Konconuoayus mexanoxumuuecku nonyuennozo komnosuma HfC/Fe

Kypnan npuxnaanoit xumuu. 2024. T. 97. Bem. 5

395

VK 544.463+546.72+546.832+661.666

KOHCOMIMNJAIIUA MEXAHOXUMHNYECKH IMTOJTYYEHHOI'O KOMIIO3UTA
HfC/Fe

© T. ®@. I'puroprenal, C. A. Koanéna2, E. T. [IeaTkunal,
C. B. Bocmepukos!, B. U. KopHuk?

I UuctutyT xumun tBeporo tena u mexanoxumun CO PAH,
630090, r. HoBocubupck, yi. Kyrarenanze, a. 18
2 O0beMHEHHBI HHCTUTYT MammHocTpoenus HAH Benapycu,
220072, Pecniyonuka benapycsh, r. MuHCK, yin. Akagemudeckas, 1. 12
E-mail: grig@solid.nsc.ru

[Hoctynuna B Penakuuio 16 despans 2024 r.
ITocne nopabotku 15 oxtaopst 2024 1.
[Ipundara x my6nukanuu 5 HosOps 2024 1.

Memooamu penmaeHOCMPYKMYPHO2O AHATU3A U CKAHUPYIOUell dTeKMPOHHOU MUKPOCKORUU U3YYeHbl NPO-
OYKMbl MEXAHOXUMUUECKO20 CUHME3a 8 NOpouiKoeou axeumonapuol cmecu a-Hf ¢ C (casca) u cneuennvie
Mamepuansl Ha UX OCHOGe. YcmanoeneHo, 4mo 8 YCLo8UsX GbICOKOIHEP2eMUYecKoll MexaHuieckou obpa-
bomxu 6 cmanvHbix bapabanax niaHemapHou waposol menvhuysvl AI'O-2 6 meyenue 8§ mun popmupyemcs
xkomnozum HfC/Fe. B unmepeane 8—12 mun mexanuueckoil akmueayuu 6 pe3yivmame npoyeccos 6mopuiHo20
CMPYKmypoodpaz08ans popmupyemcs HAaHOCMPYKmMypupoganHulil necmexuomempudeckuii kapouo HfCp 7;.
Pasmep wacmuy mexanocunmesupogannozo HfC menee 100 nm, pazmepol kpucmaniumos 16—18 um. Konuue-
cmeo onpeodensiemozo namona Fe 6 cmecu 0ocmuzaem 7.5 £ 0.5 mac%. Mexanocunme3uposanuviii KOMHO3UM
HfC/Fe konconuouposan memooom dvicmpoeo cnexanus npu memnepamype 1500 + 30°C u oasnenuu 2 I'lla
3a 60 ¢, nnomnocms cneuenHoz2o mamepuana cocmagisem 96%. Mamepuan umeem cmpykmypy meepoozo
cnaasa HfCy 71 u ceéasku Ha ocroge Fe. 3epua HfCy 71 umerom oxpyanyro gpopmy pasmepom 3—19 mxm. B 3eprax
HfCy 71 npucymemesyiom cghepuuecxue sxarouenus HfO, (~3%) pasmepom 0.7—1.9 mxm. Muxkpomeepdocms
KoMno3uma sapbupyemcs 8 unmepaaie 3nadenuti HVy y 1241-1465.
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braromaps coueTaHuio MEXaHUYECKUX U aHTUKOP-
PO3UOHHBIX CBOMCTB, BEICOKOU TEILIO-, AIEKTPOIPOBO/I-
HOCTH, XHUMHUUYECKOH CTaOMIIbHOCTH C MOBBIIICHHOM
panuaImoOHHON CTOHKOCTBIO M KapocToWKocThio HC
HCIIOB3YETCSl B KAU€CTBE OCHOBHOTO KOMIIOHEHTA JIJIS
MOJTY4CHHSI CBEPXBBICOKOTEMITEPATYPHBIX KEPAMHUK, TBEP-
JIBIX CIIABOB C JKapOCTOWKUMU CBSI3KaAMHU, KapOIpod-
HBIX MaTepuajoB IS M3AETUH HHCTPYMEHTAITHHOTO U
KOHCTPYKI[HOHHOTO Ha3HAYCHHUS B MAlIUHOCTPOCHUH,
aTOMHOM SHEPreTHKE, aBUaKOCMHUUECKol oTpaciu [1, 2].

KapOun radbHus xapaktepusyercs IMHPOKUM JHa-
MMa30HOM HECTEXHOMETPUYECKOTO COCTaBa,™ KOTOpHIi

* JluarpaMMBbl COCTOSTHUS TBOMHBIX METAJUTHYCCKUX CH-
crem: CrnpaBounuk. B 3 1. / [Ton pen. H. I1. Jlskumesa. M.:
MammHocTpoenue, 1996. T. 1. C. 721-722.

usMensiercs ¢ remmneparypoi or HfCg 97 mo HfCy 52 [3].
Crexuomerpus HfC onpenenser Gpuznko-MexaHUYECKUE
CBOMCTBa KepaMuKu. Tak, 3HaueHus Monyist FOHra s
HfCy 9g BBITIIE TIO cpaBHEHUIO ¢ HIC) 67 [4, 5], a KOO DDH-
IUEHT TEIUIOBOro paciuupenus kapouma HfCg g Hibke,
yem jiust coctaBoB HfCy 95 1 HfC 96. TermonpoBomHOCTH
HfCy 93 moutu B 2 pasa Beime, yem y HfCq g7 [6].
Kapo6unsr moboro cocraBa HfC, oGmangatotr BEICOKOM
CTOMKOCTBIO K OKHCICHUIO MIPHU TEMIIEpaTypax BBIIIEC
1800°C, uTo CBSI3BIBAIOT ¢ 00pa30BaHHEM MOHOKIMHHOTO
HfO; 1 npyrux crexknoo0pa3HbIX OKCHAOB, KOTOPHIE TIpe-
MISATCTBYIOT BBICOKOTEMIIEpaTypHOMY OKucieHuto. [Ipu
temneparypax Huxe 1600°C xapoun HfCy ¢7 mokpsiT
0oJiee TOHKOM M IUIOTHOM OKCHAHON OKaJIMHOHN C MEHB-
el MopucTOCThIO U pacTpeckuBanueM, yeM HfCy og.
Oto o3HavaeT, uTo HfC, ¢ MEHBIIMM COOTHOIIEHUEM
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C/Hf MoxeT UMeTh JTy4IIyI0 yCTOWYHMBOCTH K BBICOKO-
TEMIIEpaTyPHOMY OKHCIIEHHIO KHCIOPOJ0M Bo3ayxa [1].

a5 ciekaHWA TMOPOIIKOBBIX MaTepuajoB Tpaau-
[IMOHHO HCIOJIb3YIOT TOpsiuee MPEecCoBaHUE, PEaKTUB-
HOE ropsuee NpeccoBaHKe U clieKaHue 0e3 JaBiIeHusl.
Bricokas temneparypa miuaBneHust u TBepaocts HC,
HU3KUH K03 durmeHT camoaudy3un IpUBOAAT K HU3-
KO YIJIOTHAEMOCTH M MPECCYEMOCTH IMOPOIIKOB MPH
KOHCOJIUAALINY, YTO TPeOyeT MOBHIILICHUS SHEpreTHYe-
CKHX 3aTpar Mpu UX KoHconuaanuu. st monydeHus
IDIOTHBIX MaTeprasoB KapOuaa ImyTeM TOpsSIero Mpecco-
BaHMs Tpebyercs Harpes 110 Temreparyp 2300-3000°C u
npuioxenue aapneHuit 10 20—-100 MlIla [7, 8]. Ognaxko ¢
YBEJIIMYCHHEM TEMIIEPATYPhl MPOUCXOIUT POCT pa3mepa
3epeH kapouma. Tak, mpu 2500°C cpemuuii pazmep 3epeH
crieueHHoro kapouaa mocturaet 40—60 MKM U MOXET
yBenuuuBarscs 10 ~200 MKM npu Oosiee BHICOKHX TeM-
neparypax [9].

ITo cpaBHEHMIO C TPAAUITMOHHBIMUA METOAAMH TEX-
HOJIOTHH OBICTPOTO CIIEKAHUS B ANEKTPUIECKOM IOJIE
(Field Assisted Sintering Technology, FAST), B Tom umc-
JIe UCKpOBoOE T1a3MeHHoe cnekanue [10, 11], mo3BomusioT
KOHCOJIUIMPOBATH MTOPOIIKH NpU 0oJiee HU3KHUX TeMIIe-
parypax (1900-2200°C) u 3a MeHbIIIee BpeMs (MeHEe
10 mun) [12]. CHHKeHUE TeMIepaTypbl ClieKaHus Ty-
TOIJIAaBKUX KEPAMHK MOXKET OBITh JOCTUTHYTO 3a CUET
YBENIMYCHUS AUCTIEPCHOCTH KEPAMUYECKUX TOPOIITKOB U
BBeZleHHsT Hebompmmx (5—7 mMac%) KOMu4ecTB J00aBOK
Fe, Co u Ni [4]. Bonee BbicOKO€ cojiepaHue 100aBOK
OPUBOJUT K CHIDKEHHUIO TEPMUYECKOH yCTOWYUBOCTH
kepaMuK. [Ipyu UCIIONBb30BaHUH TEXHOIOTHI OBICTPOTO
criekanus (FAST) ynaeTcst momydnTs MaTepraibl Ha OC-
HOBE TYTOIUIaBKUX KapOMIOB C BHICOKOH IIIIOTHOCTHIO, C
MEHBIINM pa3MepoM 3epHa NpH 6ojiee HU3KUX TeMIepa-
Typax CIeKaHHs.

OpmHAM U3 OTHOCHTEIHHO MPOCTHIX U OBICTPHIX CIIO-
c000B MoJTy4eHHsI KapOUIOB SABISIETCS MEXaHHYECKHU
CTUMYJUPYEMBI CUHTE3 B CMECH IMOPOILIKOB TaHUS
U yriepoaa CTEXMOMETpUUYECKOro cocTasa [13, 14],
MIPOBOANMBIN B BBICOKOIHEPTETUYECKHUX TIAHETAPHBIX
[IAPOBBIX MeIbHHUIAX. MHAYKIIMOHHBIN MEPUOJ TAaKUX
peakuuit onpenenseTcs SHeProHaNPsKEHHOCTHIO MEITb-
Huupl [15]. B BeIcOKORHEpreTHUECKOH MIaHEeTapHOM 11a-
poBoii MenbHULEe AI'O-2 UHIYKIMOHHBIN Epruoa Mexa-
HUYECKH CTHMYIUPYEMOU peakiuu obpazoBanust HfC
cocTtapisieT 4 MUH. XapaKTepHOH 0COOEHHOCTHIO CHHTE-
3a B A['O-2 sBnsiercs nosinenue Fe B mpomykrax, 00y-
CJIOBIIEHHOE HCIOJIh30BaHMEM CTAITLHBIX OapabaHoB [16]
7 BBICOKOM a0pa3uBHOM CITOCOOHOCTHIO CHHTE3UPYEMBIX
KapOuaoB. B 3ToM ciydae mosiBisieTcsl BO3SMOXKHOCTh
MEXaHOXUMHUYECKU CHOPMUPOBATH KOMIIO3UIIHOHHYIO
crpykrypy HfC/Fe.

I pueopvesa T. @. u op.

ey paboThl — HM3ydeHNE BO3MOKHOCTH KOHCOJH-
JAIMK METOZOM ObIcTporo criekanus kommnosuta HfC/Fe,
MOJIyYEHHOTO B CTaJIbHBIX OapabaHax B X0O/I¢ MEXaHOXHU-
muyeckoro cunresa HC.

SKCHepI/IMeHTaJﬂ)Haﬂ 4acTb

B kxadecTBe MCXOAHBIX MaTe€pUaoB MCIOJb30Ba-
nu nopomku Hf mapku I'®M-1 ¢ pazmepom dacTui
d = 60-80 mxm (OOO «I'pynna xommnanuii «Crerr-
MerannMactep») u C (1ammnoBas caxa) mapku [IM-15
¢ pasmepom vactull d = 0.2 mxm (Bonrorpaackuii ¢pumm-
aim 000 «Omckrexymiepom»). MaccoBoe COOTHOIIIEHUE
nopomkoBbix KomrnoneHToB Hf:C cocrapnsiio 94.2:5.8.

MexaHOXUMHYECKHI CHHTE3 TPOBOAMIHN B BBICOKO-
SHEPreTUYECKO MiIaHeTapHOU MIapOBOW MENbHULIE
AT'O-2 (OO0 «HITO HOBMUI») mo meToauKe, OMUcaH-
HoH B [15].

U3zyuenne hazoBoro coctaBa NpoBOAMIN Ha Audpak-
tometpe D8 Advance (AXS Bruker) B xapakrepuctuye-
cxom manmyyennn Cug,, (A= 1.5406 A) ¢ ucons3osaryem
0a3el JaHHBIX peHTreHorpaduiIeckux crangapros ICDD
PDF-2. TTonykonuaecTBeHHBIH (a30BbIi aHATH3 COCTaBa
MOJIY4YE€HHOTO MPOIYKTa BBIMOIHUIM C HCIIOIB30BAaHUEM
kopyHaoBoro yucia RIR (Reference Intensity Ratio).

[l uccnenoBaHus CTPYKTYpPBI ITOJYYEHHBIX 00pa3-
LIOB HCIIOJIb30BAJIM CKAHUPYIOIIMH JIEKTPOHHBIA MUKPO-
CKoIl BeIcOKoTO paspemenus Mira (Tescan) ¢ mpuctaBkoit
INCA Energy 350 (Oxford Instruments Analytical) ans
MHUKPOPEHTICHOCIIEKTPAILHOTO aHaIn3a. Jluamerp 371ek-
TPOHHOTO 30HJ]a COCTAaBISUT 5.2 HM, 00IacTh BO30YXK-
nerns — 100 am. [TomyueHsl H300paskeHNs B MPSIMBIX
1 00paTHO pacCesHHBIX 3JIEKTPOHAX, YTO MO3BOIHIO
HCCJIEA0BATh PACIIPEACICHNE XMMUUECKHUX JIEMEHTOB I10
MOBEPXHOCTH YaCTHUI] MEXaHOKOMITO3UTOB M CIICUCHHBIX
MaTepHalloB Ha UX OCHOBE.

[Toporrok MexaHOKOMITO3UTa KOHCOJIMANPOBAIU ObI-
CTpBIM CIIEKaHHEM Ha ruzapasnnyeckoM npecce O 1386
(OAO «Tspxmpeccmari») B amaparax BICOKOTO JIaBjie-
HUSI THIIA «JTyHKA C HAKOBaJbHEI» B IpaQUTOBBIX Harpe-
Barelsx pasmMepoM (O 5x8 mm. Jlasnenune 2 I'Tla, mou-
HocTh Harpesa 1.1 kBT, ckopocts Harpesa 12 rpag-cl,
temneparypa cnekanusa 7 ~1500°C, Bpems uzorepmuye-
cKoM BbIepKkH 60 c.

Nsmepenne mukporsepaoctu mo Bukkepcy (HV)
npoBoamitu o 'OCT 945076 na MuUKpOTBEpAOMEpPE
[IMT-3M (OAO «JIOMOy) npu Harpy3ke 1.96 H.

O0cy:xneHue pe3ybTaToB

MexaHnoxumuueckoe Bzaumoaeiricteue C u Hf npu
JUIMTEIHHOCTH MEXaHUYECKOW 00pabOTKH 2 MUH IpH-
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Puc. 1. MukpocTpykTrypa armomeparo mopormka HfC, MexaHOXUMHYECKH CHHTE3UPOBAHHOTO B TeUeHUE 12 MUH.

BOJOUT K oOpaszoBanuio komnoszuta Hf/C. MexaHno-
XxuMuueckas peakuus oopaszosanusa HfC 3aBepmaer-
¢l K 8§ MUH MeXaHWYECKOW aKkTHBaNWu. B mHTepBase
8—12 MuH peann3yloTcsa MPOIECCH BTOPUYHOTO CTPYK-
TypooOpa30BaHUs C U3MEIBIEeHHEM 00pa30BaBIIErOCs
kapOuza. [lapameTp peeTku MeXaHOCHHTE3UPOBAHHOTO
HfC nocne 12 MMH MeXaHWYECKOH aKTHBALUU COCTaB-
aset a = 4.6269 A, 4T0 COOTBETCTBYET HECTEXHOME-
Tprueckomy coctaBy HfCg 71 [2]. Popmupyercsa nano-
CTPYKTYpHBIH Kapbun ¢ pasmepom yactuil 80—-150 aHM
U pazMepoM KpucTaiiutoB 9 + 1 um. [Ipoduis pentre-
HOBCKHX JU(pakoHHBIX oTpakennit HfC 3HauntensHO
VIIUPEH, YTO MOXET OBITh CBSI3aHO HE TOJIBKO C MAaJIbIM
pa3MepoM KpUCTAIUTOB, HO U C BBICOKOH Ne(eKTHO-
CTBIO 3€pPHOTPAaHUYHBIX 00NacTei. BricokoamcmepcHbie
YacTHUIIBI KapOu/Ia arioMepUpyIoT A0 pazmMepoB 1—20 MkM
(puc. 1).

Mexanoxumuuecku cuHTesupoBanuslii HfC cre-
YeH MPU OTHOCUTENFHO HU3KOH Temmeparype ~1500°C.
[Tocne criekaHus mapameTp penIeTky a Kapouaa yBenu-
ypBaercs 10 4.6354 A, uto CBUJIETEJIBCTBYET O MOBBI-
mennn conepxkanus C mo x = 0.88 [2]. [Ipoduns peHt-
TeHOBCKUX MU paknnoHHbIX oTpaxkeHnit HC cyxkaercs
(puc. 2). 3HaYUTENHHO PACTET pa3Mep KPHUCTAJIUTOB
(L > 300 aM), IpH 3TOM ypOBEHb MUKPOHAIPSIKEHUN e
camkaercs ¢ 1.71 go 0.22, 4To yka3bIBaeT Ha penak-
CalMIo HANpPSKEHHOTO COCTOSIHUSA, 00YyCIOBICHHOTO
ne(heKTHOCTHIO CTPYKTYPHI.

WNupusunyansuble pedrnexcel Fe Ha qudpakTorpam-
Max MEXaHOCHHTE3HUPOBAHHOT'O MOPOIIKA U CIIEYEHHOTO
MaTepuaja He perucrpupytorces (puc. 2). OgHaxo, 1mo
JIaHHBIM CKaHUPYIOIIEH ANEKTPOHHON MHUKPOCKOIUH,

P crieKaHUU (POPMUPYETCS CTPYKTypa TBEPAOTO CIUIaBa
HfC co cBa3koii Ha ocHoBe Fe u3 mpoaykroB Hamora (cM.
TabauLy, puc. 3).

[To maHHBIM MHKpPOPEHTTCHOCTIEKTPATBHOTO aHATH-
3a, ob1ee konmmuecTBo Fe gocturaer 7.5 + 0.5 mac%.
C yuetom Toro uto Fe He peructpupyercs Ha AupakTo-
rpamMMax, MOXHO CZAEJIaTh BBIBOJ O €0 3epHOIPAHUIHOM
pacnpezneneHud. YUHUTHIBas TOT (axT, YTo Kapounasl Fe
peHTreHorpaduIecKy He 0OHAPYIKEHBI, MOXKHO MTPE/IIO0-
JIOKUTB, 4To peakuus cunte3a HfC npouncxonut panslie,
1 TIOSIBJICHHE HAaMOJIa CBA3aHO ¢ abpa3suBHOM crIOCOOHO-
cteio HfC. B a3TOM city4ae TOrHaHO TPEeAIToIoKUTh, UYTO
Fe pacnpezneneHo 1mo moBepXHOCTH YacTHUIl. YBEJIMUEHUE
copepkanusi C B pelieTke JaeT OCHOBaHUE MPEAIIONO0-

e HC — Fm3m (225)
« HfO, — P21/ (14)

MHTEeHCUBHOCTD, OTH. €.

Pl
M I 1 A plen.2

30 50 70
20, rpan

-TII.T! Doff % F PPT wum

Puc. 2. IudppakrorpamMmma marepuaia, CIIE4EHHOTO U3
MEXaHOXMMUYECKU cuHTe3npoBanHoro kommnosuta HfC/Fe.
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I'pueopvesa T. D. u op.

Puc. 3. Mukpogororpadun yacTui MaTepraa, ClieYeHHOTO U3 MEXaHOXHUMUYeCKH cuHTe3upoBaHHoro HfC.

JlaHHBIE MUKPOPEHTTEHOCIIEKTPAIbHOIO aHanu3a (Mac%) credeHHoro mexanoxkomnosuta HfC/Fe

Touka Ha MOBepXHOCTH * C, % 0, % Cr, % Fe, % Hf, %
Cl1 6.61 11.41 0.03 0.47 81.47
C2 28.85 3.29 0.06 0.39 67.42
C3 3.92 11.95 0.02 1.23 82.87
Cc4 3.40 11.71 0.01 0.63 84.25
C5 8.00 1.34 0.03 1.08 89.56
Co6 10.33 2.58 0.08 1.42 85.59
Cc7 7.70 1.22 0.00 0.72 90.36
C8 7.82 1.13 0.03 0.70 90.32
C9 9.89 0.56 3.88 84.27 1.39
C10 11.88 0.47 431 81.77 1.58
cl11 3.49 13.07 0.01 0.50 82.93

* MecTonoNnoKeHne TOYeK 0TMEUEHO Ha puc. 3, 6.
XKHUTb, 4TO Npu criekanuu Hf mepexonut u3 kapOuga B BruiBoabl

TBEPHBI pacTBOp Ha ocHOBe Fe. DTo monTBepkmaeTcs
JAHHBIMU MUKPOPEHTICHOCIEKTPAJIbHOIO aHaau3a (CM.
TabIuILy).

dopMmupyembie 3epHa KapOuaa UMEIOT OKPYIIYIO
dbopmy pasmepom 3—-19 MKM, B HUX MPUCYTCTBY-
o1 cepuaeckue BrimtodeHus HfO, (~3%) pazmepom
0.7-1.9 mxm. IMopucrocts gocruraer 6% u odpas3osa-
Ha MO TUITy HECIUIOUTHOCTEH, 00yCIOBICHHBIX HEJ0-
cratouHoii cmaunBaemocthio HfC pacnnasom Fe mpu
criekaHuH. [II0THOCTh KOMITIO3UTa MOXKET OBITH MOBBI-
nieHa criekaHueM Mpu Oosiee BHICOKOW TeMIiepaType.
MHUKpOTBEPAOCTH KOMIIO3UTOB BAPBHPYETCs B TANIa30HE
3HaueHuit HVy, 1241-1465.

KoHconmpanus nopomkoB HAaHOCTPYKTYpHUPOBAHHOIO
mexaHokomnosuta Fe/HfCy 71, momydenHoro B pe3ynsra-
T€ MEXaHOCTUMYJIMPOBAHHON peakUny CHHTE3a KapOuaa
B BBICOKOOHEPIreTUYECKOM TUIaHETAPHOU 1IaPOBOM MEJIb-
uune AI'O-2 B cTanbHbIX OapabaHax, METOIOM OBICTPOTO
cnekanus B anekrpuueckoM noie (FAST) mossomnser
MOJIyYUTh MaTepHall CO CTPYKTYpPOH TBEpAOro CIiaBa
C OTHOCHUTEJIBHO MEJIKMM Pa3MEpPOM 3€pHa U BBICOKOMN
OTHOCHTEJIbHON TJIOTHOCTBIO MPH HU3KUX TEMIIEPATypax
CIICKaHMUS.
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