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MCCNEOOBAHUE BITINAHUA PEOKO3EMEJIbHbIX 3JIEMEHTOB
HA KEPAMUYECKUE MATEPWAIblI HA OCHOBE ZRB>-SIC (20 OB. %),
NOJNYYEHHbIE METOAOM UCKPOBOI'O NMNMA3MEHHOIO CNEKAHUA

OTNMuNTENBbHON CMOCOBHOCTBLIO  YNbTPaBbICOKOTEMMNEPATYPHOW KepaMmuku siBNsieTCs ee CnocoBHOCTb noaBepraTbest AnMTENbHOMY
BO3JENCTBUIO OKUCIIUTESbHBIX Cpea npu Temnepatype Ao 2000 °C, He Tepsisi CBOM NPOYHOCTHbIE XapakTepucTuku. IMeHHo aTo CBOMCTBO Aenaet
AaHHbIV BUA MaTepuanos NepCcrnekTUBHLIM AN UCNONb30BaHUS B @9POKOCMUYECKON U AHEPreTUHECKOM MPOMBILLNEHHOCTH.

OgHMMKM 13 Hanbornee W3BECTHbIX YNbTPaBLICOKOTEMMEPATYPHbIX MaTepuanoB SIBNSIOTCS Gopuabl HA OCHOBE LMPKOHWUS W radpHus,
ANCMEePCHO-YNPOYHEHHbIE YacTULAMKN Kapbuaa KpeMHUS 1 TYronnaBkux COeANHEHWI (CMMLMAOB, kapbuaos, HATPUAOB).

Ha paHHbI MOMEHT AnGOpUA LIMPKOHWS SIBSIETCS OQHUM U3 Haubonee M3BECTHbIX MaTepuarnoB Cpeau ynbTpaBblCOKOTEMMEpaTypHOW
KepaMuKn 3a CcYeT €ero BbLICOKOM TemnepaTypbl nnasneHus (3245 °C), BLICOKOW TennonpoBOAHOCTM, XOPOLUEN TePMOCTOMKOCTM, HWU3KOro
koadhcpuLMeHTa TENIOBOrO PacLUMPEHUS], yAEpPXaHNsi MPOYHOCTU NPY MOBbILLIEHHbIX 3HAYEHNSIX TeMrnepaTypbl U CTabUIIbHOCTH B 3KCTpeMarbHbIX
cpepaxlccnenoBaHo BnusiHME pedko3eMernbHbIX 3NEeMEeHTOB Ha MpoLecchl crnekaHus matepuanoB Ha ocHoBe ZrB,—SiC (20 06.%), Nony4eHHbIX
MEeToAOM MNNa3MeHHOro WCKPOBOro cnekaHws. Ha ycTtaHoBKe NNasmMeHHOro WCKpPOBOro cnekaHns npu TemnepaTtype 1700 °C nonyyeHbl
KOMMO3NLIMOHHBIE Kepamuyeckne matepuansl Ha ocHoBe ZrB,—2006.%SiC ¢ nobaBneHnem oKCMAoB peako3eMenbHbIX 31IeMEHTOB, coaepxaHue
KOTOopbIX BapbupoBanocb ot 0 Ao 5 06. %. MpoaomKUTENBHOCTL N30TEPMUYECKON BbIAEPXKKM cOCcTaBnsna 3—5 MuH, faBneHne npeccoBaHus 30
MMa. YcraHoBneHo, 4TO yBenuyeHWe BPEMEHW W3OTEPMUYECKON BbIAEPXKKM MNPUBOAWUT K CHWDKEHWIo nopuctocTu. WccneposaHo BnusiHue
cofepxaHusi 406aBOK OKCUAOB PeKo3eMeslbHbIX 3MTEMEHTOB Ha MPOLLeCChl YMMOTHEHNUS NPK CreKaHUW yNbTPaBblCOKOTEMMNEPaTYPHON KepaMuKu
Ha ocHoBe ZrB,—SiC, MUKpOCTPYKTYpyY 1 ha3oBbIn cocTas.

KntoueBble cnoBa: Anbopua LMPKOHWS, KapOua KpemHWsi, okcuAbl pPefKo3eMeslbHbIX dIEMEHTOB, UCKPOBOE MNasMeHHoe CriekaHue,
yrnbTpaBbICOKOTEMMEPATYPHAs Kepamuka, MUKPOCTPYKTYpa, peHTreHoa3oBblil aHanus, nasepHas Andpakumus ceeta, okKUCNUTENbHasi CTOMKOCTb,
TepMuyeckasi CTOMKOCTb.

V.B. Kulmetyeva, S.E. Porozova, V.E. Chuvashov, M.P. Yaburov
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RESEARCH OF THE EFFECT OF RARE-EARTH ELEMENTS ON CERAMIC MATERIALS
BASED ON ZRB:; - SIC (20 VOL. %), OBTAINED BY SPARK PLASMA SINTER

The distinctive ability of ultra-high-temperature ceramics (UVTK) is its ability to be exposed to prolonged exposure to oxidizing
environments at temperatures up to 2000 °C, without losing its strength characteristics. It is this property that makes this type of material promising
for use in the aerospace and energy industries.

One of the most well-known ultra-high-temperature materials are borides based on zirconium and hafnium, dispersion strengthened by
particles of silicon carbide and refractory compounds (silicides, carbides, nitrides). At the moment, zirconium diboride is one of the most well-
known materials among ultrahigh-temperature ceramics due to its high melting point (3245 °C), high thermal conductivity, good heat resistance,
low thermal expansion coefficient, retention of strength at elevated temperatures and stability in extreme environments.

In this work, the effect of rare-earth elements on the sintering processes of materials based on ZrB, - SiC (20 vol.%) Obtained by the
method of plasma spark sintering is investigated. Composite ceramic materials based on ZrB, - 20 vol.% Were obtained at the plasma spark
sintering unit at a temperature of 1700 °C. % SiC with the addition of oxides of rare earth elements, the content of which ranged from 0 to 5 vol. %.

The isothermal holding time was 3-5 min, the pressing pressure was 30 MPa. It is established that an increase in the time of isothermal
exposure leads to a decrease in porosity. The influence of the content of oxides of rare-earth elements on the compaction processes during
sintering of ultra-high-temperature ZrB,-SiC-based ceramics, the microstructure and the phase composition is investigated.

Keywords: zirconium diboride, silicon carbide, oxides of rare-earth elements, spark plasma sintering, ultra-high-temperature ceramics,
microstructure, x-ray phase analysis, laser light diffraction, oxidative resistance, thermal resistance.
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YpTpaBBICOKOTEMITEpATypHAs KepaMHKa
(YBTK) — 3TO HOBBIH Kjacc MaTepHalioB, KOTOPBI
MIPEACTaBIsIET COOOM KOMITO3MIIMOHHBIM Marepuai ¢
KepaMH4YeCKOM MaTpUIed U CTPYKTypoH, KoTopas 3a-
IIXIIAET TTOBEPXHOCTh OT OKHUcieHUs. Ilpu cozmanum
MOJIOOHBIX KOMIO3UIIMOHHBIX MaTepHaOB ITPOBOANT-
sl IIeJIeHalNpaBJIeHHbIN 1M0100p N00aBOYHEIX (a3, Ko-
TOpBIE CIOCOOCTBYIOT OOpa30BaHMIO MPOYHBIX IIO-
BEPXHOCTHBIX CTPYKTYp, YCTOHUYHMBBIX K BBICOKOTEM-
nepaTypHOMY  OKHCJIEHHIO.  Takue  CTpPYKTYpHI
CcrocoOHBI 3aKPHIBATh TOBEPXHOCTHBIE NEPEKTHl U TI0-
BBIIIATh CTOMKOCTH MaTepHana K OKHCICHHIO B Ta3o-
BBIX IMOTOKax [1].

Hawnbonee pacripoctpanennsM npumepom YBTK
Ha OCHOBE OOPHIOB SIBISIFOTCS KOMITO3HI[IOHHBIE Ma-
TepUaJbl C MATPHYHBIM KOMIIOHEHTOM B BHJIE OOPUI0B
rapHUsT WIM LUPKOHUS, JAWUCIIEPCHO-YIPOYHEHHbIE
JacTHIAMU KapOWuIa KPEeMHHS U IPYTUX TYTOIUIaBKHX
coenuHeHull. Taxke B CpaBHEHUM C JPYT'MMH BUJIAMU
KepaMHK Oopuabl TadHHsS M IUPKOHHUS MMEIOT Ooiee
BBICOKYIO TEIJIONPOBOIHOCTh, YTO OOECIICUUBAET HX
CTOHKOCTB K TepMoyaapy [2].

OnTuManbHBEIM  COCTaBOM, OO€CICUYHBAIOIINM
BBICOKYIO OKHCIHMTEIBHYIO CTOHKOCTH, CUMTAETCS CO-
oTHOIIeHHE KOMIOHEHTOB 8000.%ZrB,—2000.%SiC
[3, 4]. BeicokoTemmepaTypHOe OKHCIIEHHE TaHHOW Ke-
paMuKH crocoOcTByeT 00pa30BaHUIO Ha MOBEPXHOCTH
3aOIUTHOTO MHOTOCIOWHOTO TOKpHITHS ZrO,—SiOy,
a TakKe OOPOCHIIMKATHOTO CTEKJIA, CIOCOOHOTO 3aTsi-
I'MBaTh TPEIIUHBI U MOPHI HA MOBEPXHOCTH YJIbTPABbI-
COKOTEMIIEpPAaTYpHOH KEpaMHUKH 32 CUET CO3JaHMs Ta-
30HENPOHUIIAEMOI IUICHKH, KOTOpasi B TOM 4YHCIE
npenstcTByeT Aupy3uu KHCIOpoga BHYTPb Mare-
puana [5, 6].

W3BecteH crioco0 co3maHus KepaMHUYECKHX Ma-
TEpUaJIOB HAa OCHOBE 0OpWAOB TadHHS M LUPKOHUS,
KOTOPBIM BKJIIOYACT TAaKHWE 3Tallbl, KaK M3TOTOBJICHUE
MOPOIIKOBOM IIMXTHI, XOJOJHOE IPECCOBAHHUE 3aro-
TOBKH, CIIEKaHHWE ITOPOMIKOBONH (OPMOBKH H IIOCIIE-
Iyrollasi Mexanudeckas oopadorka [7].

Ha nmaHHBI MOMEHT CYIIECTBYET HECKOJIBKO Me-
TOJOB KOHCOJHMIALUK KEPAMHUYECKHX KOMITO3UIINOH-
HBIX MaTEpPHUAJIOB HA OCHOBE OOpHUIOB radHUS U LHP-
KOHHSI:

1. O6praHOE cniekanue (0e3 MPUITOKEHUS 1aBie-
HUSA).

HarpeB n n3orepmuueckast BbIIEp)KKa ITOPOIIKO-
BO# (POPMOBKH T 0OecrieueHus TpeOyeMbIX MEXaHH-
YeCKHX W (DHU3WKO-XMMHYECKHX CBOMCTB. Bo Bpems
npolecca CleKaHus MIMXTa MpeBpaliaeTcs B IPOYHOE
MIOPOIIKOBOE TEJIO CO CBOMCTBAMH, MPUOIMKEHHBIMH
K CBOMCTBAM KOMITAaKTHOTO (OecmopucToro) marepua-
na [6]. Tak:ke MOXKHO BBIZICNIUTH PEAKIIMOHHOE CIieKa-
HHE, KOTOPOE B OTIIMYME OT MPOCTOrO CIIEKaHUS CO-

MPOBOKIAETCsl 0O0pa3oBaHHeM HOBBIX (a3. OmHOl n3
OTJIMYUTETFHBIX OCOOCHHOCTEN PEAaKIIMOHHOTO CIIeKa-
HUsSI MOKHO Ha3BaTh TO, YTO €0 MOXKHO MPOBOAUTH
Pa3MYHBIMHE  CIIOCOOAMHU: TOPSYUM  IIPECCOBAHHEM
[8, 9—11], cnexannem 0e3 MPUITOKEHUS JABICHUS.

2. I'opsauee mpeccoBaHue.

I'opstuee mpeccoBanne — 3TO nponecc GopMHUPO-
BaHMS MaTEpPHAJIOB U3 MOPOIIKOB, COUCTAIOIINI OJHO-
BPEMEHHO IPECCOBAHHME U CHEKaHUE IOPOLIKOB IPH
temneparype 0,5-0,8 oT TemnepaTypsl IIaBICHUS OC-
HOBHOTO KOMIIOHEHTA IIMXTHI. Y BEITHUECHNE TEKYyIECTH
IIUXTHl TPH TOBBIIICHHBIX 3HAYCHUSX TEMIIEPATYPhI
CIIOCOOCTBYET IOJYYEHUIO MaJONOPUCTBIX HW3AENIHUIL.
[Ipn Takux ycluoBUSX cHJIa JaBJIEHUS (HOPMOBAHUS
CYMMHPYETCSI C CHJIOW TTOBEPXHOCTHOTO HATSKCHUS,
00yCIIOBIIMBAIOIICH OOBIYHOE CIEKaHHe, BCIEACTBHE
Yero MpoIecc CHEeKaHHs IO JaBICHHEM 3HAYNTEIbHO
AKTHBU3UPYETCSI U COKPAIAETCSI.

MaTepI/IaHBI, TOJIYYCHHBIE C TIOMOLIBIO TOPAYETO
MIPECcCOBaHMUs, OOBIYHO UMEIOT MEIIKO3EPHHUCTYIO CTPYK-
TYpy ¥ 00J1a/1af0T MOBBIIICHHBIMH (PU3UUECKUMH U Me-
XaHUYECKVMH CBOHCTBAaMH B CPaBHEHUH C M3JEIHIMH,
MOJYYCHHBIMU ITYyTEM OOBIKHOBEHHOTI'O CIIEKAHUS.

JlaHHBIE CBOWCTBA MMEIOT NPSIMYIO 3aBUCHMOCTb
OT JIaBJICHHS TIPECCOBAHMS.

BBC)IGHI/IG HUTpUJa KpPCMHUA B KOJHMYCCTBC
2,5 mac. % 1o3BOJISIET MONYYUTh KEPAMUKY Ha OCHOBE
6opuia NUPKOHHS C BBICOKOH IIIOTHOCTHIO METOIOM
ropstuero mpeccoBanus npu 1700 °C  [6]. Hutpun
IIOMHHUSL B KayecTBe CIIEKalolleil 100aBKM 3HAuu-
TENBHO JIMMHUTHPYET 0Opa3oBaHWE BTOPUYHOH (asbl
10 TPaHWIAM 3E€PEH M CIIOCOOCTBYET YBEIWYECHHIO
MMPOYHOCTHU IMPU MOBBIMNICHHBIX 3HAYCHHUAX TEMIICpATY-
pet 1o 1500 °C.

3. [Ima3MeHHOE UCKPOBOE CIIEKAHHE.

[Tnazmennoe uckpoBoe cnekanue (SPS) mo3Bo-
JSIET MOJTy4aTh MaTepHajbl MEJIKO3EPHUCTOH CTPYKTY-
PBl ¢ MUHUMAJIBHOHW TOpUCTOCTRIO [6]. TexHomormue-
CKH TIPOIIECC NCKPOBOTO INUIA3MEHHOTO CIICKaHUs OJu-
30K K ropsfueMy IpeccoBaHUIO. MeToj MiIa3sMEeHHOro
HCKPOBOTO CIIEKaHUS 3aKJIIOYaeTCs B TOM, YTO HM-
ITyJBbCHI HIIEKTPHUECKOTO TOKA MPUBOAAT K BO3HUKHO-
BCHHUIO PICKpOBOﬁ IJ1a3Mbl MEXKAY YacTULaMH CIICKac-
MOTO MaTepHaia, 4YTO MO3BOJISIET IPH MOBBIIIEHHOM
JaBICHUH CIIEKaTh TYTOIUIABKHE MAaTepUallbl, IOJY-
YaTh BHICOKYIO OJIHOPOJHOCTh MaTepualia U COKpaTuTh
BpeMs CIIEKaHHs 110 CPABHEHHIO ¢ OOBIYHBIM CIIEKaHU-
eM U ropsiuuM npeccoBanueM [12, 13]. Ilpeumyect-
BaMH MeTona SPS 1o cpaBHEHHIO ¢ TpaaUIMOHHBIMH
METOAAMU SIBIIAIOTCS CIEAYIOIIUe:

— KOPOTKOE BpeMsI ITpOIIecca CIIEKaHHUs;

— Oonee HM3KHE 3HAYCHUS TEMIIEPaTyphl, HEOO-
XOOUMBIC [JId TIOJYUCHUA MaTepualioB C BBICOKO#
IUIOTHOCTBIO M HU3KOM IOPUCTOCTBIO;
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— UCTIONIb30BaHUE MHUHHUMAIBHOTO KOJIHYECTBA
CIEKAIOIUX 100aBOK WM WX OTCYTCTBHE IIPH CIICKa-
HUH TYTOIIABKUX MaTEePHAJIOB.

HckpoBoe mitazMeHHOE CIICKaHHWE IPOBOMASAT Kak
B BaKyyMe, TaKk ¥ B HHEPTHOH cpejie.

CormnacHo pa6ore [14] UMIyJIbCHI MOCTOSIHHOTO
ANIEKTPUYECKOTO TOKA MPU BO3JCHCTBUU HA MOPOIIOK
CIOCOOCTBYIOT TIPOSIBJICHUIO CIEIYIOIIUX (aKTOpPOB,
MMPUBOJAAIMINX K YIIYYHICHUIO CIICKAHUA:

— ICKTPOMHUTPAIIHIS;

— JIxoyneB (OBICTpBIN) HAarpeB;

— JIaBJICHHE UCKPOBOTO pa3psina;

— OYHIICHUEC IMOBEPXHOCTU YaCTHI C MNOMOUIbIO
J1a3MBbl;

— mu¢dy3us B AIMEKTPHYECKOM TI0JIC;

— MMOBEPXHOCTHAA aKTHUBAIUA YaCTHUILL;

— MECTHOE IUIaBJICHHE U HCIapeHue (0coOeHHO
B METAJUTHIECKUX CUCTEMaX).

B uuctom Bue A CIEKaHUs TOPOIIKOB OOpH-
OB IUPKOHMSI W TaQHHS HEOOXOqUMa TeMIlepaTrypa
ceeimre 1950 °C BcieacTBHE CHIIBHBIX KOBAJICHTHBIX
cBs3ell W HHU3KOro KoddpounueHta camonudpy3un
[8, 15]. B cBsi3u ¢ 3TUM 151 akTUBAIIMH TIpoliecca crie-
KaHUs UCIIONIE3YIOT CIIEKAIONINe TO00aBKH, TaKHe Kak
SiC u Si3Ny, LayO5 u LaBg [16, 17], cunuiuas! TaHTa-
J1a, TUTaHa, ITUPKOHMA, MOJIHOIEHa U APYTHE, KOTOPHIE
TaKXKE CIIOCOOCTBYIOT YBEIUYCHUIO COMPOTUBICHUS
MaTepHajia OKHUCIICHHUIO MTPH BBICOKMX 3HAUYCHHSX TEM-
repaTypsl.

Oxcun nantana LayO; MoxxeT 00pa3oBbIBaTH Ha
nosepxHoctd YBTK npu oxucineHMHM TyromnaBKHH
mupKoHat JlanTaHa La,Zr,O; 1 MOBBIIATh TEM CaMbIM
ycroitunBocts YBTK B oxucnurensHoit cpene. Takxke
OH MOXET OKa3bIBaTh IIOJIOKUTEIHHOE BIUSHHE Ha
KOMITO3ULIMOHHBII MaTepuall u3-3a ero HU3KOM TeIo-
IIPOBOJHOCTU M BBICOKOM TEPMUYECKOW CTOMKOCTH
[18, 19].

B pabote [20] moka3aHo, 4TO BBEIEHUE OKCHIA
nma"TaHa (5 00. %) cmocoOCTBOBANIO MpoIeccaM CIie-
KaHUs TIPU ropsiYeM IPECCOBaHHHM MaTEpUAJIOB Ha OC-
HOBe ZrB,-SiC, a Takxe MpermsiTCTBOBAJIO POCTY 3ep-
Ha. Kpome sTor0, BBeZIeHHE peIKO3eMEIbHBIX dJIeMEH-
TOB  MO3BOJIJIO  TIOBBICUTH  TPEHIMHOCTOMKOCTH
obpasuoB ZrB,—SiC. Ognako aBTropamu [21] momyde-
HBl TIPOTHBOIIONIOKHBIE PE3YNbTATHl. Y CTaHOBJICHO,
gyto nobasneHue 3 00. % La,O; He TOTBKO MPUBOIUIIO
K 00pa3oBaHHI0 aMOpP(HOI 3epHOrpaHUYHON (a3bl U
MOBHIIICHUIO YIUIOTHEHHS, HO M K CYIICCTBEHHOMY
pocrty 3epeH ZrB, u SiC.

Ienpto nanHOW pabOTHI OBLIO HCCICIOBAHUE
BIIUSTHUSL OKCHJIOB PEIKO3EMENBbHBIX JJIEMEHTOB Ha
mporiecc KOHCONUAAIMN METOIOM HMCKpPOBOTO IjIa3-
MEHHOTO CIICKaHUSI KEPAaMHUYECKOT'0 KOMITO3UIIMOHHO-
ro Matepuana Ha ocHoBe ZrB, — SiC (20 006. %).
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Marepuaibl H METOAMKH IKCIIePHMEHTa

B xadecTBe HCXOAHBIX MaTepHaIOB UCIOIb30Ba-
. gubopun mupkorus (OO0 AIITIT «Bera», Ykpau-
Ha); KOHIICHTPAT THAPOKCHIA JIAHTaHA, COAEP)KaHHE
9JIEMEHTOB B KOTOPOM COCTaBJsLIo, Mac. %: La — 54,2;
Nd - 4,3; Pr — 2,8, ocransubix Menee 0,1 (OAO «Co-
JUKaMCKH MarHWeBBIH 3aBoNl», Poccus); xapoun
kpemHus, mapka 63C, TOCT 26327-84 (OAO «Bomx-
CKkuil aOpasuBHBIA 3aBOi», Poccus). Jlns mepeBona
THIPOKCH/IA JIAHTAaHA B OKCHI IPOBOJIWIIM OTKHUT TIPH
temmeparype 600 °C B TeueHue 1 4 B BO3AYIIHOH at-
Mocdepe. CozaepkaHue OKCHIa JIaHTaHA B IIUXTE
BapbupoBaiu oT 0 10 5 00. %.

Pacnpenenenne yacTuil o pa3Mepam OIpenens-
JU METOJIOM JAMHAMHYECKOIO PAcCesiHUA CBETa C TO-
MOIIBIO JIA3EPHOTO IU(PPAKIUOHHOTO aHAIN3aTopa
pasmepa dactuil Analysette 22 NanoTec (Fritsch,
I'epmanus). PEHTreHOCTPYKTYpHBIN aHanu3 IPOBOAU-
o Ha nudpakromerpe Shimadzu XRD-6000 (Smo-
Hus) ¢ ucronb3oBanueM CuK-m3mygerns. O6paboTKy
IUQPPAKTOTpaMM  OCYIISCTBISUIA, TIPUMEHSS IMaKeT
mporpamm st coopa u 00paboTku maHHBIX Shimadzu
XRD-6000/7000 V5.21. PacmmdpoBky audpaxTo-
rpaMM MPOBOJWIM Ha OCHOBE JIMIICH3MOHHOW O0a3bl
manaeix ICDD (International Centre for Diffraction
Data) PDF-2.

CMenIMBaHUEe HMCXOIHBIX TMOPOIIKOB IPOBOIFIN
¢ MOMoUIbI0 mIaHeTapHoil MenapHULBl «CAH/[» B 3TH-
JIOBOM CIIUPTE B T€UYEHHUE 2 U NMPH CKOPOCTH BPAICHHS
160 06/MHH, COOTHOIICHHE MENIOIINUX TEJI U MOPOIIKa
cocrasisio 3:1.

Konconmupanmio 00pa3oB OCYIIECTBISUIA METO-
JIOM MCKPOBOTO IUIa3MEHHOI'O CIIEKAaHHUsS Ha yCTaHOBKE
Dr. Sinter SPS-1050b (SPS Syntex, Inc., Anonus) npu
temneparype 1700 °C. HarpeB nmpoBoauics mpomyc-
KaHHEM HMITYJIbCHOTO TOCTOSHHOTO TOKa IPH CKOPO-
ctu HarpeBa 50 °C/muH. KoHTpoIb TeMmepaTypsl mpo-
BOAWJIHM TIPH MOMOIIM OINTHYECKOTO MHUPOMETpa II0
BHEIIIHEH CTOpOHE I'paUTOBOW MaTpHWIBL. Marepuan
Harpy:kajcsl HeIOCPeACTBEHHO Iepe]l HayajoM Harpe-
Ba MOCTOSTHHOH Harpysko# (mpu nasneHuu 30 MIla),
KOTOpasi CHUMaJach MOcCiIe OKoHYaHus Harpesa. C me-
JBI0 TPEIOTBPALICHUS PEAKIMH MEXIy CIEeKaeMbIM
MTOPOIIIKOM, MAaTPHUIEH U MyaHCOHAMH IMPOKJIa (bIBATH
rpa¢puToByro Oymary. Takxe BOKpyr mpecc-(popMer
obopaunBany rpadUTOBBI BOMIOK C LEIBIO yYMEHB-
[ICHUS TEIUIOBBIX MOTEPh. M30TepMudecKas BeIICPKKA
cocTapisia 3 U 5 MUH.

[ITOTHOCTP KOMITAKTHBIX OOpA3IOB ONPEAEISLTH
METOAOM THAPOCTAaTHYECKOro B3BemmMBaHuA. [lopuc-
TOCTh BBIYUCIANH 110 hopmyiie IT = (1 — pae/Preop) 100 %.
BenmumHa TeopeTHYecKOW IUIOTHOCTH pPACCUUTHIBA-
Jach U3 IUIOTHOCTH M COAEPKaHHs AUOOpHIA ITUPKO-
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Hus (6,1 F/CM3), kapbuma kpemuns (3,21 r/CM3) A OK-
cuza nanrana (6,57 r/em’).

W3ydeHne MHUKPOCTPYKTYpPHI TPOBOAWIM Ha
IU(GPOBOM TPUHOKYIIIPHOM HHBEPTHPOBAHHOM MHUK-
pockonie AxioVert 40 MAT, Carl Zeiss (I'epmanms) Ha
TpaBiicHbIX HUTH(ax. TpaBicHUE MPOBOIMIN CMECHIO
HF : HNO; : H,O=1:1:3.

Pe3yabTaThl U X 00CyKIeHHE

IIpoBeneHHBI PEHTIEHOCTPYKTYPHBIH —aHaIu3
ucxoaHoro nopoiika ZrB, mokasai, 4to oCHOBHOH (ha-
301 10 95,8 % sBnsiercss qUOOpUA LUPKOHUS, TaKXkKe
orMedyeHO Hanmmuue ZrO, MOHOKIMHHOW Moan(uKa-
uuu B konmuectse 4,2 % (puc. 1).

Metonom nazepHO audpakiuu cBera ObLIa
MpoOBEe/IeHa OIICHKAa TPaHyJIOMETPHYECKOTO COCTaBa

ncxomHbIX mopomrkos ZrB,, SiC u La(OH); (puc. 2).
OcHOBHOM pa3mep yacTuil noporika ZrB, Haxoautcs B
nuana3one ot 0,5 go 12 mxwm, npu atom 97 % vactun
MMEIOT pa3MepHOCTh MeHee 11,1 MxMm, a cpenanuit pas-
Mep gactul cocrasister 4,52 mxM. s mopomka SiC
XapakTepHO OMMOJATBHOE PACIpEIe/ICHHE YaCTHIL IO
pasMmepy. IlepBbIil MAKCHMyM pPacIONOXEH B 00JacTh
menee 1 MM, uto cocrasister 10,8 % gactur SiC, oc-
TanpHble 89,2 % yacTHIl UMEIOT pa3Mep B JAWANa3oHe
oT 1 1o 10 Mmxm. Cpennuil pazmep 4acCTHL[ COCTABISET
3,47 mxMm, mpu 3toM 97 % YacTHIl UMEIOT pa3Mmep-
HOCTh MeHee 7,38 mkM. [l mopomka La(OH); xapak-
TEPHO IIMPOKOE paclpe/IesIeHne YaCTHI] IO pa3Mepam,
MaKCHUMaJIbHBIM pa3Mep 4YacTHUl] COCTaBISET 53 MKM,
HO 97 % YacThIl IMEIOT pa3MepHOCTh MeHee 28,14 MKM.
Cpeanuii pazMep 4acTHIl COCTaBIAET 9,76 MKM.
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Puc. 1. ludpakrorpaMmma UCXOJHOTO MOPOIIKA TUOOPUIA IIUPKOHUS
- Q3(x) q3(x) s 0 Q3(x) q3(x) s
90 A 90 4 Al
80 -4 80 1 / L4
70 70 4
60 3 60 L3
50 50 =
40 - 2 40 4 )
30 30 A
20 1 20 - bl
0 - L L ! - 0 0 T ! L ] | 0
0,1 0,5 1 5 10 50 100 pm 0,1 0,5 1 5 10 50 100 um
a 7]
Q3(x) q3(x) Q3(x) a3(x)
0 5 00 5
90 4 90 -
80 4 80 A L4
70 4 70 4
60 + L3 60 - L3
50 o 50 4
40 4 Lo 40 A o
30 A 30 4
20 A Fl 20 - " t1
T
: . il I ,
0,1 0,5 1 5 10 50 100 um 0,1 05 1 510 50 100 um
[ 2

Puc. 2. Pacnipeenenue yacTuil o pazMepy UCXOJHBIX MOPOIIKOB: a — ZrB,, 6 — SiC, 6 — La(OH);
u 2 — cmecu ZrB,—20 06.%SiC ¢ 5 00. % La,0;
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Kak BunHO U3 puc. 2, 2, mociae CMEITUBaHHUSA Xa-
pakTep pacrpeesIeHus] YacTHUIl 10 pa3Mepy MEHseTcs,
MaKCHUMaJbHBII pa3Mep JacTHLl He mpeBbimaeT 10 Mk,
IIPU 3TOM CPEJHHMH pa3Mep YacTHIl TOTOBOW IIMXTHI
cocraBui oT 3,1 1o 2,6 MKM B 3aBUCHMOCTH OT COZIEp-
XKaHUSA OKCHAa JaHTaHa. [lo-BUOMMOMY, MOpPOIIOK
THJPOKCH/IA JIAHTAHA COCTOSII U3 arJioMepaToB YacTull,
KOTOpBIE Pa3pyIIIACH TIPH CMEIITHBaHUH.

Hckposoe mnazmenHoe cnekanue (MIIC) mpoBo-
qunu npu temnepatype 1700 °C B Bakyyme npu JaB-
neann 30 MIla, BpeMs M30TepMHYECKONW BBIOCPKKH
BapbUPOBAIH OT 3 710 5 MUH.

BHe 3aBucuUMOCTH OT cojep’kKaHMsS OKCHJa JaH-
TaHa U NPOAOJDKUTEILHOCTH BBIIEPKKH XapaKTep u3-
MeHeHus1 ycaaku Bo Bpems UIIC ommHakoB (puc. 3).
Jo temmepatypsl 1000 °C ynioTHEHHS HE HPOUCXO-
nuno. Toaepko nocne moctrkenust 1100 °C HaunHaeT-
Cs IPOLECC MHTEHCUBHOM yCaJKu, KOTOPBI MPOIOJI-
xkaeTcst 1o Temneparypsl 1400 °C, mocne npoucxoauT
3aMeANcHue yIIOoTHeHHA. OTMEUeHO, YTO BBEICHHE
La,O; no3Bossier CHU3UTH TeMIIepaTypy Havaia ycal-
Ku 00pa3moB, OCOOEHHO TpH coxepkaHud 5 00. %.
YBenuueHue npooSKATENLHOCTH BBIICPIKKU 10 S MUH
MO3BOJIMJIO WHTEHCH(HUIMPOBATh MPOLECC YIUIOTHE-
Hus. Tak, nmpu UIIC ¢ Beimep kot 3 MUH BeTHYHHA
BEPTUKAIBHOTO NEpEeMeIeHuUs i COCTaBiseT He Oojee
8 MM, a ¢ BbLAEPKKOM 5 MuH nocturaetr 10 Mm.

B 1abn. 1 mpuBeneHs! JaHHBIE KaXYIICHCS TUIOT-
HOCTM M IIOPUCTOCTH KE€paMHUKU Ha OCHOBe ZrB,—
20006.%SiC c pasnmuunbiM copepxanueMm La,0;. Kak
BugHO w3 Tabn. 1, mocme UIIC ¢ BeImepxkoit 3 MUH
HAaMMEHBIIIYIO TIOPUCTOCTh UMEET MaTepual 0e3 OKCH-
na ja"taHa. C yBeIMYCHHMEM IPOJODKUTEIBHOCTH
BBIIEP’KKHU 10 5 MUH OTMEUYEHO CHU)KEHUE NMTOPUCTOCTH
MOJTyYCHHBIX 00pasIoB, cogepxanux La,0s .

Ilo nmaHHBIM pPEHTTEHOCTPYKTYPHOTO aHalu3a
(a30BBIl COCTAB ITIOJIyYEHHBIX OOpPa3lOB BKIIOYAET
B OCHOBHOM AHMOOPHI HHUPKOHUS W KapOWa KpeMHUS,
HEOOJIPIIIOE KONWYECTBO IHOKCHAA IHPKOHUS MOHO-

25t
. La,0,, 06. %
= 4+ =
0
3r 1—
Y
2r 3
1+ 4
5—
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o
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Puc. 3. Kpussie ycanku o6pasuoB ZrB,—2006.%SiC ¢ pas-

TUYHBIM conepkanueM La,O; mpH MCKPOBOM IUTa3MEHHOM

cnekanuu, 1700 °C, naBnenue 30 MIla, uzorepmuyeckas
BBIJICPIKKA, MUH: @ — 3, 6 — 5

KIIMHHOH MOAM(UKAIWU M cieasl 0opuaa HUPKOHUS
ZrB. Npyrux ¢a3, comepxamiux OKCHI JIAaHTAHa,
He oOHapykeHo. XOTsl coryacHo pabore [22] B xozme
HCKPOBOTO IIJIa3MEHHOT'O CIIEKaHWs BO3MOXKHO 00pa-
30BaHHe Takux (a3, kak Lay0;2Zr0,, La,Si,0;. Tak-
e OTMEUEHO, 4To BBeAeHHe La,O; He OKa3bIBaeT Cy-
IIECTBEHHOI'0 BIIMSIHUS Ha MapaMeTpbl KpHCTaJLIMye-
CKOH permieTku ZrB,, HO IPUBOIUT K POCTY BEITUYHUHBI
OKP ¢ mnosbimenneM conepxanus P30 (tabm. 2).

Tabmuma 1

ITInotHOCTH M MOpUCTOCTH 00pasnoB ZrB,—2000.%SiC ¢ paznuanbM conepxanueMm La,0;
nocnie UTIC mpu 1700 °C

Copnepxanue La,0;, 3 MUH 5 MuH
00. % [LnoTHOCTS, T/cM’ Iopucrocts, % [IroTHOCTS, T/cM’ opucrocts, %
0 5,31 3,8 5,29 42
1 5,18 6,4 5,36 3,2
2 5,29 4,6 5,29 4,6
3 5,30 5,3 5,28 4.8
4 5,23 6,0 5,26 5,5
5 5,27 5,5 5,36 3,8
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Tabnma 2

ITapaMeTppl TOHKOH KPUCTAIUIMYECKON CTPYKTYphI ZrB,
B 3aBUCUMOCTH OT cojiepkanus La,O; mocae UIIC
npu 1700 °C, 5 mun

Conepxanne La,0;, 00. % | a, A | ¢, A |OKP, um
0 3,1665 | 3,5296 94
1 3,1670(3,5299 93
2 3,1672(3,5293| 102
3 3,1662 | 3,5305 84
4 3,1673(3,5299| 106
5 3,1672(3,5302| 117

[IpoBeneHHBII ~ MHKPOCTPYKTYPHBII
(puc. 4) mokaszaj, 4TO CTPYKTypa KepaMHUKH COCTOUT
13 OOJBIIMX CBETJIO-CEPBIX 3epeH aubopHia IHUpPKO-
Hus (47 MKM) K PaBHOMEPHO paclpeieleHHBIX
TEMHO-CEPHIX 3epeH KapOuma kpemHus (3,5-5 MKM).
3aMeTHOro BIHUSHHS OKCHIOB P3D u yBennueHus
nzorepmuueckoit Beiepkkun UIIC Ha pasmep 3epeH
mubopuaa MUPKOHUS U KapOuga KpeMHUsI He oOHapy-
JKEHO, XOTs B pabdore [22] mobaBka 3 00. % La,O; B
ropsigenpeccoBanHblii  komno3ut  ZrB,—2000.%SiC

aHaJIn3

NpUBOJAMIA K CYLIECTBEHHOMY poOCTy 3epeH ZrB,
n SiC.

Puc. 4. Mukpoctpykrypa 06pasoB ZrB,~2006.%SiC nocne UTIC 1700 °C B Teuenue 3 muH (a, 6, 0) 1 5 MuH (6, 2, e)

¢ pa3nu4HbIM conepkanueM La,Os, 00. %: a, 6 — 0; B, 2 — 3; 1, e — 5; X 1000. TpapneHo

113



Kymvmemvesa B.b., [lopozosa C.E., Yysawios B.J. u op. /Becmuux [THUITY. Mawunocmpoenue, mamepuanogedenue, 4(2018) 108116

3akaouenue

IIpoBeneno wuccnenoBaHUE BIUSHUS BBEIACHUS
OKCHJIa JIaHTaHa 10 5 00. % Ha mporecc KOHCOIHIA-
MK KOMITO3UTa Ha ocHOBE ZrB; — 2000.%SiC npu uc-
KpOBOM IIJITA3MEHHOM CII€KaHWH. Y CTaHOBJEHO, YTO
xapakrtep u3MeHeHus ycanku Bo Bpems UIIC He 3aBu-
CHUT OT COJIepKaHMs OKCHIa JlaHTaHa. Beenenne La,O;
MO3BOJISICT CHHU3UTh TEMIEpPATypy Hadvaja ycaaku 00-
pasioB, 0COOCHHO MpH coaepkaHuu 5 00. %. YBenu-
YeHHE TIPOJOJDKUTEIBPHOCTH BBIIEPKKU A0 5 MUH TIO-
3BOJIWJIO MHTEHCU(HUIIUPOBATH IMPOIECC YIJIOTHEHHUS.
MeTo0M PEHTTEHOCTPYKTYPHOTO aHaiM3a MOKa3aHo,
yTo B cocTtaBe kepamuku nocie UIIC He oTmedeHo
Hannuue (a3, comepkammx JaHTad. Beenenune La,Os
HE OKa3bIBaeT 3aMETHOTO BIIMSHUS Ha pa3Mep 3epeH
ZrB, u SiC xoMImo3uTa mpu KOHCOTUAAIUN METOIAOM
HCKPOBOTO TJIa3MEHHOTO CITEKAHMUS.

Hccnedosanuss  evinonnensl npu  QuHancogou

noooepacke Munucmepcmea Hayku u vicuteco oopa-
308anus P® 6 pamkax peanuzayuu 6a30801 yacmu 20-
cyoapemeennozo 3adanus 11.8353.2017/8.9.
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