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Assessment of the hydrothermal resistance of Y-TZP ceramics by
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Ceramic and composite materials based on Y-TZP and metastable Al, O, nanofibers were manufactured by uniaxial single-axis
pressing followed by free sintering in the temperature range of 1350 -1600°C. The addition of 1 vol.% Al O, nanofibers makes
it possible to produce ceramics with 196 nm grain and a relative density of 98% at 1400°C. For samples without nanofibers, the
density value approaches 98 % only at a sintering temperature of 1500°C and is accompanied by an increase in the average grain
size by 25%. It was found that the introduction of Al,O, nanofibers into Y-TZP is accompanied by an increase in hydrothermal
resistance: the content of the monocline phase after 40 hours of testing at 134°C water vapour temperature and a pressure
of 0.2 MPa does not exceed 3.5 vol.% in samples manufactured in the sintering temperature range of 1400 -1500°C, while in
samples without nanofibers sintered at 1500°C, the content of the monocline phase after such tests exceeds 60%. A regular
relationship has been found between the degree of tetragonality the source material and the formation of the monoclinic phase
after accelerated ageing. After the ageing test at a vapour temperature of 180°C and a pressure of 1 MPa, the phase content of
the studied ceramics remains stable with the degree of tetragonality not exceeding 1.0145. The discovered regularity expands
the possibilities for optimization of manufacturing modes and achievement of the required balance of various operating
properties of Y-TZP ceramics used as implants or responsible products working in a humid environment.
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OueHKa rmgpoTepManbHON CTOMKOCTH Kepamuku Y-TZP
IO CTeNleH! TeTPAarOHAIbHOCTU OCHOBHBIX (a3
Tonkaués O. C.%, Isumuc 9. C., AmumuH T. P, Xacanos O.JI., Muxees [I. A., Yxan 1].

ToMcKmit TOMUTEXHNYIECKII YHUBEPCUTET, 1p. JlennHa, 30, Tomck, 634034, Poccusa

MeTOOM OHOOCHOTO OZHOCTOPOHHETO IIPeCCOBAHMA C MOC/IEAYIONM CBOOOIHBIM CIIeKaHVeM B IMaIla30He TeMIlepaTyp
1350-1600°C M3roTOB/IEHbI KepaMU4YecKue M KOMIIO3MLMOHHBIe Marepyuanbl Ha ocHOBe Y-TZP um MeracTabMIbHBIX
nanosonokon Al O,. [lo6asnenne 1 06.% nanosonokon Al,O, mossonser mpu temneparype 1400°C momy4uTh Kepammky
C 3epHOM 196 HM 1 C OTHOCUTEIBHOI IJIOTHOCTHIO 98%. Y 06pasiioB 6e3 HAHOBOIOKOH 3HAYEHNe ITIOTHOCTY IIPUOIMKAeTCst
K 98% mumb npyu Temneparype crnekaHusa 1500°C u compoBOXHaeTCsA YBeMMYeHNEM CpPeJHero pasMepa 3epHa Ha 25%.
Ycranosneno, 4to Beefienne B Y-TZP nanosomoxon Al O, conpoBoXXzjaeTcsi MOBBIIIEHMEM THIPOTEPMATLHON CTOMKOCTH:
cofep)KaHMe MOHOKIVHHOI (asbl mocte 40 4 MCHOBITaHUI IIpU TeMIlepaType BogsHoro napa 134°C u gasnenun 0.2 MIla
He IIpeBblIIaeT 3.5 06.% B 00pasliax, M3TOTOB/IEHHBIX B lUana3oHe TeMIepaTyp cekannsa 1400 -1500°C, Torga kak y o6pasua
6e3 HAaHOBOJIOKOH, cIledeHHoro npu 1500°C, copepkaHye MOHOKIMHHOM (a3bl IIOC/Ie TaKUX UCIbITaHWiI peBpimaet 60%.
OO6Hapy>keHa 3aKOHOMEpHasl CBA3b CTENEHV TeTParoHaJIbHOCTYM JMCXOJHOTO MaTepyana ¢ oOpasoBaHMEM B HEM IIOCTIe
YCKOPEHHOTO CTapeHNus MOHOKIMHHOM ¢asbl. [locie ucnbiTaHusA Ha cTapeHue npu TeMieparype napa 180°C u fjaBneHun
1 MITa ¢a30Bblit cOCTaB UCCIERYEMOI KepaMUKI OCTAETCS CTaOVIBHBIM IIPY CTEIIeH) TeTParoHaJIbHOCTY He Ooree 1.0145.
O6Hapy>keHHas! 3aKOHOMEPHOCTb PacUIMpsAeT BO3MOXXHOCTHU JyIA ONTMMU3ALVM PEXVMOB VISTOTOBICHNA U JOCTVDKEHVS
TpebyeMoro 6ajaHca pasIMYHBIX SKCIUIYaTallMOHHBIX CBOVICTB kepaMuky Y-TZP, ucrnonb3yemoit B kauecTBe UMIIIAHTaTOB
VUYL OTBETCTBEHHBIX U3JE/NIL, pabOTAIONINX BO BIAYKHOIL Cpefie.

KnroueBbie c1oBa: AVOKCUT UVMPKOHMA, OKCU] aTIIOMUHNA, TUAPOTEPMaIbHasA CTOMKOCTD, CTelleHb T€TparoHaJIbHOCTU.
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1. BBegenne

braromaps yHMKaIbHBIM (PU3NYECKVM M MeXaHUYeCKUM
CBOJICTBAM AMOKCHUJ, LIMPKOHMSA NPMMEHAETCA B KadecTBe
MaTepyasa AJIA M3TOTOBJIEHM IMMPOKOTO KIacca M3Memuit
PasIMYHOIO  HA3HAUEHUA: PEKYILIEr0 MHCTPYMEHTa,
TepMOOapbepHBIX IOKPBITHI, TBEPEOOKCUHBIX TOIUIMBHBIX
9JIEMEHTOB, OVIOVHEPTHBIX UMIUIAHTATOB, B CTOMAaTOJIOTUY
IJIS1 U3TOTOB/ICHNA 3yOHBIX KOPOHOK [1-5].

CrabwM3MpOBaHHbII WTTPUEM TeTParOHa/JIbHBIN IO-
JIMKPUCTA/UINYECKUI  UOKCUE LMPKOHMA, V3BECTHBIN
kak Y-TZP, o6majjaeT BBICOKVIMU MeXaHIYECKUMM XapaKTe-
PUCTHMKaMI: BASKOCTD paspylieHns gocturaer 15 MITa-m'?,
a Ipegen npoyHocTy mpu usrnbe — 1200 MIla [6,7]. Opy-
MMM OTIMYMTEeTbHBIMYU cBoiicTBamu Y-TZP sapmnarorcs
HUSKMI KO3 UIVMEHT TpeHMs U BBICOKAas M3HOCOCTON-
KOCTb, XIMI4eCKasA MHEPTHOCTD, a TAKXKe HI3Kas TeIJIOIpo-
BOJHOCTD U BBICOKas TeMIepaTypa sKkcIvryaTanun [1,4,5,8].

OpgHUM U3 HEMHOTMX HemocTaTkoB Y-TZP sBnsercs
CKJIOHHOCTb K JieTpafialiyiyl IIPOYHOCTHBIX CBOVICTB IOJ, JIeVICT-
BJeM BHEIIHVX (PaKTOPOB, 00YC/IOBIEHHASA TeTParoHalIbHO-
MOHOK/IVHHBIM (pa30BbIM HepexozioM. Hanbonee nHTeHCHBHO
Jerpajialiyisl IpOTeKaeT BO BJIAYKHON Cpefie IIpY MOBBIIIeHHBIX
TeMIIepaTypax U JIaB/IeHVN, YTO CYLeCTBEHHO OTpaHNYMBaeT
o0nacTy NpMMeHeHMsA GaHHOTO MaTepuaaa. DTO SBJICHUE
U3BECTHO KakK rmpporepManbHoe crapenue wmm LTD (low-
temperature degradation — HuU3KOTeMIlepaTypHas ferpajia-
mus) [1,7,9-11].

Cpenut OCHOBHBIX (DaKTOPOB, OIpefe/AoNX IpeBpa-
LIeH)e TeTParoHaJbHOJ B MOHOKIMHHYIO (hady Ipu CTa-
peHMM, BBIJIETAAIOT pPa3Mep 3€peH, a TakKe Cerperamnmio
IIPUMECHBIX ¥ BBEJEHHBIX B COCTaB KepaMMKM JOHOB
Ha I'paHMIaX CTPYKTYPHBIX 9/l1eMeHTOB [12-14]. OTMeuaer-
cs, 4TO TeMIlepaTypa cleKaHua 6omee 1350°C mpuBopuT
K HeOJHOPOJHOMY pacIIpefie/ieHNIo MOHOB Y**. O6enHEHHbIE
MoHaM¥ Y?* KPUCTa/UIMTBI BBICTYHAIOT LIEHTPAaMU 3apOXK-
IeHVs1 MOHOK/IMHHOI ¢assl [14].

Vcnionp3oBaHme  KOMMEPYECKOTO  HAHOPA3MEpHOTO
nopomka Y-TZP ¢ 0.3 mon.% Al O, (TZ-PX172, Tosoh Co.,
SInonms) ¢ BBICOKOI yHeNbHON MOBepxHOCTbIO (17 M*/T),
a TakKXe XO/MOJHOTO M30CTATMYECKOTO IIPeCCOBAHMA
maBreryeM 200 MIla mosBommto aBTOpam pabotel [12]
OOCTUTHYTh 3HAYeHMs IUIOTHOCTM 99% TOC/Ienyrommum
cnekanyeM npu 1250°C B Tedenne 2 4. [Ipu aTom, Kepamuka
IIpaKTMYecKyM He nposBwia npusHakos LTD mocre
UCIIBITAaHUI B BOfle mpy Temmeparype 140°C m maBneHUM
0.4 MlIla: mocme wucnelTannit B TedeHum 1500 mHeit
cofiep)kaHne MOHOKIMHHOW a3pl He mpeBbicHIO 3%.
OpHako AyA OmpefieNieHns OCHOBHOTO KPUTepMs CTape-
HUA — COIepKaHUA MOHOK/IMHHOI (a3bl — aBTOPLI JaHHOI
paboTBl UCHONB30BAIM METOJ, IIPSAMOIO CONOCTABJICHMA
VHTEHCUBHOCTY ped/IeKCOB OCHOBHBIX (a3 KepaMMKM
B Y3KOM [yamasoHe yrnos (oT 26 go 33 rpagycos mo 260),
KOTOPBI/I HE OTIMYAETCA BBICOKOM JJOCTOBEPHOCTHIO
U He IIO03BOJIAET PAcKpbITh MeXaHM3MBbl BIMAHUA CPefibl
Ha KPUCTAIMYECKYIO CTPYKTYpy Y-TZP.

Llenbio paboThl ABIAETCA M3ydYeHNe TUPOTEPMaTIbHON
croiikoctu Kepamuku Y-TZP ¢ pmo6aBkaMy HaHOBOJIOKOH
Al O,, M3rOTOB/IEHHOJ CTATMYECKMM IIPECCOBAHMEM C IOC-
JeNYIOIMM CIIeKaHMeM, a TaKXKe BBLABJICHME CBSA3U Iapa-

METPOB KPUCTAUINIECKON CTPYKTYPBhI COCTAB/IAIOIMX (a3
CIIeY€HHON KepaMIKI ¢ 06pa3oBaHyeM B Hell MOHOK/IMHHO
(asplI mocIe TMAPOTEPMATBHOTO CTAPEHMIA.

2. Marepuan 1 METOAVIKA VICCI€OBaHUI

VIcXopHBIM MaTepyaaioM KepaMIYecKOil MaTpULbL CITY>KIT
HaHOpasMepHBbI mopomok ZrO,+3 mom% Y,0, ¢ ynenp-
HOIl TIOBEPXHOCTBIO § =7 /1, (mopourok mapku TZ-3YS,
Tosoh Co., Inonus). HanonuuTeneM siBIsSINCh HAHOBOIOKHA
ALO, (Syﬂ=90 M?/T), IONy4eHHble METOLIOM >KUKO(}a3HOIO
KaTaJIUTUYEeCKOTO OKUCIEHVS alIOMUHVA MOJIEKY/IAPHBIM
kncinopofoM mpu Ttemneparype 820°C (Fibrall, OCSiAl
Poccus). V3 MCXOOHBIX KOMIIOHEHTOB Y/IBTPa3BYKOBBIM
IUCIIEPTUPOBaH/EeM B STWIOBOM CIMPTe IIOfTOTOBMIIN
cmech ¢ 1 06.% nanosomoxon AlLO,. Beibop copiepxanus
AL O, obycnoBnen pesynmbTaTaMy MPENbIYIINX UCCTIENO-
BaHMIA, B XOfle KOTOPBIX YCTaHOBJIEHO, YTO MCIIO/Ib30BaHME
MeTacTabunbHbIX HaHOBOMOKOH Al O, crocob6cTByeT cHu-
JKEHUIO TeMIIepaTyphl CIIeKaHNsd, a B HaUOOJIbIIeN CTelleHN
atoT 3d¢eKxT HabmomaeTcss Ha coctaBe ¢ 1006.% [15].
3HayeHns reopernmdeckort naotHoctu ana Y-TZP u ALO,
npuHuUMan 6.1 u 3.99 r/cM?, COOTBETCTBEHHO.

KomnaxTrpoBaHe HOPOMIKOBBIX MAaTePIAIOB OCYIIEeCT-
BJISUIV IO CXeMe OfIHOOCHOTO OHOCTOPOHHETO IIPEeCCOBAHMA
B CTaJbHON IVUIMHAPUYECKO mpecc-hopMe guaMeTpom
10 MM mpu pasnenuu 100 MIIa. Macca HaBecKM cOCTaB-
nana 0.5 1.

CBOOOIHOE CIIeKaHMe CIPeCCOBAaHHBIX 00paslOB BBI-
COTOJ OKOJIO 2.3 MM IIPOBOAMINA B BBICOKOTEMIIEPATYPHOM
neuy LHT 02/18 (Nabertherm, Tepmannia) npy Temneparypax
B auanasoHe ot 1350°C mo 1600°C ¢ mrarom 50°C, ¢ TOCTOSTH-
HOII cKOpocTbio HarpeBanusa 200°C/4 m M30TepMUYECKON
BBIIEPXKKOII B TedeHMe 1 4. IIZIOTHOCTD clie4eHHBIX 00pa31ioB
OLICHMBA/I METOJOM TIMAPOCTATHYECKOTO B3BeIIMBAHNA
B JVICTVJUIMPOBAHHOI BOJIE.

Arrectanyio kepamuku g0 LTD-ucnstanmit mposoayim
MeTofamu peHTreHodasosoro aHanmsa (POA) na gudpaxro-
Mmerpe XRD-7000S (Shimadzu, fInmoHus) Ha OTIONMPOBaH-
HOJI IIOBEPXHOCTH B iarnasoHe yrios (or 15° go 70° mo 20)
C UCIONb30BaHMeM MeTofia PuTBenbma B cBOOOJHO pac-
IpocTpaHseMoM IporpaMMHOM obecrederuu “PowderCell”
IIpy yrouneHmm wucnonbsoBanyu cooTBercTByomuye PDF
¢aiubl TerparonanbHoi ¢asel (PDF Card — 01-075-9648)
u moHokmuHOM (PDF Card — 00-065-0687).

VcribiTaHne KepaMMKy Ha cToiikocTh K LTD nposopnmm
C MCTIO/Ib30BaHMEM aBTOK/IaBa B ITapaX BOABI IIPY YCIOBUAX,
COOTBETCTBYIOIUX TpeOOBaHMAM [BYX CTaHIAPTOB: TeM-
neparypa 134°C u pasnenue 0.2 MIla [16]; Temneparypa
180°C u pmaBnenme 1 MIla [17]. IlpomomKuTenbHOCTh
UCIBITAHMI IO IlepBoMy cTaHpapry (mpu 134°C) 6bira
orpanuyena 40 wacamu; 4yepes Kaxjble 10 9acoB ucImbITa-
HUI IPOBOAVIN VICCTIEfIOBAHME PE3yIbTaTOB BO3EICTBIA.
ITpono/DKNTENbHOCTD VICHBITAHUII IO BTOPOMY CTaHAAPTY
(mpu 180°C) 6blma orpanmyena 20 yacamis; depes KaKfble
5 4acoB MCIBITAaHMIT IIPOBOAVIIN UCC/IENOBAHNE PE3Y/IbTaTOB
Bo3peiicTByA. CortacHo cBefeHNAM [1], 1 yac ycKOpeHHOro
ruppoTepManpHoro crapenns npu 134°C u gasrnernn 0.2 MIla
YCTIOBHO COOTBETCTBYeT 3 -4 rogam in vivo (Ipyu MCHOMb-
30BaHMU JAHHOTO MaTepyuaja B KayeCTBe MMIUIAHTATA).
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ITepBMYHYI0 OLIEHKY OTHOCUTEIBHOTO —COJlep>KaHMA
MOHOK/IMHHON (a3pl B o6pasuax mocrne LTD-ucnbitanmit
npn 134°C n pmaBnenme 0.2 MIla ompemenumm B y3KoM
ImanaszoHe yriaoB (oT 26° mo 33° mo 20), anamoruyHo [12]
no popmyre:

f I (111)+1, (111)

= _ (1)
I(A1T)+1,(111)+1,(01)+1.(111)

rme I — 3TO MHTerpanbHas MHTEHCUBHOCTDb, a MHMEKCHI
m, t M ¢ YKa3blBal0 Ha MOHOK/INHHYI, TeTParOHaTbHYIO
U KyOu4ecky:o ¢asbl, COOTBETCTBEHHO.

Copep>xanye ¢as ¥ IapaMeTpbl UX KPUCTAIMIECKON
cTpykTypnl nocine LTD-ncnbrrannmit npn 180°C n gaBneHnn
1 MlIla yrounsanu no pesynbrataMm POA B fuamnasoHe yrioB
oT 23° 1o 97° o 26.

MuKpoCTpyKTypy 00pasnoB M3y4daay ¢ IIOMOIIBIO
IIPOCBEYMBANONLIENl M CKaHMUPYIOLIEN IIPOCBEYMBAIOLLEN
anekTpoHHo Mukpockoruu (II9M n CII9M, coorBeTtc-
TBeHHO) Ha ycTaHOBKe JSM-2100F (JEOL, fAnonms:) mocrne
IPOOOMOATOTOBKY, KOTOPYI0 OCYLIECTB/ISUIM  METOHOM
JMOHHOrO TpaBleHMaA Ha ycraHoBke lon Slicer (JEOL,
SAnonns). CpenHuit yCIOBHBI pasMep 3epHa D ompenensm
METOJIOM IIOfiCUeTa IIepeceyeH i 3epeH.

Des msMeHeHMs Tuna peléTKM Ipy IpeobpasoBaHUM
0a3MCHOrO BEKTOpa M3 IPOCTPAHCTBEHHON rpymmbl (137)
B KOOPAMHATBI IPOCTPAHCTBEHHON Ipynmnsl (225), 4ncieH-
Hble 3HAYeHMSA [IBYX IIapaMeTPOB PpeIIeTKN W3MEeHATCA
B KOpPeHb M3 [BYX pa3 U COCTaBAT HaOOp BeINYMH,
KOTOpPbIe II03BO/IAIOT KOPPEKTHO IIPEeNCTaBUTb CTeleHb
TeTParOHaJTbHOCTI MPOCTBIM OTHOIIEHNEM c¢/d. AHamormd-
HBIII IpYeM UCIIONb3yeTCsA aBTOpaMIU B psfie padot [18-20].

Takum 06pasoM, CTelleHb TeTParoHaIbHOCTH ¢/d, HapAny
CO CBeIeHMAMIU O cofep>kaHyu (a3, MO>KET MUCIIO/Ib30BaThCsA
IIS1 COTIOCTABJIEHMS M TIOMCKA 3aKOHOMEPHBIX CBA3EI MEXIY
PeXMMaMM CIIeKaHMA, pa3MepaMy CTPYKTYPHBIX 3/IEMEHTOB
KepaMIKI 1 TTapaMeTpamMy e€ KpUCTAINYECKOI CTPYKTYPhI
¢ pesynbratamu LTD.

3. Pe3ynbrarhl M 06CyXieHMe

ITpepcraBiennsle B Tabn. 1 pesynbTaTbl aHaIM3a OTHOCK-
Te/IbHOJ IIJIOTHOCTU p M CpeflHero pasMepa 3epeH D
CIIEYEHHOV K€PaMUKM IIOKA3bIBAIOT, YTO nobaBjieHe HaHO-
Bomokon ALO, crocob6cTsyer MHTeHCMUKAIMM YCATKM
u 6ojee MHTEHCHBHOMY POCTY 3epHa IpU ORMHAKOBBIX
Temneparypax cuexauusa T, (T, ), Ipy 3TOM, TO3BOMAS yrKe
npy Temneparype 1400°C momy4mTh KepaMUKy C 3€pHOM

Ta6n. 1. IInorHOCTD ¥ CpegHMII pasMep 3epHa MCCIIENyeMOil
KepaMUKM, CIIEYEHHOI IIPY Pa3/IMIHON TEMIIEPATYPeE.

Table 1. Density and average grain size of the studied ceramics
sintered at different temperatures.

T °C Y-TZP Y-TZP + ALO,
T‘.“’ oC 0 D, am 0 D, am
sim D, nm D, nm
1350 0.75+0.01 - 0.97+0.01 -
1400 0.94+0.01 182+26 0.98+0.01 196 +21
1450 0.96+0.01 223+23 0.99+0.01 244 +21
1500 0.97+0.01 256+26 0.99+0.01 305+19

196 HM ¥ C OTHOCUTENBHOI IIIOTHOCTHI0 98%. Ha o6pasijax
6e3 HAHOBOJIOKOH 3Ha4eHMe IUIOTHOCTU HIpUOMMKaeTcs
K 98% mump mpu 1500°C, a cpepgHuMit pasmep 3epHa
IIpU 3TOM cocTaBiAeT 256 HM. IImoTHOCTD 99 % Ha oOpasuax
C HAaHOBOJIOKHAMMU [IOCTUTHYTa IIpu Temiepatype 1450°C,
a CpeHUII pa3Mep 3epHa IIPY STOM COCTAB/AET 244 HM.

ITpoBenéHHBIE HAMU MCHBITAaHMA Ha CTOMKOCTH K LTD
npu 134°C gyuTenbHOCTDIO 40 U ITOKa3bIBAIOT, YTO B Kepa-
MIIKe, U3TOTOBJIEHHOII 6e3 J0OaBKI HAHOBOJIOKOH IIPK TeM-
neparype crekauna 1500°C, ob6pasyercs 6omee 60% m-dasbl
(Puc. 1). AHanorn4Hele pe3ynbraThl ObUIM OYYECHBI B He3a-
BICUMBIX MCCIeOBaHMAX [1], 4TO MO3BOJsIET ONpenennTh
TeMieparypy cuekanusa 1450°C yc/1oBHOI rpaHNIIeli, TOCIe
CIleKaHusA Ipu KoTopoit Kepamuka Y-TZP xatactpodudaeckn
tepser croiikocth K LTD. Hanporus, 06pasiel ¢ fo6aBkoii
HaHoBOMOKOH Al O,, msroTopnenHble criekanyem mpu 1500°C,
MIPAKTNYECKN He IPOSBIAIT NPU3HAKOB CTAapeHMA Jake
pu cpefHeM pasmepe 3epHa Oomee 300 HM: copepKaHMe
MoOHOK/IMHHOM (aspl ocme LTD-ucnpitannii He mpessiiia-
eT 3.5 00.% B [uamasoHe TeMIeparyp crekanusa ot 1400°C
mo 1500°C. Takum obpasom, BBeneHue B Y-TZP HaHOBO-
nokon Al O, To3BONAET MOBBICUTH CTOMKOCTb CTEYEHHOM
IpM BBICOKMX TeMmmeparypax kepammkm K LTD. Ilpep-
[IOTIOKUTEIHHO, TIOBBIIIeHNEe cTOIKOCTM K LTD MoxeT 6bITh
00yC/IOBIEHO cerperanyell MoHOB Al Ha rpaHMIax 3epeH
Y-TZP [2,12], ogHako HaIIM MCCIEfOBaHMs, IPOBEEHHBIE
METOJOM 3HEPTOAINCIIEPCUOHHOM CHEKTPOCKOIMNII, He IIOf-
TBEPXK/JAI0T 3TOTO IPENTIOIOKEHN.

[TockonbKy B CTaHAAPTHBIX YCIOBUAX VICHBITAHWI
KEepaMUK! C HAaHOBOJIOKHAMU [JOCTOBEPHas OIeHKa CTOJb
MaJbIX (Zo 4%) M3MeHeHUIl comepykaHus m-¢assl 3aTpyp-
HUTeNbHA, JJaTbHEeNIINe UCTIBITAaHNA Ha CTOMKOCTh K LTD
nposogyn npu 180°C m paBmenun 1 MIla. B Tabm. 2
mpepcraBieHbl pesynbratbl PDA: mcxomnoro (mo LTD-
ucnbiTanuit) $asoBoro cocrama, cofep)kaHue m-dasbl
nocie 20 4yacoB cCTapeHus, IIApaMeTpbhl @ U ¢ PeIETOK
COOTBEeTCTBYIOIUX (a3, a TAK)Ke BE/IVYUHBI X OTHOLICHNA
¢/a (cTeneHu TeTParoHaJTbHOCTM).

0.8
-o- 1500 °C
= 1450 °C
—— 1400 °C

0.6

0.4

0.2

Monoclinic fraction

Aging time (h)

Puc. 1. (Color online) 3aBucumocTn copep>kaHusi MOHOK/IMHHOI
¢assl B o6pasiax Y-TZP, cnevenHsix mpu 1400°C, 1450°C u 1500°C
OT BpEMEHU CTapeHMs B BOJAHOM mape mpu 134°C u pmaBreHun
0.2 MITa.

Fig. 1. (Color online) Dependences of the content of the monoclinic
phase in the Y-TZP samples, sintered at 1400°C , 1450°C and
1500°C, on the aging time in water vapor at 134°C and pressure of
0.2 MPa.
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Vzy4eHnue 1cxofHOro a3oBOro coCTaBa KepaMIYecKUx
00pasIoB, CIIeYEHHBIX B [alla3oHe TeMeparyp ot 1350°C
mo 1600°C, mokasano, 4To Haubomee LOCTOBEpHBIE (C M-
HYMa/IbHBIM [apaMeTpoM Ommoku R ) pesynbrarer oGpa-
60TKM AMGPAKTOrPaMM JOCTUTAIOTCA B IIPEMIIONIOXEHUN
0 Ha/JM4MY B 9TUX MaTepuajax ABYX TUIOB TeTParoHaIb-
HpiX a3 (f, u ), OTAETLHO yYMTHIBAEMBIX IO YCTOBHOMY
kputepuio: (asa ¢, — C HU3KON CTENEHbI0 TeTPArOHaTbHOCTH
(c/a<1.0141) u dasa t, — c BbICOKOI CTETIEHDIO TETPATOHANIb-
voctu (c/a>1.0141).

Pe3ynbraThl MCCIeNOBAaHNA KPUCTA/UINIECKON CTPYKTYPBI
TI0Ka3a/If, ITO TPy TeMIepaTypax criekarna 1350°C n 1400°C
kepamuky Y-TZP +1 06.% ALO, n Y-TZP, coorseTcTBeHHO,
CTETIeHM TeTParoHalbHOCTM MX ¢as f, U t, TIPAKTUYECKN
OJIMHAKOBBI. YBeIM4YeHIe TeMIIepaTyphl CIeKaHVIS IIPUBOJT
K YBeNMYEHNIO OTHOIIEHNA c¢/a A t-}asbl ¥ CHIKEHUIO
oTHowmenns c/a anA t,-daswl. [To Mepe MOBbINTEHNS TeMITe-
parypsl cliekaHus kepamuku Y-TZP cTereHb TeTparoHasb-
HocTu €€ f-Gaspl yMeHbIIAeTCA, a IIpU TeMmIeparype
criekanus 1600°C pmocTmuraeT MMHMMAIBHOIO 3HAYEHIS
(¢/a=1), 94T0 1MO3BOJISIET OTHECTN €€ K KyOUIeCKOil MOAM-
dbukanun.

ITocne LTD-ncnbitanmit o6pasnos Y-TZP, crieyéHHBIX
npu 1500°C, ycraHoBIeHO TOMHOEe OTCYTCTBME t -(aspi,

YTO KOCBEHHO YyKa3blBaeT Ha MUHVMAJIbHYIO CTONKOCTD
K Jerpajaluy MMEHHO 3TOil (a3bl U Ha e€ MOBBIIICHHYIO
CKJIOHHOCTb K IIepeXOfly B MOHOKIVHHYIO MOAU(VKALUIO
IIOf] IelicTBUEM HeOmaronpuATHeIX paktopos (Puc. 3).

m (111) t, (101)

1.0

— 180°C,10 4
Initial

a.e.

0.5

0.0 T B m— |
27

20,°

Puc. 3. (Color online) Tudpaxrorpammer obpasia Y-TZP, crieyen-
Horo npu 1500°C, no u rocie cTapeHns B BofgHOM nape 1pu 180°C
ITUTEeTbHOCTBIO 10 4.

Fig. 3. (Color online) X-ray diffraction patterns of Y-TZP sample
sintered at 1500°C before and after aging in water vapor at 180°C
for 10 h.

Tabn. 2. Pe3ynbTaThl yTOYHEHNA CTPYKTYPBI METOLIOM PuTBenb/a ccnenyeMbIx 06pasIioB.
Table 2. The results of structure refinement by Rietveld method of investigated samples.

t,-dasa t,-dasa m-dasa
Marepuan T, .°C t,-phase t,-phase R m-phase
Material Tsin, °C C.% a, HM ¢, HM a C.% a, HM ¢, HM da wp C%
a, nm ¢, nm a, nm ¢, nm
1400 44 0.50972 | 0.51720 | 1.0147 56 0.51028 | 0.51749 | 1.0141 12.49 6
1450 60 0.50964 | 0.51720 | 1.0148 40 0.51100 | 0.51766 1.013 16.53 25
Y-TZP 1500 62 0.50981 | 0.51758 | 1.0152 38 0.51192 | 0.51763 | 1.0112 16.31 75
1550 76 0.50977 | 0.51775 | 1.0157 24 0.51237 | 0.51610 | 1.0073 15.11 -
1600 67 0.50967 | 0.51769 | 1.0157 33 0.51352 | 0.51352 1 15.36 -
Y-TZP + 1350 24 0.50994 | 0.51729 | 1.0144 76 0.51033 | 0.51756 | 1.0142 11.52 2
106.%AIZO3 1400 58 0.50989 | 0.51733 | 1.0146 42 0.51100 | 0.51756 | 1.0128 19.28 17
Y-TZP + 1450 78 0.50940 | 0.51700 | 1.0149 22 0.51115 | 0.51712 | 1.0117 15.17 57
1vol.% ALO, 1500 58 0.50974 | 0.51770 | 1.0156 42 0.51607 | 0.51770 | 1.0031 16.77 74
S 10157 S 10154
& &
3 E
= =
S 1.010 S 1010
< <
= =
= 2
E 1.005-] -e- ¢;-phase E 1.0059 -e- t;-phase
@ @
E‘) —&— t,-phase :c:n —A— t,-phase
a
1.000 —T—T—T———— = 1000 ————T——
1350 1400 1450 1500 1550 1600 1650 1300 1350 1400 1450 1500 1550
Sintering temperature 7 (°C) Sintering temperature 7 (°C)
a b
Puc. 2. (Color online) 3aBucumocTh cTenmenu TeTparonbHoCTM c/a t u t, $as or Temmeparypnl cmekamus T, : Y-TZP (a),

Y-TZP +106.% ALO, (b).

Fig. 2. (Color online) Dependence of the degree of tetragonality c/a of ¢, and ¢, phases on the sintering temperature T : Y-TZP (a),

Y-TZP+ 1 vol.% ALO, (b).
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Puc. 4. (Color online) Tlome xoppensuun c/a t-}asbr MCXOmHBIX
(mo WCmBITAaHMII) KepaMMYeCKMX MAaTepMaJoB U CORepPIKaHII
m-(asbl B HMX IIOC/Ie CTapeHus B BOAsHOM mape mnpu 180°C
u paBnenuu 0.2 MIla B Teuenun 20 4.

Fig. 4. (Color online) The correlation field of the c/a t-phases
of the initial (before testing) ceramics materials and the m-phase
content in them after aging in water vapor at 180°C and a pressure
of 0.2 MPa for 20 h.

Ha Pwuc. 4 mnpepcraBmeHo mone Koppensanuu c/a
t-baspr MCXOHBIX (O MCHBITAHMI) KePaMMYECKUX Ma-
TepUanoB OT cofepXKauusi m-(daspl IMOCTe WCIbITAHUI
npu 180°C u maBnenumn 1 Mlla. Copeprkanue m-¢assl
JIMHEIHO (C ZOCTOBEpHOCTBIO 81%) yBeIM4MBaeTCs IO Me-
pe yBenmyeHMs CTeNeHM TaTparoHambHOCTM t -(asbl.
OO6Hapy>keHHasi 3aKOHOMEPHOCTb IO3BOJIAET 3aK/IIOYNUTD,
4TO B NpMHATHIX ycnoBuAX LTD ¢asoBblil cocTaB Kepamu-
K OCTaéTCsi CTaOWIbHBIM IIpU CTelleHM TeTParoHasb-
HocTu He Gosee 1.0145, a mpeBbllleHNE ITOTO 3HAYEHMS
Ha 0.0011 (mo 1.0156) MOXXeT HpUBECTH K TOTAIbHOMY
TeTparoHaJbHO-MOHOK/IMHHOMY IIepexony (K II0JIHO ierpa-
oanum).

4. BeiBOaBI

Job6asnenne B xoMMepdeckmit mopomok TZ-3YS 1 06.%
MeTacTabuIbHbIX HaHOBOMOKOH Al O, mo3BOMIAET U3 KOM-
MIAKTOB, M3TOTOBJIEHHBIX OIHOOCHBIM OJHOCTOPOHHUM
IIPeCCOBaHMEM B 3aKPBITON >KeCTKON Ipecc-popme, yxe
npy Temmneparype 1400°C momy4mTh KepaMUKy C 3€pHOM
196 HM 1 C OTHOCUTENBHOIT INIOTHOCTBIO 98 %. Ha obpasijax
6e3 HAHOBOJIOKOH 3HaYeHMe IUIOTHOCTU IIpUOIIDKaeTCA
K 98% muub mpu 1500°C 1 conpoBoXK/aeTcs yBeTndeHneM
cpefHero pasMepa sepHa Ha 25%.

O6pasup! ¢ 106aBKoit HaHOBONOKOH Al O,, sroToBIeH-
Hble criekaHyeM mpy 1500°C, mpaKTH4ecKy He NPOSBIAIT
MIPM3HAKOB cTapeHu npu 134°C maxke pu cpefHeM pasMepe
3epHa Oomee 300 HM: cofep)kaHue MOHOK/IMHHONM (hasb
nocne LTD-ncnbiTannit He mpesbimaer 3.5%. Ilpu sTom
cofepKaHMe MOHOKIMHHON ¢a3pl B obOpasue Y-TZP
(6e3 pmobamenms HaHOBONMOKOH AlLO,), M3rOTOBIEHHOTO
B AHAJIOTMYHBIX YC/IOBUAX, IpeBblmiaeT 60%, a cpemHmii
pasMep 3epHa cOCTaBAET 256 HM.

YcraHOBNIEHAa 3aKOHOMEpHas CBA3b CTENEHM TeTParo-
HaJIBHOCTY MCXOJHOTO MaTrepuaja ¢ oOpa3oBaHMEM
B HEM mocie ucnblTaHuii Ha LTD MOHOKIMHHONI (’pasbl,

MIO3BOJIAIONIASA 3aK/TI0YNTD, YTO B IPUHATBIX ycnoBuAx LTD
(a3oBbIT COCTAaB UCCIENyeMOil KepaMUKU OCTaéTcs CTa-
OVIBHBIM IIpU CTEIIeH! TeTParoHajabHOCTY He 6omee 1.0145,
a mpeBblilleHre 3Toro 3HadeHms Ha 0.0011 (mo 1.0156)
MO>XeT IPUBECTHU K TOTATbHOMY TE€TParoHaTbHO-MOHOK/IVH-
HOMYy Ilepexony (x momHoit perpapgaunu). O6Hapy>KeHHas
3aKOHOMEPHOCTD PACIINPsIET BO3SMOKHOCTH JI/Il ONITUMU3A-
IUY PEeXVMOB U3TOTOBJIEHUS M JOCTVDKEHUA TpeOyeMoro
6ajaHca pasJIMYHBIX SKCIUIYaTallMOHHBIX CBOJICTB Kepa-
mukn Y-TZP, ucnonp3yemoil B KadyecTBe MMIIIAHTATOB
VUIU OTBETCTBEHHBIX U3[e/NIi, pabOTaIOIVX B arpeCcCUBHBIX
YCIOBMAX U BIIaKHOM Cpefie.
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