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TepMunueckasa ctabunbHOCTb YyNpoUYyHeHHON HaHo4vacTuyamu HfO,
cy6MUKpoKpuctannmyeckon meam B HTepsane temneparyp 20—500°C
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IIpoBeneHbl ncCIICNOBaHUSA TEMIIEPATYPHOI CTaOWIBHOCTH IIpefiesia TekydecTd u Moxyis FOHra B cBepxmesko-
seprucroil Meau (99.98%) u xommnosuimonHoMm Matepuaae Cu—HfO,, momyYeHHBIX MHTCHCHUBHOI ILIACTHYECKOI
nepopmarueil METOIOM PaBHOKaHAJIbHOIO YIVIOBOTO IpeccoBaHus. [I0ka3aHO, 4TO B TAKOM COCTOSIHMHM KaK YHCTasi
Meflb, TaK ¥ YIPO4YHeHHbI HaHnodacThamu HfO, KOMIIO3UT HIeMOHCTPHUPYIOT BEICOKOE 3HAUYCHHE Npeiesia TEKYIeCTH
(002 = 400MPa). Ilo Mepe yBeJHYCHHUS TEMICPAaTyphl ABYyXYaCOBOIO OTKHra T, Bbimre 200°C B umcroit meau
npenes Tekydectn mapaet u gocturaet 40 MPa mpu T, = 400°C, a B kommosute Cu—HfO, BbicOKHE 3HaYeHHs
npefiesia TEKY4eCcTH COXpaHsioTesi BIUIOTh 10 T, = 500°C. Cragusi BosBpara Momysis IOHra npu temmeparype
okoJ10 200°C uMeeT MecTo Kak B 4icToi Meau, TaK 1 B komrosure Cu—HfO,. Cruesad BHIBOI O TOM, YTO 3Ta CTaaus
OTpa)kaeT MEePEeXOofi IPaHMILl 3¢PCH U3 HEPAaBHOBECHOIO COCTOSIHUS B PABHOBECHOE, 4 BHICOKHE IPOYHOCTHBIC CBOICTBA
MAaTepHaJIOB ONPEEIIAIOTCS B OCHOBHOM Pa3sMepoM 3epeH U CJ1abo 3aBUCAT OT CTPYKTYpPBl MX I'PAHUIL

IonukpucTamwsl ¢ yabTpaMenkuM 3epHoM (YM3) Bbl-
3BIBAIOT TIOBBIIICHHBI HHTEPEC HCCIIemoBaTesiell Garonapst
psAly YHUKaJIbHBIX (DM3MKO-MEXaHMYeCKHX cBoiictB [1-3].
OnHuM M3 MEePCHEKTHBHBIX METONOB MOJIYYCHHST MaCCHUB-
HBIX OecropHcThIX 00pa3noB ¢ YM3-cTpyKTypoil siBiseT-
Csl MHTEHCHBHOE IUTACTUYECKOe Ne(OpMUPOBAHIE METOIOM
paBHOKaHasbHOrO yriyoBoro (PKY) mpeccosanust [4-7], B
pe3yybTaTe KOTOPOro MOTyYa0TCs IIOJMKPUCTAIUIBI CO CPefi-
HUM pa3MepoM 3epHa mopsinka 100 nm [6]. Meton cosura
0of [aBjieHueM (Ha HAaKOBaJibHE BpmmkMeHa) MOXKET OaTh
emte Gostee qUCHEpCHYIO CTPYKTYpy [8,9], HO obpasipl mo-
JIy4alOTCsl B BHJE TOHKHX JIMCKOB, YTO MeHee YIOOHO st
MEXaHUYECKUX MCIBITaHHUIA.

BoJibiiioe KOJIMYECTBO IaHHBIX, UIMCIONIMXCS B JIATEPAType
K HACTOSIIIEMy BpeMeHH 1Mo YM3-marepranam, MOTydYeH-
HBIM MHTCHCHBHOM ILIACTHYECKOH AedopMarimeil, OTHOCHT-
ca k memu [6-14]. Tlomukpuctauisl YM3-Menn mnocre
nedopmarmy UMeOT pasmep 3epHa okoo 200nm [6-11],
XapakTepusyloTcs: MoHmwKeHHBIMH (Ha 5-10% mo cpaBHe-
HUIO ¢ OOBIYHBIMH TTOJIMKPUCTAIIIAMH ) 3HAYCHHUSIMH MOJTYJICH
ynpyroctu [10,12—14], BBICOKMMM 3HAYEHUSMH MHKPOTBEp-
moctu [6,7] m mpenena texkydecru [7-9,11]. B To ke Bpe-
M3 CYIIECTBEHHBIM HEOCTATKOM IIOTyYaeMBbIX HHTEHCHBHON
ItacTudeckoit nedopmarmeii YM3-marepuanoB ocTtaercs
UX HHM3Kasg TepMocTabuibHOCTh. OTxur YM3-memu mpu
temneparypax 150—250°C BbI3bIBacT HEPBUYHYIO PEKPH-
CTaJUTM3AIINI0, KOTOPasi MPUBOIUT K POCTY pa3Mepa 3epHa
(mo ~ 1um) [6,8-10,12,14], BO3BpaTy MOmyJel ympyro-
cru [10,12-14], magenuio MukpoTtBeproct [6,7] n npene-
sa Tekydectd [8,9,15,16]. TIoBBICUTH TepMOCTaOMJIBHOCTD
MOXKHO ITYTEM HCIIEPCHOTO YIPOYHEHHsS] MEO HaHOYACTH-
namMu okucioB. B dactHoctH, kommosumus Cu:0.3 vol.%
ZrO; IeMOHCTPUPYET TepMOCTAOHIIBHOCTD Mpefiesia TeKyde-
CTH 0¢.» ~ 400 MPa nocie omxura (2h, 500°C) [15,16].

e HacTostmeit paboTel — HUCCIICTOBATh TEPMOCTAOMITH-
HocTh cuctemsl Cu: 1 vol.% HfO, myrem msmepennst mpene-
Jla Tekydectu u Moxysis FOHra B COCTOSIHMM HETIOCPE/ICTBEH-
Ho nocsie PKY-nipeccoBanus u nociie AByX4acoBOIO OTXKHIa
TIpY Pa3IMYHBIX TeMIIepaTrypax. To MPEICTaBIISET HHTEpeC,
TIOCKOJIbKY HCIIOJIb30BAaHKE B KAUECTBE OKUCJIO00Pa3yIOIIEero
aj1eMeHTa radHus O3BOJIIET IPUMEPHO B 3 pa3a yBeJIMYUTh
OOBEMHYIO MIOJIIO YacTHUIl 0 CPAaBHEHUIO C KOMITO3HITHEH
Cu:0.3 vol.% ZrO,.

1. MaTepMan n MeToaunKa 3KCrnepumMeHTa

Kommnosumusa Cu-HfO, npurorasnmBanach U3 TBEpHOro
pactBopa Cu:0.8 wt.% Hf, B xoTopoMm conepxanue raduus
OJIM3KO K TpelesIbHOM PAacTBOPHMOCTH IIPH TeMIepaType
wiassienuss T,  HaHouacTuiml okucia (B Hamem ciydac
HfO;) 6b11 chopMUPOBaHEl METOIOM BHYTPEHHETO OKHCITE-
HUS ITyTEM BBHIICP)KKU TBEPIOTO PacTBOPa OKHCIO00pa3yio-
mero amementa (Hf) B kucioponoconepxkanieit armocde-
pe [17]. Bpewmst Boimepskku mpu Temieparype okosio 1000°C
coctaByisio ~ 20h. DJEKTPOHHO-MHUKPOCKOIIMYECKUE HC-
crenoBanusi! Mokasanmm, 4To pasmep vacTuil okucia HfO,
nexut B npenenax 20-50nm. DTu MCCIEIOBaHUS TaKKe
nokasany, 4ro nocie PKY-npeccoBanusi ncxomHas CTpyk-
Typa TpencTaBisgeT coboil Habop BHITSHYTHIX BIOJb OCH
’nponaBnuBanusi” GpparMeHToB (3epeH), UMEIOIINX KaK Ma-
JIOYTJIOBBIC, TaK M OOJIBIICYTJIOBbIE T'PAaHUIBI CO CPEIHUM
pasmepoM 700nm B mmHy u 100nm B momepevHuxe,
T.€. UMeeT MecTo Mopgosiorudeckass TEKCTypa HUCXOTHOTO
obpasIa.

! 31eKTPOHHO-MEKPOCKOIIYECKHE  MCCIICNOBAHMS ObUIH  POBEICHEI
IJI. MoToBUIMHOI.
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WuTeHcuBHas 1uiacTuueckasi nedopManus MPOBOOMUIIACH
MeTooM MHorokpatHoro PKY-mpeccoBanusi ¢ moBopoTom
obpasna Ha 90° mocie Kaxkmoro mukia. [ drcToi memy,
HCCIIeIOBaHHON paHee B [12—-16], KOIMYeCTBO MPOXOHOB N
6buT0 paBrHO 16, M kommosumu Cu—ZrO; N = 12, a s
Cu-HfO, n = 8. YMenblIeHre KoJIMIecTBa [IUKJIOB BEI3BAHO
YMCHBIICHUEM IUTACTHYHOCTH MaTepHasia, KOTOpoe B CBOIO
odepenb 3aBHCHT OT JoIW ympounsiomed ¢assl. Ecm B
ciiyqae Cu—ZrO, nonst okucna cocrasisia 0.3 vol.% [15,16],
To OJslaropapsi Oojiee BBICOKOH PacTBOPHUMOCTH TadHud B
memu 11 Cu—HfO, sTa nomns Bo3pacraet 1o ~ 1vol.%, T.e.
Oonee uem B 3 pasa.

Hcxonnprit o6pasen nmen nocsie PKY-npeccoBanust nmnay
okosto S0mm u momepednsle pasMepbl § X 8mm. Ot
3TOro oOpasia OTPEe3aIMCh OPYCOUKM I MEXaHMYECKUX
(= 2 x 2 x 5mm) n akycrudeckux (=~ 2 x 2 x 20mm)
HCIBITaHUH.

Ipenern TexydecTH BHISIBISUICS U3 THArpamMM IehOpMHIpPO-
BaHMS Ha CXKaTHWe B HCIBITATeNIbHOIN MammHe Instron 1341.
Monyss FOHra onpenensiics u3 coOCTBEHHOH 4acTOTBI IIPO-
TOJIBHBIX KoJIeOaHMil oOpasia, KOTOpEle BO30YXKIAINCh W3-
BECTHBIM [18] 3JIeKTpOCTaTHYECKUM CIIOCOOOM B YCTAHOBKE,
paspaboransoii B ®TU um. A.®.Uodpdpe PAH [19]. Orta
METOIMKa HCIOJIb30Baach panee misi YM3-memu [12-14]
u komnosuta Cu—ZrO; [15,16]. Bblio ycTaHOBJIEHO, YTO
Monysib HOHra 3aBHCHT HE TOJNBKO OT TeMIlepaTyphl, HO U
OT BPEMEHH BBIICPKKH NPU JaHHOH Temneparype. OCHOB-
Hple u3MeHeHus1 (okoso 70-80%) IpOMCXOmAT B TedeHHe
NEepBOro daca, a 3a /IBa 4Yaca IPAKTHYCCKH HACTyIaeT
Haceimenne [14].  Yro0bl HMPOMUTIOCTPUPOBATH BIIHSHUC
TeMIepaTyphl OTXKHTa T, B HACTOSAIIEH paboTe MPUBEIEHBI
maHHBIe U1 Momysisi HOHra mpm KOMHATHOM TeMrepaType
B 3aBHCHMOCTH OT T (BpeMsi OTXKHra BO BCEX CIIydYasix
cocTasysiio 2h).

2. OKcnepumeHTanbHble AaHHble
M nx obecyxpeHue

Ha puc. 1 moka3aHsl 3aBUCHMOCTH OT TEMIIEPATyPbl OTHKH-
ra T, U3MEPEHHOro NPH KOMHATHOW TeMIleparype Impefesia
TeKy4decTu o¢ 11 kommnosuta Cu—-HfO, u umcroit meny,
noyaeHHbix PKY-mpeccoBanrem (qaHHbIe 1U1s1 9UCTON MeIu
B3sTH U3 [15,16]). W3 aTOro pHCyHKa BHIHO, YTO MeNb C
qactuiiamu HfO, coxpassieT TepMOCTaOMJIBHOCTb B HCCIIE-
moBaHHOM HHTepBasie Temmepatyp (20—500°C).

B gncroit Menu moTepst TepMOCTaOHIBHOCTH MPOMCXOIUAT
B obsactu Temriepatyp 150—250°C, 4ro moxTBepKmaeTcs
KaK TaHHBIMH TI0 TIpefeny TekydectH [8,9], Tak M TaHHBIME
o TBepaoctH [6,7]. TIpu 3THX TeMrepaTypax B Y4HCTOM MEH
MPOUCXONUT TIEPBUYHAS PEKPHUCTAJUIM3ALNSA, pasMep 3epHa
BeIpacTaeT B 5—10pa3, mocruras BemmumHbl 1 um u Gosee
(cm., Hammpumep, [14]).

Ha puc. 2 nokasansl 3aBucumoctu Monyis fOnra E ot
TeMreparypsl oTKura T, i 1Byx obpasuos Cu—-HfO,, a
Taroke Basitast u3 [14-16] 3aBucumocts E(Ty) uist dmcroit
memn. Tpu obpasna Cu—-HfO, m Oornee mecsithm 06pasioB
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Puc. 1. 3aBucumoctu mpeesia TEKY4eCTH 0, OT TEMIICPATypbl
ABYX4acoBOro omxura T, A komnosuuun Cu—1vol% HfO, (1) u
99.98% Cu (2).

gucror Memu (99.98% Cu) ObUM HCCIIEIOBAaHBl Kak B
ucxonHoM cocrosinud (mocsie PKY-npeccoBanust), Tak u
HocJIe pasjmyHbIX oTKUroB. Kaxnas Touka Ha kpuBbiX E(T,)
perucTpupoBasach 1mocjie BBACPKKA obpasma mpu 1T = T,
B TeueHne 2h. U3 xpusbix E(T,), M3MEpEHHBIX UIsT TPeX
obpaznoB Cu—HfO,, Ha puc. 2 TOKa3aHbI TOJIBKO JIBE, TPEThS
KpuBasi KadeCTBCHHO ITOXO)KAa Ha OTH JBE M Ha KPUBHIC
E(Ta), npusenennsie B [15,16] qst Cu—ZrO,: Habmopaercs
cTanust Bo3BpaTa okosio 4—5% B TeMIiepaTypHOM HHTEpBaJIe
100—250°C u muaEMYM 1ipu Ty okosto 500°C.
TepMocTaOMIIBHOCTD TIpefiesla TEKydeCTH B AUCIEPCHO-
yrnpouneHHOM kommosuTe Cu-ZrO; CBHUIETETIbCTBYET O
TOM, 9TO POCT 3€pHA NPAaKTHICCKH OTCYTCTBYET. DTO MOM-
TBEPXKIACTCSl DJICKTPOHHO-MHUKPOCKOITMIECKAMH  HabJmore-
Husimu [15,16]).  AHanoruyHasi TepMOCTaOWIIBHOCTb B CH-
cremMe Cu-HfO, mo3BosisieT yBepeHHO IPEAIOIOKHUTb, YTO
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Puc. 2. 3aBucumoctu Mmoxmyns IOnra E or Temmeparypsl
IOBYXYaCOBOIO OTIKHTA T JUIT MeOM M [BYX PasHbIX 0OpasloB
Cu-1vol.% HfO,.
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JaHHOE siBJIeHHe (IOflaBJIeHUe MEepPBUYHON PEeKpHCTAIIN3a-
I B CBEPXMEJIKO3CPHUCTOMN MEIH, TOTyIeHHON HHTCHCHB-
HOW IIaCTHYECKON medopMarmeil) XapakTepHO Ui GOJib-
IIMHCTBA CHCTEM, YIIPOYHCHHBIX OKUCIIAMH PEIKO3EMEITbHBIX
METaJIIOB.

Heo0xomuMo 0TMETHTb, YTO TEPMOCTAOUIIBHOCTD Iperesia
TEKy4eCTH He KOppempyeT ¢ moBefmeHHeM Momyis FOHra.
Kpuseie E(Ty) mis xommosutoB Cu-ZrO, u Cu-HfO,
IEMOHCTPUPYIOT CTaguio Bo3Bpara okosio T, = 200°C,
AQHAJIOTUYHYIO TAKOBOW I YuCTON Memu. Pusndeckas npu-
poma 3TOH CTaguyd B YHUCTOU CBEPXMEJIKO3EPHUCTON MEU
HEeOoHOKpaTHO obcyxmanack [3,10,12-14,20]. B gactHOCTH,
HOTYCPKUBATIACH POJIb HEPABHOBECHBIX IpaHMIl 3epeH [3,10]
¥ 3epHOrpaHrYHbIX auciokarmii [10,12,14,20].

C y4eroM HebGosbuIoN (Hopsinka 1%) 10yl yrpouHsIomen
¢basbl, Takxke xopoiiero coryacust Kpuebix E(Ty) mis memu
M U1 JUCTICPCHO-YIPOYHEHHBIX KommosuToB Cu-ZrO; u
Cu-HfO; ecTp ocHOBaHuA mojaraTh, YTO HMpPUPONA CTAIUU
BO3BpaTta MofyJis pu ~ 200°C B 4HCTOI MEIU U B KOMIIO3U-
Tax oguHaKoBa. OHa 3aKII0YaeTCs B TOM, YTO IPAHUIIBI 3¢PCH
U3 HCPABHOBECHOTO COCTOSIHHS NEPEXOAAT B PABHOBECHOC.
Ho ecim B umCTON Memy 3TOT MEPEXON MHUIMHPYET POCT
pasmepa 3epHa, To B Komnosumusax Cu-ZrO, u Cu-HfO,
TaKoro He MPOMCXOIUT U3-3a OJIOKMPOBKH I'PaHMI] 3EPEH Ya-
crunamu okuciia. OTciofia U COXpaHEeHHe BEICOKNX 3HAUCHHI
npefesa TeKy4ecTH BIUIOTh 10 Ty = 500°C.

Taxkum 06pa3oM, MIACTHYECKHE U TIPOYHOCTHBIC CBOUCTBA
cabo 3aBHCAT OT COCTOSTHHUS TpaHHUL 3epeH. OHE ompene-
JSIIOTCSI B OCHOBHOM CPETHHUM Pa3MepoM 3epHa (COrJIacHO
cootHourennio [lerda—Xosa).

Muuumym Ha kpuBbix E(T,) HabmomaeTcst TONbKO B
VM3-komnosurax. Beuto caenano npennonoxenue [16], uro
9TOT MHHHMMYM CBSI3aH C (Pa30BBIM IIEPEXOIOM B JacTHIAX
OKHCJIa, HO TPOBEpKa 3TOTO MPEIIIOTIOKEHHsT TpedyeT mo-
HOJTHUTEIIBHBIX HCCIICIOBaHHIA

ABTOpH! BhlpaxkaioT OmaromapHocTh IJI. MoTtoBusimHON
3a INPOBECHUE 3JIEKTPOHHO-MUKPOCKOIMYECKHX MCCIIeNO0-
Banuii, A.E. PomanoBy m B.J. CmmpHOBY 3a moje3HbIe
IHACKYCCHL.

HanHas paboTa qyacTH4YHO nofaepx«aHa HaydsbiM coBeTomM
mo MHTII Poccun no teme “®usnka TBepIOTEIIbHBIX HAHO-
crpyktyp” (mpoekt Ne 97-3006).
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