAKTHOW KEPaAMMKK

KoHconunauuio mnopomkoB CBTKM cucrteMsbl
Hf—Ti—Ta—Si—B npoBoauiu 1o TeXHOJIOTUSIM CUJIO-
Boro CBC-K, I'lT u UTIC. B cayuae I'TT u UTIC B xaue-
CTBE MCXOMHBIX TIPUMEHSIJIN TTOJTyYeHHBIE TTOPOIIKMU.
MuxkpoctpykTypsl CBTKM, nmony4eHHBIX pa3HBIMU
MeTomaMHM, TIPUBEACHBI Ha puc. 12. BumHo, 4TO BCe
00pasIlbl comepXar 1Be OCHOBHBIE ()a3bl, OHA U3 KO-
TOPBIX XapaKTepU3yeTCsl OrpaHEeHHBIMU KpUcTaajJaMu
TEeMHO-CEpOro IIBETa, Ipyras UMeeT 3epPEHHYIO CTPYK-
Typy. B HEKOTOpBIX M3 HUX IMPUCYTCTBYET HEOOJb-
woe konnvectBo HfO, B BUIE CBETIIBIX BKJIIOUEHUH.
Cnengyer otMeTuTbh, 4To I'TI-006pa3unl mMeOT Oojiee
KpYITHbIE 3epHa 00pUIHON (ha3bl pa3MepoOM 5—7 MKM
u 6bopugocuIuuuaHOR dasel (5—15 Mmxm). B obpasmax
TOro Xe cocTtaBa, nmonydeHHbIx CBC-K u UIIC, pas-
Mepbl YacTUll OOpUAHON U GOPUIOCUIULIUIHON (a3
cocTaBasoT 1—3 1 2—6 MKM cooTBeTCTBEeHHO. [Ipn
OOJIbIIIEM YBEIWYCHUM BUIHBI CBETIO-CEphIE 3epHA
OOpOCUJIMLIMAHOTO TBEepAOro pactBopa. B oOpasiie,
noayyeHHoM 1o TexHonoruu I'TI, rpaHunbl 3epeH
OOPUIOCHUINLIMIHON (ba3bl YTONIIEHBI BCICACTBUE
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HemnosiHoro nuddysnoHHoro BeipaBHUBaHus. Ha rpa-
HUIIAX OTMEYAeTCs MOBBIILIEHHOE CoAepXXaHue TUTaHa
(TeMHast TUHUS) M KpeMHUS (CBeTIasl) 110 CpaBHEHUIO
C LIEHTPOM 3epHa (cM. puc. 12, o).

Hannbie POA (puc. 13, 1aba. 7) moaTBepXKaaioT,
YTO BCe 00pa3IIbl COAePXKAaT CIeayromine 2 (ha3bl: KOMII-
JIEKCHBIA TBEPIBIA PAacTBOP C KPUCTAJJIMYECKOU pe-
metkoil Tumna hP3/4, xapakTepHOil i1 TUOOPUIOB,
1 KOMIUICKCHBIN OOpOCHUIIMINMA, CTPYKTYPHBIA THII
pelIeTKN KOTOporo cootBeTcTByeT THITy hP18/19 co-
eauHenuit TisSi;, HfsSi; u TasSiz. Mo paHHBIM
MPCA B 60pumHoOii paze TOMHUMO O0pa IIPUCYTCTBYIOT
radHU1, TaHTAJ M TUTaH, a KpeMHMI He 0OHapy KeH.
KpeMHuit 1 60p NpUCyTCTBYIOT B CBETJIO-CEPOIii (pase
(Taba. 6 T. 3 1 6), KOTOpast TAKXKe SIBJISETCS TBEPIBIM
pacTBOPOM — KOMIUIEKCHBIM OOpUIOCUIUIINIOM,
cogepxawmuM Hf, Ti u Ta. Pesynbratsl 3JIC noaTBep-
XKIAIOT ¥ JONONHSIOT maHHbie PMA (puc. 13, Tadm. 7).

CooTHolleHue 0OpUIHOK U OGOPUAOCUIUIIUAHON
¢a3 ¥ ux mapaMeTphbl PEIIeTKU 3aBUCSIT OT COCTaBa

KepaMuku (cM. Tabua. 7). Tak, Hanpumep, I'Tl-kepa-
MuKa cocTtaBa 3 comepxXuTt 66 % TBepaOro pacTBO-
pa mu6opuna (Hf,Ta,Ti)B, u 34 % Gopumocmiuummna
(Hf,Ta,Ti);Si3B. B obpasue coctaBa 4 comepxaHue
(Hf,Ta,Ti)B, cocraBmusier 58 %, a (Hf,Ta,Ti);Si;B — 42 %.
Kak otmedasioch BBIIIE, CTPYKTYPHBIM THIT OOpHIO-
CUJITUIIUIHON ha3bl COOTBETCTBYET MPOCTHIM CHJIU-
1IMaaM TUTaHa, radhHUS 1 TaHTaJa, a 1o ImapaMeTpam
KPUCTAJLTHICCKOM pEIIeTKH (CM. Ta0JI. 7) 3TO TBEPABIA
pacTBOp, TaK KaK Y HeTO yBEJIUYEHHBIE MEXITIIOCKOCT-
HbIe pacCTOsIHUA 1o cpaBHeHUIO ¢ TisSi; u TasSis, HO
yYMEeHbILIEHHBIE 110 cpaBHeH U0 ¢ HfsSis.

B cucreme Si—B umerorcd coennnenus SiB; u SiBg
[32], CTpYKTYpHBII TUII ¥ TTapaMeTphbl PEIIEeTKU KOTO-
PBIX CHJIBHO OTIMYAIOTCS OT U3MEPEHHBIX IJISI OOpH-
JOCUJTUILMIHOIO TBEPAOTO PacTBOpa, IMOJYUYEHHOrO
B HacTosIIeM ucciaegoBaHuu. B padote [33] coobia-
eTcst 00 obpasoBaHuu coenquHenus TigSi,B B cucteme
Ti—Si—B, HO He MPUBOISTCSA CBENEHUS O TUIIE U Ma-
paMeTpax perieTKu.

Puc. 12. Mukpoctpyktypsl 06pa3iioB CBTKM cocTaBa 3, MoJIydeHHBIX 110 TEXHOJOTUSIM
cunoBoro CBC-koMmnakTupoBaHus (@), ropsiuero npeccoBaHus (6, 2) 1 ICKPOBOIO MJ1a3MEHHOTr0 crieKaHus (6)

JE—
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Tabnvua 7. dasoeblit coctae CBTKM, nonyyeHHbIx no TexHonorum M

No CocraB, mac.% CTpyKTypHbIit Ilepuonbl, HM
Sorasd Pacuer DKCITepUMEHT g i c
34%(Hf,Ti,Ta)sSi3B hP18/19 0,7627 0,5258
3 65%(Hf,Ta)B, + 35%TisSi
B(HE,T2)B, + 35%TisSis 66% (HI,Ti,Ta)B, hP3/4 0,3094 0,3380
42% (Hf,Ti,Ta)sSi3B hP18/19 0,7608 0,5244
4 55%(Hf, Ta)B, + 45%TisSi
B(HETa)B, + 45%TisSi; 58% (Hf,Ti, Ta)B, hP3/4 0,3078 0,3354
" & (Hf.Ti,Ta).Si,B
. m (Hf,Ti,Ta)B,
¥a)
) .
@]
5
= S
: e
< )/ *
= ¢ * e
= > n P‘ .’ -
| |
X o e ¢
* ‘llr\ I‘l g ‘fi
* ‘L LN i -
* i ,|1 . ‘ u‘ ¢ L] \d | ﬂ & /ll ".‘J’l\“f\
AU \F x’ 'L{:’_A J W L,)\ LAY o Y AL Ve P
10 20 30 40 50 60 70 80 90 100 26, rpan

Puc. 13. PentreHorpamma o6pasiia 4, moaydenHoro I'TT

Tabnuua 8. MnoTHocTb M nopucTocTb 06pa3yoe CBTKM,
NoNyYeHHbIX MO Pa3HbIM TEXHONOTUSAM

CocraB Meron P, r/em’ 1, %
1 CBC-K 7,9 8—9
CBC-K 7,4 67

2 rm 6,8 4-5
HIicC 7,1 8-9

CBC-K 6,7 3—4

3 I 6,3 2-3
UIIC 6,3 5-6

CBC-K 6,2 2-3

4 rmn 6,3 2-3
UTIC 6,2 3—4

AHaJM3 CTPYKTYpPHl M TUIOTHOCTH (p) 0Opas3LoB
CBTKM (Ta6a. 8) moka3a, 4TO MOPUCTOCTD B Cyyae
WCITOJIb30BaHUS cocTaBoB ] 1 2 Bhile, yeM 3 u 4. [pu

nojaydyeHuu Kepamuku c momoipio CBC-kommak-
TUPOBaHUS 0o0Jiee BBICOKAsT OCTaTOYHAsl MOPUCTOCTH
OOBSICHSIETCSI MEHBLIMM CONepXaHUEM pacrliaBa B
nmpoayKTax cuHTte3a coctaBoB [ u 2. [Ipu koHCconuma-
1M1 nopoliinkoBoro nmpoaykra merogamu I'Tl u UTIC
HECKOJIBKO MOBBIIIEHHBIE 3HAYEHU ST TOPUCTOCTU 3TUX
COCTaBOB MOXXHO OOBSICHUTH MEHBIIVM COJEPXKAaHUEM
oopuAOCUIULIMAHON (ha3bl, KOTOpasi MeHee TBepaas
U UTpaeT pojib MJIACTUYHON CBSI3KU. B cBsI3u ¢ 3TuM
ompezesieHre CBOWCTB MPOBOAMJIM Ha 0Opa3lax co-
CTaBOB 3 U 4.

CBoiicTBa KOMNAKTHON KEPaAMUKH

M3 KepaMWKU, TOJIYYEHHOM IO TEXHOJOTHSIM
cunoBoro CBC-K, I'll u UIIC, OblIM U3rOTOBJIEHBI
CcTaHAApTHBIE O0Opa3Lbl OIS M3MEPEHMs MeXaHU-
YeCKMX CBOMCTB. B COOTBETCTBUM CO CTaHIAPTOM
I'OCT 8.748-2011 (MCO 14577-1:2002) mpoBeaeHbI
n3MepeHus: teepaoctu (H) u monyns FOnra (F) my-
TeM M3MEPUTEITBHOTO MHIAeHTHpoBaHuA. M3 MaccuBa
JMAaHHBIX BbIACJIEHBI ABe Tpynnbl — @1, @2, KoTophie
MIpeACTaBJICHHI B Ta0JI. 9. DTU TaHHbBIE KOCBEHHO TIOI-
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Tabnuua 9. Pe3ynbTaTbl UI3MEPUTENbLHOI0 UHAEHTUPOBaHNS 00pa3L0B, NONYYEHHbIX MO Pa3HbIM TEXHONOMUSAM

H, TTla E, MIla
Ne cocTaBa Merton
D1 D2 D1 D2
3 CBC-K 314 1244 483+27 232445
4 CBC-K 2712 913 377+54 154£31
3 rm 3713 18x1 552+109 307+29
3 HIIC 31,213 19£1 566125 379125
Tabnuua 10. CBoiicTBa KepaMukn cocTaBa 3, nony4eHHoii metogom M n UNC
ITokasarenb Irm HIiC
TemmepaTyporpoBOIHOCTb, MM/c2 7,13 6,88

DyHKIINS anmpoKCUMaLN
TEMITepaTypOIIPOBOIHOCTH

y=10,0096x> + 0,057x% — 0,23x + 52,83 y=0,003x" + 0,06x% — 0,257x + 50,84

Termmoemkoctb, JIx/(1-K)

0,42 0,42

(DyHKLlI/IH AIIINpPOKCUMalIM TCINIOCMKOCTU

y=0,0004x> — 0,008x> + 0,319x + 1,14

ITnoTHOCTD I/cM> 7,1 6,7

Iopuctocts, % 4,2 4,8

TerutonpoBogHoCTh, B1/(M-K) 24,05 23,1
TBEPX/JAIOT MPUCYTCTBUE ABYX (a3, oTAMYaomuxcad BplBO Abl

10 YPOBHIO CBOMCTB. 3HaUYCHUS TBEPAOCTU W MOIYJIS
YIIPYT'OCTU CHUKAIOTCS MPU YBEJIMUYEHUU B CMECH CO-
IepXaHWs TUTaHA M KPeMHUS KaK IJIsT 00pas3IioB, I0-
nydyeHHbIX CBC-KoMNakTupoBaHUEM, TaK U JIJIsl KOH-
conuaupoBaHHbIX MeTomamu I'TT u UTIC.

IIpencTaBiaeHHBIC pe3yIbTATH XOPOIIIO COTJIACYIOT-
¢S ¢ TAaHHBIMY CTPYKTYPHBIX UCCJICIOBAHUI, KOTOPBIE
BBISIBUJIM JIBE OCHOBHBIE CTPYKTYPHBIE COCTaBJISIIO-
mue. OYeBUIHO, YTO Hambojiee BHICOKMMM ITOKa3a-
Tensmu H u E obGnamaeT KOMITJIEKCHBIN TBEpAbI pac-
TBOP Ha OCHOBE NMOOPUAOB, a MEHBIIIME UX 3HAYCHUS
COOTBETCTBYIOT OOPUIOCHINIINIHOMY TBEPIOMY pac-
tBopy (Hf,Ti,Ta)sSi;B.

Jna uamMepeHus: Temao(pU3nYeCKUX CBONCTB BbI-
Opanbl o6pasusl cocraBa 3. 34%(Hf,Ti,Ta);Si;B +
66%(Hf,Ti,Ta)B,. [lpoBemeHBl 3KCHEPUMEHTHI T10
OIpeNesIeHUI0 TeMIIepaTypHOi 3aBUCUMOCTHU TeIJIo-
€MKOCTH WM TeMIIepaTypOIpOBOAHOCTH. Pe3ynpTaThl
npeacTabieHbl B Ta6a. 10.

M3MmepeHHbIe 3HAYEHUS TEIJIONPOBOAHOCTH OKa-
3aJIMCh HUKE, 9YeM Y KepaMUKU Ha OCHOBe ofgHO(da3-
Horo TBepaoro pactsopa (Hf,Ta)B, (52,9 Br/(mK)
[34]) m nByxdasHoii kepamuxku (Hf,Ta)B, + TaB,
(30,3 Bt/(Mm'K) [34])).

1. U3yyeHbl MakKpOKMHETUYECKHE OCOOEHHOCTU
ropenus cmeceil B cuctreme Ta—Hf—Ti—Si—B. ITo-
CTPOCHBI 3aBUCUMOCTH TEMIIepaTyphl 1 CKOPOCTH T'O-
pEeHMs OT HayaJibHOW TemmepaTyphsl. [lokazaHo, 4To
OIIPENEIISTIONIYI0 POJIb B MPOIIeCCe TOPEHUS UTPaloT
XUMUueckue mnpespaiieHust (E, = 53 x/x/Moub),
MpoTeKalollue yepes paciiiaB.

2. [IpenyoxxeH MexaHu3M (a3000pa3oBaHUS B BOJI-
He TOPEeHUSI, COTTTACHO KOTOPOMY IIepBIUYHbBIC KPUCTAII-
JIBI AMOOPU 0B racdHM S, TUTaHA M TaHTaJla BbIIESIOTCS
W3 TIepeCHIIIEHHOTO paciuiaBa. biaromapss ©amu3octn
KPUCTAJUTMUECKHX PEIIeTOK (popMuUpyeTcs TByXha3Has
CTPYKTYpa, COCTOS111as1 U3 TBEPAbIX pACTBOPOB TUOOPH-
na (HfTi,Ta)B, u 6opunocunuuuna (HfTi, Ta);Si;B.

3. [ToryyeHHBIE TIO0 TeXHOJOTUSIM cujioBoro CBC-
kommnakTupoBaHus, I'Tl u UTIC komnakTHBIE 00pa3-
bl UMeJIM ONu3Kuii a3oBbiii cocTtaB. [1OTHOCTH B
3aBHCUMOCTH OT COCTaBa MEHSIETCs OT 8 10 6,5 r/cM>.
Haumenbineit mopucrocthio (2—3 %) obGnagana Ke-
paMuKa ¢ OOJBIINM COAepXaHUeM OOpUIOCUIMLINAA
(Hf,Ti,Ta)5SisB.

4. TBepaocTb W MOAYJb YINPYrocTu nubopuia
(Hf,Ti,Ta)B, B 2—3 pa3za Bblllle, YeM Yy OOpUIOCUIIH-
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uuaa (HfTi,Ta)sSi;B. 3HaueHns TenaonpoBomHOCTH
KepaMuku, noaxydeHHoit meromamu I'Il u UIIC, co-
crasusiu 24,05 u 23,1 Bt/(M'K) cooTBeTCTBEHHO.

Paboma evinonnena npu gunarcosoii noddepaicke

Poccuiickoeo nayunoeo gponda 6 pamkax npoexma No 19-19-00117
«[Ipogedenue hynoameHmansHbviX HAY4HbIX UCCACO0BAHUL

U NOUCKOBbIX HAYHHBIX UCCACO0BAHUL OMOCAbHbIMU HAYYHbIMU
2PYnnamu».

Aemopul sbipasicarom 61a200apHOCMb

xaud. mexw. Hayk H.A. Kouemogy 3a nomoub 6 npogedenuu
uccaedosanuii napamempos 2opeHus,

doxkm. mexn. Hayk M.H. Tlempocuky 3a codeiicmeue 6 usmeperuu
MexaHuueckux ceoiicme u cm. Hayy. comp. C.H. Pynacogy

3a nomouwb 6 nposedenuu sxcnepumermos no I'll u UIIC.
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