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BBEJAEHHUE

[lnpkoHHMeBass KEpaMuKa SBISCTCSA OOHOM W3 HamOolee BaKHBIX
KOHCTPYKIMOHHBIX KEPAMHUK M3-3a €€ BBICOKOW BSI3KOCTH pPa3pyLICHUS,
BO3HMKAIOIICH B pe3ynbrare (pa3oBoro mnpeppameHus. OIHAKO MPEBOCXOIHBIE
CBOWMCTBA TMPOSIBJIIFOTCS TOJBKO MPU TEMMEPATYPE OKPYKAKOIICH Cpeabl |
JEMOHCTPAPYIOT CEPBE3HOC YXYIUICHHE C MOBBIIIEHUEM TEMIEPATYPHI, 4YTO
OTPAHWYMBAET BBICOKOTEMIEPATYPHOE NPUMEHEHUE Marepuaina. OnHUM W3
Ccroco00B  YIYUIIEHUST MEXAHMYECKUX CBOMCTB KEPAMHUYECKMX MAaTEPHAJIOB
ABJIICTCA yCWJIEHME WX Ooyiee CWIbHBIMM ycaMu. Hanpumep, ycel kapOuna
KPEMHMS [IMPOKO MCMONB3YIOTCS JUISl YCWIICHHS KEPAMUKH M JOCTHXKEHUS
3HAUUTENIBHO Jy4lIMX CBOMCTB. OmHako ycel SiC SBISAIOTCS KECTKUMH W HE
UMEIOT 0OOBEMHOM YyCaaKW BO BpPEMS CHEKAHUS. XOPOIIO M3BECTHO, YTO YCaIKa
marpunbl ZrO, BOkpyr HuteBHaHOro kpuctaima SiC (SiCw) npuBoaut K
pPACTATMBAIOIIMM  HAMPSDKEHUSIM B OCEBOM  HANPABICHUM M COKAMAOLIUAM
HANPSOKEHUSM B PAMAIbHOM HANPABICHUHU, KOTOPHIE MHTMOMPYIOT YIJIOTHEHHUE
KOMIO3UTOB. [l03TOMY TMONy4YeHME YCHIJICHHBIX BOJOKHAMH KEPAMUYECKHX
KOMITO3UTOB TEXHUYECKH CII0KHAS 3aa4a.

Meton Spark Plasma Sintering, mo CpaBHEHWIO € IPYTHMH METOAAMH
CIEKAHUSl TMO3BOJISIET YIUIOTHUTh KEPAMUKYy NOPH 3HAYUTENBHO Oo0jee HHU3KOH
TEMIEPATYPE CHEKAaHUS U B 00JIe€ KOPOTKUNA TPOMEKYTOK BPEMEHH.

[Tony4yeHre KOMITO3MIMOHHONH KEPAMUKHA HAa OCHOBE CTA0WJIM3MPOBAHHOTO
JUOKCHJA UMPKOHHS C BBICOKUMH MEXAaHMYECKUMHM  XapaKTEPUCTUKAMH,
JOCTUTACTCAd MYTEM CO3JaHMs Marephajla ¢ TOMOIEHHOW CTPYyKTypoill. Merton
COBMECTHOTO OCQXKIEHUS MO3BOJISIET JOCTUYD HA MOJIEKYJISIPHOM YPOBHE BBICOKOMA
CTEIIEHA TOMOTCHHOCTH MCXOJHBIX KOMIIOHEHTOB, a TMAPOTEPMAIBbHBIN CHUHTE3

COMICHCTBYET 00OPAa30BAHMIO TIOPOIIIKA.



1 JUTEPATYPHBII OB30P

1.1 ITosry4eHnne NOpoOLIKOB

1.1.1 I'a30o¢a3Hblii cCHHTE3

MeTonpl Ta30(a3HOr0 CHHTE3a HAHOYACTHIL MOXKHO Ppa3leinTh Ha TpU
OCHOBHBIE Tpynnsl [1].

[lepBas rpynna BkIrO4YaeT >kuAkOo(hazHele MeToAbl. B 3TOM  Meroxe
OPUMEHSAIOT XHMHYECKHE PEAKUMU B PACTBOPUTENSX, KOTOPbIE OTHOCAT K
KOJUTOMJaM, B KOTOPHIX C(OPMHUPOBAHHBIE HAHOYACTHULBI MOTYT  OBITh
CTaOMIM3UPOBAaHbl MPOTHB arperaivi MOBEPXHOCTHO-AaKTHBHBIMU BEIIECTBAMU
WJIH JIUTaHJaMH.

Bropas rpynna COCTOMT M3 METOAOB, OCHOBAaHHBIX Ha IMOBEPXHOCTHOM
pocte B yciaoBusix Bakyyma. Jud@ysus aTroMoB wid HEOONBIIUX KIACTEPOB Ha
NOIXOAIMX MOJT0KKAX MOKET MPUBECTH K 0OPA30BAHHUIO OCTPOBKOB, KOTOPBIE
MOKHO PaccMaTpyBaTh KAaK HAHOYACTULL. BaXKHBIM NMPUMEPOM SIBISIETCS POCT
Stranski-Krastanow, KOTOpBIi WCHONB3YyETCS AJIsi BBIPAIMBAHWS KBAHTOBBIX
TOYEK.

B TpeThro rpynma BXOAAT METOJbI OCHOBAHHBIE HA MCMAPEHHUU METAILIOB,
WJIH CIUTABOB MPU KOHTPOJIMPYEMOIM TEMIIEPATyPe B MHEPTHOH arMoc(epe.

BOABIMIMHCTBO METOAOB CHHTE3a HAHOYACTHI] B ra30BOi ()a3e OCHOBAHBI HA
TOMOTEHHOM  3apOoJbllIe00pa3oBaHMM B Ta30BOM  (a3ze MW mocneayroulei
KOHACHCAMK W KOaryJsiiuu. AONSAnMs TBEPAOTr0 MCTOYHHKA C HMMITYJIBCHBIM
Ja3€POM TAK)KE MOKET JaBaTh HAHOYACTHIIBI. MUKPOHH3MPOBAHHAS a3PO30JIbHAS
Kareabka MOXET TaKKe JaBaTh HAHOYACTHIIBI yTEM UCHAPEHUS COACPIKALLCHCS B
pactBope Kar. CHCTEMBI 3NIEKTPOPACTIBUICHHAS YaCTO MPUMEHSIFOTCS B KAUECTBE
TEHEPAaTOPOB Karelb, MOCKOIbKY OHHM MPOM3BOAST OYECHb MAJICHBKHE KaIlUlH,
KOTOPBIC SIBIISIFOTCS JOBOJIBHO MOHOJWCIEPTHBIMM IO CPAaBHEHUIO C JPYTUMH

npoocccaMm pacCrblLICHAA. KpOMe TOI'O, B3PBLIB KallCJlb H3-3a JJICKTPHYCCKOI'O
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3apsa, KOTOPBIA NMPEBBIIACT Npeaet Panes BO BpeMsi UCNApEeHUs, MOKET JaBaTh
euie MEHBIINE KaruIu. Hakonerwn, WHULIUMPOBAHUE TOMOTEHHOA
3apoAbIe00pa30BaHUsl BHYTPU a3PO30JIBHBIX Kamlellb MOXKET MPUBECTH K TOMY,
YTO B Karjie MOTYT 00Pa30BaThCsi MHOTME HAHOPA3MEPHBIE S/IPa, KOTOPBIE TOCTE
CYLIKM OyJyT AaBaTh HAHOYACTHUILBI.

Puc. 1.1 wimocTpupyeT yCTaHOBKY Ui PACHBUICHHsS IOPOIIKOB.
PacnibinieHUE - 3TO METOJ UCIIAPEHUS MATEPUAIIOB C TBEPAOH MOBEPXHOCTH ITYTEM
OOMOApAMPOBKH BBICOKOCKOPOCTHBIMM MOHAMHM WHEPTHOTO Ta3a, BBI3BIBAFOLIMX
BbIOPOC aTOMOB M KJIacTEpOB. VICTOUHMKM pacHbUICHUS, TAKAE KAK MOHHAS MyIIKa
WIA WMCTOYHHMK TUJIA3MEHHOTO PACHbUIEHUS C  MOJIBIM  KaToAOM, OOBIYHO
WCTIONB3YIOTCS. B BAKYYMHBIX cHcTeMax Hibke 10~ MuiumGapa, mockoibKy Goree
BBICOKOE JABJICHUE TMPEMATCTBYET TPAHCIOPTHPOBKE HAIBUICHHOIO Marephaa.
BMecTO MOHOB MOXKHO TaKKE MCIIOJIB30BATH AJIEKTPOHBI U3 3JIEKTPOHHOW IMYLIKH.
['tonTtep u Kymnmans B 1992 rogy npuMeHWIN 3J€KTPOHHBIA My40K B atMocepe
WHEPTHOTO ra3a C JaBJICHUSIMHA A0 5 MuwumOapa, 4ToObl MOMYyYMTh YaCTHULIBI
uHOH 5 HM AlLOs 1 S10,. Xan u ABepOek B 1990 roay nmokasajnu, 4TO HCTOYHHK
MarHeTpoHHoro pacneumtenss DC/RF moxker paGortare B AMANAa30HE OAHOIO
MuTMOapa, BeIOpackiBas HAHOYACTHLIBI pa3MepoM OT 5 1o 20 HM. [IpenmyinecTBo
pPacHbIIEHUS 3aKI0YAETCSA B TOM, YTO B OCHOBHOM HArpeBAcTCs MaTEPUAI-MULLEHb

M YTO COCTaB HANBUICHHOTO MATEPUAJIA TAKOM K€, KAK Y MUIICHHA [2].

Pabosax Kamsepa
(maeaerme ruzs 1—50 Ma) \'b

Kaanan
LK mcocy
HoH g e [o
 n———
Peryanrop nanap  Harpepaemnd TpyGuamuin
noToKa peakTop

=

Kornexrop)

Puc. 1.1 YcranoBka nns pacnblieHUs: KEPAMUYECKUX MTOPOLIKOB



1.1.2 Il1a3MOXHUMHUYECKHI CHHTE3

Hcxoanele BemiecTBa MOCTYNAKOT B HU3KOTEMIEPATYPHYIO IUIA3My, [I€
MEXKAY HAMHU WHTEHCUBHO MPOTEKAKOT XMUMHUUYECKHE Tpouecchl. Ha cieayromem
Jrarie, Mocie 3aKajIKi MPOAYKTOB PEaKLUH, MPOUCXOJNUT BBHIACIICHUE HAHOYACTHULL
13 MOTOKA.

YacTuiel  METAJIOB,  HUTPUAOB, KapOWaoB, OOpPUAOB,  OKCHIOB
MJIA3MOXUMHUYECKUX MOPOLLIKOB SIBISKOTCS MOHOKPUCTAUIAMUA U UMEKOT Pa3MEpPHI
ot 10 mo 100- 200 HMm.

[ToayunTh NOPOLIKK ¢ 3aAaHHBIMA COCTAaBOM, (DOPMOI M pa3MEPOM YaCTHII
MO>KHO, BapbUPysl CKOPOCTh M JABJICHHUE TUIA3MOOOPA3YIOIIETO ras3a, TEMIEparypy
IJ1a3Mbl, MHTEHCUBHOCTH OXJIAKIACHUS. CyIIECTBEHHOE BIUSHUE HA MPOIECC
(OpPMHUPOBAHUST HAHOYACTUI[ OKA3bIBAKOT T€OMETPUS KaMEpbl W JJIEKTPOIOB,
JUIMTENBHOCTH Tiporiecca [3].

Haubonee BBICOKOH MOIIHOCTBIO M KO3(PPUIUEHTOM MOJIE3HOTO JECHCTBHUS
00Ja1al0T JIYrOBbIE TIA3MOTPOHBI, OJHAKO MOJYYaEMbIE B HHX MaTepUAJIbI
3arpsi3HEHBI MPOIYKTaMK 3PO3UH SJIEKTPOJOB; O€33JEKTPOIHBIE BBICOKOYACTOTHBIE
n CBY nna3sMOTpOHBI HE WMEKT 3TOr0 HEAOCTATKA, HO XaPAKTEPU3YHOTCA
MMOHWKEHHOM MMPONU3BOIATEIBLHOCTHIO.

[Lmazma, B KOTOPO# MPOTEKAECT XUMUYECKAs PEAKLIKS, MOXKET TCHEPUPOBATH
U MOJJCPKUBATHCA JIA3CPHBIM M3JIydeHUEM. Tak, HanpuMmep, Npu UCHAPEHUU
JTA3€PHBIM U3JIyYCHUEM QIIOMUHHA B CPele, COAEpIKalMX KHUCIOPOA WIIH, €ro
OKCH/JIa MOJIYYar0T HAHOIOPOLLIOK JUIs AJTFOMOOKCUIHON KEPAMHUKHU.

[1a3MOXUMUUYECKAA  CHUHTE3  OTIMYACTCS  JOCTATOYHO  BBICOKOWM
[IPOU3BOIUTEIIBHOCTBIO.

HenmocrarkomM ~ JaHHOro  MeroAa  SABJIAETCA  JOBOJBHO  LIMPOKOE
pacnpeeeHUe YacTHIl [0 pa3MepaM, HAJIMYUE TOBOJIBHO KPYMHBIX YacTuil (10 1-
SMKM), HU3Kas CEJICKTHBHOCTb MPOLECCA, BBICOKOE COACPKAHHME TNPUMECEH B
ITOPOLLKE.

CxeMa CTpyHHO-IIJIA3MEHHOIO Mpollecca MOJYUYEHUST HAHOMOPOIIKOB
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npeAcTaB/eHa Ha PUCYHKE 1.2.

MeNp mpaw MeC
MeCxNy

Me

Puc. 1.2 Cxema CTpyiiHO-N1a3MeHHOro npoLiecca nofyyeHus

HaHOMOPOLWIKOB METa/1J/I0OB U COB,EI'I/IHEHI/II‘/JI

1.2 Knaccugumkauma n MMKpPOCTPYKTYypa KepamuKu Ha ocHoBe ZrO2

Kepamnuka Ha OCHOBe [AMOKCMA UMPKOHUS (ZrO2) OTHOCMTCA K TeMm
maTepuanamMm, KOTOpble XapaKTepuayrTcs XOpOoLWMMM NoKasaTeneM MexaHUUYecKnx
CBOMCTB TaK W XOpPOWWMK NOKasaTenssMum 3/eKTPUYECKUX CBOMCTB  [4].
TepMoMexXaHMYECKNE U 3NEKTPUYECKME CBOWCTBA MPUBENU K LUMPOKOMY KPYyry
NPUMEHEHUI. XKeCcTKUIA, M3HOCOCTONKWUIA, OrHeynopHbli ZrO2 pa3pabaTbiBaeTcs
AN NPUMEHEHNS B KauyecTBe 3KCTPY3MOHHbIX FO/I0BOK, U3HALUMBAEMbIX AeTanei
MallMH WU FONOBOK MOPLUHENR. [OMOKCMA UMPKOHUS ABASETCA XOPOLMWUM WOHHbLIM
NPOBOAHMKOM. W B KayecTBe TBEpPAOro 3MeKTPONnUTa, WCNOMb3yeTca B
KWCNOPOAHbIX AaTuMKax M B TBEPAOOKCUAHBLIX TOMAUBHbLIX 3neMeHTax (TOTJ).
[AnoKcna UMPKOHUS TakXKe WCNOoMb3yeTcs ANS MeYHblX 31eMeHToB. Huskas
TennonpoBoAHOCTb ZrO2 fenaeT ero BaXXHbIM B KayecTBe TENa0BOro 6apbepHOro
MOKPbITUS B a3POKOCMUYECKMX KOMIMOHEHTOB [Buratesied M rasoBblX TypOUHax
HaseMHOro 6a3upoBaHusi. Pa3nuuHble BUAbl MPUMEHEHUS TPEOYOT PasNUHbIX
CBOICTB, KOTOpble peanunsytoTcs 4yeTbIpbMS OCHOBHbIMU TMnamm

MUKPOCTPYKTYpbI:



cubic stabilized zirconia (CSZ2),

partially stabilized zirconia (PSZ),

tetragonal zirconia polycrystals (TZP),

zirconia toughened ceramics (ZTC).

MWMKPOCTPYKTYypa KyObM4Yeckoro ctabuin3npoBaHHOro AUOKCUAA LUPKOHUA
(CSZ) npeactaBnsiet coboit TBepAbld pacTBop ZrO2 u cTabuUnn3npyowmin oKcua,
Takon Kak Y203, MgO unm CaO [5]. 3Tn gobaBkM Noaaep>XmMBaroT KyOUUECKYHO
CTPYKTYpY BNOTb Jilo) KOMHaTHOA Temnepartypsbl. Kybuuecknii
CTabuNM3MpPoBaHHbIN LMPKOHWIA M3roTaBiMBaeTCA M3 MOPOLLUKOBLIX CMecein unm
npeABapMTeNbHO IerMPOBaHHbLIX MOPOLLIKOB M MOMHOCTLO FOMOTEHU3NpPYeTCs BO
Bpems CrnekaHus B O4HOPOAHON Kybuuecko o6nacTu nNpu Temnepatype Mexay
1600 n 1800 °C. MUKpPOCTpPYKTypa CTabuInM3MpoBaHHOro AMOKCMAA LMPKOHMA
(ZrO2) coctoUT U3 KYyOMYECKMX 3epeH BMeCTe C  MEXKPUCTaN/IMTHOM

cTeknosugHon gason (puc. 1.3).

Puc 1.3 N306paxeHne Ky6uyeckoro ctabuninmpoBaHHOro AMoKcuaa
umpkoHunsa (CSZ) ¢ 12 mon.% Y203 TepMUYECKN BbITPaB/IEHHOIO Ha BO34yXe Npu
1300 °C..

B  pesynbTaTe  BbICOKMX Temnepatyp 06paboTku,  dopmupyeTcs
CpaBHUTENbHO 60NbLIOA pasmep 3epHa B Auana3oHe oT 10 go 150 MUWKPOH.

MEeXKPUCTaNIUTHO CTEKNOBUAHON (hasbl COAEPXKUT Pa3MUHble MPUMECH,



npoucxoasawme 13 NPon3BOACTBEHHOIO npoLlecca U UCXOAHbLIX MaTepuanos, HO B
ocHoBHOM 3710 SiOz2 [6].

YacTuyHo ctabunmnsnpoBaHHblii anokeng umpkoHuns (UCALL) ato KepaMuka
c 5 - 15 mon.% crabunusnpyrowmnx go6asok (Y203 MgO, CaO). OH cnekaeTcs B
Ky6MYeCKON romoreHHon obnactn. MUKpoCTpyKTypHoe pa3sutme UCALL Tpebyet
cneynanbHOM nporpaMmbl cnekaHus. B HayanbHOW CcTaguMuM Kepammka MAOTHO
yrnakoBaHa Mpu BbICOKMX TemnepaTypax (1700 °C) B Kybuueckon o06nactu
TBepAoro pacteopa. KpynHasa MUKPOCTPYKTypa C KyGNUYeCcKMMmn 3epHamum 1 hopmbl
MeXX3epeHHON CTeKNOBNAHOM (a3bl. Mpu Tepmoo6paboTKM B ABYX(ha3HON ob6nacTu
(TeTparoHasnbHON W Ky6uyeckoi), Hebonblwme 4edyeBuueobpasHble YacTUUbl
TeTparoHanbHOW (pasbl ocaxpjatTca. IOTW 4vacTuubl He OyAyT Habnwgatbcs B
pacTPoOBOM 3NEKTPOHOM Mukpockone (POM). Ha puc 14 wu3ob6paxeHa
MukpogoTtorpagpus YCAL, MUKPOCTPYKTypa KPYMHO3EpPHUCTAAs C YepHbIMU

nopamu [7].

Puc. 1.4 YacTUyHO cTabUNn3NpoBaHHbIn ANOKCcKa UMpKoHusa (PSZ) ¢ 7

M0n.% Y203 BbITpaBneHHbIN Ha Bo3ayxe npu 1300 °C



Tetragonal zirconia  polycrystals  (TZP). MonukpucTaninyeckuia
TeTparoHasbHbIA ANOKCUL LUMPKOHUA COAEPXMUT TOMbKO OT 2 Ao 3 monb% Y203
(nnn ot 10 go 20 mon% CeO2) B KayecTBe cTabunmnsatopa, U Kpuctannmsyercs B
mMeTacTabunbHOW TeTparoHanbHOW opme. TeEM He MeHee, U3-3a BbICOKOWN 3HEPrum
aKTMBauMy npeBpalleHnsa, TeTparoHasbHasa CTPYKTypa COXpaHseTcs BMAOTb [0
KOMHAaTHOW TemnepaTypbl, U MOXeT OblTb akTMBMpOBaHa Ans AeopMaLMOHHOro
npeobpa3oBaHUA B CTabU/bHYHO MOHOK/IMHHYIO CTPYKTYypy. TeTparoHa/bHble U
MOHOK/INHHbIE KPUCTanIMTbl (3epHa) WMET OAWHAKOBYKHD MOPGOIoru u
ONTUYECKUIA NN 3NEKTPOHHbIA MUKPOCKOM HE CMOryT OTAUYUTL WX, AN 3TOro
TpebyoTca Andpakuns PeHTreHOBCKUX nydeir. MukpodoTorpadusa TZP puc 1.5

MoKa3bIBaeT, YTO CTPYKTypa - MenkosepHucrtas [s].

1pm

Puc 1.5 POM wusobpaxeHune TZP ¢ 2 mon.% Y203

3aKa/ieHHaa LMPKOHMEBas Kepamuka COCTOUT M3 KepaMu4yecKon MaTpuubl
(Hanpumep, Al203), B KOTOPYO BKIOYEHbI OT 3 40 15% no 06bemy vactuuybl ZrO2
PasHuua mexay KoaduumeHTaMy TenjaoBOro paclinpeHua matpuubl U YacTul
ZrO2 BbI3blBaeT HanpsHXKeHWUs B MpoLecce OXNaXAeHWA, KOTOpble MMeeT BaXHoe

3HaueHue ANs cTabWUNbHOCTU AWcCrepcouaa. YBeNnuueHue pesynbTaToB YAapHON
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BA3KOCTM, MyTeM  [eOpMaLMOHHON  TpaHctopmauum U ob6pasoBaHue

MUKPOTPELLMH.

1.3 MN3rotoBneHune nopowkos ZrC/SiC, ZrO2SiC n ZrO2nyTtem
Kap6oTepMn4YecKoro BocctaHoBsieHns ZrSiO4

B nocnefHue rogbl Habnofaetca TeHAeHUMA K pa3paboTKe TeXHONOruin
npons3BoACTBa OTrHEeynopHbIX OKCUAHO-HETOKCUYHbIX KOMMO3ULMOHHbIX
mMaTepunanoB. CouyeTas NpPeBOCXOAHble CBOWCTBAa KaXAoro KOMMOHEHTa B
KOMMO3ULNOHHOM martepuane, BbICOKOTEMMNEPATYpPHble CBONCTBA
KOMMO3ULMOHHbIX MaTepuasoB MOryT ObliTb 3HAYMTENbHO YayylleHbl. LIMpKOHWUIA
N Kapbupg KpemMHUA OTHOCATCA K rpynne CTPYKTYPHON KepamuUKM WK3-3a UX
NMPeBOCXOAHbIX CBOWCTB, TakKMX KaK BbICOKas MPOYHOCTb Ha paspblB,
BbICOKOTEMMNEPATYPHbIE COMPOTUB/IEHUSA, BbICOKAA 3PO3MOHHAsA CTOMKOCTb, a
TakXXe XuMun4yeckast CTOMKOCTb.

LinpkoHnin (ZrOz2) aBnseTcAd BaXKHbIM MaTepuanom B MPOMbILW/IEHHOCTN Y
TEXHONOTMN  M3-32 €ro  BbICOKOW  Temnepatypbl  NJaBfeHUsA,  HU3KOU
TEN/IONPOBOAHOCTA U BBICOKOW WMOHHOW npoBoAMMOCTU. OOLEenpUHATO, YTO
MOHOKNMHHasa gopma ZrO2 (m-ZrO2) ctabunbHa Hmxe 1443 K, TeTparoHasbHas
opma (t-ZrO2) mexpy 1443 K n 2643 K n kybuyeckasa opma (c-ZrO” Bbille
2643 K [9].

MOHOKNNHHAA MoAUMUKALUA MeHee MJIOTHad, YeM TeTparoHasibHas v npu
npespatwteHnun m-ZrOz2 B t-ZrO2 06LEM MaTepuana ysenmumaeTca Ha 4-6%, 4To

NPUBOANT K paspyLleHnto matepuana (puc. 1.6).
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Puc. 1.6 Tepmuyeckoe pacluMpeHne MOHOKIMHHON (hasbl AnoKcuaa

LMPKOHMS

BbicokoTemnepatypHas Kybuueckasa (paza, KoTopas ob6nafjaer ny4dwimu
MEeXaHWYeCKMMN CBOMCTBAMW, MOXET ObITb CTabunnsmMpoBaHa [0 KOMHATHOM
TemnepaTypbl NyTeM BK/KOYEHUS NETUPYIOWMUX NPUMeECEN B KPUCTaNINYECKYHo
peweTky (CaO, MgO, Y203 n 1. A.). Yuctelin ZrSiO4 pasnaraetca Ha ZrO2 u
amopHbIA SiO2 npu Temnepatypax Bbiwe 1723 K, 0 4yem cBUAETENbCTBYET
OOLWNPHbIE UCCefoBaHUA TepMWUYeckoro pasnoxeHus ZrSiO4, B [aHHOM
Hanpas/ieHU.

ZrSi04 = ZrO2 + SiO2 (1.1)

B aTOM nccnefoBaHMM Takxe nokasaHO M30CTPYKTYPHOE npeBpatleHume

t-ZrSiOs4 N t-ZrO2 B o6nactn Temnepatyp 1723-1973 K. OpfHako, ecnu
o6pasybl AarT BO3MOXHOCTb CMOHTAaHHO OXNaAuTbCA, nonyyawT m-ZrO2. Bbino
TakXe 00HapyXeHo, 4To npucytcTteme npumecenn (Al203, Fe203, TiO2 n 1. 4.)
CHuXaeT TemnepaTtypy, HeobxoAnMMyk AnA  pasfoxeHusa ZrSiO4, nyTem
06pa3oBaHNs HU3KOTeMMepaTypPHbIX 3BTEKTUYECKMX pacnnaBoBs [10].

C Apyroi cTopoHbl, ecnn ZrO2 nony4vaetcs okucneHmem ZrC, nMeeT MeCTo
N30CTPYKTYpHOEe npeobpasoBaHue c-ZrC N c¢-ZrO2. 3HauMTe/IbHOE KO/IMYECTBO

yrnepoga 6bi710 06Hapy»XeHo B hase c-ZrO2, NpuyeM Haubo/bLias KOHLEeHTpaLus
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OblNa n3MepeHa Ha rpaHuue ZrC/ZrO2. YuuTtbiBas nutepaTypHble AaHHble, aBTop
paboThbl [11], TakXXe NPeAnooXKNUA, YTO Yrnepos MOXET NoOMoYb cTabunmnsaymn c-
ZrO2 pBymsa cnocobamu: 1) okpyXawwumum HaHoyacTuuamum c-ZrOz2 wu
npegoTBpalleHMeM WX arperaymm u 2) NyTeEM BK/OYEHUS B MEX[A0Y3e/bHble
nonoxeHma B ZrO2. BbICOKOe MOBEPXHOCTHOE HATAXEHME TaKXe OTBedvaeT 3a
NosiB/IeHMEe  TeTparoHanbHOW  (ha3bl NPM  KOMHATHOW  TemmnepaType B
HenermpoBaHHbIX HaHou4acTuuax anokcmaa LNPKOHUA. Mpouecc
KapbotepmanbHoro BoccTtaHoBneHnss (CTR) nopgpasymeBaeT BOCCTaHOB/EHUE
OKCUTEHWPOBAHHbIX MaTepunanoB, TaknX Kak anokcug kpemHus (SiO2), Hanpumep,
nyTeM CMelWlMBaHMA ero c BoccTaHoBuTenem (yrnepog) npu Temnepatypax,
00bI4HO npeBblwarWwmx 1873 K, B TeyeHWe HECKONbKWX 4YacoB B MHEPTHOM
aTmoctepe. O6pa3oBaHME KOHEYHOro MPOAYyKTa OYeHb CMOXHbIA npouecc K
BK/IHOYAET B Ce6S MHOXECTBO MPOMEXYTOYHbIX cTaguil. Metoaq CTR daBnseTtcs
9KOHOMMWYECKM NpuBeKaTebHbIM NPOU3BOACTBEHHbIM MPOLECCOM, YUUTbIBAA TOT
(bakT, 4YTO OH WCMNONb3YeT MaTepuanbl, BCTpevyarolmeca B NpUpoae, U 4TO
MOPOLUKK, NONYy4YeHHble TakKMM 06pa3oM, 0ObIYHO MAeaslbHO FOMOreHU3NpPYHTCS.
N3meHas cooTHoweHue C/ZrSiO4, MoXXHO nonyuntb ZrOz2, ZrO2/SiC nnun ZrC/SiC

B KayeCTBe MPOAYKTOB peakuynn Kap6OTepMVI‘-IeCKOFO BOCCTaHOBJ/IEHNA LUPKOHa.

ZrSi04 + C = ZrO2 + SiO (g) + CO (g) 1.2)
ZrSi04 + 3C = ZrO2 + SiC + 2CO (9) (1.3)
ZrSiO4+6C = ZrC + SiC + 4CO (9) (1.4)

[lpyrue asKCnepuMeHTaNlbHble NapameTpbl, TakMe KakK CKOPOCTb Harpesa U
OXNaX[eHns, cTaTMyecKas W AUHaAMUYeckas aTMocdepa, Hanuume npUMecei,
TaKXXe MOryT BNNATbL Ha peakuuto. Hanpumep, moanpukaums ZrO2 (MOHOKNUHHAS,
TeTparoHanbHas WUAM Kybuueckas), 3aBUCUT OT CKOPOCTM OXNaXAeHWs, Hannums
M36bITOYHOrO yrnepoga, Hannums no6aBok u npumeceii. dopmuposaHme SiC us
KpeMHe3eMa 06bIYHO NPeAcTaBNseTCsa CnefytoLlei peakLmeii:

SiO2 (s) + 3C (s) = SiC (s) + 2CO (q) (1.5)

O6pa3oBaHMe KOHEYHOro NpPoAyKTa HAMHOFO C/IOXHEee, YeM MpUBeeHHOe

Bblll€E€ YpaBHEHWUE, TMMOCKOJIbKY (B 3aBUCUMOCTN OT yCHOBMM SKCI'IepI/IMEHTa)
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npouecc o6paszoBaHMa SiC MOXeT COCTOATb W3 Cepunm  TBepAodasHbIX U
rasoaszoBbiX peakLuil.
O6paszoBaHme ZrC 13 [gUOKCUAA UMPKOHUA 0ObIMHO MNpefACcTaBNEHO
cnepytollen obuen peakumei:
ZrO2+ 3C =ZrC + 2CO (9) (1.6)
YpaBHeHne (1.6) Takxke ABNAeTCA YNPOLEHHbIM MpeAcTaB/leHNneM Afis
ropasfo 6osiee CNOXHOro mexaHm3ma kapboTepMmmnyeckoro BocctaHoBneHuns ZrOz,
KOTOpbIA BK/IOYaeT B CcebA 3Tanbl, O4YeHb MOXO0XMe Ha KapboTepmuyeckoe
BoccTaHoB/ieHMe SiO2. Peakuua (1.4) pand  nofHOro KapboTepMUYECKOro
BOCCTaHOB/IEHMA LMPKOHA, TaKUM 06pa3oM, npefAcTaBiseT co60i CyMmy peakuuii
(1.5) n (1.6). N36bITOK yrnepofa ABAAeTCA NPeANOYTUTENbHBIM A1 MO4AB/EHUS
noTepyu martepuana Hexenate/lbHbIMW peakuuamMu, NOAOOHbIMU TOMY, KOTOpPbIN
npeacrtaeneH ypasHeHuem (1.7):
SiC + Si02=3Si0O (g) + CO (9) (1.7)
N36bITOK yrnepoga Takke  [O/DKEH  NpefoTBpaliaTb  MOABAEHME
HeXXenaTesibHbIX peakunin, NofO6HbIX peakuuu, NpeacTaBneHHON peakuunen (1.8),
4TO TakKXe MOXeT NPUBECTU K noTepe MaTepuana Bo Bpems peakummn CTR ZrSiO4:
3SiC +2Zr0O2=2ZrC + 3SiO (g) + CO (9) (1.8)
Peakuna (1.8) BO3MOXHa, NOCKONIbKY 06pa3oBaHue SiC npefwecTByeT
obpasoBaHntio  ZrC. CornacHoO  3KCNepuMMeHTaslbHbIM  HabMAeHUAM U
TepMOAMHAMMNYECKUM MpefcKasaHWAM, OCHOBaHHbIM Ha pacyeTax CBOOGOAHOM
3Heprun, obpasoBaHme SiC GnaronpusTHO nNpu 6onee HM3KUX Temnepatypax no
CpaBHeHUO ¢ ob6pasoBaHuem ZrC, 410 fgenaet SIiC  3()(PEKTUBHbLIM

BOCCTAHOBUTENEM Afist peakummn ZrO2.

1.3 CoBpemeHHble SPS-TexHoNnoruu

AnekTpouckposoe crnekaHne (Spark Plasma Sintering, SPS), Takxe
N3BECTHOE KaK MeTof crekaHus B anekTpuyeckom none (FAST, Field-Assisted

Sintering Technology), - 310 NHHOBaLMOHHAA TEXHO/OTUA CMeKaHWUA, KoTopas Bce
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WMpe NPUMEHAETCA B MOMYYEHUN MHOFOUYUC/IEHHbIX MaTepuanos, Hanpumep,
HaHOCTPYKTYPHbIX, KOMMO3WUTHbIX W TPafgMEHTHbIX MaTepuanoB. TexHON0rus
OCHOBaHa Ha MOAM(UUMPOBAHHOM MeTO4e ropsAYero MpPeccoBaHUs, B KOTOPOM
3NEKTPUYECKMIA TOK MNoJaeTCs He Ha BHELWHWI HarpeBaTeslb, a Hanpsmyto
nponyckaetca u4epe3 npecc-popMy MW 3arotoBky. bnarogaps nponyckaHuto
MMNYNbCHOIO 3N1EKTPOTOKA WM BO3HMKAKOWeEMY Mpu 3TOM «3((PeKTy nnasmbl
paspaga»(“*park plasma effect”) puc 1.7, ypaetca peanns3oBaTtb UCKIHOUYUTENIbHO
ObICTPbIV NpefBapUTENbHbIA HarpeB 1 KpaTKOBPEMEHHbIE LMKIIbI.

B pe3ynbTate MOXHO NOAaBMUTb POCT 3epHa Y BOSHUKHOBEHWE PABHOBECHbIX
COCTOSIHWI, 4TO MO3BOMSAET MNOMYYUTb MaTepuanbl C paHee HeLOCTUXUMOM
KOMNo3uyuein wn CBONCTBaMW, a TakKXke MaTepuanbl B CYOMWKPOHHOM UK
HaHOMaclWTabHOM Auana3oHe, UM KOMMO3UTbl C YHUKa/bHbIM WX HEOObIYHbIM

COCTaBOM.

Puc 1.7 MogenbHoe n3obpaxeHune sekTa nnasmol

dyHpameHTanbHas Teopuss SPS/FAST-Harpeea OCHOBaHa Ha nojaye
MMMNY/bCOB TOKAa 4epe3 Mpecc- (OPMYy Ha MeX3epeHHble rpaHuLUbl YacTul
MCXOA4HOr0 MOPOLUKa, 4YTO BefAeT K YaCTUYHOMY Harpesy W BO3HUKHOBEHUIO
3NeKTPMUYECKOro nons c 3pgeKTom nnaasmbl. Tunbl U (opma 3N1eKTPUYECKNX

UMNYNbCOB, a TakKXe UX AMNTENIbHOCTb U YPOBEHb, afanTUpPOBaHHbLIE C YYETOM
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MOP(OJIOrMA  MCXOJHOTO TOPOIIKA, MOTYT CHI'PaTh KIIOYEBYK) POJb B
noctuwkeHun Tpedyemoro SPS-adexra [12].

BnusiHue usmepenus temmneparypel Kak U BO Beex mporeccax TEPMUYECKOM
KOHCONMMAAauuu, B TexHONOTMA FAST OrpoMHyH0 BaKHOCTh MMEET H3MEPEHHE
TeMOeparypel. M3-3a mpHCylIMX 3TOMY METOAY KpalHE BBICOKMX CKOPOCTEH
HArpeBa, MPUBBIYHBIE METOJBI M3MEPEHUS TEMMEPATypPhl 3A€Ch HE TMOAXOJSAT.
HMHorna KOCBEHHBIC M3MEPEHUS (BBOAMMAS B CUCTEMY DHEPrUsl) — €AMHCTBEHHAS
NPAKTUYECKAs aJbTEPHATUBA JUIsl OBICTPOTEKYLIMX MpoueccoB. Kpurnueckoit mis
U3MEPEHUST  TEMIEPATypbl  SBISIETCA  TOYKA  PA3MEIICHUsT  YCTPOKCTBA
TEPMOKOHTPOJIS, B KOTOPOl MOXKHO MOJYYHTh (DU3NYECKH «UHCTHIC» JaHHBIC,
JONYCKAMOIME KOPPEIAUUI. B KIIacCMYECKOM ropsyeM MpPECCOBAHMM, TAEC
JDKOYJIEBO ~ TEIUIO TMMOAACTCS WM3BHE (MHAYKIHMOHHBIM WJIA  PE3HCTUBHBIM
HArpeBaTeyieM), MEXKIy LEeHTpoM | nepudepueil  komMmakta CO3AaeTes
3HAUUTENIbHBII TPAIMEHT TeMmmeparyp (IPOCTPAHCTBEHHAS HEOAHOPOIHOCTh
TEMIEPATYPHI), YTO OCOOEHHO SPKO MPOSIBISIETCS Y KPYNHOTA0APUTHBIX W3IECITHNA.
H3-3a 3TOr0 BO3MOKHOCTH TOPSYEr0 MPECCOBAHMS KPYMHOTaOApUTHBIX M3JEIUi
OTPAaHWYEHBl TAaKUMHW (PaKTOpaMH Kak OJHOPOAHOCTb W3JEIHS M CBOHCTBA
marepuana. Kpome TOro, mUKiI ropsyero MPECCOBAHWS JJUTCS CPABHUTEIIBHO
JI0JITO, MOCKOJIBKY YCHIJIME MPECCOBAHUS MOKHO 3(()PEKTUBHO NMPHIIOKUTH TOJBKO
N0 MPOLIECTBUN ONPEICIICHHOTO BPEMEHH, KOT 1A TEMIEPATypa BeIpoBHseTCS. O0a
HEIOCTAaTKa TOPSYEro NPECCOBAaHMUS: HEOAHOPOAHOCTb WM3AeIUMdA W Oompiias
JUTATENBHOCTD LIUKIIOB MOTYT OBITh ycTpaHeHbl B TexHonoruu SPS/FAST. Yeunue
MOKHO TPHKJIQIbIBATh JMOO B OJMH 3Tanl (MOJHOE YCHJIME C CaMOro Havana
UKJIa) MO0 B HECKOJBKO 3TAMOB, NPAYEM NEPBOEC MPEANOUYTUTENBHEE, B CIIy4ae
ONTUMAIBHONH KOHCTPYKIMH Tpecc-(popMbl W moadopa mapameTpoB. [10CKOIBKY
CYLIECTBYET BO3MO>KHOCTh HM30MPATEIBHOIO HAMPABJIEHUS TEIJIOBOIO IMOTOKA B
NyaHCOHaX W/WiaM Marpureof, MOXHO JOOMTBCS NPAKTHYECKH OIHOPOAHOMN
TEMOEPATYPbl KOMIAKTA KaKk B  CIy4aeT OJJICKTPONPOBOAHOIO, TaK W
HenpoBoasAwero Marepuana. [1o Mepe yBenwueHus pasmepa M3enus 3Ta 3a1ada

MOCTOSIHHO YCJIOXKHSIETCS. Y KOMITAKTOB € OOJBIIONH BBICOTOM MO Och TpeOyeTcs
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NOBBILICHHAS TOJIIMHA CTEHOK MATPHIBL, HO JaXe 5Ta BO3MOKHOCTb HE
Oe3rpaHuyHa.

JUIs BBICOKOM CKOPOCTH HAarpeBa, KOTOpass HeoOXoauMma JUisl JOCTHXKCHUS
LEJICBBIX CBOMCTB Marepyuajia NOPH  COKPAIUEHHOW JUTMTENBHOCTH LMK,
HEOOXOMMO ONTUMAJIbHOE W3MEPEHHE TEMIEPATYPhl, 0 YEM YK€ TOBOPHIOCH
BbIllIe. Ha OCHOBE yCMENIHBIX TEXHUYECKHUX PEIICHUI KOMITAHUU B c(hepe ropsayuero
npeccoBaHusl, pa3paboTaHa KOHLEMLHMS, MO3BOJSIOMAsS M3MEPATh TEMIEPaTypy
HEMOCPEICTBEHHO Ha KOHCOMUAMpyeMoit 3arotoBke. [lnsi «OsbicTpoii  SPS-
texnonorumw» (“fast SPS technology”, MmapkerunroBoe Hazpanue FASTSIint®), 310
— COUHCTBEHHBI BO3MOXHBIA Croco0. OQHO M3 MOTEHIMAIbHBIX JOCTOWHCTB
CKOPOCTHOH SPS-TEXHONOrMM — MOJYYEHUE HMCKIHOUYMTEIBHO METKO3CPHUCTOM
TUIOTHOW MHUKPOCTPYKTYPBI, C MPAKTUYECKHUM COXPAHEHUEM CTPYKTYPBI HCXOIHOTO
NOPOIIKA B KOHEYHOM M3JCNUH, Onarofaps MCKIFOUMTEIBHON KPATKOCTH LIAKIIA.
Camo co00il pasymeercs, 4TO M 3TOr0 HEOOXOAMMO TOYHOE HW3MEPEHUE
TEMOEPATYPBl M CJIOXKHAs CHUCcTeMa ympapieHus. CKOPOCTHOE YIPaBIICHUE
IPOLECCOM HAa OCHOBE (paKTUUECKOW paboucii Temmneparypbl mpecc-QpopMbel U B
00bI4HOM SPS-TeXHONOTMM MO3BOJISET CYLIECTBEHHO MOBBICUTH TBEPAOCTH MPH
CYLICCTBEHHOM CHIKEHUHU TEMIICPATYPhl CIICKaHUs. 31€Ch BAKHYIO POJIb UIPACT
OM30CTh KOHCTPYKIMHA SPS-CUCTEM M ropsuux MpeccoB. s pa3BUTHs METOIA
FAST TouHoe 3HaHme TemmepaTypbl 00padaThIBaEMO 3aroTOBKH SIBIIECTCS
BOXHBIM YCJIOBHEM KOPPEKTHOW WHTEPHPETALMHA PE3YIbTATOB MCHBITAHUA W,
CIICIOBATENIbHO, WX TNEPEHOCA B  TEXHOJOTMYECKYH) MPAKTHKY. TecTsl,
NOJATBEPXKIAKOIIEE  BBIIIEYKA3aHHOE, 4YTO NPOBOJAMIMCH B JAPE3IECHCKOM
OpayHroepoBCKOM  HMHCTUTYTE KEPAMHYECKHX TEXHOJOTMA M CHUCTEM
(Fraunhofer-Institut fir Keramische Technologien und Systeme, IKTS). B xone
TECTOB Ha aOpa3WBHOE BO3JACHCTBUE MPU CKOJIBKEHUM OLECHUBAIOCH BIIASHUE
pa3HOCTM TeMmmeparyp mnpecc-GpopMbl M 3aroTOBKM Ha MHKPOCTPYKTYPY |
TBEPAOCTh Marepuana. 3JeChb CTAHOBUTCS OYCBHIHBIM TNPECUMYIIECTBA U
noreHuuan SPS  TexHoOnormM B OOJIACTM  TOJMYYEHUS  MUKPOCTPYKTYP

(OTHOCHTENBHO MPOMBILIIEHHONW TEXHOJIOTHM KOMIPECCHOHHOIO crekaHus). Bcee
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UCIBITaHUS TPOBOMIIMCH B OTHOCUTENBHO HEOOIBIINX Mpecc-hopMax AUAMETPOM
ok.50 MM. Huke onuceIBaeTCs aHAIA3 OAHOPOJHOCTH TEMIEPATYPhl KOMIIAKTA.
Bzaumoneiicteue npecc-popmbl 1 Matepuaia OTHOCUTEILHO HEKPUTHYHAS
PA3HOCTh TEMNEPATYP B HEOOMBUINX U3JEIHIX — B 3arOTOBKE MJIM Mpecc- GopMme, —
OPUOOPETAET MCKIKOUYUTEIBHYI) BAXHOCTH B KPYMHOTa0apUTHBIX CUCTEMAX.
[lepBbic WCHBITAHUA € TPUOIU3UTENBHO PACCUMTAHHBIMU (OpPMaMU HA OCHOBE
rpadura BBIIBWIM NPOOJEMY HEIOCTATOYHOW OJHOPOAHOCTH TEMIEPATYpPhI
komnakta. (OCOOCHHO CWIIBHO BIMSHAE TEMIEPATypbl CKAa3bIBACTCAd  HA
TEPMHUYECKHX U SJICKTPHUYECKHAX CBOWCTBAX KOHCOMMAMPYEMOTO Marepraia. ToMmy
BIMSHUIO YIETSUIOCH OOJIBIIOE BHUMAHUE, B YACTHOCTH, HCCIIEA0BAIACH 3BOTHOLMS
Marepuana B MpoUecce KOHcomuaanun. MccnenoBanusi 3aHUManu KpailHE MHOTO
BPEMEHM M MOTPeOOBaIM pa3pabOTKM HOBBIX METOAOB M3MepeHus. HauwHas c
MCXOIHOM HACKIITHON IUIOTHOCTH 10 YIUIOTHEHUS, CBOWCTBA MaTepraia B MPOLECCe
KOMIAKTUPOBAHUSI MEHSIFOTCS HA HECKOJIBKO TMOPSAKOB BEJIMYUHBIL, MPUYEM OHU
3aBUCAT KaK OT BO3JACHCTBUS TEMIICPATYphl M JABJICHHS, TaK OT KOHECYHOM
IUIOTHOCTA W TNApaMETPOB MHKPOCTPYKTYPbL. [lJIsl  «HOBBIX MaTepuaoBy
TPeOYIOTCSI COOTBETCTBYIOIIME OA30BBIE MUCHBITAHUS, YTOOBI, M0 MEHBILEH MEpE,
OPUONU3UTENIBHO  ONMPEACITUTh  COOTBETCTBYIOIIME CBOHCTBA W IPOBECTH
HEOOXOOMMBIE TEOPETHYECKUE PacueTsl MO AWHAMHKE mponecca SPS.
[TpoBeneHHas TeopeTnueckas padoTa B COYETAHMM C HOBBIMM  METOAAMHU
tepMokoHTposisi 1 FEM- MoaenupoBanueM (cMm.puc.5) 0Opa3yrOT OCHOBY st
pacueTa KOMIUIEKCHON CHCTEMBI «MaTepvajl 3aroTOBKA / mpecc-popmay.
HCKImOUnTENbHY0 Ba)KHOCTh MMEKOT T€OMETPHUYECKHE IMApaMeTPbl M Marepuall
npecc-popmbl, 0coOeHHO, Marpuipl. [lo cux mop pa3paboTKM mpeanoaraiu
YCTAaHOBKY 3arlOJHEHHOW mpecc-popMbl B MPECC NEPEN MPOoLeccoM U €€
U3BJICYCHHE M3 Tpecca nocie Hero. Hauaras HemaBHO paboTa HaleneHa Ha
ONTUMU3ALMID  TEPMUYECKHX M DJEKTPUYECKUX  CBOMCTB  CTAllMOHAPHO
YCTaHOBJECHHBIX npecc-popm mst cucteM FAST, uroOer 40OMTBECS CTAOMIBHOIO
paboyero COCTOSHHS B BOCIPOM3BOAMMOM MPOLECCE, YTO MO3BOJMUT IMONYyYarh

OIHOPOJAHBIE KOMIIAKTHI B HENPEPBIBHOM pekuMme, He mneperpyxas FAST-
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ycTaHoBKY. Ha puc 1.8 m3obpaxkeHa CxXeMa YCTaHOBKM AN KOMMNAKTUPOBaHWS

meTogom Spark Plasma Sintering.

Puc. 1.8 YcTaHoBKa gna SPS

MpenmyLLecTBO Haf 0OblYHbIM CMEKaHNEM

Spark Plasma Sintering - HOBas TeXHONOrusa, KoTopas 3aHMMaeT BCEro
HECKO/IbKO MWHYT [AN4 3aBeplleHMa npouecca CnekaHua Mo CpaBHEHU C
00bIYHbIM CMEeKaHMeM, KOTOPbI MOXET 3aHATb HECKO/IbKO 4acoB UMM Aaxke [AHEN.
BbICOKME CKOPOCTN HarpeBa MOryT ObITb NIErKO AOCTUTHYTbI 3@ CYET BHYTPEHHErO
Harpeesa ob6pas3ua B OT/M4YME OT BHELLIHEro Harpesa, HabnwgaemMoro B Cny4ae
00blYHOro cnekaHusi. Kpome TOro, BpemMs CMNekaHUs YMeHblUaeTca WK3-3a
He6O0NbLLOW BPEMEHW BbIAEPXKKM MPU TemrnepaType cnekaHus, 06bli4HO oT 5 go 10
MUHYT, B TO BPeMA Kak npu 06bl4HOM CMeKaHMn OHO MOXKeT pacnpoCTpaHATLCA Ha
yacbl. CKOpOCTK Harpesa, B 00bIYHbIX Mevax, COCTaBNAT OT 5 0 8 ° MWUH, a npu
crnekaHuu B anekTpmu4yeckom none300 °*MUH.

OfHOBpeMeHHOe MpUMeHeHWe TemmnepaTtypbl W [AaBfeHUA NPUBOAUT K
BbICOKOMY YM/IOTHEHUIO MaTepuana u, cnefoBartenibHO, Nerko noayvaeTcs niaoTHas
KOMNaKTHOCTb Npu Temnepatypax crnekaHus Hwuxe Ha 200-250 ° C, uem npwu
00bIYHOM CMeKaHun.

HaHopa3mepHble NOPOLKN MOTYT ObITb CrevyeHbl 6€3 3HaUMTe/IbHOro pocTa

3epHa, 4YTO HEBO3MOXXHO B 060bIYHOM npouecce cnekaHua. CnegosaTtesbHO,
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HaHOCTPYKTYpMpOBaHHasA KepamMuKa WAM HAHOKOMMO3UTbl MOrYT OblTb NErko
MonyyeHbl C nomolwbio Metoga Spark Plasma Sintering, umetowero 6onee
MNAOTHOE  YN/IOTHEHMKE " MeHbLLUee KONM4yecTBO  AetheKTOB. 3n
HaHOCTPYKTYPMUPOBaHHbIE KOMMO3MTbI obnagatoT MPeBOCXOAHLIMMU
MEeXaHWYeCKMMN CBOWMCTBAMW, TaKMMM KaK BbICOKass MPOYHOCTb, BbICOKas

TBEpAOCTb [13].

1.4 SiC apmupoBaHHbIA KOMNO3UT ZrO2 nosy4yeHHbI MeTogom SPS -
npeccoBaHns

B nocnegHee Bpemsi Obln  pa3paboTaH  HOBbIA  METOA  CMEKaHWus,
CNOCOOGCTBYIOWMNIA 3/1EKTPUYECKOMY MOJIEBOMY CnekaHuto uckpon Spark Plasma
Sintering (SPS) [14]. Mo cpaBHeHUO C ApyrMMU MeTofammn cnekaHus, SPS -
NpeccoBaHWs MOXET YMN/NOTHATb KepamukKy TMpu 3HauuTeNbHO 060/siee HU3KOW
Temnepatype neyn u B 60nee KOPOTKME CPOKW, XOTS TemnepaTypa o06pasuos
MOXeT 6bITb 0YEHb BbICOKOW M3-3a [>KoysieBa Harpesa. B obuiem, cnekaHue npwu
MIHOBEHHOW UCKpe TpebyeT ABYX HEOOXOANMbBIX YCNOBWIA:

1) paccemBaemMasi MOLLHOCTb  [O/DKHA TMpeBblWaTh  KPUTUYECKUI
YPOBEHb;

2) TemmnepaTtypa neym J0/KHa O6bITb Bbile MOPOroBOro 3Ha4eHus.

OAHUM YHUKaNbHbIM NpenmMyLiecTBOM SPS - npeccoBaHMA ABNAETCA TO, YTO
ahheKT orpaHNYeHnsi, BO3HUKAOLWIMA BO BPEMSA CMNeKaHUs KOMMO3WUTOB, MOXET
ObITb YMEHbLLUEH BO BpeMs MIHOBEHHOIrO CrekaHus, BEpPOSiTHO, M3-3a TOro, 4To
CKOpPOCTM O6BLEMHbLIX W CABWUrOBbIX fAedopmaynii paBHbl Apyr Apyry. 3T1a
YHUKaNbHasi 0CO6EHHOCTb CrekaHus BO (/iel-namMmsaTh MOXET [JaTb BO3MOXHOCTb
PeWnTbL Npob6iemMy OrpaHMYeHMs, BO3HMKAKOLWYK MNPU CNeKaHUM Kepamuyeckmnx
Komno3nutoB. B pa6ote [15] coobuwiaeTtcs 0 NpUroToBieHUn Komnosntos SiCw /
ZrO2 meTofioM SPS - npeccoBaHUA. bbino 06Hapy>XeHOo, YTO NIOTHbIe KOMMO3UTbI
MOTyT ObITb Mony4yeHbl npu 1000 ° C (TemnepaTypa B neyun) B TeyeHue 60 c.

BA3KOCTb paspywleHna y MNoJy4YeHHOro KOMMO3uTa Bbille, YemM Yy MaTepuasoB
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MOJIYYSHHBIX TPAJAULUOHHBIM TopsiunM npeccoBanuem SiCw / ZrO, [16]. Tekymue
PE3yJIbTAThl YKA3bIBAKOT HA TO, YTO CIEKAHUE B AJICKTPUUYECKOM TOJIE SIBISETCH
OYEHb TMEPCIEKTUBHBIM  METOJOM TMOJYYEHUS YCUIIEHHBIX KEPAMUYECKUX
KOMITO3HUTOB C yCaMH.

HcexomHoe ChIpbE, MCMOIB3YEMOE B 3TOM HCCIEAOBAHWM, OBLT MOPOLIOK
TETPArOHAIBHOIO JMOKCHA LIMPKOHMS C MOJIEKYJSAPHOM Maccoi 3 moi.% 20-50
HM, C Pa3MEpOM YacCTUI[ U HUTEBUAHBIM KpucTauioM SiC 1,5 MKM B auameTpe u
18MKM B 1HY .

SiC BOJIOKHA CMEMMBA C MOPOWIKOM ZrO, B MJIAHETAPHOW MEIBHUIIC B
TeyeHue 12 4YacoB, HKCIONB3Yys BOAY B KAUECTBE CPEIAbl JUISl M3MEIIbYECHUS.
Cycnensuro cymunu npu 95°C npu MOCTOSHHOM MAarHATHOM TEPEMCIIABAHUU.
BBICYIIIEHHYIO TOPOLIKOBYKO) CMECh M3MENBYAIM B araroOBOM CTYNKE M 3aTEM
MPECCOBAIA  MyTEM OAHOOCHOro mnpeccoBanuss npu 10 Mlla w XOnogHOro
n3zocrarnyeckoro npeccopanus npu 200 MITa. TIpeccel npeaBapuTENbHO CIIEKATN
npu 800 °C B TeueHue 4 4 Ha BO3AyXE.

Ha puc. 1.9 wuzoOpaxkaercs KpUBBIE PacCEMBAEMbIX MOIIHOCTEH B
BNEKTPUYECKUX TOJsAX. KpPUBBIE, TOMyYEHHBIE BO BCEX IMATHA PA3JIMYHBIX IMOJISIX.
OHM TOKA3BIBAIOT XAPAKTEPHOE IMOBEICHUE HCKPOBOIO CIEKaHus. Bcmieck
paccesiHAsT MOIIHOCTH YKa3bIBACT HA TO, YTO KOMIIO3UT MOKET OBITH CIEYECH, B
qManaszoHe npuMeHeHus noss npu temneparype neun 1000 °C. Kpusele Taxxke
NOKA3bIBAKOT, YTO BPEeMsl MHKyOaumu (BpeMs A0 HACTYIUICHUS BCIUIECKA) IS
KOMIO3UTA OBICTPO YMEHBIAETCS C YBETMYCHUEM MTPUIIOKEHHOTO ToJIs. FIckpoBoe
CHeKaHue mpoucxoauyo nmpu temmneparype neun 1000 °C, temneparypa oOpasia
Moria ObITh HAMHOIO BBILIE TEMIIEPATYPhI MEYM BCIIECACTBUE J[KOYIEBa HarpeBa.
3neck Temneparypa oOpas3na OLEHUBAIACh C UCIOJIB30BAHUEM MOJETH, OMMCAHHON
B panHHux padorax [17] m coctaBmno 1400 °C, 4TO aHANOTMYHO OOBIYHOWM

Temreparype crnekanus s 3YSZ.
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Puc. 1.9 KpuBas paccemBaHusi MOLLHOCTEN.

BnnaHMe  NPUNOXEHHOro  MNons  Ha  MJOTHOCTb  Pe3ynbTUPYHOLWMX
KOMMO3NTOB MokasaHo Ha puc. 1.10. BugHo, 4To NAOTHOCTL BO3pacTaeT C POCTOM
Nons B Havyane U AOCTUraeT MakCUMasibHOro 3HauyeHus (~ 96% OT TeopeTUYECKoWn
MNAOTHOCTWU) NPU NPUIOXKEHHOM HanpsxeHun = 100 B/cm. TMpu panbHeinwem
YBENMYEHUN  MPUIOXKEHHOr0 Monasg  NAOTHOCTb  OCTaBanaCb  HEU3MEHHOMN.
MnoTHOCTL 06pasua, OTMNYLUEeHHOro TPaauLUMOHHbLIM cnekaHnem npu 1400 ° C B
TeyeHMe 2 4, TakKXKe BKIoYeHa Ha puc. 1.10. Mony4veHHble pe3ynbTaTbl HarNA4HO
AEMOHCTPUPYIOT, 4TO SPS - npeccoBaHWe fBNSETCA MHOroobeljaroWwum MeTo40M

CNHTE3a KOMIMO3NTOB C YCUJIEHHBIM HUTEBUAHLIM KPUCTAJ/T/TOM.

Puc. 1.10. N'padkn NNOTHOCTY Pe3yNbTUPYIOLLETO KOMMNO3MUTa Kak

QYHKLUN NPUNOXKEHHOTO MONS

TBepaocTb Kepamuku 11,0 £ 0,3 INMa.
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VY napHas Bs3koCcTh komno3uta 9,7 + 0,3 Mlla m1/2.

Ha puc.1.11 nokazanbl TunuuHbie SEM-u300pakeHHs] KOMITO3UIIMOHHOMN
KEpaMUKH, MONy4YeHHbIX SPS — mpeccoBaHMEM W TPAIAWLIMOHHBIM CIICKAHHEM.
H3o6paxkenns ¢ HU3KAM yBenmdyeHreM (pucyHkd 1.11 a m b) mokasbIBaroT, 4TO
KOMITO3AT COACPKUT OYEHb MAJI0 MOp, MpEAnoJaras, 4ro OH HMMEET OYEHb
BBICOKYIO IJIOTHOCTbh, COTTIACYIOLIYIOCS ¢ U3MEPEHUEM TJIOTHOCTH. U300paskeHus
TAK)KE  TMOKA3bIBAKOT, 4YTO HHUTEBHIHBIE KpucTaibl SiC  paBHOMEPHO
aucrieprupoBanbl B mMarpune ZrO,. Mopdomorus SiC-HUTEBUAHBIX KPUCTAIIOB
XOpOLIO COXPAHWUJIACh B KOMIIO3UTAX CO CPEOHUM JMaAMETPOM W UIMHOM
HUTEBUAHBIX KpUCTALIOB S1C, MOAOOHBIMU TEM, YTO MPUCYTCTBOBAIMA B CHIPOM
nopowke. bonee BHUMarenvsHOEe paccmorpeHue (puc. 1.11c¢) mokaselBacT, 4TO
rpanuna Mexay BuckepoM SiC u marpuueil ZrO, npUHEMACT 3a3yOPEHHYIO
MOP(}OJIOTHI0, YTO MPEANONAracT XOPOWIYI CBs3b Mexay Humu. Puc. 1.11d
MOKA3bIBACT, 4TO Marpuua ZrO, COCTOMT W3 PABHOOCHBIX 3€PEH CO CPEAHUM
pasmepoM 3epHa 230 HM. OTH PE3yNbTaThl €MIE Pa3 MOATBEPXKIAOT, YTO CIIEKAHUE
Bo flash-cpene sBngeTcs O4YEHb MEPCHEKTUBHBIM METOAOM Uil 3(PPEKTUBHOTO
MOJIYYCHUS] YCUIICHHBIX KOMITO3UTOB C YCWICHHBIM ycuieHueM. [loxoske, 4ro
CBS3aHHBIM C ycamu caecpkuBarommii >PQEKT HE OrpaHUYMBAl  MPOIIECC
VIUIOTHEHWS MPU MTHOBEHHOM cnekanuu. Jha w Raj [18] mpeamonosxkunu, yto
ANEKTPUYECKUE TIOJS MOTYT TIOMOYb YMEHBIIMTH BBI3BAHHBIN yCUIMBAKOLICH
dazoi d3PPekT orpaHUUEHUs, TaK KaK MPU MTHOBEHHOM CICKAHWM BAKaHCUU W
MEXKI0Y3IIMs, TEHEPUPYEMBIE BHYTPH 3€PEH, MUTPUPYIOT K I'DAaHULAM H TOpam
3€pHa, TaK 4TO U OOBEMHAs, U CABUIOBas AedopMmanusi paBHbl cTaBku. C Apyroi
CTOPOHBI, 00pazew, TpaAuUUOHHO criekacMblii pu 1400 °C (KOTOpBI aHAIOTHYEH
Temneparype o0pasua, OLCHEHHOMY JUIsl ONTUMAbHBIX YCJIOBHH CIICKaHHs MPU
BCIIBIIIKE), COACPHUT TOPBl BOKPYr BHCKepa SiC W MJIOXO CBS3aHHBIC
NOBEPXHOCTH pazaenia Mexay Buckepom SiC u marpuuei ZrO, (puc. 1.11e u f).
CnenoBarenbHo, cnekanue BO flash-cpene ropazmo Oonee >(ddekTHBHO U

NEPCHEKTUBHO TS criekaHust kommnosuta SICw/ZrO,.
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Puc. 1.11 MukpocTpykTypa komnosuta SiCw/ZrOz (a) - (d), nofiy4yeHHble
nyTem cnekaHus B 3NeKTpuyeckom none, (e) - (f) nytem TpaguuMOHHOIO CrieKaHns

npun 1400 ° C B TeueHue 2 u.

1.5 MpuMeHeHNe KOHCTPYKLNOHHON KepamMnKku

[onroeeyHocTb 060opyAoBaHusA, paboTalowmx B TSHKeNbIX YCNOBUAX
(BbICOKME  Harpysku, arpeccuMBHble Ccpefbl), B  3HAYUTENbHOW  CTeneHu
onpefensieTcd paboTocnoco6HOCTLIO Y310B Nap TPeHUs, AN KOTOpPbIX, B CBOHO
ouyepedb, onpeaensoWwmnmM GakTopom ABAAETCA NpaBu/bHbIA BbIGOP MaTepuana u
ero o6paboTku. Matepman pAnd 3TUX pAeTaneri [O/MKeH 06/1adaTb BbICOKOM
MPOYHOCTbIO,  TPELMHOCTOMKOCTbIHO, M3HOCOCTOMKOCTbHO, KOPPO3MOHHOIA
CTOMKOCTbIO, TEXHOMNOTMYHOCTbIDO W 3KOHOMMYHOCTbIO. OAHUM M3 Haumbosee
MepcneKTUBHbLIX KNaccoB MaTepuanos, obecrneyunBaroWMX yKasaHHble TpeboBaHuMA
aKcnayataumu, SBNAKOTCA KOHCTPYKUMOHHbIE Kepammuyeckume matepuanst [19]. B
y3nax TpeHus Hambonee 4acTo WCNOMb3YKT HUTPUL KpemHusa SisN4, kapbug

KpemHua SiC, okeng antomuHnsa Al203 okeung unpkoHnsa ZrOz n gp.
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MepcneKTUBHOCTb MNPUMEHEHUA KepaMWKKM 00yCnaBAMBaKOT cregytowme
(hakTopbI:

. BO3MOXHOCTb 06ecrneynMBaTb pas3/IMYHble CBOWCTBa [JeTasneil B
COOTBETCTBMM C TpebOBaHMAMM YCNOBMWIA aKcnyaTaunm Gnarogaps cnocobHOCTM
paboTaTb B YCNOBUAX BbICOKUX AaBNEHUIA, TeMMNepaTyp, arpecCMBHbIX Cpef;

. HU3KUIA  KO3WPULMEHT TPEHMUSA, MOHWKEHHbIA YAENbHbIA Bec W,
COOTBETCTBEHHO, MEHbLLAaA Macca U3Lenuni;

. MeHbLUas 3HEProeMKOCTb M 60/5ee BbICOKas 3KOIOMMYHOCTb npoLuecca
NolyYeHUS KepaMuKKN MO CPaBHEHWUIO C METa/l/IMYECKMMI MaTepuanamu;

B tabnuue 1.1 npuBefeHbl KOHCTPYKUMOHHbIE KepamMu4yeckne matepuansi

NMPUMEHAEMbIE B FOpHOI‘/JI MPOMbILLUJIEHHOCTN.

Tabnuua 1.1

[eTann MallnH U3 KOHCTPYKLMOHHOW KepaMuKu

Jetann

[eTanu p[Buratens: BbIXJIOMHOW Knanad,
rMnb3a, ronoBKW NOPLUHEN, rMAb3a LUANH-
Apa, pblyar, potop Typ6okomnpeccopa
[leTanu HacocoB: KnanaHa v ynnoTHeHUs
MOAWMNNHUKN  BbICOKOOGOPOTHLIX MaLluH
(komnpeccopoB, o06pabaTbiBalOWMUX LEH-
TpoB), paboTamolye  NpyM  MNOBbILEHHOW
TemMnepaTtype W HefocTaTke CMasku
TopueBble YNNOTHEHUA MOTFPYXHbIX Haco-
COB U Mellanok

[leTann An3enbHOro ABUraTens: LUAUHAPLI
(o6nuuoBka) u ap.

TopueBble  YNNOTHEHUS  LLEHTPOGEXHbIX
HacocoB ANs nepekaykn abpasnBocofep-
Xawmux KuAKocTeld  ropHoAo06GbIBatoLLUX
Npon3BOACTB

MOAWMNNHNKN CKOMbXEHUS U NOANATHUKN
LLeHTPO6EeXHbIX HAcoCcoB rOPHOA06bLIBAO-
LLMX NPON3BOACTB

LLlapoBble KpaHbl, BEHTUAN, 3aCNOHKM

[eTanu nopluHeBbIX gBuUraTeneil: Haknag-
KW MOPLUHS, BCTaBKU TWNb3bl LUIMHAPA,
[eTanu KnanaHHoro MexaHuama

Hacagku 4ns NpoMbiBOYHbLIX Y3108 6ypo-
BbIX JO/IOT, FOP/IOBMHbLI HACOCOB

PuUnbTPLI

MnyHXepbl WM KonbLa AN LWAXTHbIX Haco-
COB, TOPLEBbIE YNNOTHEHUS, NOAWMNNHUKN
ckonbXeHusa ShN.f.

MAyHXepbl MacnocTaHLum
B ropHoZo6biBaiolLeii NPOMbILLNEHHOCTYU B
KOHBelepax, MOALWMUMHMKAX, HOXAax CKpe-

Kepamuka

SiN4
SiC
SiC

SiC
SiN4

Zr02

Zr02

SidN4, SiC
CamocBsa3aHHbIi SiC,
Zt0 24acTuyHo crabu-

NIM3NPOBAHHbIN
SiC
SiN4
ADbO03
56 (96% Ab03)
Zr03

SiC, SijNin,

FopsuenpeccoBaHHbI
Si5N4 ¢ ynnoTHAOWUMMN
okcugamu
MB-2
(30%WC,40%TiC,
ceaska Ni,Mo)
KoMno3unTbl Ha oCHOBE

Al ,, SiC

AUO03, SiC;

KomMnosunTel,

cogepxauwune MoOi,
SiN4
ZrO, + 3%Y20 3
90% ZrChb,
10% YiO_;
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BbiCOKMe nokasaTenn XPYNKOCTU WU MOHWXKEHHbIE  XapaKTEPUCTUKU

TPELLMHOCTOWKOCTU OFPaHUYMBAIOT NPUMEHEHNE KOHCTPYKLUOHHYIO KEPAMUKY.

O6pa3oBaHNIO TPELMH 1 UX PACNPOCTPAHEHUIO B KEpaMUKK CNOCOGCTBYHOT
MOBEPXHOCTHbIE Ae(heKTbl U HEOAHOPOAHOCTb CTPYKTYPbI.

B Tabnuue 1.2 npuBeAeHbl CPaBHUTENbHbIE [aHHblE XapaKTepUCTUK
MPOYHOCTM, TPELMHOCTOMKOCTM W pasmepa 3epHa, B 3HAYMTENbHON Mepe
OnpeaenstolMe  M3HOCOCTOMKOCTb  CYLLECTBYHOLWMX W MOAYYEHHbIX MO
COBpPEMEHHbIM TEXHOMOrNAM W3roTOBNEHUS W 06paboTKM KOHCTPYKLMOHHbIX

KepaMUK.

Tabnuua 1.2
MexaHn4yecKkmne CBOINCTBA KOHCTPYKLMOHHON KepaMnkm

Martepunan 0., MMNa

MTla -Hi2
SizNa 450-600 3-5
PeaKUMOHHOCBSI3aHHbI SisN4 200 2,5
YNNoTHeHHbIW SijNa 500 5,5
FopsavenpeccoBaHHbIN SisN4 830 7,9
SiiHt mognunumpoBaHHbIi MgO 690 6,5
KomnosuuymnoHHblii maTepuan (KM) Ha
. .o 600-1200 9- 1
ocHoBe SisNsapmupoBaHHbI SiC (35%)
SiC 250 4
CneyeHHbINn SiC 370 5,4
CamocBs3aHHbIli SiC 500 4
SiC, MnonydYeHHbIi TFOPSAYMUM M30CTATUYECKUM
800 5,5-7
npeccosaHnem
KM Ha ocHoBe SiC, apMMpPOBaHHbIA BONOKHaMMU 450
sic e
KM Ha ocHoBe SiC mMoagnnuMpoBaHHbIM SisN4 260 2,5
Al s 450 1-25
KM Ha OCHOBE AljOj YMNPOYHEHHbI
1500 Oo 15
aucnepcHbiMun yactuuamm ZrO; (go 30 %)
HaHokomno3ut Ha ocHoBe AbO j/ SiC 1520 4.8
ZrO, 450 5
HaHekpuctannanyeckmin  ZrO: cTabunusmpo-
o ) 900 14
BaHHbIN 5% YiO,
KM TpaHchopMaLMOHHO YNPOYHEHHbIN Ha
ocHoBe Zr0z YacTUYHO CTabUNM3MPOBAHHbIN Ao 690 7-15
MgO
KM Ha ocHoBe ZrO, + 30% ZrO:
Mo 1500 15
(ancnepcHas asa)
ZrO, 4aCTUYHO cTabUNN3NPOBAHHbI Y,O-S
500 -700 8 - 10
c pasmepom 3epHa KOOMKM
ZrO, cTabunusnpoBaHHbIi Y30 3, ¢ pasmepom
900-1500 15-20

3epHa 15 HM

26



B ropHom mawmMHOCTPOEHUN npobiema NoBbILLEHUSA U3HOCOCTOMKOCTM nap
TpeHus BecbMa akTyaibHa. Ha npocToi 3aboeB M3-3a OTKa30B [UAPOCUCTEM
obopypoBaHus npuxoantca 6onee 30% notepb paboyero spemeHu [20]. Hanbonee
N3HaWNBaeMbIMM COOPOYHBIMU eAuHMLAMU, NUMUTUPYIOLLMMWU pPecypc BCEro
Hacoca, ABNfeTCA MNAYHXXepHas napa W MOAWMNHUKOBLIE OMNOPbl CKOJMbXEHUA
KPVBOLLNMHO-LIATYHHOr0 MexXaHu3Mma.

Ha puc 1.12 npegctaBneHbl pesynbTaTbl  UCMbITAHWA HA  U3HOC
MOALWMNNHNKOB CKO/MbXXEHUA MOrPY>KHbIX HACOCOB M3rOTOB/IEHHbIX U3 Pa3INYHbIX

MaTepuanos.

9,5x10 *

14,7x107

8.2x10
1 o.2x

Puc. 1.12. NTHTEHCUBHOCTb M3HalIMBaHuA: 1 - cTann 95X18, 2 - KepaMUKu

Al203+ MgO, 3 - kepamuku Al203+ ZrO2
[JONroBeYHOCTb  U3rOTOBMEHHBLIX M MWCMbITAHHbLIX  MAYHXEpoB C

KepaMUUYeCKUMU MOBepxXHoOCTAMM B 50 pa3 Bbille, YeM Yy MYHXXEPOB,

M3roTOB/IEHHbIX 13 BLICOKOMIETMPOBAaHHOW cTanm 95X18.
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1.6 IlocTanoBKA 331241 HCCJIeI0BAHUA

Onupasich Ha JUTEPATypHbIA 0030p, LUPKOHHEBAs KEpPaMUKaA SIBJSETCS
OMHOH M3 HambOoJiee BAKHBIX KOHCTPYKIMOHHBIX KEPAMHUK M3-3a €€ BBICOKOM
BS3KOCTH pa3pylICHHUs, BO3HUKAWOLIEH B pe3yjibrare (a3oBOro MpeBpaLICHHUS.
OnHAaKO MTPEBOCXOJMHBIC CBOMCTBA TPOSIBJISIOTCS TOJBKO MPU TEMIEPAType
OKpY>Karomiel cpeabl U JIEMOHCTPUPYIOT CEPbE3HOE YXYIIICHUE C MOBBILICHUEM
TEMIEpaTypbl, UYTO  OTPAHUYMBACT  BBICOKOTEMIIEPATYPHOE  MPUMEHEHHE
matepuaina. [logydeHue mpoyHoi HAHOCTPYKTYPHOH KepaMuKHU Ha OCHOBe ZrO,c
BBICOKUMH MEXAHUYECKMMU CBOMCTBAMH, MOXKET OBbITh PEaM30BaHO HA MyTH
CO3/IaHUS MaTepralia ¢ OJJHOPOAHOMN CTPYKTYpOil. MeTO COBMECTHOTO OCAKACHUS
MO3BOJISIET OCTUYL HA MOJIEKYJIIPHOM YPOBHE BBICOKOW CTENEHM TOMOI€HHOCTH
UCXOJIHBIX  CMECEH, a BBICOKOTEMIEPATYPHBIM THAPOJIM3  CHOCOOCTBYET
o0pa3zoBaHuI0  €1a00arJIOMEPUPOBAHHBIX  MEPBUYHBIX  HAHOKPUCTATUYECKUX
yactun Zr0O;.

Spark plasma sintering, mo CpaBHCHHIO C APYTMMH METOJaMU CHEKAHUS
NO3BOJISIET YIJIOTHUTh KEPAMUKY MPH 3HAUMTENILHO O0Jiee HU3KOW Temreparype
CrieKaHus U B 00Jie€ KOPOTKUH MPOMEKYTOK BPEMEHH.

CrnenoBarenbHo, 1ENb padoThI HOJIyYUTh HAHOCTPYKTYPHYIO
KOMIO3UIIMOHHYIO KEPaMUKy Ha OcHOBe ZrQ, cTaOUIM3UPOBAHHYIOD OKCHIOM
UTTPUsl, ¢ PABHOMEPHBIM PACHpPECICHUEM apMupyroulero snementa (SiCw) mo
00BbEMY MaTpHile IUIOTHOH KEpPaMUKH, C BBICOKUMM MEXAHMUYECKUMH U
AKCIUTyaTallMOHHBIMU CBOMCTBAMH.

Jlnst JOOCTHKEHHUSI NOCTaBJICHHON HETUHE00X0AUMO pELINTD
CJIEYFOIINE3AIAYH:

1) TlpoBecTtu nuTepaTypHbIi 0030p.
2) IlpoBecTH XMUMMUYECKYIO PEaKIMIO PA3I0KEHHs OKCHHHUTpAaTa LUPKOHUS

(ZrO(NOs),<15,309H,0) na amopduyro ruapookucs ZrO(OH), B

npucyTcTBUM S1ICW B yIBTPA3BYKOBOH BaHHE.
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3) BemmonHuth ruapotepmanibHoe pasznoxkenue ZrO(OH), B CBEpXKPUTHUECKUAX
YCIIOBHSX.

4) TToAroTOBUTH MOMYUYEHHBIA KOMITO3UIMOHHBIN MOPOLIOK JUISl HCCIIEI0BAHUM.

5) HccnenoBars MOPQOIOTHI0 KOMIO3UIMOHHOTO nopomka Zr0O,-SiCw.

6) M3roToBUTh 3KCHEPUMEHTAIBHBIC 00pa3lbl KOMMO3MLMOHHOW KEPaMHKH
metoaom Spark Plasma Sintering.

7) I1poBecTr UCTIBITAHUS SKCIEPUMEHTAIBHBIX 00PA3LOB.

8) COop maHHBIX U aHAINA3A CTPYKTYPBl 1 MEXaHUYECKUX CBOMCTB.
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2 OIINCAHUE MATEPUAJIA U METOAUKU UCCJIEJOBAHUA

2.1 Onucanune marepuaJa

B Ttabmune 2.1 npeacraBieHbl OCHOBHBIE MaTepuaibl, KOTOPbIE ObUIA

WCIOJIb30BAHBI MPYU BHITIOJTHEHUU HAYYHO UCCIIEI0BATEIBLCKONW PaOOTHI.

Tabnvua 2.1

[lepedeHp NCNOMB30BaHHBIX MATEPUATIOB
Xumunueckas popmyia Homenknarypa KonnuectBo, r
ZrO(NOs),nH,0 OKCUHUTpAT HUPKOHUS 40
Y(CH;COO0);4H,0 Auierar uTTpus 1,32
SiC Bonokna kapOuaa kpemuust | 2,7
NH,OH ['MAPOOKMCH aMMOHUS 35
H,O JIucTuImmpoBaHHas BOAA 62350
ITAB OKCUATUIIMPOBAHHBIN 0,3

HOHWJI(EHOJT

HuTpar uupKkoHUs - HEOPraHMUECKOE COEAMHEHHUE, COJIb METAJJIa LIMPKOHUS
U a30THOH KHUCIOTHI ¢ Qopmysiol Zr(NO;),. OKCHHUTpAT IUPKOHMS 00pazyer
OCCIIBETHBIC ~ TUTPOCKOMWYECKUE  Kpuctaibl  coctaBa  ZrO(NO;),xnH,O
OTHOLIEHHE MAaCCOBOW JONM LHMPKOHUS K Macce HaBecke He wmeHee 18%.
CymmapHoe coaepxanne npumeceii e 6onee 0.05%.

Auerar UTTpUs YETHIPEX BOAHBIM - HEOPraHMYECKOE COCTUHECHUE, COJIb
UTTpUST H  yKCycHOH kucimotel ¢ ¢opmynoi  Y(CH;COO);. OOpazyer
kpucraioruapar cocrtaBa  Y(CH;COO);x4H,O — OecuBeTHbIe  KPUCTAILIBL
Auerar UTTpHsi BHIOpaH B KQUECTBE CTAOMIM3AMM TUOKCUA LIUPKOHUS, XOPOILIO
pPacTBOPUM B BOJIE.

OKCUATUIMPOBAHHBIA HOHUI(EHOI - MOBEPXHOCTHO aKTUBHOE BELLIECTBO U3

rpymm CHHTCTHYCCKHUX XUMHUYCCKUX BCIICCTB. HpI/I CTa6I/IJ'II/IBa]_II/II/I JUOKCH A
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https://ru.wikipedia.org/wiki/%D0%A6%D0%B8%D1%80%D0%BA%D0%BE%D0%BD%D0%B8%D0%B9
https://ru.wikipedia.org/wiki/%D0%90%D0%B7%D0%BE%D1%82%D0%BD%D0%B0%D1%8F_%D0%BA%D0%B8%D1%81%D0%BB%D0%BE%D1%82%D0%B0

IUPKOHHUS KQYECTBEHHO COMYTCTBYET UTTPUIO BHEIPUTCS B KPUCTATUYECCKY IO
CTPYKTYpy ZrO, co3naBast TBEPABIA pacTBOP TUNA 3aMELICHUS.

I'mpgpar amMMmaka —  cOeaMHEHME  O0pa30BaHHOE B PE3yJbTare
B3aMMOJCHCTBHSI aMMHaka € BOJOM 10 0Opa3oBaHUS KAaTMOHOB aMMOHHS W
TMIPOKCHJI aHWOHOB. B BOAHBIX pacTBOpax TrUApaT AMMOHHS HAaxXOJUTCS B
PABHOBECHHM C AMMHAKOM, OTCIO/IA M PE3KUiA 3amax. SIBAsSETCS TJIABHBIM PEAreHTOM
PA3IIOKEHUSI COJIA OKCUHUTPATA LIUPKOHUS A0 THIPOKCH]T IUPKOHUSI.

Kapbun kpemHust (BUCKEPC) —KOHCTPYKIIMOHHOE BOJIOKHO, COCTOSILEE W3

HaHOKPUCTAJUIMICCKOI'O KaI)6I/II[a KpeMHHs. BojiokHa 3TOro THIIA, KaK IIPaBHIIO,

OPUMEHSIOTCS. B KOMITO3UTAX, MPEAHA3HAUYEHHBIX ISl SKCIUTyaTalluy MPH BBICOKHX
TEMIIeparypax.
OcHOBHBIE (PM3UKO-MEXAHUUYECKUE CBOMCTBA KapOuaa KPEeMHHUS MPUBEACHBI

B Ta0muie 2.2.

Tabmuna 2.2
OcHOBHBIE PU3NKO-MeXaHNYeCKUE cBOKCTBa S1C

[LnoTHOCTB, *107, KT/M” 3,3

Moayiib yIpyrocTy Mpy pacTsbKeHUH BIOJIb BOJIOKHA, [ Tla 400+500
Monayns casura, ['Tla 170

Cpennsist TpOYHOCTE NPU pacTsokeHuu, ['Tla 24
[IpenenbHas negopmanus, % 0,3+0,5
TemneparypHblii KO3Q(OUUUEHT JTMHEHHOTO PaCIIAPEHMS, 3,3

*10°, K (300600 K)

Bonee nemieBble KapOMAOKPEMHUEBBIE BOJOKHA MMEKOT MEJIKO3EPHUCTOEC
cTpoenue (BenmnunHa 3epeH 0,5+10 MKM), yriIepoaHblil cepacyHuK ci1ado CBs3aH
CO clIoeM KapOuaa KpeMmHHs (B CBSI3M C OTCYTCTBHEM 30HBI AUQPPY3MOHHOTO
B3aUMOJICHCTBHS ).

B moBEpXHOCTHOM €J10€ BOJOKOH OOHApPY>KEHBI OCTAaTOYHBIE HAMPSKECHUS
CKaTUsi, HO MX BEJIMYMHA MEHbIIE, 4eM B OOpPHBIX M KapOUIOKPEMHUEBBIX

BOJIOKHAX Ha BOJIb()PaMOBO MOJTOKKE.
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https://ru.wikipedia.org/wiki/%D0%92%D0%BE%D0%BB%D0%BE%D0%BA%D0%BD%D0%BE
https://ru.wikipedia.org/wiki/%D0%9A%D0%B0%D1%80%D0%B1%D0%B8%D0%B4_%D0%BA%D1%80%D0%B5%D0%BC%D0%BD%D0%B8%D1%8F

[Tepeuncnennbie (pakTOpbl OOYCIOBIMBAIOT MOHM)KCHHBIE MPOYHOCTHBIC
XAPAKTEPUCTHUKN  KapOWJOKPEMHHUEBBIX  BOJIOKOH,  KPOME  TOr0,  OHH
XAPAKTEPU3YIOTCS  TOBBIMICHHOW  YYBCTBUTEIIBHOCTBO K  MOBEPXHOCTHBIM

nedexram.

2.2 Meroaunka nojsiydyeHusi nopomka ZrQO,-SiCw

[TonydyeHre KOMMO3MIMOHHOTO Marepuasia Ha ocHoBe ZrO, ¢ SiC
BUCKEPCAMHM  OCYILECTBIISJIOCH METOJOM  COBMECTHOIO  COOCKACHUS  COJIU
okcuHuTpara mUpkoHus ZrO(NOs;), B yJbTPa3ByKOBOH BaHHE B MPUCYTCTBUHU
APMHUPYIOLIETO KOMITOHEHTA.

JUis  TpOBENEHUST XHUMHUYECKOTO OCAKICHUS OKCUHHUTPAT LHMPKOHUS
Z1rO(NOs),*xnH,0O, K0TOpOE ABISETCS IIIABHBIM HAYAJIBHBIM MPOLIECCOM, HAXO WA
KOJIMYECTBO KPUCTAUIOTHAPUPOBAHHONW BOJABI B MCXOAHOM KOMIOHEeHTE. [lpm
W3BECTHOM OTHOIIEHHE MACCOBOWM JONM YHCTOrO LHMPKOHUS K MAcce HaBECKE
OKCHMHHTpaTa LHMPKOHUS paBHON He MeHee 18%(W), Haxoauinm KOJMYECTBO
KPUCTAJIIIOTUAPUPOBAHHOM BOBI:

I'ne M(Zr) — monsgpHas Macca nupkonus; M(ZrO(NOs),*xnH,0) — MmonspHas

Macca OKCMHUTPATa LU PKOHUS.

_ M(Zr) Ao
M(ZrO(N03)2xnH20) 100%, (2.1)
91,22
0,18 ; 2.2)
91,22+16-(14448)-2+n-18
0.18 = 91,22 ; o3
231,219+n-18
3,24-n=49,6 2.4)

n = 15,309,

MounsipHas macca uupkoHust - M(Zr)

Monsipaast Mmacca okcuHMTpara nupkoHus — M (ZrO(NO;), x nH,0)
Xumuueckas QGopmyna COJMM  LHUPKOHMWS  3aMUCHIBAETCS  CIICTYHOILIAM

oOpazom:
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Z1O(NO;),x15,309H,0 (2.5)
Jis  crabunmuzanmm  ZrO,  pacCUMTBHIBAIM  Maccy  BbIXOJA  MOCIE
TUAPOTEPMAIIBHOTO CHHTE3A U3 PEAKTOPA.
Z1O(NO;),%15,309H,0 — ZrOs; (2.6)
MomnsipHast Macca coiu HupkoHus = 506,781 r/Monb;
MounsipHas macca uupkonus = 123,218 r/moJib.

Maccy conu nupKoHHs BEIOpany B KomdecTse 40 rpamm.

40 _ X ’ (2‘7)
506,781 123.218
506,781x = 123,218-40, (2.8)

X = 9,72 rpamm.

I[To pacueram macca ZrO, cocraBuina 9,72 rpamm

B kauectBe crabunmszaropa Obll BHIOpAH OKCHJ UTTPHUS, B KOJMYECTBE O
MOJL.%. PacdeT BBINMONHSIIM 1O CAEAYIOMICH TEXHOIOTHH, TAE:

KonnuecTBo BemiecTBa y okcuaa uTTpust Mojib — v(Y,0;3);

KonnuecTBo BemiecTBa AMOKCHAA IUPKOHUS B MOJTb - V(Z10;)

MomnsipHast Macca TMOKCHJIa IUPKOHUS B rpaMM/Moib - M(Z10,)

Macca quokcuaa UpKOHKS B rpaMM - m(ZrO;)

MomnsipHast Macca OKCHIa UTTPpHs B TpaMM/MoJib - M(Y,03)

Macca okcua uttpus B rpammax - m(Y,0s)

MonbHas 1015 OKCUAA UTTPUSL B TMOKCUIE HUPKOHUS B %0.— X

N v(nggi(\);?;roz)’ (2.9)
m(Y203)
X = m(Yzl(\)/[S)(j(r)rf()ZrOz) > (2.10)
M(Y203) ' M(ZrO2)
m(Y203)
0,06 = Frrvames 27— 1)
266,04 123,218
m(Y,05)-0,00023 + 0,00468 = m(Y,05)-0,00376 (2.12)
m(Y,03)-0,00353 = 0,00468, (2.13)

m(Y203) = 1,32
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Jlia crabunu3anuu AMOKCH1a HIUPKOHKS 6MO.% OKCuaa UTTpust TpedyeTcs
1.32 rpamma OKCuaa UTTPUSL.

Konnuecto SiC BUCKEPCOB ONPEAEISIICS SKCIEPUMEHTATIBHBIM CITOCOOOM.
BbI10 M3roTOBJEHO 5 3KCNEPUMEHTABHBIX 00PA3IIOB C Pa3HbIM cojepkaHuemM SiC
BOJIOKOH 1Mo 00beMy Marpuue ZrO,. Ilocne mpoBeneHuss WCHBITAaHUHA, KOTOPBIE

3anucanbl B Tadmuie 2.3, oOpasen ¢ 1.5% SiC uMeeT MakCUMaJIbHBIC 3HAYEHUS

XapaKTEPUCTHK.
Tabmuna 2.3
CpoiictBa komno3uToB Z1rO2-nSiC

KomuuectBo | [1n10THOCTS, Teepnocte HV | IIpenen

n 1no r/cm3 ITPOYHOCTH,

00beMyY B % MITIa
Z10,-nS1C 0.5 5,89 800 1557
Z10,-nS1C 1.0 5,95 1000 1771
Z10,-nS1C 1.5 6,08 1400 2586
Z10,-nS1C 2.0 5,85 1350 2130
Z10,-nS1C 2.5 543 1150 1836

[Ipu pactBopeHmst okcuHarpata wHpKOHUs ZrO(NOs),x15,309H,0 B
JUCTAJUIMPOBAHHONH BOJE TMOJB30BAIMCh BBITSDKHBIM — IIKAaQOM, T.K. Tapsbl
KOHLIEHTPUPOBAHHOW A30THOM KHMCJIOTHI BBI3BIBAKOT PA3APAKEHUE IBIXATEIBHBIX
nyteid. Jlodaensnu [IAB B cootHomeHun 0.01% Ha 1uTp PacTBOPEHHOTO
BELIECCTBA.

JInst paBHOMEPHOTO PaCHpPEAEIICHHS] ADMUPYIOLIETO KOMIIOHEHTA N0 00BEMY
MaTPULBI UCITOIB30BATIM METO COBMECTHOTO COOCAKACHUS THAPOKCUCH LUPKOHUS
B IpUCYTCTBUU S1C BOJIOKOH B YJIBTPa3BYKOBOH BAHHE.

Bo BpeMs pacTBOpeHMs] OKCMHMTpATa LUMPKOHHS NO KaruisiM J00aBisuiv
pPacTBOpP T'MAPOOKACH aMMOHMS JJIsl OCOKACHUS OCaJKa TMAPOKCUAA UUPKOHUS B
YJIBTPa3ByKOBOM BaHHE. PacTBOp AOBOAMIM 10 HEHTpanbHOU cpensl (pH = 7-7.5).

3areMm 00pa3oBaBUIMCA OCAAOK, COCTOSIIMI M3 TUAPOOKUCH LIMPKOHUS U
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apmupytowiero KomnoHeHta SiC, npombiBanM OT HUTpaToB. KoHUeHTpauus
HWTPATOB MOC/Me MPOMbIBKM He [O/DKHA MpeBblllaTb 3HAYeHWs 10  MrI/n.
O6pa3oBaBLUYHOCS B3BECH 6e/10-MOI0YHOr 0 LBeTa noasepranu
LEeHTPU(YrnpoBaHMIO CO CKOPOCTbIO 3 ThbIC. 06/MUH.

MoNyyeHHbIA renb 3arpyXxancsd B CBepPXKPUTMYECKM peaktop R-401,
npoussoactea HO. Kopeu, obvemom 5n (puc. 2.1), rge u OCYLLECTBAANOCH
rmgpotepmanbHoe pasfnoXeHuwe npu Temnepatrype 420°C u 170 atm. Bpewms

peakuuu 52 MUHYTHI.

Puc. 2.1 CBepxKpuTnyeckmnii peaktop R-401

KOHTPONb BHYTPEHHEro [aBneHUs peakTopa OCYLLEeCTBNSETCS U3MEHEHUEM
TemnepaTypbl HarpeBaTens U CUCTEMON BOASHOIO OXNaXAeHUs Kamepbl peakTopa
(pvic.  2.2). TlonyyeHHbI NOPOLIOK CYLWWAX B CYLWIWUABHOM LWKady npu

Temnepatype 80°C B TeueHMe [BYX 4acoB, 3aTeM NpoKaneaan B My(qenbHON neyn
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npu Temnepatype 300°C Ha BO34yXe B TeyeHue 1 yaca, 4N1A yganeHUa OoCTaTKOB

BO/bl.

BPEMEHU NPoTeKaHus peakumm

2.3 MeToanka npoBefeHUA KOMNaKTUPOBaHNA KOMMNO3NLMOHHOIO NopoLlKa

KomnakTupoBaHue ocyulecTensanocs MetogoM Spark Plasma  Sintering,
KOTOpasg TakKXe W3BeCTHa MOf Ha3BaHMEM «TexHON0ruMa CnekaHws B
anektpuyeckom none» (FAST - Field Assisted Sintering Technology). Mpouecc
ncnonHanca Ha obopygosaHnun SPS10-3 LIKIM: TexHonoruu n matepuanst HAY

«benl"'Y» npoussogctea Thermal Technology 2013 roga Bbinycka (puc. 3.3).

36



Puc. 2.3 O6opyaoBaHme SPS10-3 ana Spark Plasma Sintering

B komnekTe 060py0BaHNs UMeNOCh ABe TabNeToUHble Npecc-hopMbl C
pasHbIMUK pasMepaMu AvameTpos: 20MM 1 40MM. [ns faHHO pa6oThkl Gblna
BblbpaHa npecc-opma ¢ gnameTpom 40MM. Macca HaBecku cocTasuna 50rp
MCXOAHOT0 KOMMNO3ULMOHHOIO nopoluka ZrO2-SiCw, ¢ pasHbiM COOTHOLLIEHNEM
apmupytoulero KomnoHeHTa (SiC) no o6bemMy maTpuubl. Bblna M3roToBMEHa

napTus 06pasL0B, KONMYeCTBO KOTOPbLIX NpeacTaBneHa B Tabnuue 2.4.

Tabnuua 2.4
Konnyectso o6pasuos
% SiC 0,5 1 15 2 2,5
Kon-Bo 1 1 2 2 1
obpasuos
Obuyee 7
KOJ1-BO
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Onupasicb Ha MTepaTypHbI 0630p MCMONb30BaNN CRedyoWme peXxuMbl
KOMMNaKTMPOBaHUS:

P = 50MTIa (gaBneHue)

T = 1000°C (Temnepatypa)

t = 10 MUH (BpemsA BblLEPXKKN)

Ha puc.2.4 nsobpaxaeTcsa peXXmmM KOMMNakTUpOBaHUS MOPOLLKa Ha

o6opyposaHun SPS10-3.

Mocne cnekaHus o6pasel, Oxfaxpdanu [0 KOMHATHOW TemnepaTypbl K

oTnpasaAaAnn Ha pe3ky and p,aaneVlLumx MeXaHWUYEeCKNX UCTbITaHWA.

2.4 MeToAnKa nuccnefoBaHnsa CTpykKTypbl ZrO2-SiCw

OneMeHTHbI cocTaB  nopowka ZrO2 BbINOMNHANCA Ha pPacTPoBOM
3aNeKTPOHHOM Mukpockone Quanta 200 3D (puc 2.5). PeHTreHocnekTpanbHbIN
aHanM3 OCYLWeCTBNSANCA Ha CMeYeHHOM 3apaHee MOArOTOB/NEHHOM ob6pasLe.
MoaroToBky 06pasLoB AN UCCNeLOBAHUA CTPYKTYPbl KEpaMUKK BbIMOMHANN Ha
WAnosanbHO-NoAMPOBaNibHOM CcTaHke TegraPol-15 npousBogcTBa KOMNaHum

Strners A/S (OaHusa). O6pasubl wWandgosanM [0 3epKanbHOro 6necka. 3atem
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MONYUYEHHbI WAUG NOABEPrann HarmblIEHUH MOBEPXHOCTHOFO CN0Si YrNepoAoMm

Ha HanblnuTenbHoM yctaHoBke Q150T ES Quorum Technologies.

Puc. 2.5 PacTpoBblil 31eKTPOHHbIN MUKpockon Quanta 200 3D

da30BbIi COCTaB CUHTE3MPOBAHHOIO MOPOLWIKA AMOKCMAA LMPKOHUS,
CTabuNn3nMpPoBaHHOrO WTTPUEM, MOC/Ne MpPOKasnBaHUA Onpeaensnn MeTo40M
peHTreHodasosoro aHanmsa (gugpakrometp Rigaku Ultima IV, CuKa-un3nydeHue,

Ni-hmnbTp).

2.5 MeToaunkKa nccnefoBaHma MexaHU4YeCKUX cBOUCTB ZrO2-SiCw

[N OUEHKM MNOTHOCTM rOPsYEnpeccoBaHHOro o6pasua NPUMeHsIN

renvesbln nukHomeTp AccuPyc Il 1340 (puc 2.6).
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Puc. 2.6 N'ennesblin nnkHomeTp AccuPyc 1l 1340

MWKHOMETP COCTOUT M3 [JBYX COE[MHEHHbIX MeXay co6oil Kamep,
3TANlOHHOW U  W3MEPUTENbHOW, OCHALLEHHbIX AaTuMKamyu TemmepaTypbl W
nasneHus. MepBOoHaYa/bHO TeNMEM 3amo/IHAETCS 3Ta/loHHAs Kamepa W3BECTHOrO
06bema, 0603HaUYeHHAs Ha CXeMe YaT, 3aTeM, Npu OTKPbITUM COEAUHUTENIbHOTO
KnamaHa, ras nepeMellaeTcs B M3MEPUTENIbHYI0 Kamepy W3BECTHOFO 00beMa,
0603HAYEHHY0 YIBM B KOTOpYH MOMelleH o6pasel, TBepAoro MaTepuana,
NIOTHOCTb KOTOPOro TpeGyeTcs M3MepuUTb. B Xo[e IKCMepUMeHTa CHUMAKTCS
nokKasaHWs [aTyuMka [JaBfieHWUs, COCTaBMSOTCA YpaBHEHUS MaTepuanbHOro
GanaHca, U3 KOTOPbIX PacCuMTbIBAETCS 06bLEM WMCCNeQyeMOro matepuana. A 3Has

maccy u 06beM obpasua, Noslyvyaem ero UCTUHHYH NNOTHOCTL (puc 2.7).
YaT Yuwun

Mogava

ATM

Puc. 2.7 MpuHuununansbHas cxema paboTbl FrenMeBoro NMKHoOMeTpa
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TemnepaTypy W xapakTep CnekaHws onpefensnn C WUCMNOJb30BaHUEM
BbICOKOTEMMNEpPaTypHOro annatomMmeTtpa Netzsch L75HX1550. Harpes
ocyuwiecTenann B guanasoHe temnepatyp ot 20 oC go 1550 oC co ckopocTbio 20
OC/MUH C Bbliep>KKoil 120 MMHYT Mpy MakcuMmMasnbHON TeMnepartype.

MukpoTBepAoCTb  00pa3LoB  KepamMWKW  OMNpejensnm Cc  MOMOLLbIO
aBToMaTu4yeckoro mukporteepgomepa AFFRI DMs (puc. 2.8) metogom Bukkepca
C NpUMeHeHneM 1 Kr Harpysku B TedyeHune 15 cekyHn. OAHOOCHbIE UCMbITAHUA Ha
cXXaTue MpoBOAMAMCH MPW KOMHATHOW TemmnepaType Ha BO34yXe C MOMOLLbHO
ncnbltTaTeNbHON MawunHbl Instron 300LX. CkopocTb geopmupoBaHusa - 0,2 MM B

MUHYTY.

Puc.2.8 ABTomatnyeckmnin Mukpoteepgomep AFFRI DMs
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3 TEXHOJ/IOT MHECKAA YACTb

OCHOBHble 3Tanbl MPOM3BOACTBA KOMMO3ULMOHHOW KepamMUKM Ha OCHOBE
CTabunM3nMpoBaHHOIO AuMoKcmaa umpkoHus ZrO2, apMMPOBaHHYH HUTEBUAHbLIM
BO/IOKHaMW Kapbuga kpemHus SiC aBiatoTCS:

1) PacTBOpeHMe UCXOL4HbIX COMEBbIX KOMMOHEHTOB

2) CoBMeCTHOe ocaxeHue

3) MpombIBKa rMAPOOKUCH

4) T'napoTepMasbHbIN CUHTE3

5) Cywka

6 ) KomnaktupoBaHue metogom Spark Plasma Sintering

7) MexaHunyeckas obpaboTka

CxeMa TeXHO/0rM4yeckoro npouecca npon3BOACTBa Kepamuku nsobpaxeHa

Ha puc. 3.1.

Puc. 3.1 TexHonormn4yeckas cxema npous3BoACTBa KOMMNO3ULMOHHbIX

KepaMMn4eCKNX |/|3,qen|/1|71
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CeIppé U1 TIONYYEHMs] HAHOPA3MEPHOIO AMOKCHAA LUPKOHUS SBISCTCS
okcuHuTpar 1upkoHus  ZrO(NO;),x15H,0, KOTOpeIii  MOCTaBISIFOT  HA
MIPOU3BOAMTEINIBHBI  YYaCTOK B IUIACTMKOBBIX KOHTEHHEpax wmaccod 20 Kr.
[TpoBoaMTCS PACTBOPEHHE COJIM B TUCTH/UTMPOBAHHOM Boae ¢ noOaBicHueM [1AB,
B KOMHaTe OOOpYIOBaHHOW BBITSDKKOH. Jlajee OCaKAArT pacTBOpP LUPKOHUS
TUAPAaTOM aMMHaka, A0 BbIDAACHUS CTyaeHucToro Oemoro ocaiaka (ZrO(OH),).
[TonyyeHue quoKCHUIa UMPKOHUS OCYILIECTBISIIOCH B CBEPXKPUTHYECKOM PEAKTOPE
R-401 mpomssoacrBa IOxunoii Kopewn. [losiydeHHBIH NOPOLIOK CYIIMIIA B
cymmibHOM mikady mpu temneparype 80°C B TeueHHME JBYX YacCOB, 3aTeEM
npokanuBain B My(enbHoi neun npu temneparype 300°C Ha BO3AyXe B TCUEHHUE
1 yaca, s ygaJeHHs OCTAaTKOB BOJBL. M3rOTOBJIIEHME KEPAMHUYECKUX W3IETUI
oCcyulIeCTBIsUIOCh MeTooM Spark Plasma Sintering.

[TapameTpsl peccoBaHMUS:

P = 50MlIla (naBnenue)

T = 1000°C (Temneparypa)

t= 10 MuH (BpeMs BBIACPKKH )

KoHeuHas crammm TEXHONOTMYECKOr0 MpoLecca BKIKOYAET B ceOs
JOTMOJIHUTENBHYI0 MEXAHUUYECKYHO AOPAOOTKY M3IEHHS, T.K. CHEUYCHHbIC WU3ACTHUS
MOJIYYAKOTCA € WIEPOXOBATOM MOBEPXHOCTBID M3 — 34 HAYIVICPOKMBAHUSA

MPECCyeMOi MaccChl rpapUTOBBIM MyaHCOHOM.
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4 PESY/NIbTATbI NCCNEAOBAHUNA N NX OBCYXAOEHUE

4.1 Pe3ynbTaTbl CTPYKTYPbl U MOP(OIOrMN nopoLlkKa

YCTaHOB/EHO, YTO MNpoLecc rMapoTepmMasbHOr0 pasnoXeHUs rMApoKCUL0B
LMPKOHMA OCYLLECTBNSETCA B LUMPOKOM MWHTepBane Temnepatyp W [aBleHuMu,
HauMHas C CYOKPUTMYECKOro CcOCTOsHMA napoB Boabl 180 °C - 50 6ap, Ago
CBEPXKPUTUYECKOTO COCTOAHWUS, KOrga TemmnepaTtypbl W [aBfeHWe B peakTope
aocturatoT 3HavyeHuit 400 °C - 250 Gap. Mpofo/mKNTENbHOCTb peakumn 45 MUH
npu LOCTMXEHUU paboynx napameTpos.

Mopowok ZrO2 no paHHbIM KaptoTekn ICDD saBnsgeTca oAHOMA3HbIM
TBEpPAbIM  pacTBOpOM  3amewieHus  (Zro9sYo.os)Oiss (puc. 4.1) u uMeet
TeTparoHanbHYl KPUCTaN/IMYECKYyt0 pPeweTKy C MPOCTPAHCTBEHHOW Trpynmnomu
P42/nmc n napameTpamu peLueTKu:

a (A): 3.5020

b (A): 3.5020

¢ (A): 5.1150

a (°): 90.0000

B (°): 90.0000

Y (°): 90.0000

200 -

(7
9,999 20,02 30,04 40,06 50,08 60,099 70,119 80,14

20 angle

Puc. 4.1 PeHTreHorpammMa CMHTe31MpoBaHHOro nopowka (Zroy006)0 188

nocne r<mgpoTepmMmasibHOro pa3zioxXKeHuA
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PeHTreHoCneKTpanbHbIil aHann3 BbIMOMIHEHHbIA Ha pPacTpPOBOM MWMOHHO-
3NEeKTPOHHOM MuKpockone Quanta 200 3D ycTaHOBW/, UYTO 3MIEMEHTHbIA COCTaB

ZrO2cooTBeTCTBYET TpebyemoMy cocTaBy (Zro0.94Y006)O188. (puc. 4.2)

r

Element W % Ml % KRatio

e Fe203 0.20 0.17 0.0013
Hf203 1.28 041 0.0098

Y23 10.66 6.17 0.07/6

202 87.86 9325 05994

Total 100.00 100.00

2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 keV

Puc. 4.2 EDAX aHann3 nopouwka (Zro94Yoo6)O188 nocne ruagpoTepmasibHOro

pa3no>xxeHna COBMECTHO OCaXXKAEHHbLIX TMAPOKCNAO0B UTTPUA N LUPKOHUA

B T1abnuue 4.1 npefcTaB/ieH KOMIMYECTBEHHbIA COCTaB KOMMO3ULMOHHOIO
nopowka ZrO2-SiCwnocne rmapotepmasnbHOro cMHTesa.
Tabnuua 4.1

KonnyecTBeHHbI cocTaB nopowka ZrO2-SiCw

KomnoHeHT Copep>xaHue, %
(Zr0%Y 00018 75,35
SiC 24,65

aMmop{Hasa cocTtaBnsaoLas -

NccnepoBsaHue nopoLuKa (Zro9sYo06)O 188 Cc NCNosib30BaHNEM
npocBevnBaroLLLeil 3NeKTPoHHOW Mukpockonuu (M3M, mukpockon JEM-2100),
Mokasasio, 4Yto MOPOLLUOK COCTOUT U3 4acTuL, CPepuyeckoin (PopmMbl CO CpeHUM
pasmepom 3-15 Hm (puc. 4.3), a pa3mep cnabocBA3aHHbLIX arfioMepaTtoB He

npesbiwaeT 500 HM.
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6)
Puc. 4.3 NM3OM n3obpaxxeHne CUHTE3MPOBAHHbIX HAHOYACTML, NOPOLIKa

(ZrogYoosA .8s8:a) 350°C; b) 215°C

B pesynbTate NpoBeAeHHbIX UCCMeOBaHUIA C UCNONb30BaHMEM PacTPOBOWA
3aneKTpoHHon mukpockonun (POM, NOVA NanoSEM 450) HaHOpas3MepHOro
nopowka cuctembl «(Zr0HUY006)O188/SiC BUCKepCbI» NOCe rMApPOTEPManbHOro
Pa3fioXKeHMA TUAPOKCUAOB B CBEPXKPUTUYECKUX YCIOBUSIX. YCTaHOBWUAKN, 4TO

BOJIOKHa Kap6|/|,u,a KpeMHNA ABAAKOTCA LUeHTpamMu Kpuctannnsaunmu
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HaHOPa3MepPHOro MOpOoLUKAa [MOKCKUAA LUPKOHUS U  KPOMe TOro SBAATCS
LLeHTpaMu arsomMepaToB, YTO MO3BO/ISET FOBOPUTL O PABHOMEPHOM pacnpeaeneHnm
YCOB KapOuaa KpemHus B HaHOpPa3MEpHOM MOPOLUKEe AMOKCKMAA LMPKOHUS (puc

4.4).

6)
Puc. 4.4 a)P3OM unzobpaxeHne ZrO(OH)2-SiCw nocne ocaxaeHus;

6) POM un3obpaxeHune arnoMmepaTa NoOpoLLKa CUCTEMbI

(ZrO9Y 0060 L8SiCw
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4.2 OunnaTtoMeTPUUYECKUIA aHaNn3 creKaHUs HaHOKPUCTaN/InyecKoro
MOPOLLKa (Zr0.94Y0.06)01.88

XapakTep CMeKaHws CUHTE3NPOBAHHOIN0 HaHOPA3MEPHOro  MOpoLIKa

(Zro.94Y0.06) Oi.88 unaCTpUpyeT puc. 4.5.

200 400 600 800 1000 1200 1400 1600

TemnepaTtypa TO

Puc. 4.5 VI3meHeHMe reoMeTpnYeCcKnxX pasmepoB HaHOMOPOLLKa

(Zr0.94Y0.06)Oi.88 0T Temnepartypobl

AHann3 pe3ynbLTatoB AunatomMeTpun Mnokasan, 4to Temnepatypa 1500°C
ABNAETCA MaKCUMMasibHOW, NpW KOTOPOW MpoUCXoguT ycagka obpasua. MNpu aTtom
ycagka ot 1400°C pgo 1500°C cocTtaBuna Bcero 2%. Ha oCHOBaHUWM MONYYEHHbIX
pe3ynbTaToB Obl/I0 MPUHATO pelleHne WCMNofb30oBaTb Cheayloume napameTpsl

Spark Plasma Sintering - Temnepatypa looo °C 1 Bpems BbIAEPXKW MPU 3TON

Temnepatype 10 MUH.

48



4.3 ®a30Bblii cOCTaB KOMMO3NLUOHHON KepaMnku ZrO2-SiCw

Ha puc. 4.6 un3ob6paxeHa peHTreHOBCKasa pAuarpamma KOMMO3ULWOHHOM
Kepammkn ZrO2-SiCw nony4vyeHHon metogom Spark Plasma Sintering. CornacHo
pPeHTreHorpamme, HUTEBUAHbIA Kpuctann SiC asnsetca ynctelim P-SiC, B TO Bpems
KakK nopowwokK ZrO2 coAepXUT He3HaUuuTeNbHY0 (asy m-ZrO2 U OCHOBHYIO a3y
tZrO2. Mopgens KOMMO3UUMOHHOIO Martepuana, MOMIy4YeHHOro CreKaHWem B
3NEeKTPUYECKOM Mose, NoKasblBaeT, YTO MaTepuan CoOAepXUT BCce 3TK Tpu (asbl 6e3
Kakoin-nnbo apyron obHapy>XneaeMon asbl, YTO YKa3blBaeT Ha TO, UTO MpoLuecc
SPS He noBpeann Kaky-nn6o gasy. CnegosartesibHO, CrieKaHue B 3/1eKTPUYECKOM
Mone MOXeT MPMBECTU K MOJYYEHUIO YMCTOro KomnosmTa ZrO2-SiCw, KOTOopbIi
TPYAHO MONYUYUTb 06bIYHLIM CNeKaHWeM 6e3 faBNneHus B BO3QyXe. ITO, BEPOSTHO,
CBA3AHO C O4YeHb KOPOTKUM BpPEMeHeM KOMMaKTMPOBAHUW TMpPU CMeKaHuU B
3NEeKTPUYEeCKOM Mnone. [LOBOJIbHO LUMPOKME MUKM N HEKOTOPOE KOMMYeCcTBO (POHa
CBUAETEeNbCTBYEeT O AedheKTax CTPYKTypbl B 06WEM O06bEME CUHTE3MPYEMbIX

KPpUCTaa/InTOoB.

Puc. 4.6 PeHTreHorpamma KOMMO3MLMOHHON KepammnKu

(ZrO9Y 0060 L8SiCw
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4.4 CTpyKTypa KepaMunkn (ZrosaYoos)Oiss /SICW

Ha puc 4.7 npuBefeHbl  M300paXeHUA  CTPYKTYpPbl  CMEYEHHOM
ropsiyenpeccoBaHHOM Kepamukm (Zro94Yo06)O1s88 /SiCw npu Temnepatype 1000°C,
BpeMA  BbIAEPXKM 5 MWH., MNOJIyYeHHble C TMOMOLWbD  CKaHWUPYHOLLEro
aTOMHOCKN0BOro MuKpockona Ntegra Aura, rge OTYET/IMBO MOXXHO BbI4E/UTH

Hannune chopmMuUpoBaBLLEliCs NNOTHOW HaHOPa3MepHOIi CTPYKTYpbI.

Puc. 4.7 POM un3obpaxeHne KOMNO3NLMOHHON Kepamukn ZrO2-SiCw npu

1000 °C

4.4 Pe3ynbTaTbl MeXaHMYeCKNUX CBOUCTB ZrO2-SiCw KepaMunku
NccnegoBaHne WCTUHHOM NAOTHOCTM MOMYYEHHbIX 3KCMEPUMEHTaNbHbIX
0o6pas3L0B MNPOXOAMNIO Ha ucnbiTaTeNbHOW MawwnHe AccuPyc Il 1340 meTtogom

renvesoli nukHomeTpuu. OGpasel, MoMmewlans B CheuunanbHyl Kamepy, U B

TeueHune 20 LUKNOB M3MePsiNAch NNOTHOCTb MOMYYEeHHON Kepamukm (puc 4.8).
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[T 10T ocTb,
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0 2 4 6 100 1 21 416 1 8 20
Kon-Bo unknoBs

y

Puc. 4.8. KpuBas namepeHuit NNOTHOCTU 0b6pasua, NonyyeHHas

ncnblTaTenbHO MawmHon AccuPyc 11 1340

[na BblYMCNEHMA NOPUCTOCTU CMEeYeHHOro obpasua MCNosib30Bain MeTof

Y
nponopuuin. 'ae 6,2 r/cm - TeopeTnyeckas NAOTHOCTbL U eé npuHumManu 3a 100%,
a 6,08 r/cmM -nnOTHOCTL  CMeYeHHOro ob6bpasya, W3MepeHHas refiveBbIM

MUKHOMETPOM, e€ NPpUHMUManm 3a X%. CoCcTaBnsAN U pewlany NponopLuio.

6,2/6,08=100/x (4.2)
x = 1006.08/6.2; (4.2)
X = 98; (4.3)
100-98=2 (4.4)

OTcioga crnegyet, 4TO NOPUCTOCTL 06pasua coctaBnser 2%. 370
CBUAETENbCTBYET O HaIMYMKU BOAbl B 3aKPbIThbIX Nopax, KOTOpas OCTaeTcs Aaxe
Mocne NOJIHOrO BbICYLUMBAHMWSA MOPOLLKA.

MUWKPOTBEPAOCTb 3KCMEPUMEHTaNbHbIX 06pa3LoB ONpeaensnm MeToaoMm
Bukkepca. B Tabnuue 4.2 npuBefdeHbl MOMYYeHHblEe AaHHblE MWKPOTBEPAOCTM
MCNbITYEMOr0 MaTepuana.

Tabnuua 4.2
[aHHble MUKPOTBEPAOCTH
1 2 3 4 5 6 7 8 9 10
HV 1510 1430 1415 1397 1381 1453 1359 1377 1391 1367

51



Komno3snynoHHas Kepammka Ha OCHOBE CTabUINM3MPOBAHHOIO AMOKCMAa
LMPKOHUA, NonyyeHHas MeTofom SPS npeccoBaHUs, UMEEeT XOpOoLLUne nokasatenu
TBEPAOCTM NOBEPXHOCTU, CpefiHee 3HaUeHe MUKpoTeepaocTn 1408 HV.

Mpegen nNpPoOYHOCTU ONpPeAensnn Ha WUCNbITaTeNlbHOW MaluuHe Instron
300LX, c 3agaHHO CKOpoCTbi AedopmupoBaHus 0,2 MM B MUHYTY MO CXEME
OHOOCHOI0 CXaTusi NpuM KOMHaTHOW TeMnepatype. Ha puc npegcrasneH rpaguk
3aBUCMMOCTU HanpsXKeHua OT fJedopmauun. T[lpefen npoOYHOCTM  COCTaBUN
2586MIMa. PaspeweHne - xpynkoe. Ha puc. 4.9 npeacrtaBneH rpaguk

3aBMCUMOCTU HaMpshKeHUs NpK cxKaTum oT Aehopmaluu.

Puc 4.9. M'paduK 3aBUCUMOCTI HaNpPsHXKeHMEe NPU CXKaTUKM 0T aechopmMalmum

B Tabnuue 4.3 npuBefeHbl  CpeAHMe  3HAUYEHWS  MeXaHUYeCKUX

XapaKTepUCTUK ropsiuenpeccoBaHHOM KepamMunku (ZrooaYoos)O 188,

Tabnuua 4.3
MukpoTBepaoCcTb, [1POYHOCTbL Ha NcTrHHaA NcTnHHaA
HV cxatue, Mla NAOTHOCTb, r/cM3 nopuctoctb, %
1408 2586 6,08 2
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JAKVIIOYEHUE

[TpumeHsis KOMOMHUPOBAHHBIA METOJ COBMECTHOIO COOCAKICHUS, METOA
THIPOTEPMATIBHOTO CHHTE3a PA3JIOKECHHUsS THUAPOKCUAOB W KOMIAKTUPOBAHUE
nopomka MerogoM Spark Plasma  Sintering pmoctvraercs  CieayroImi
TEXHUYECKUI pe3ysIbTar:

1) TIlopomwok ZrO, sBasercss OAHO(A3HBIM TBEPABIM  PACTBOPOM
(Z10.04Y006)O188 M HMEET TETPArOHABHYI0 KPUCTAUIMYECKYIO PEIIETKY C
OPOCTpaHCTBEHHOM rpynnoi P42/nme. Cpeannii pazmep yactun 3 — 15 HM.

2) KomnosunuonHnas kepamuka ZrO,-SiCw  mocie  CnekaHuss B
ANEKTPUYECKOM Tojie uMeeT TpH (assbl tZr0,, S1C U HE3HAYUTETBHOE KOJIMYECTBO
mZrO2, 4To yKa3bIBACT HA TO, 4TO mpoliecc SPS He moBpean Kakyro-i1udo ¢dazy.

3) Komno3zunuonnslii Marepuan ZrO,-SiCw HMEET BBICOKME IMOKA3aTeNu
motHoCTH 6,08 T/eM”, (98% OT TeopeTUUEcKOit).

4) MukpoTtBepaocTb o Merony Bukkepca cocrasnser 1408 HV.

5) IIpenen mpouHocTH Ha cxkatue coctaiset 2586 MITa.

BrICOKME MEXaHMUYECKHE XapakTEPUCTUKKA NAHHOTO Marepuaia, ACTaroT
BO3MOXKHBIM €70 TMPUMEHEHWE JUIS M3TOTOBJICHHUS OTBETCTBEHHBIX JETAJICH,
padoTaOIMMX B JKCTPEMAJIBHBIX YCJIOBHAX JSKCIUTyaTallid, B OCHOBHOM B

TOPHO0OBIBAIOIICH TPOMBILIIIEHHOCTH.
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