®u3HMKa U TEXHHKAa BbICOKHX AaBjenuii 2016, tom 26, Ne 1-2

PACS: 81.20.Ev, 81.07.Wx, 81.20.Wk, 81.70.Pg

M.B. Jlakycta, N.A. OaHuneHko, T.E. KoHcTaHTMHOBA, [.K. Bonkosa,
B.A. masyHoBa
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Hccneoosana kunemuxa HauanibHo cmaoul CNeKanus 08yxX COpmos HAaHONOPOUIKO8 ment-
paconanvhozo ouoxcuda yupkonusi: 3Y-TZP, DIPE (ZrO2—3 mol% Y20s3) (u320mosnennozo
6 Jlon®@TH HAH Ykpaunel) u amanosuyHo2o no Xumuyeckomy coCmagy HaAHONOPOUIKA
TZ-3Y (¢pupma Tosoh, Tokyo, Japan). Ilpoananrusuposansr nanonopouiku 3Y-TZP, nony-
YeHHble MeMOOOM COBMECMHO20 OCANCOCHUS C MEXAHUYECKUM NOMONoM 6 meueHue 48 h
(3Y-TZP-48M) u 6e3 nomona (3Y-TZP), a maxace nanonopowku TZ-3Y, nonyuennvie me-
MoOOM NPOMbIUIEHH020 2udpoausa. Hcciedosan npoyecc ycaoku 06pazyos Ha Ha4anibHol
cmaouu cnekaus npu NOCMOSHHOU ckopocmu Hazpesanus. Ha ocnoeanuu ounamomem-
puyeckux OAaHHbIX 8blsgneHo, umo Haumonopowxu 3Y-TZP cnexaiomca no mexaumusmy
o0bvemHou ougppysuu, a Hanonopowiku TZ-3Y — no mexanuzmy 3epHocpaHuyHou ouggy-
3uu. Ilokasamno, umo mexanuieckas akmueayus HaHONOPOWKOE YMeHbULaen CMeneHsb az-
pezayuu, npusooum K usmMeHeHuio (haze020 cocmasa, a maKice OKazvléaem 3Ha4umenb-
HOe 8NUAHUE HA MEXAHU3MbL CHeKAHUSL HA HAYATbHOU CMAOUU.

KuaroueBble ci10Ba: TeTparoHaATHHBIA TUOKCH] IIMPKOHUS, MEXaHUYIESCKasl aKTUBAIINS, CTIC-
KaHIe HAHOMIOPOIIIKOB, MEXaHU3MbI MaCcCOTIEPEHOCA

Hocnioxceno Kinemuxy nouamrogoi cmaoii ChikanHs 080X 61018 HAHONOPOUIKIE Mempazo-
Hanvnoz2o oiokcudy yupxoniio. 3Y-TZP, DIPE (ZrO,—3 mol% Y203) (sucomosnenozo y
Hon®@TIHAH Vkpainu) i ananoeiunoo 3a ximiunum ckiaoom Hawonopowka TZ-3Y (hipma
Tosoh, Tokyo, Japan). Ilpoananizosano nanonopowxu 3Y-TZP, axki ompumano memooom
CRIbHO20 OCAONCEHHS 3 MeXAHIUHUM NoOpibHenHam npomszom 48 h (3Y-TZP-48M) i 6e3
noopibnenns (3Y-TZP), a maxoaic nanonopowxu TZ-3Y, axi ompumano memooom npomu-
C06020 2ioponizy. Jlocniddceno npoyec ycaoku 3pasKie Ha NOYAMKOSIU cmaoii CHiKaHHsA
npu nOCmitKit wieuoxkocmi Hazpisanus. Ha ocnoei 06podxu ounamomempushux OaHux eu-
a61eHo, wjo Hanonopowku 3Y-TZP cnikarombcs 3a mexanizmom 00 emnoi oughysii, a Hauo-
nopowxu TZ-3Y — 3a mexanizmom 3epennoi oughysii. Ilokazano, wo mexaniuna akmueayis
HAHOPOWIKI8 3MEHULYE PiBeHb azpe2ayii, npu3600ums 00 3MIHU a308020 CKAAY, a MAKON#C
3HAYHO BNIUBAE HA MEXAHI3ZMU CNIKAHHS HA NOYAMKO8Il cmaoil.

KawuoBi ciioBa: TeTparoHaabHHN TIOKCH] IMPKOHIIO, MEXaHiuyHA aKTHBAILlis, CITIKAHHS,
MEXaHi3MH MacOIepeHOCy
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Beenenune

Jlnokcua HUPKOHUS — 3TO KepaMHUUECKHil mMaTtepuall, 00JadaoIui IUPOKUM
HaOOpOM M YHUKAIbHBIM COYETaHHEM (PU3MKO-MEXaHUYECKUX CBOMCTB. Jlocra-
TOYHO BBICOKAasl BEJIMUMHA Mpefiesia MPOYHOCTU Ha U3TMO COYETaeTCs B HEM C BbI-
COKOH TPEUIMHOCTORKOCTBIO M OMOJIOTUYECKON COBMECTUMOCTBIO, UTO JIENIAET ITOT
MaTepual He3aMEHUMbIM JJI1 BOCCTAHOBUTEIBHOM XUPYPIrUU B OPTONEIUN U CTO-
maTojoruu. Kpome Toro, H3HoCOCTOMKOCTh, paAuallMOHHAs U XUMHUYECKasl CTOM-
KOCTh, MOHHAsI MPOBOJAMMOCTb MOAYEPKUBAIOT MHOTOOOpa3ue ero npuMeHEeHUil.
WHuTepec kK TaHHOW KEpaMHMKE HE UCUE3aeT B TEUEHUE JUIUTEILHOTO BPEMEHH, O UYEM
CBHJICTEIILCTBYET MHOXECTBO mmyOsmkanuid [1-5]. Ilpu 3TOM ciemyeTr oTMETHUTb,
YTO CBOMCTBA TMOKCH]A LIUPKOHUS MOTYT OBITh CYIIECTBEHHO M3MEHEHBI 32 CUET
WCIIOJIb30BAaHUs PA3JIMYHBIX METOJOB CHHTE3a MOPOIIKA, HCXOAHBIX MaTepUasoB,
BUJIOB CTAaOMIIM3UPYIOLICH 100aBKH, ClIOCO0a KOHCOMHUIAINY | criekanust [4,6].

[Ipouecchl cnekaHusi MOPOIIKOBBIX MAaTEPHAIOB HCCIENOBAIUCH MHOTMMU
Hay4YHBIMHU LIKOJaMH Ha npoTsbkeHuu cotHH et (Y. J[. Kumxkepu, P.M. I'epman u
SLE. Terysun, J.JI. JIoucon) [4,7-9]. IMu BbISBICHBI OCHOBHBIC MEXaHH3MbI
IIPOLIECCOB CIIEKAHUS MOPOIIKOB B U30TEPMHUECKUX ycioBuax. Hauboisee momaHO
M3Yy4YeHbl HauajabHAasl U KOHEYHAsl CTaIUU U30TEPMHUYECKOrO CIEKaHUs, ISl KOTO-
PBIX YCTaHOBJICHBI AaHATUTUYECKUE YPAaBHEHHS, OTOOpaKAIOIINE MPOIECCHI CIIeKa-
HUS IBYX c(heprUuecKHX YacTUIl U MOBAKAHCHOHHOTO PACTBOPEHUS MOP B TBEPAOM
tene [7].

[Ipu wuccnenoBaHWM MPOLIECCOB YIUIOTHEHUS HAHOIMOPOLIKOB OYEHb BaXKEH
HAYaJIbHBIM ATall CHEKaHUs, TaK KaK MPOLECChl KOHCOIUAALUN MPOUCXOAAT IO-
0co0OMY BBH1Y BHICOKOW yJI€IbHOM IIONIAN TOBEPXHOCTH YacTull. JlJis ycTaHOB-
JICHUS] MEXaHU3MOB MacCOIIEPEHOCa B HAaHOMOPOUIKAaX HAa HAa4aJIbHOM CTaguu HC-
MOJIB3YIOT METOJ HEU30TEPMUYECKOTO CIEKAHUS, TIOCKOJIBKY C TIOMOIIBIO METOAA
M30TEPMUYECKOTO CIIEKAaHUSI OUEHb CI0KHO 3a(UKCUPOBATh MMEHHO CaMO Hayajio
cnekanud. Iloka HeoOxoanMmas Temmeparypa OylIeT JTOCTUTHYTa, HAHOMOPOIIKH
YK€ MOTYT CII€UbCSl, U aHAIUTUYECKHE METOIbl pacyeTa MEXaHU3MOB CIIEKaHUS HE
JIanyT 1ocToBepHbIX pesynbraToB. B. fur u U. Katnep, JI. xoncon, B. Bonr n
P. Paii [3,5,8,9] onpenenuim HEOOXOAMMBIE YCIOBUS TMPUMEHEHHUS dKCIICPUMEH-
TaJbHBIX JAHHBIX JJI BBIBEJCHHBIX MU AHAJUTHUYECKUX YPAaBHEHUM, OIIMCBIBAIO-
IIMX KUHETUKY U MEXaHU3Mbl Ha Ha4aJIbHOW CTaJUU CIIEKaHUsl B HAHOMIOPOIIKaX.

Llenbto naHHON PabOTHI ABISETCS UCCIEOBAHUE BIUSHUS YCIOBUH CHHTE3a U
MEXaHUYECKOTO M3MENIbUeHUS! HAaHOMOPOIIKOB HAa KHHETHKY CIEKaHUs OKCHUIAHBIX
KEepaMH4ECKHX MaTEPUAIIOB HA OCHOBE TETPArOHAIBHOIO TMOKCUAA IMPKOHUS, CTa-
OMIIN3UPOBAHHOTO UTTPUEM.

MeToauKka IKCIIEPUMEHTA

Hccnenyembie B qanHO# padote Hanomopommku 3Y-TZP (ZrO2—3 mol%Y203)
ObUIM TOJTY4YEHBI METOI0M COBMECTHOTO XMMUYECKOTO OCAKICHHUS B OT/AENE (PU3H-
Yeckoro marepuanoBefeHuss JloHeukoro (U3MKO-TEXHUYECKOTO HWHCTUTYTa
uM. A.A. l'ankuna HAH Vkpaunsl. 11 UX NU3rOTOBJIEHMS UCIIOIb30BAIM BOJHBIE
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pactBopsl coiieit ZrOCl2-8H20 u Y(NO3)3-nH20. Ocaxaenne npoBOIMIN B peak-
Tope «Simax» mpu KOMHATHOW TemIiiepaType B Tedenue 1 h B BogHOM pactBope
ammuaka nipu pH > 9. Ocaiok MHOTOKPAaTHO MPOMBIBAIH IUCTHIUTMPOBAHHON BO-
JOM 11 yoaneHus moOOYHBIX MPOAYKTOB peakluuu A0 3HaueHus pH = 6 u BbICy-
muBanu B CBY-neun 10 npekpaiieHus moTepu Macchl. Jlanee kceporeiau mpoka-
muBany npu temmeparype t = 1000°C B Teucnue 2 h.

[Topomiku TZ-3Y cornacHoO 10 JaHHBIM MPOU3BOAUTENS, OBLIN MOIY4YEHbI Me-
TOJIOM MPOMBIILIEHHOTO THIpoau3a. [loponiku noaBepriiv cyuke, NpoKaInBaHUIO
U MEXaHMYECKOMY MTOMOJTY B TeueHue 48 h, a Taxxe rpanynupoBaHuio [6].

VYaenpHy0 MJI0IAAb MOBEPXHOCTU H3MEpPSUI METoAoM bpyHayspa—Ommera—
Temnepa (BET) na npubope tuma «SORBI-4» ¢ ommbkoii usmepenuii ~ 5%.
CtpykTypHO-(ha30BbIil COCTaB BCEX HAHOMOPOILKOB U 00JIaCTh KOT€PEHTHOT'O pac-
cestauus Dokp uccnenoBain peHTreHouppakKIMOHHBIMA METOAAMU Ha YCTaHOBKE
JAPOH-3, a TaxXe METOAOM NPOCBEUMBAIOLICH 3JEKTPOHHOM MHUKPOCKONUHU Ha
mukpockone JEM-200A mipu yckopsiromem HanpsbkeHun 200 KV.

Jlanee Bce MOPONIKU TMOABEPINIA OJHOOCHOMY IPECCOBAHHIO MPHU JIABJICHHUH
33.6 MPa, nopormrkoBbie KoMmiakThl 00padoTanu BeicokuM (300 MPa) ruapocraru-
yeckuM JaBieHueM. lJis quinaToMeTpudecKuX HCCIEJOBAHHM MOATOTOBUIN 00-
pasiel ¢ pazmepamu Y6 mm x 12 mm.

CremneHpb yCaJKu CIEKAIOMIMXCS MOPOLIKOBBIX MPECCOBOK MOMYYWIH MPH TO-
mourn aunaromerpa NETZSCH DIL 402 PC. JlunatomeTp OblT OTKAIMOPOBAH MPH
HOMOIIH cTaHaapTHOro oopasna u3 Al2O3. M3mepenus ycaaku Mo METOy MOCTO-
SIHHOW CKOPOCTH HarpeBa MPOBOAMIIH B TUAITa30HE OT KOMHATHOHN TeMIIepaTyphl 10
1500°C ¢ pasznuunbIMH CKOpOCTSIMH HarpeBanus (2.5, 5, 10, 20°C/min). Ilpu mo-
cTmkeHnn Temiepatypsl 1500°C obpaszer; oximaaaiu ¢ TOCTOSHHOM CKOPOCTBIO.
TepMuueckoe pacuperue sl KaKI0ro oopasia 010 CKOPPEKTUPOBAHO O KPH-
BOM OXJIQXKICHUS METOJIOM, OITUCAHHBIM B cTaThe [4].

MeToauka ONnpeacJeHUsI MEXaHU3Ma CIICKaHUuA Ha HAYaJbHOM CTAANH

IIpenmomnaraercst, 4To Teno oOpasma SBISETCS M30TPOIHBIM U €ro ycajaka Io
JUIMHE U IIMPUHE TPOUCXOIUT OJJMHAKOBO. Tor/1a MIOTHOCTh KaK BEJIMYMHA, 3aBU-
cslIast OT TEMIIEPaTyphbl, MOXKET ObITh OnpeneieHa Kak [3]:

3

il N M

L)

rne Lf— xoneunas anuHa, L(T) — muaa npu Temneparype oopasna T, pf— KOHeUHasl
IUIOTHOCTH 00pasiia, N3MEepeHHas THIPOCTaTHYECKUM METOIOM.

MexaHu3M CIIeKaHUsl W SHEPTHs aKTUBAI[MK OMPEICICHBI 10 aHATUTHYECKOMY
MeToy, onrcaHHoMY B [4,5]. CKOpOCTh ClieKaHHs Ha Ha4aJIbHOM CTa K BbIpaXKa-
eTCsl ypaBHEHHEM

p(T)=
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d (ALJ _KyoD @

dt L_0 kTa®

rae AL = Lo — L — u3menenue qiuHbI o0pasia; Lo — HaganeHas aimuHa oopasma; K
— YUCJICHHAsI KOHCTaHTa (BKItOYaeT B ce0st 3(h(pEeKTUBHYIO MIMPUHY TPaHUI] 3epEH
IPU 3€PHOTPAHUYHON 1 00beMHON M dy3un); Y — MOBEPXHOCTHAS SHEPTHUs;  —
aToMHbIH 00beM; D — koo uument mupdysun; t — Bpems; 7 — abcomtoTHas TeM-
neparypa; K — mocrosiuHas bosbiiMana; @ — paauyc 4acTuir; N, P — mapaMeTpsl 1o-
psiika 3aBUCUMOCTH (P (HY3HOHHOTO MEXaHU3Ma.

W13 ypaBuenus (2) ¢ yuerom ckopocT HarpeBanus (C = dT/dt) BeiBeneHo ypas-
Henue [5,10]:

ic A_L 1/n _KyQD i A_L 1/n _KyQD (3)
a1 |l L, kTa® = dT|{ L, kTaPc
rme
Q
D =D, exp| ——= |. 4
o2 @

1/n
IMockonbky 3aBucumMocth (AL/Ly)" MoXker ObITh BbIpakeHa Kak (yHKIHs

IIJIOTHOCTH, TOT'Aa

(AL/L))"" =F(p). ©)

B. Bourom u P. Paem On110 IOY4YCHO YPAaBHCHUC, OIMUCBIBAIOIICC KUHCTUKY CIIC-
KaHuA

Jdp_ 1 KyQDeXp( Qj’ ©)

o " Fe) K PURT

KOTOpOE JIENNUTCA Ha TPH COCTABIISIIOIIME, 3aBUCSIIAE OT TEMIIEPATypbl, pa3Mepa
3epeH U IIOTHOCTH.

ITpuMeHeHne ypaBHEHNH, ONMCHIBAIOIUX KUHETUKY Ha4aJIbHOM CTaJiuU CIIEKa-
HUSL METOJIOM IOCTOSIHHOM CKOPOCTH HarpeBa, BO3MOKHO JIMIIb MPU YCIOBUH, YTO
BEJIMYMHBI IJIOTHOCTH U pa3MEPOB 3€pHA MOCTOSHHBI (MM X U3MEHEHHUs Hecyllle-
cTBeHHBI). [loaTOMY /17151 SKCIIEpUMEHTaIbHBIX pacueToOB OEpyT JaHHbIE YCAKU HE
6onee 4%, NOCKOIBbKY U3MEHEHHUE pa3Mepa 3epeH MpU TaKOM BeJIWYMHE YCAJIKU U
TEMIEpaType He3HAUUTEbHBIE.

s onpenenenust sHepruu aktupanuu Q sorapudmupyem ypaBHenue (6) u mo-

JIy4yaem
In{T [%—U(:—‘T’ﬂ?%m(n, p), (7

Trac
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a(n, p):In[f(p,n)]+In(@j—pIna, (8)

Q — sHeprus aktuBanuu; R — yHuBepcasibHas ra3osas nocrostuHast; f(p, n) — Gynk-
IUs] TUIOTHOCTH, KOTOpast 3aBUCHUT OT N; Do — pe3KCIIOHeHIIMATBbHBI MHOKUTED.

DHEpruio akTUBALMYU CIIEKaHHs HAXOAT, UCIIOJb3Ysl TAHTCHC YIila HAKJIOHa St
KpUBOU Ha 3aBucuMocTH rpaduka Appenuyca In[T(dT/dt)(dp/dT)] ot 1/T:

Q=-FRS,. (©)

s onpenenenus mexanusma criekanus B. Sur u W. Katnep u3 ypaBuenus (2)
BBIBEJIU €11I€ O/IHO YPaBHEHUE CKOPOCTHU YCAJKHU:

d(AL/L,) _(Kyr.0DR ( 19 Jero[-22) (10)
dT ka’cQ ) \RT*" RT )

N3 ypaBuenus (10) Takke MOKHO HATH SHEPTHIO aKTUBAIIMH, YUUTHIBAs TaH-
TeHC yIia HakioHa S2 KpUBOM Ha 3aBUCHUMOCTH rpaduka AppeHuyca
In[T>"d(AL/Lo)/dT] ot 1/T:

nQ=-RS,, (11)

rae S onpenensnu u3 3aBucumoctn Appernyca In[TH8d(AL/Lo)/dT] ot 1/T [4].
st ycranoBneHuss MexaHusma muddy3uu, mpeodiaaariero Ha HavdaabHOM
CTaJINM CIIEKaHMsI, HCIIOJIb30BAIM YPABHEHHUE

_nQ_s,
n_Q 5 (12)

U3BectHO, uTO Tipu N = 1/3 mpeobnagaeT MexaHU3M 3epHOrpaHuYHON AUPPy-
3um, npu N = 1/2 — mexauu3m o0beMHO# 1uddy3un, a npu N = 1 — MEXaHU3M Bs3-
Koro TeueHus [7].

3. Pe3yabTaThl M UX 00CYIKIeHHe

Ha puc. 1,a,6 npencrapieHsl JaHHbIE TPOCBEUMBAIOLIEH 3JIEKTPOHHON MUKpO-
CKOTIMH, XapaKTEePU3HUPYIOUINE CTPYKTYPY HAHOIMOPOIIKOB COOTBETCTBEHHO
3Y-TZP u TZ-3Y. Kak BuaHo 13 Tab1. 1, uccneayemple HAHOMOPOIIKU XapaKTepu-
3YIOTCSI OJMTM3KUMHU 3HAYCHUSIMU pa3Mepa YacTHIl M YAETHHOH MOBEPXHOCTH, YTO
NO3BOJISIET MPOBOAUTH UX cpaBHeHHe. CienyeT oOpaTUTh BHMMaHHE Ha Cyllle-
CTBEHHOE pa3zinuve B (Pa3oBOM COCTaBE HAHOMOPOIIKOB, KOTOpoe OyaeTr oObsc-
HEHO HMXKe.

Ha puc. 2 mokazansl TemmnepaTypHbIe 3aBUCHMOCTH OTHOCHTEIBHON yCaIKU
dL/Lo m ckopoctu ycaaku AL/dt or temmeparypsl cnekanuss T ans oOpasloB
3Y-TZP u TZ-3Y co ckopocthio HarpeBanusi 10°C/min oT koMHATHO#H TeMmIepa-
Typsl 10 1500°C. Kak BugHO, TeMIepaTypbl Hayajia ClieKaHHsl y JJaHHBIX 00pa3lioB
otiumyaroTcs. B oopasnax TZ-3Y ycaaka HaunmHaetcs npu temmepatype 960°C, a B
obpasuax 3Y-TZP — npu 1010°C. 310 MOXXHO OOBSICHUTH TEM, YTO TEMIIEPATYPHI
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NPOKAJIMBAaHUS BEPOSITHEE BCETO JUIsl HUX ObUTH pasHble (Hanomoporku 3Y-TZP
npokanuBaiu npu 1000°C, a TZ-3Y — npu temneparypax Hmxke 1000°C, Ho TOU-
HOW MH(OPMALIUU POU3BOAMUTENb HE JIACT).

Puc. 1. Ctpyktypsl HaHonopomkos 3Y-
TZP (a), 3Y-TZP-48M (6) u TZ-3Y (s),
MOJyYeHHBIE METOJOM HPOCBEUMBAIOIICH
JIEKTPOHHON MUKPOCKOIINU

Tab6muna 1

HauaibHble XapakTepucTUKH HaHONOpowkoB 3Y-TZP u TZ-3Y

XapakTepuCTUKHI 3Y-TZP TZ-3Y
Sget, m?/g 14.2 15
(Dokp), Nm 31 27

®a30BbIi cOCTaB 6.4% M+T 188% M+ T

Ipumeuanue. M — MoHOKJIMHHAs (a3a, T — TerparonanbHas (asza

HaunGombImast CKOpocTh YCaJKu ToCTHTaeTcs MpH Temmeparypax 1171 n 1219°C
cooTBeTcTBEHHO JuIst opomikoB 3Y-TZP u TZ-3Y. MoXHO yBUIETb, UTO ycaaKa
obpasna 3Y-TZP npoucxouT MHTEHCHBHEE, YeM oOpasia TZ-3Y.
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Puc. 2. TemnepaTtypHast 3aBUCUMOCTb YCaJKU U CKOPOCTH ycaaku i oopasuos 3Y-TZP
(crutomrnbie kpuBbie) 1 TZ-3Y (ITprxoBbIe) IPU cKopocTh Harpesa ¢ = 10°C/min

Tabnuna 2
Mopsinok 3aBucumocTu 1P Py3MOHHOT0 MeXaHU3MA N, IHEPTUS AKTHBALUH
cnexkanusa Q U MexaHU3M MaccomnepeHoca 1Js HaHonopoukoB 3Y-TZP u TZ-3Y

Hanomopormiku n Q + 40, kd/mol MexaHu3M MaccorepeHoca
TZ-3Y 1/3 840 3epHorpanuyHas 1uddy3us
3Y-TZP 1/2 667 Oo6wemuas quddysus

Mexanu3msbl criekanust uist oopasios 1Z-3Y u 3Y-TZP onpenensinn meTomom,
OMHCAaHHBIM B cTaThsx [3,4,8], mpu momomum ypaBHenuit (3)—(11) u rpadukos
Appennyca (puc. 3). [lomydeHHbIe pe3yabTaThl SHEPTUH AKTUBAIIUU U MEXaHU3MOB
MaccornepeHoca BellecTBa JUIsl UCCIeAyeMbIX 00pa3lloB MpeICTaBlIeHbl B Ta0. 2.
W3 tabmumpsl BUAHO, uTo obpasen 3Y-TZP crmekaercs Mo MeXaHW3MY O0OBEMHOM
auddysun npu N = 1/2, a obpazer; TZ-3Y — no MexaHU3My 3epHOTPAHHYHOMN AUb-
¢dy3uu pu N = 1/3. 1o moaTBepxkAaeT TOT dakt, uto B oopasmax 3Y-TZP npouecc
MaccornepeHoca MPoUcXoaANUT O6osiee HHTEHCUBHO.

Takoe pa3nuuue AOMUHUPYIOIIMX MEXAaHU3MOB CIEKaHUsS B HAHOIOPOIIKaXx,
CHUHTE3MPOBAHHBIX JABYMS MOJIOOHBIMU CIIOCOOAMH, C OJJUHAKOBBIMU XUMHUYECKUM
COCTaBOM U HadyaJIbHBIMH XapaKTEePUCTUKAMH, CKOpee BCEro 00yCIIOBIEHO IOMOI-
HUTEJIBHOHN 10 oTHOIEHHIO K 3Y-TZP MexaHnueckoil akTUBalUEl B pe3ysbTaTe
48-yacoBOTO IMOMOJIa B METbHHIIE HAHOTOPOIIKOB TZ-3Y. J[ist mpoBepKH JaHHOTO
IIPEIIT0JIOKEHNS aBTOPBI IPOBEJIN SKCIIEPUMEHT 110 UCCIIEJOBAHUIO BIIUSHUS MEXa-
HUYECKOW aKTUBAIlMU Ha IOMUHHUPYIOIINE MEXaHU3Mbl CIIEKaHHs Ha4aJbHOU CTa-
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muu. [Topomok 3Y-TZP, nonyueHHBI COBMECTHBIM OCaXJICHHUEM, ObUT MOJBEPT-
HYT MEXaHUYECKOW aKTHUBAIMHM MyTeM MoMoJja B TeueHue 48 h B BuOparmoHHON
menbHuLe (3Y-TZ-48M).
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Puc. 3. I'padpuxu Appernyca o6pasios 3Y-TZP (a) u TZ-3Y (6) miist OlleHKH MeXaHU3Ma

CIIEKaHUs TIPU OTHOCUTENBHOM IIIOTHOCTH P, %: @ — 50, A —51, A — 52, m— 53

Ha puc. 1,0,6 mokazanbsl CTpYKTypbl HAHOIIOPOIIKOB COOTBETCTBEeHHO 3Y-TZP-
48M wu TZ-3Y, mnonydeHHBbIE METOAOM NPOCBEUMBAIOMICH AJIEKTPOHHOU
MUKpOCKONHUU. M3BeCTHO, UTO Mpoliecc MEXaHUYECKOW aKTUBALIMU Pa3AeseTcs Ha
JIBE CTAJIMU — arperupoOBaHUE M pa3pylIcHHE arperatoB. Kak BUIHO M3 pPUCYHKa,
HaHonopoku 3Y-TZP-48M umeroT HeOObIION YyPOBEHB arjoMepaliu, 4To CBsi-
3aHO ¢ 00pa30BaHUEM BTOPUYHBIX arperaToB B MPOIECCe TAKOTO JIUTEILHOTO T0-
MoJia B MeJbHHUIIE. XOTEIOCh Obl OTMETUTH, YTO B JAHHOM CJy4ae Mpe/ICTaBICHBI
MSTKHE arJIoMepaTthbl, KOTOPBIE MOTYT OBITh pa3pylICHbl HE3HAUYNTEIIBHBIMU MEXa-
HUYECKUMH BO3ACHCTBUSAMHU, TOCKOJIBKY OHU CBSI3aHBI MEXAY CO00i caObIM BaH-
JIep-BaAIbCOBBIM B3aUMO/ICHCTBHUEM.

N3meHnenus, npoucxoasiye B HaHonopotke 3Y-TZP-48M npu MmexaHu4yeckoi
00paboTKe, OTPa3WIINCh HAa €ro KPHUCTAILTMYECKOW cTpyKType. [Ipexne Bcero Ha
PEHTTEHOBCKUX TU(PAKTOrpaMMax MPOCIEKUBACTCS YBEIMUECHUE KOTNYECTBA MO-
HOKIMHHOM (a3wl (30%) B cocTaBe HaHomnopotka. [Ipu s3Tom pazmep obiactu Ko-
TePEHTHOTO paccesiHus, COOTBETCTBYIONIMI 7-(a3ze AUOKCHIA ITUPKOHHUSA, PaBEeH
26 nm. TToxoxre U3MEHEHHSI BCIICJICTBUE TPUMCHEHHSI MEXaHUYECKOTO TIOMOJIa B
MeJbHHIIE HAOMI0AaTCs U 17 HaHomnoporika 1Z-3Y (cMm. tabn. 1). OcHOBHBIM
(hakToOpoM, MIPUBOIAIINM K YBEITUUCHHUIO COJICPKaHUS MOHOKIMHHOW (a3bl JHOK-
CUJa IUPKOHMSI, SIBIISIOTCS CABUTOBBIC HATIPSHKEHUS, KOTOPHIE BOSHUKAIOT MPU MH-
TEHCUBHOW U MPOJIOJKUTENIbHON MEXaHUYECKON aKTUBAIIMY B IUIAHETAPHOU MEJb-
HUIIE.

[Tpu TOMOIIIM aHATTUTUIECKOTO METO/1a, MCITOJIb30BAHHOTO ISl HEM30TepMUYe-
CKOTO CIIEKaHUSI C TOCTOSTHHOM CKOPOCTHIO HAarpeBa, ObLII0 YCTAHOBJICHO, YTO HAHO-
nopomiku 3Y-TZP-48M, mpuTOTOBICHHBIE METOJIOM COOCAXJICHHS C TPUMEHE-
HUEeM 48-4acoBOT0 MOMOJIa B BUOPAIIMOHHON METIbHUIIE, CIIEKAIOTCS 10 MEXaHU3MY
3epHorpannyHoil muddys3un. Takum 06pazom, OBIIO TOKA3aHO, YTO MEXaHUIECKas
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AKTUBALUS TPUBOJUT K W3MEHEHHUIO TOMHHHUPYIOIIEro MU (Yy3MOHHOTO MeXa-
HU3Ma CIEKaHUs Ha Ha4aJlbHOM CTaIUN.

3aKjIoueHue

B pesynbrare uccienoBanuii BEISIBICHO, YTO HaHOMopouiku 3Y-TZP, npurotos-
JICHHBIE METOJIOM COBMECTHOT'O OCX/ICHUS, CIIEKAIOTCS TI0 MEXaHU3MY 00beMHOU
nuddy3uu, a Hanonopomku 3Y-TZP-48M, noasepriuecs 48-4acoBoMy TTOMOJTY,
Kak ¥ HaHomopomku 1Z-3Y, moaydeHHbIe METOJIOM THAPOIN3a, — TI0 MEXaHU3MY
3epHOTrpaHnYHON U dy3un

YCTaHOBIIEHO, YTO pa3IUYUe JOMUHUPYIONINX MEXaHU3MOB CIICKAaHUSI B HAHO-
MOPOIIKAaX, CHHTE3UPOBAHHBIX IBYMs OJM3KUMU CIOCOOAMHU, C OMHAKOBBIMU XH-
MHUYECKHUM COCTAaBOM M HAYAIBHBIMU XapaKTEPUCTHKAMH O00YCIOBICHO MEXaHUYE-
CKOM aKkTHBaIued HanonopomkoB TZ-3Y.

[TpoBeneHHBIN YKCIIEPUMEHT C TIPUMEHEHUEM MEXaHUIECKOT0 TTOMOJIa HAHOTIO-
poukoB 3Y-TZP-48M moaTBepAwII, YTO MEXaHNYECKas aKTUBALIMSI U3MEHSIET ypo-
BCHb arperaiyi HAaHOPOIIKOB, ()a30BBIi COCTAB, a TAK)KE MPUBOJAHUT K U3MECHEHUIO
JTOMHHHPYIOIIET0 MEXaHU3Ma CIIEKaHUs Ha HaYaJIbHOM CTanK OT 00BEMHOM K 3ep-
HOTpaHUYHOU MU (DY3uH, 9TO 0OBICHACTCS MOBHIIICHUEM CTEIICHH Ae(EKTHOCTH
Ha TPaHMIIAX 3€PEH.
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SINTERING OF TETRAGONAL ZIRCONIA NANOPOWDERS.
SINTERING MECHANISMS AND THE ROLE OF MECHANICAL
GRINDING

The kinetics of the initial stage of sintering of two kinds of tetragonal zirconia nanopow-
ders: 3Y-TZP, DIPE (ZrO,—-3 mol% Y,0s) (produced at DonlPE of NASU) and the TZ-3Y
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nanopowder similar in chemical composition (Tosoh, Tokyo, Japan) has been studied. To
be analyzed, the 3Y-TZP nanopowders were obtained by the chemical co-precipitation
method with mechanical grinding for 48 h (3Y-TZP-48M) and without grinding (3Y-TZP);
the TZ-3Y nanopowders were obtained by the industrial hydrolysis. The shrinkage of the
samples at the initial sintering stage was investigated at a constant rate of heating. After the
processing of the dilatometric data, it was found that the 3Y-TZP nanopowders were sin-
tered by the volume diffusion mechanism and the TZ-3Y nanopowders were sintered by
the grain boundary diffusion mechanism. It was shown that the mechanical activation of
nanopowders reduced the aggregation degree, resulted in a change of the phase composi-
tion and had a significant influence on the sintering mechanisms at the initial sintering
stage.

Keywords: tetragonal zirconia, mechanical activation, sintering of nanopowders, mecha-
nisms of mass transfer

Fig. 1. Structures of the 3Y-TZP (a), 3Y-TZP-48M (6) and TZ-3Y (¢) nanopowders regis-
tered by transmission electron spectroscopy

Fig. 2. Temperature dependence of the shrinkage and the shrinkage rate in the 3Y-TZP
samples (solid curves) and the TZ-3Y ones (dashed curves) at the heating rate of
¢ =10°C/min

Fig. 3. Arrhenius plots of the 3Y-TZP samples (a) and the TZ-3Y ones (6) for the estima-
tion of the sintering mechanism at the relative density p, %: ® —50, A —51, A — 52, m—53
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