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HccnenosaHa 3BOIOLMS MUKPOCTPYKTYPBI U MUKPOTBEPAOCTA HaHOKOMMO3UTa Al—0,0506.%nAl1,05 (rie nAl,O; — HaHOYaCTH-
LIbl OKCHJIA aJTIOMUHUS) U aJTIOMUHU S 6€3 HAHOYACTULI, MOJTYUYEHHBIX METOJJOM MHOTOKPATHOM MPOKATKU C COMPSI)KEHUEM CIIOEB,
IpU OTXKHUTrax B MHTepBase TeMmnepaTyp 373—573 K. [lns nonyyeHuss HAHOKOMIIO3UTa L1apooOpa3Hble HaHOYacTulibl Al,O3 co
cpenHuM nuameTpoM 50 HM BBOAMIIM MEXIY MPOKAThIBAEMBbIMU TIJIACTUHAMM TEXHUYECKH YMCTOTO aJIIOMUHUS € 1-TO 0 4-11 1IUK-
JIBI IPOKATKHU, a 5—10-¢ HUKJIbI IPOKAaTKU MPOBOAMIN 0€3 HaHOYACTUI. MeTOIOM NPOCBEeYMBaIOLIEH 3JIEKTPOHHONH MUKPOCKO-
MUY U3MEPEHBI CPEHUI pa3Mep dJIEMEHTOB 3€pPEHHO-CYy03epeHHON CTPYKTYPhI U UX CpeAHU I KOAI(PDULIMEHT HEpaBHOOCHOCTHU
B MCXOTHOM COCTOSTHUM U Tocsie oTxura mpu 473 K. [okazaHo, YT0O MUKPOTBEPIOCTh HAHOKOMITO3UTa Ha 5—13 % mpeBbIlaeT
COOTBETCTBYIOIIee 3HaYeHUe HV [jist aTloMMHUS BO BCEM UCCIeIOBAHHOM UHTepBaJie TeMIepaTyp oTxura. OCHOBHBIM (haKTo-
poM 60Jiee BBICOKOI MUKPOTBEPAOCTA HAHOKOMIIO3UTA CIIYXKUT JUCIIEPCHOE YIIPOUHEHUE 3a cyeT HaHouacTull Al,Os. I1pu 3TOM
BKJIaJ] CYOCTPYKTYPHOTO U 3€pHOIPAaHUYHOTO YIIPOUHEHUSI B 000UX MaTepualiax ONMHAKOBbIN. TepMuueckas cTabMIbHOCTb MUK-
POTBEPIOCTY HAHOKOMIIO3UTA JIMILb Ha ~25 K BbIllIe, YeM y aTIOMUHUS, YTO OOYCIOBJIEHO HEONHOPOJHBIM paclpeae]eHeM HaHO-
YaCTHIL B MATPULIE U MX MaJioil 00beMHOI noJieit. Takke UTpaeT poJib caMa 1o cebe BbICOKasi TepMUYecKasi CTabUJIbHOCTD yJIbTpa-
MEJIKO3EPHUCTOM CTPYKTYPhI, CHOPMUPOBAHHOM MyTEM MHOTOKPATHOM MPOKATKHU C COMPSI)KEHUEM CJI0EB, TI0 CPABHEHMIO C APY-
TMMU METOAaMM WHTEHCUBHOI MIacTU4ecKoil fedopMaliii. YCTaHOBJIEHO, 4YTO OOJBIIMHCTBO HaHOoUacTul Al,O3 ocTatoTcs Ha
IrpaHULIaX 36peH HAHOKOMIIO3UTa rocJie otxkura npu 473 K, moaToMy cioco6GHOCTb 3aKpensATh FpaHULly HaHoYacTulaMu Al,O3
B MICCJIENOBAHHEBIX YCIIOBUSIX COXpaHsIeTCs Mo KpaiiHei Mmepe 1o 473 K.

KoioueBble c10Ba: MHOIOKpaTHasl IpoKaTKa ¢ CONpsiKeHUEM CJI0eB, HAHOKOMITO3UT, MUKPOCTPYKTYpPa, MUKPOTBEPAOCTh, TEPMHU-
yeckasi CTabOuJIbHOCTb.

MBanoB K.B. — 1oKT. hus.-mar. HayK., Bell. Hay4. COTPYAHHUK JJabOpaTOPUU KOMMO3ULIMOHHBIX MaTepuanoB UOIIM CO PAH
(634055, . Tomck, mp-T AkageMudeckuii, 2/4). E-mail: ikv@ispms.tsc.ru.

I'naskoBa E.A. — kaHa. X¥M. HayK, CT. HAy4. COTPYAHUK JabopaTopru GU3NKOXMMUU BHICOKOMMCIIEPCHBIX MaTePHUAJIOB
HUODIIM CO PAH. E-mail: eagl@ispms.tsc.ru.

®opryna C.B. — kaH[. TeXH. HayK, CT. Hay4. COTPYAHUK JabopaTtopuu ¢usuku ynpouHeHus nosepxHoctu UOIIM CO PAH.
E-mail: s_fortuna@ispms.tsc.ru.

Kanamnukosa T.A. — nHXeHep Jab0paTOPUU KOHTPOJIS KauecTBa MaTeprasioB U KoHCcTpykiuit UDIIM CO PAH.
E-mail: gelombang@ispms.tsc.ru.

I ns uutuposanus: Heanoe K. B., [haskosa E.A., Popmyna C.B., Karawnukosa T.A. Tepmudeckasi CTaOUIbHOCTh CTPYKTYPhI U
MUKPOTBeprocTH HaHOKoMMo3uTa Al—0,05 06.% Al,0O3, MoNyuYeHHOr0 MHOTOKPATHOM MPOKATKOI C COMPSIKEHNEM CJIOEB.
H3e. 6y306. Lleem. memannypeus. 2019. No. 4. C. 48—56. DOI: dx.doi.org/10.17073/0021-3438-2019-4-48-56.

Ivanov K.V., Glazkova E.A., Fortuna S.V., Kalashnikova T.A.
Thermal stability of Al—0,05 vol.% Al,O; nanocomposite fabricated by accumulative roll bonding

The paper studies the microstructure and microhardness evolution of the Al—0,05vol.%nAl,03; nanocomposite (where nAl,0; are
alumina nanoparticles) and aluminum without nanoparticles fabricated by accumulative roll bonding as a result of annealing at 373—
573 K. Ball-shaped Al,O5; nanoparticles (average diameter of 50 nm) were introduced between the rolled sheets of commercially pure
aluminium during the first to fourth rolling cycles to obtain the nanocomposite. The fifth to tenth rolling cycles were carried out
without nanoparticles. The average size and aspect ratio of elements with grain-subgrain structures in the as-processed state and after
annealing at 473 K were measured using transmission electron microscopy. It is shown that the nanocomposite microhardness is
50—13 % higher than the respective HV value for aluminum at all studied annealing temperatures. The main factor of the higher
nanocomposite microhardness is dispersed hardening by Al,0; nanoparticles. The contribution of substructure and grain boundary
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hardening is the same for both materials. The thermal stability of nanocomposite microhardness is only ~25 K higher than that of
aluminum due to the heterogeneous distribution of nanoparticles in the matrix and their small volume fraction. An additional factor
is an inherently high thermal stability of an ultrafine-grained structure formed by accumulative roll bonding with respect to other
methods of severe plastic deformation. It was found that most of Al,O3 nanoparticles remain at nanocomposite grain boundaries after
annealing at 473 K, so Al,05 nanoparticles can fix the boundary up to at least 473 K under the studied conditions.
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Beenenue

KoMrmo3uiimonHble MaTepyuaabl ¢ METaJIMIYECKOR
MaTpHUIIeH MINPOKO MCIOIB3YIOTCSI B aBTOMOOMIIC- U
aBUACTPOCHUU, KOCMOHABTUKE, OOOPOHHOW IpO-
MBILILJICHHOCTH, 3JIGKTPOSHEPTeTUKE U DJIEKTPOTEX-
Huke [1—3]. B mocnenHee BpeMst HabmomaeTcs TEH-
JEHIIM S K CHUXKEHU IO pa3Mepa yacTULl Y POYHSIolIe i
¢a3pl BIJIOTH 10 HAHOYPOBHS B CBSI3M C OXXMIAaeMbIM
VIIYYIIICHUEM CBOMCTB M CHUXKEHHEM CTOMMOCTH TIPO-
M3BOACTBA KOMITO3UTOB [4—6]. KOMMO3MILIMOHHbBIE
MaTeprajbl ¢ YIIPOUYHEHWEM HaHOYAaCTULIAMU ITPUHSI-
TO Ha3bIBaTh «<HAHOKOMITO3UTaAMM» |7, 8].

Hapsiny ¢ TpaaMLIMOHHBIMU TEXHOJOTUSIMU (Op-
MUPOBaHUSI HAHOKOMIIO3UTOB METOZAMU MOPOIIKO-
BOI METaITyprud [9] m KpucTaaan3alnueil u3 pacrria-
Ba [10] B mocaeaHue roabl IIMPOKOE pacpocTpaHeH e
MONYyYUJT CIMOCOO0 MHTEHCHBHOM IJIAaCTUYECKOM Je-
¢dopMalmm, B YaCTHOCTH ITyTeM MHOTOKPATHOM ITPo-
KaTKu ¢ comnpsixkeHueM cjoeB [11, 12]. beuau monyue-
Hbl HAHOKOMIIO3UTHBI C MATPULIENA U3 AJIIOMUHUS U €T0
crasoB [13, 14], cramu [15, 16], MmarHueBoro cruiaBa
[17] u np. c ynpouHeHueM HaHo4yacTullamu Al,O5 [13],
TiO, [14] u SiC [16, 17]. BeL10 06HAPYXEHO, YTO BBEEC-
HHe HAHOYACTHUIl B METAJIMICCKYIO MaTPUILy YBEIIH-
YUBAET MPOYHOCTh, TBEPAOCTb, COITPOTUBICHUE U3HO-
Cy U IeMI(pUpPYyIoLIYIO CITOCOOHOCTH MaTepuala [8].

M3BecTHO, 4TO HU3Kas TepMHYecKas CTaOWIb-
HOCTbh YJIbTPAMEJIKO3EPHUCTONU CTPYKTYPHI SBISECTCS
OIHOM 13 OCHOBHBIX IPOOJIEM, IPENITCTBYIOIIUX LK~
pPOKOMY TIPUMEHEHUIO MaTepHaioB, C(hOpMUPOBAH-
HBIX METOaMU WHTEHCUBHON IJIacTU4YeCKOW Aedop-
Maluu. MoXHO 0XMIaTh, YTO HaJM4YKME HAHOYACTUIL
B YJABTPaMEJIKO3EpHUCTON METaJIINICCKON MaTpHIIe

OyIeT yBeJIMYMBaTh CONPOTUBIECHNE peKpUCTAIN3a-
UM W3-3a 3aKpeIlJICHU S TpaHUIl 3¢peH. e iCTBUTEIb-
HO, B paboTte [18] ObLJIO MOKa3aHO, YTO TeMIlepaTypa
HayaJla pPeKpUCTaIIM3allMi B YJIbTpaMeIKO3EpHU-
ctoM kommnosute Cu—Al,O;, mogBEpPrHyTOM Kpyuye-
HUIO C OMHOBPEMEHHBIM NPUJIOKEHUEM TaBIICHUS, Ha
200 K mpeBbIIIaeT COOTBETCTBYIOLIYIO TeMIIEpaTypy
Meau 0e3 HaHOYACTUII IOCJie aHAJOTMYHOM 00padboT-
k1. OgHAKO ITaHHBIE O TEPMUUECKON CTAOMIIBHOCTH
HAHOKOMIIO3UTOB, IIOJYYEHHBIX CIIOCOOOM MHOIO-
KpaTHOM MPOKATKHU C COIPSIKEHUEM CJIOEB, B JIUTEpa-
TYp€ OTCYTCTBYIOT.

B cBs3u ¢ aTUM B paboTe OblJIa MOocTaBJIcHa 3aJa-
Ya MCCIeAOBaTh TEPMHUYCCKYIO CTaOMIBHOCTH YiIb-
TPaMEeJIKO3epHHUCTOM CTPYKTYPHI M1 MUKPOTBEPIOCTH
HaHokommo3uta Al—nAl,O5 (roe nAl,O; — HaHOUac-
TUIBl OKCHIA aJIIOMUHMHS), ITOJYYEHHOTO METOIOM
MHOTOKPATHOM MPOKATKU C COIPSIKEHWEM CJIOEB, B
CPaBHEHUM C aJIIOMUHUEM 0€3 HAaHOYACTHII.

MaTepnam,I N METOAHUKA IKCIEPUMEHTA

B kayecTBe MCXOOHBIX MaTepUajOB [JIsl IOJyde-
HUS HAHOKOMIIO3UTA WCITOTb30BaIM TEXHUYECKU UWC-
THII aJTIOMUHUI 1 HAHOYACTUILIBI OKCUIA aTIOMUHUS
(nAl,05). CocTaB Al-marepuana, onpeaeaeHHbI Me-
TOIOM PEHTTE€HOBCKOTO BOJIHOBOTO MUKpOaHaIn3a,
OB CIAELYIOIINM, Mac.%:

Al e 99,4
) TSR 0,3
| LT 0,2
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ITnactTunbl amoMmuHug pazMepoM 250x40x1 MM
nepen nmpokaTkoit orxkuraau npu 593 K B reueHue 2 4.
HaHouacTHIIBI OKcHIA aJTIOMWHHUS IIapooOpa3Hoit
(opmbI mostyyanu B Jabopatopu GU3MKOXUMUU BbI-
cokoaucnepcHbix MaTepuanos UOIIM CO PAH me-
TOIOM 3JIEKTPUYECKOTO B3pPBIBA IIPOBOJIOKM B CMECH
aproHa v kuciopoga B cooTHoineHuu 4:1 [19]. Co-
raacHo TNpsaMbIM u3MepeHusaM 3000 HaHoyacTHI C
ITOMOIIBIO ITPOCBEYNBAIONIETO 3JIEKTPOHHOTO MUKPO-
CKOITa, X CpeAHU I nuamMeTp cocTaBsia SO HM.

s MHOTOKpaTHOM IIPOKAaTKU MCIIOJbh30BaIU
JlabopaTopHBIl TpOKaTHBIM ctaH BOM-3 ¢ ycunu-
eM 5 T. luameTp BajkoB cocTaBsa 80 MM, CKOPOCTb
npokatku — 0,1 m/c. Ilepen mpokaTKoit MOBEPXHOCTH
IUIACTUH IIPOMBIBAJIM alleTOHOM, 3aTeM ITOABepTaIu
TOBEPXHOCTHOM 00pabOTKe METaIIMYECKON IETKOM.
HeobxonuMmoe KoJMYeCTBO HAHOYACTUII HAHOCHJIU
Ha TOBEPXHOCTH IIJIACTUH U3 CYCIICH3WU B alleTOHE.
[Mocne mosHOTO MCIapeHMs alleToOHa TJIACTUHBI TTOJI-
BeprajM 4YUCTKEe B ILIa3Me aproHa, (GopmMupoBaiu
IMaKeT, CKPEeIJIsJIM Ha KOHIIAX TOHKOM IPOBOJIOKOIA,
BbIAEpKUBanK npu temneparype 423 K (0,457, roe
T,, — TeMmmepaTypa IJaBJeHUS aJIOMUHUA) B Te-
YyeHUe 5 MMH M HEMeIJIEHHO IpokaThiBaau Ha 50 %.
Tak Kak mocJje KaXa0i mMpoKaTKu oAb COMpsira-
IOIIMXCS TIOBEPXHOCTEH Bo3pacTaeT B 2 pa3a, Ha Ka-
KIOM TIOCIEOYIOIIeM IIMKJIE IMTPOKATKU KOJMYECTBO
HAaHOCUMBIX HAHOYACTUI[ YMEHbIIagu B 2 pa3a. [Ipu
nepBoii npokaTtke BBoauan 0,026 06.% nAl,0; — 310
MaKCHMaJbHOE KOJHMYECTBO, KOTOPOE MOXET OBITh
BHECEHO Ipu cTeneHu aedopmanuu 50 %, Tak Kak
MPU MPEBHIIIEHUU 3TONW KOHILIEHTPALIMU ITPOUCXOAUT
paccioeHue BIOJb ITOBEPXHOCTH CoOIpsiKeHHMs. Ha
2-M, 3-M ¥ 4-M LUMKJIaX TIpoKaTKu BBoauJoch 0,014,
0,007 1 0,003 06.% nAl,0O5 cooTBeTcTBeHHO. CyMMap-
HO 661710 BHeceHOo 0,05 00.% nanouyactuu. Ciaeaymoliue
6 LIMKJIOB Tpoliecca OCYIIeCTBIISIN ITPU KOMHATHOMN
temnepatrype (0,317;,) 6e3 nobaBaeHUsI HAHOYACTULL
U 6e3 1aa3MeHHO# YucTKu. Becero marepualt ObLI Ipo-
karaH 10 pa3, HaKoIJIeHHasl CTENeHb SKBUBaJEHTHON
necdopmainmu coctaBuia 8,0. B 1ensx cpaBHeHUS T10
IIPUBEACHHON Mpolleaype ObLIa IOJydeHa 3ar0OTOBKA
Marepuaja 6e3 BBeACHW S HAHOYACTHUII.

YacTh 00pa3loB OTXMUTAlU B MHTEpBaje TEMIIe-
paryp 373—573 K Ha Bo3myxe B TeueHue 2 4. MUK-
POCTPYKTYpPY MCCJIEIOBaJM B LIEHTPE ITOJOCHI B TIPO-
JIOJIbHOM BE€PTUKAJILHOM CEYEHUM METOIOM IIPOCBEe-
YHMBAIOIIEH 3JIEKTPOHHON MUKpocKomuu. Poirbru ro-
TOBMJIM METOJOM MOHHOTO YTOHEHWs Ha yCTaHOBKE
EM-09100IS ¢upmbl «Jeol» mpu yckopsionieM Hampsi-
XxeHunn 6 KB 1 yrie mageHust monHoro nydka 4°. Ceer-

JIO- U TEMHOMOJIbHBIE M300paXeHUsI MHUKPOCTPYK-
TYpbl TOJIy4aJd C MCIIOJb30BAHUEM MMKPOCKOIa
JEM-2100 ipu yckopstomem HanpsiskeHuu 200 kB.

B kxadecTBe CTPYKTYypHON XapaKTepUCTUKU UC-
MOJIb30BAIM BJIEMEHT 3€peHHO-Cy03epeHHON CTPYK-
TYpHI, BH3YyaJIM3UPYEMBII Ha TEMHOIIOJBHOM U30-
OpaxeHuu. Ero pazmep paccuuThIBajiCcs NporpaMMon
o0paboTku wu3obpaxenuit iTEM kak cpemHee us
360 nraMeTpoB, IPOBEAECHHbBIX Yepe3 LEHTP Macc dJie-
MEHTa C YIJIOBBIM UHTepBajioM B 1°. C moMouIbio 3TOM
XKe TporpaMMBbl omnpelnesaan Ko3(h(UIUEHT HepaB-
HOOCHOCTY KaK OTHOIIEHHE OOJBIION OCH 3JIIMIICA,
OIMCaHHOI0 BOKPYT 3JIeMEHTa 36 PEHHO-Cy03epeHHOU
CTPYKTYPBHI, K MaJIOil OCU. DIEeMEHT CTPYKTYPhI BBIIC-
JISLTW BPYYHYIO.

BHecenHble HaHouacTuupl Al,O; U BTOPUYHBIE
BBIACJICHUS] B aJIOMUHUM HMEIOT Pa3IUYHBINA 3J1e-
MCHTHBI COCTaB, ITOATOMY HACHTHU(PUKamuio da3s
MIPH 3I€KTPOHHO-MUKPOCKOTTMYECKOM MCCIIeIOBAaHU N
Ha IIPOCBET MPOBOAMIN Ha OCHOBAaHMM Ka4yeCTBEHHO-
IO 3JIEMEHTHOI'O cocTaBa (pa3bl, KOTOPHIN OIIEHUBAIHN
METOIOM MUKPOPEHTI€HOCIEKTPaJIbHOIO (9HEPro-
IUCIIEPCUOHHOI0) aHaJin3a C MCIIOJb30BAHMEM JIE-
TekTopa X-Max 1 nmporpammHoro nakera Inca ¢pupmsl
«Oxford Instruments». BbisiBieHHOEe Hajluuyue MUKOB
menu (8,04 xoB) u yrimepoma oOyclIOBIIEHO WHCTPY-
MEHTaJIbHOI 0COOEHHOCTBIO CUCTEMEI, ITIO3TOMY UX U3
PacCMOTPEHU S UCKITIOUUIIHU.

MukpoTBepIocTh MaTepuaia 1o Metrony Bukkepca
(HV) mamepstiu Ha rIpubope Duramin-5 mpu Harpys-
ke Ha nHaeHTop 0,25 H B reuenue 15 c. Ing kaxaoro
oOpasua usmepsiyiu 10 oTrieyaTkoB, MOAYYEHHBIX B Ce-
pearHe IIPOI0IbHOTO BEPTUKAJBHOIO CEUYCHUSI, 3aTEM
paccYUTHIBAJIU cpenHee apuMeTUIECKOE 3HAUCHUE U
CTaHIapTHOE OTKJIOHEHMUE.

Pe3yabTaThl 3KCIIEPUMEHTA
1 UX 00CYyXKeHHne

Ha puc. 1 npuBeaeHbl 3aBUCUMOCTH MUKPOTBEP-
JIOCTH OT TeMIIePaTyphbl OTXKUTa, MOJyUYeHHbIE AJ151 Ha-
HokoMmno3uTa Al—nAl,O; u anomuHus 6e3 106aBoK.
Buano, uto B mepBoM ciiydae BeauuuHa HV Bbliie BO
BCEM MHTEpBaje MCCAEeAOBAaHHBIX TEMIIEPATyp OTXMU-
ra. MakcuMaJibHOe pa3anyve MUKPOTBEPAOCTH Ha-
HOKOMITO3UTA U aTIOMUHU S

8 = (HV1—na1,0; — HVAD/HVA1_nA1L04

WMeeT MeCTO B oOpaslax 0e3 OTXura W Tocjie He-
ro B uHtepBaie T,., = 423+473 K (puc. 2). Iloc-

Je TepmoobpaboTku npu Ty, < 373 K Ha obeux 3aBu-
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HV, T'Tla

0,65
0,60
0,55-
0,50-
0,45-

0,404

0,35-

0,30 ; . ; ; ; ;
273 323 373 423 473 523 T,.K

Puc. 1. 3aBucumoctsb MUKPOTBEPAOCTU HAHOKOMIIO3UTA

U aJIIOMUHUS O€e3 HaHOYaCTUILL

OT TeMIepaTyphbl IPeJBapUTEIbHOI'O OTKHUTa

5, %
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Puc. 2. 3aBUcMMOCTb MapameTpa d, XapaKTepU3YOIEro

pa3HUIlY 3HAYeHU A MUKPOTBEPAOCTH MaTepHaJioB,
OT TeMIIepaTyphbl OTXKUTA

CHUMOCTSIX MUKPOTBEPAOCTH HAOMIOHAETCSI e€e POCT,
anpu T, > 373 K oHa cHuxaercsa (cM. puc. 1). Ha
KPHMBOi#1, COOTBETCTBYIOIIEHH HAaHOKOMIIO3UTY, Ha0-
JTIOAIOTCS CTYNEHBKM (Ha puc. 1 yKa3aHBI CTpeJIKa-
MU), B TO BpeMsl KaK s aJIlOMUHMS OHa MOHOTOH-
Hasg. Takke u3 puc. 1 ciegyeT, 9To pe3Koe MaIcHUE
HV naHokommno3uTta (110 CpaBHEHUIO ¢ HEOTOX KEH-
HbIM 00pas3lioM) HMMEeT MECTO IIocJie OTXKUra IIpu
TeMriepatype 448 K, B To BpeMd Kak AJISI aTlOMU-
Hus — npu 423 K.

Takum ob6pa3om, TepMuUecKasi CTaOUIbHOCTb MU-
KPOTBEpIOCTH HaHOKOMIIO3UTa Ha ~25 K BrIe, uem
aTIOMHUHUSA. DTO cylIecTBeHHO HUXe 3HaueHus 200 K,
nosyyeHHoro B HaHokomno3sutre Cu—Al,O;, nmonsep-
THYTOM WHTEHCHBHOHM ILIACTHMYECKOUW AedopMaiimmu

Kpy4YeHUEM C OMHOBPEMEHHBIM ITPUJIOXKEHUEM JaBJIe-
Hus [18]. OcobeHHocThio HaHOKOMMO3UTa Al—nAl,Os
SIBJISIETCSI OOJIBIIIeE CTAHIAPTHOE OTKJIOHEHUE MUKPO-
TBEPAOCTH IO CPaBHECHUIO C aJJIOMUHUEM 0e3 HaHOYa-
CTUII I OOJIBIIMHCTBA MCCIEIOBAaHHBIX TEMIIEpaTyp
OTXXUTA.

HccnenoBaHNUST METOIOM IPOCBEUMBAIOIICH 3JIEKT-
POHHOM MUKPOCKOIIMU 0Opa3lioB HAHOKOMIIO3UTA U
aJtoMUHUs 6e3 106aBoK nAl,O; B UCXOOHOM COCTO-
ssHUM (0e3 OTXKMIa) MoKaszajJu HajJludyue B MaTpuliax
000MX MaTepuaioB BTOPUYHBIX (pa3 B BUIE YaCTUII
pa3MepoM HECKOJIBKO HAaHOMETPOB, COMEPKAIINX T10-
MUMO aJTIOMHUHUS XKeJIe30 NN OTHOBPEMEHHO KeJe30
u KpeMHuii (puc. 3, 6, ). CornacHo ¢a30Boit nuarpamM-
Me Al—Fe BeigeneHust 6¢3 Si COOTBETCTBYIOT MHTEP-
MetayiunHoi daze FeAl;, a xpemHuiicomepxauniue
MOTYT MpPEeACTaBISITh AOCTATOYHO IIMPOKUI HaOOpP
¢da3 KaKk ¢ HaTuduMeM aJIlOMUHUS, TaK 1 6e3 Hero [20].
BropuuHsbix dha3 ¢ comepxkaHueM KpeMHU S 0e3 xeie3a
He obHapykeHo. BeposiTHO, B pe3ynbTare MHTEHCHUB-
HOM TIIacTh4ecKoi medopManny KpeMHUI, HE CBSI-
3aHHBIN C 3KeJIe30M, TTOJTHOCTBIO TTIEPEXOINT B TBEPA I
pacTBOp, B TO BpeMsl KaK KeJie30 COCPENOTOYEHO B
WHTePMETAJIMIHBIX (pa3ax. DHeprogucepCUOHHBIN
CIEKTp MaTPUIIEI IPUBEICH Ha pHUC. 3, 2.

B pesynbrate 10 mpokaToK B HAHOKOMITO3UTE U aJT10-
MUWHNM 0e3 106aBOK HAaHOYACTHIT DOPMUPYETCS YIBTpa-
MEJIKO3epHUCTAS CTPYKTYpa ¢ HeOOJBIION IIJIOTHOCTHIO
JMUCJIOKAIINI, YTO CBUIAETEIbCTBYET O MPOTEKAHUHU B XO-
IIe TIpollecca TMHAMMYCCKOM PEKPUCTAJIM3AIINU (CM.
puc. 3, a, 6). KonuyecTBeHHbIE XapaKTEPUCTUKU MU-
KPOCTPYKTYPHI TIpeAcTaBieHbI B Tabaule. HanoyacTu-
ubl Al,O3; B HAHOKOMIIO3UTE PACIIOIOXKEHBI Ha MOBEPX-
HOCTSIX paszelia, pacCTOSHUE MEXIy HUMHU COCTaBJISIET
HECKOJIbKO IECSThIX T0JIe MUKPOMETpa.

Ha puc. 4 npencTaBieHbB MUKPOCTPYKTYPHI 00pas-
IIOB HAHOKOMTIIO3MTA W AJIOMUHHSA 0e3 HaHOYACTHI]
nocje oTxura npu temmnepatype 473 K u sHeproauc-
MIePCUOHHBIC CIIEKTPHI OT 00JIacTeil ¢ BHECEHHBIMU U
BBIICIMBINUMHUCST HaHOYacTUaMU. CTPYKTypa MaTe-
pUaioB OCTaeTCs YAbTPAMEIKO3EPHUCTOM (CM. TabIu-
1Iy), IpUYEeM €€ KOJMUYCCTBEHHBIC XapaKTepUCTUKH
sl 000MX 00pa3loB CTAHOBSITCS CXOXUMU. B 601b-
LIMHCTBE cily4aeB HaHodacTuubl Al,O; ocratlorcs Ha
MMOBEPXHOCTSAX paszeia, YTO MOATBEPXKIAACTCSI KapTH-
HOU TIpM HaKJIOHe 00paslia B KOJOHHE 3JIEKTPOHHOTO
MUKPOCKOTIA.

Kak B HaHOKOMIIO3MTE, TaK U B aJIOMHUHUU 0e3
nAl,O; 06HapyXeHO BblJeJIeHUEe HAHOYACTULl BTOPUY-
Hoit pa3sl pazmepoM ~20 HM. C UCcronb30BaHUEM MUK~
POPEHTIEHOCTIEKTPAIBHOTO aHaIl3a OBIJIO OTpeaee-
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Puc. 3. MUKpoCTpyKTYpbl HAHOKOMITIO3UTa (@) ¥ aTIOMUHUS 03 100aBOK (6), He MOABEPrHYTHIX OTXKUTY, U TUTTUYHBIC
SHEPreTUYECKUE CIIEKTPHI, MOJYUYECHHBIE OT BbIACIICHU (6) U MaTPUIIHI (2)

YepHble CTpeIKM MOKA3bIBAIOT HAHOYACTULIbI AlyO3, Gesble — YaCTULbI BbIIEIEHUIA

HO, YTO 3TO HAHOYACTUIIBI KpeMHUs (puc. 4, ). OHN
OTJIMYAIOTCSA OT BBEACHHBIX IPM NMPOKATKe HaHOYA-
ctull Al,O3; HenpaBUJIbHOU (GOPMOIA M MEHBILIUM Pa3-
MEpPOM, TIO3TOMY Ha 3JIEKTPOHHO-MUKPOCKOTTMISCKUX
n300paXeHUsIX WX JIerko WUACHTU(GUUMPOBATH (Ha
puc. 4 oHM ToKa3aHbl OeNbIMU cTpeikaMu). HaHouac-
TUIBI KPEMHU S PacIoiaraloTcs BIOJb TPaHUII 3ePEH,
OPUEHTUPOBAHHBIX MapaJsjie IbHO HallpaBJIEHUTO ITPO-
KaTKH1. BOJbIIMHCTBO U3 3TUX IpaHUIL 00pPa30BaoCh
W3 IIOBEPXHOCTEH COMPSIKEHUS IJIACTUH IIPH ITPOKAaT-
ke. Kpome Toro, Ha HUX UMEET MECTO TOBBILIEHHAs
KOHIIEHTpaIMsI IPUMECHBIX 2JIEMEHTOB, TJIaBHBIM 00-
pa3oM KHMCIIOpOoaa, TaK KaK Ha IMOBEPXHOCTU aJIIOMU-
HU S BCErna MpUCYyTCTBYET OKCUIHAs TJIEHKA.
[loBeIllIeHHOE cofepKaHUEe NpUMeceil Ha T'paHU-
ax MOXET CHIYXUTb IIEHTPaMH 3apOXICHUS BTO-
puuHO# (a3pl. BeimeneHue KpeMHUSI COOTBETCTBYET
JuarpamMmMe COCTOSTHUS cucTeMbl Al—Si mpu KoHIIEeH-
tpauuu 0,3 Mmac.% Si. OueBUIHO, YTO BbIACIUBILINECS
HaHOYACTUIIBl KPEMHUS 3aKPETUISTIOT TPAHUIIBI 3epeH
1 YBEJIMUYMBAIOT CONPOTUBJICHUE PEKPUCTAJIM3AIINU
MmaTepuaja. PacrpeneiieHne u pa3mep Xele30Coaep-

XKaIIUX HHTEPMETAJJIMIHBIX YaCTUIl B pe3yabTaTe OT-
KUTa He U3MEHSIOTCS.

ITocne orxura nmpu 573 K B HaHOKOMIIO3UTE U
ATIOMUHUH 0e3 100aBOK IIPONMCXOMUT PEKPUCTATIIIH-
3allusi, pa3Mep 3epHa B OCHOBHOM 00beMe MaTepualia
BO3pacTaeT 10 HECKOJBbKUX IECITKOB MUKPOMETPOB.
Hanouactuuel Al,O; okasblBaloTCsl B Tejle 3€peH, a
HAHOYACTUIILI KPEMHUST KOATyIUPYIOT, KX YHUCIIO PE3-
KO yMEHbIIIaeTcs, a pa3Mep YBEIUYMBAETCs BILJIOTh
o cyOMuKpoHHoro (puc. 5). Ilpu 3ToM MX BKJaa B
YIIPOYHEHNE 3HAYUTETHHO CHUKAETCS.

[lonyyeHHbIe TaHHBIE 00 3BOJIOLIUU CTPYKTYPHI
HAHOKOMIIO3WUTA W AJIIOMUHUS B pe3yJIbTaTe OTXKUTOB
MO3BOJISIIOT MPOAHAJIU3UPOBATh COOTBETCTBYIOIIEE
U3MEHEHUe MUKPOTBepIocTU. be3 orxxura Be1uurnHa
HYV nanoxkommnosuta Ha 60 MIla mpeBbIlIaer coort-
BETCTBYIOIlee 3HAUCHUE A aJJIOMUHUS. YKa3aHHOE
pa3anyue MOXET OBITh OOYCJIOBIEHO IMCHEPCHBIM
YIIPOYHEHUEM U3-3a Hanuuus HaHouactul Al,Os, cy0-
CTPYKTYPHEIM YIPOYHEHUEM M3-3a PAa3JIMYHON IIOT-
HOCTHM AMCJIOKAIIM 1 60Jiee MEJIKMM pa3MepoM 3epHa.
J1s1 BRISICHEHUST BKJIaJda KaXXIoTo M3 3TUX (PaKTOPOB
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Puc. 4. MukpocTpyKTypbl HAHOKOMIIO3MTA (@) ¥ aTtoMuHus (6) mocie otxkura npu 473 K u sHepreTmyeckue CieKTphI,

MoJIy4eHHble OT HaHOYacTUL KpeMHUA (6) 1 Al,O5 (2)

YepHble CTpeIKM yKa3bIBaloT HaHOYacTULIBI Al,O3, Gelble — HAHOYAaCTULIBI KPEMHUS

CpaBHUM MHKPOTBEpHOCTh HAHOKOMIIO3UTA U ajlio-
MUHUS nociie oTxkura npu 473 K, korma pasmep aJie-
MEHTOB 3€pPEHHO-CYO03EpEHHON CTPYKTYphl B 00OMX
MaTepHajaX CTAHOBUTCS OMMHAKOBBIM (CM. TaOJIHIIY).
B aTOM ciiyvae pa3ianune MUKPOTBEPIOCTH COCTABIISI-
eT 54 MIla, mpuyeM BKJIag JUCTIEPCHOTO U AUCIIEPCU-
OHHOTO YIIPOYHEHMS B 00IIce YIPOUYHEHUE OCTACTCSI
OIWHAKOBBLIM JIJIT HAHOKOMITO3UTA U aJTIOMUHHUS, TaK
Kak pacrnpeneyieHue HaHoyacTul Al,O; B HaHOKOM-
MO3WTEe HEe N3MEHWJIOCH, a BBIIEJICHNEe HaHOYaCTHIIL Si
ITPOM3OIILJIO B 000MX MaTepuraiax.

Takum o6pa3om, BKJaa CYyOCTPYKTYPHOTO U 3€PHO-
TPAaHWUYHOTO YIIPOYHEHUS B YBEJINICHNE MUKPOTBEP-
JIOCTA HAHOKOMIIO3WTA 110 CPAaBHEHMIO C aTIOMUHUEM
MOXeT cocTaBisiThb ~6 MIla, 4TO HaxOmUTCS HUXKE
TOYHOCTH U3MepeHn HV, mo3TOMY BKJIaIOM yKa3aH-
HEIX ()aKTOPOB B YIIPOYHEHNE MOKXHO IIPEHEOPEYb.

IMocne otxkura npu 373 K B HaHOKOMMO3UTE U
aJIOMUHUU MUKPOTBEPAOCTb Bo3pacTaet Ha 4 u 10 %
COOTBETCTBeHHO. Ha oCHOBaHWMYM pe3yJbTaTOB CTPYK-
TYPHBIX MCCJAEAOBAaHMN MOXHO 3aKJIIOYUTh, YTO OC-
HOBHOM IIPUYMHOM TTOBBIIICHUS H V' B 3TOM city4ae siB-

JIIeTCA BBIICIICHNEe HAHOYACTUIL Si Ha TpaHUIIaX 3epeH
obounx MaTepuaioB. JJOMOJTHUTEJIbHBIM BO3MOXHBIM
¢dakTOpOoM 0OJbIIEr0 YBEIUUYEHUS MUKPOTBEPAOCTU
B aJIOMUHUK 0e3 HAHOYACTHII II0 CPaBHEHUIO C Ha-
HOKOMITIO3UTOM SIBJISIETCS TepepacrpeneieHrne IKcC-
JIOKAIIM, TNIOTHOCTDH KOTOPBIX, KaK OBbIJIO MOKa3aHo B
pa6ote [21], B mepBOM ciryuae BheIIe. IJIsT aTlOMUIHUS,
MOJIYYEeHHOr0 MHOTOKPATHON MPOKATKOM C compsixke-
HHEM CJIO€B, POCT MUKPOTBEPAOCTU MPU HUZKOTEM-
mepaTypHOM OTXHUTE paHee OBLI OOHApYXKeH aBTOpa-
mu [22].

Kak OblJIO MMOKa3aHO BHINIE, TepMHUYecKasl CTa-
OMJIBHOCThP MUKPOTBEPIOCTH KOMIIO3WTA JIUIIH HE-
MHoro (~25 K) Oonblie, yem y ajdoMuHus. B To xe
BpeMsl B JIUTepaType MU3BeCTeH 3(P(PeKT 3HAYUTEIb-
HOTO YBEJIMUYCHUS TEPMHUICCKOM CTAOMIBHOCTU MeXa-
HMYECKMX CBOMCTB, HalIpUMep, JJiI HAHOKOMITO3UTa
Cu—AIl, 03, 1o1y4yeHHOro KpyYeHUEM C OTHOBPEMEH-
HBIM TTPUJIOKEHUEM AaBJIeHUd, OH cocTaBiseT ~200 K
[18]. B antoMUHUM, U3TOTOBJIEHHOM METOAOM IMOPOIII-
KOBOI METaJIJIypruu U coaepxKalieM Ha IpaHuIIaX 3e-
peH HaHouacTulbl Al,O;, pasMep 3epHa COXpaHSET-
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Pasmep BoiOOpKH (1V), cpeanne 3HaueHus pasmepa (d) u KodpduuueHTa HepaBHOOCHOCTH (k)
3JIeMEHTa 3ePeHHO-CY03epeHHOi CTPYKTYpPbl, MUKPOTBepAOCTb (V) HAHOKOMIIO3UTA M ATIOMUHHUS

ITokasarennb | Al—-nAl,0O; | Al
Ty K - 473 — 473
N 99 174 103 116
d, MKM 0,9£0,5 1,8%0,8 1,6+1,1 1,8%0,9
k 2,5%0,9 2,0+0,6 3,517 2,0+0,7
HV, I'Tla 0,55+0,04 0,47£0,05 0,49£0,01 0,42+0,02

Puc. 5. MUKpOCTPYKTYpa HAaHOKOMITO3UTA IIOCJIE OTKMIa
npu 573 K

YepHble cTpeIKU MoKa3bIBaoT HaHodacTulbl Al,O3,
GeJible — rpyOble YaCTUIIbI KPEMHMS

¢S BILUIOTH 110 TeMmepaTypsl oTxxura 873 K B TeueHUe
244 [9].

Cnaboe BausgHue HaHoyacTul Al,O3; Ha TepMuye-
CKYIO CTaOMJIBHOCTDh MUKPOTBEPIOCTH MCCIeI0OBAHHO-
ro B HacTOs1IE paboTe HAHOKOMITO3UTA MOXKET ObITh
00YCJIOBJICHO ABYMsI NMPUYMHAMM: OTHOW U3 HUX SIB-
JS10TCS Masiast 00beMHast 1oas HaHodyacTtull Al,Os u
WX HEOAHOPOAHOE paclpeleyeHue B MaTepuale ¢ Jio-
Kajau3alMeil Ha TpaHMIIaX 3epeH; BTopasi — MOXeT 3a-
KJTIOYAThCS B MCIIOJIB3YEMOI TEXHOJOTUH TTOTYICHUS
MmaTepuana. TepMuyeckas CTaOMIJIbHOCTh aJIOMUHUS,
MOJIyYEHHOTO METOAOM MHOIOKPAaTHOM IIPOKATKHU C
COIIPSIXKEHMEM CJIOEB, caMa 10 cebe MOKET OBITh ITOBBI-
IIEHHOU MO CPaBHEHUIO C aJlOMUHUEM, Ne(HOpMUPO-
BaHHBIM APYTUMU cllocob6aMu, TaK KaK B TIEPBOM CIIY-
yae BHYTPb MaTepuaja BHOCUTCS OKCHJ aJIIOMUHUS,
BCeraa HaXOASIIUICS Ha MOBEPXHOCTU COMPSIraeMbIX
MJIACTUH. YKa3aHHbBIE IIPUMECU MOTYT OKa3bIBaTbh CO-
MIPOTUBJICHNE MUTPAIINU TPAHUII 3€PEH, a TAKXKe CIIy-

KUTh IEHTPaMU BEIICICHUS BTOPUIHBIX (pa3 U3 dire-
MEHTOB, MPUCYTCTBYIOLIMX B MeTaJllax TeXHUYEeCKOM
YyUCTOTHI. B MccaenoBanHOM 00Opasiie aJlloOMUHUSA 00-
HapyKEHEI BBIICICHNS HAHOYACTUI] KPEeMHUSI.

SApkuM mprMepoM BBICOKOW TEepMUYECKOU cTa-
OMJIBHOCTM MaTepualia, IMOJBEPrHYTOr0 MHOIOKpaT-
HO# IIPOKATKEe C COIPSIXKEHHEM CIIO€B, MOXET OBITh
CTaOMJIBHOCTb CTPYKTYPBI Meau BIUIoTh a0 0,85 7, B
HaHojamuHaTte Cu—Nb [23].

Bénpmryio BeTMYMHY CTAaHIAPTHOTO OTKJIOHCHUS
BEJUUYUHBI MUKPOTBEPAOCTM HAHOKOMIIO3UTa IIO
CPaBHEHUIO C aJIIOMUHUEM MOXHO OOBSICHUTDH HEOMI-
HOPOIHOCTBIO pacnpeneneHust HaHoyacTul Al,O; He
TOJILKO B HampaBJ€eHW U, HOPMaJIbHOM HampaBJeHUIO
MMPOKAaTKM, HO U B HAIIpaBJICHUU NPOKaTKU. B ciyyae
rmonagaHus OTIeYaTKa MHACHTOpPA B 00JIaCTh C BBICO-
KO KOHIIEHTpallell HaHOYacTHUIl HabJoaaeTcs Mo-
BhILIEHHOE 3HaueHue HV, B MpOTUBHOM cjliydyae OHO
OyaeT O1M3KO K MUKPOTBEPAOCTH ajlloMmuHus. B cpen-
HeM MUKPOTBEPAOCTh HAHOKOMIIO3UTA OKa3bIBaeTCs
BBIIIIE, YeM YHUCTOTO aJIIOMUHMUS.

BriBoabI

1. MuUKpOTBepAOCTh HAHOKOMIIO3UTA cocTaBa Al—
0,0506.%nA1,05, NOTy4YEeHHOr0 METOIOM MHOTOKpaT-
HO IIPOKATKM C COIPSIXKEHUEM cJioeB, Ha 5—13 % mnipe-
BBIIIIAET COOTBETCTBYIOIIYIO BEIMYMHY aJTIOMUHUS,
He cozepxauero HaHoyactuuel Al,O;, Bo BceM HcC-
cJIeIOBaHHOM MHTEpBaje TeMIepaTyp NpeaBapuTeib-
Horo otrxwura (373—573 K). OcHOBHBIM (aKTOpOM,
obecrneynBalOIMM 00Jjiee BICOKYI0 MUKPOTBEPIOCTh
HAHOKOMIIO3UTA, ABJISETCH NUCIIEPCHOE YIIPOUHEHUE
HaHoyacTuuamu Al,Oz. DakTopsl CyOCTPYKTYPHOrO,
3ePHOTPAHUYHOTO M IHMCIIEPCUOHHOTO YIPOYHEHUS
M3-3a BBIIEJEHUS BTOPUYHBIX HAHOYACTULL KPEMHUS
BHOCSIT OMHAKOBbIM BKJIad B BeIU4YMHy HV B 06oux
HCCIIeNOBaHHBIX MaTepualax.

2. TepMuyeckass CTaOUIBHOCTh MUKPOTBEPAOCTU
HAHOKOMITIO3UTa He3HauuTelbHO (Ha ~25 K) mpeBbI-
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IIIaeT COOTBETCTBYIOLIM A ITOKA3aTeNb IJI51 aTIOMUHUS.
OTcyTCcTBUE 3HAUYUTENbHOro 3¢@deKTa yBeIUYEeHUS
TEPMHUYCCKON CTAOMIIBHOCTH B pe3yJbTaTe BBEACHUS
HaHouyacTtul, Al,O; cBsI3aHO C UX Majoi O0OBEMHON
JIOJIEN, HEOOAHOPOIHBIM PACIIPEICICHUEM U BBICOKOM
caMoli o cebe TepMUIECKOi CTaOMIBHOCTBIO CTPYK-
TYPHI M CBOMCTB YJIBTPaMEJIKO3EePHUCTHIX MaTepUaioB
Ha OCHOBE aJIOMUHUS, MOJYYEHHBIX MHOTOKPATHOM
IIPOKATKOM C COIPSIKEHNEM CJIOEB.

3. INocne otxura npu Temneparype 473 K HaHoua-
ctuubl Al,O; HaxonATCA B rpPaHMLIAX 36pEH HAHOKOM-
MMO3MTa, TOATOMY CIIOCOOHOCTD 3aKPEIISITh UMU T'pa-
HUILY COXpaHsieTcs Mo KpaiiHeit Mepe 10 473 K.
Hccrenoarnme BbIIIOJHEHO ITPHU (PHHAHCOBOH MOIIEPXKE

PODU n Anmuancrpannn ToMckorii 001acTH
B paMKax HayYHoro mpoexkta No16-43-700440.

CTpyKTypHBIE HCCI€OBAHHS METOAOM ITPOCBEIHBAIOIIEH
9JIEKTPOHHOH MUKPOCKOITHH MTPOBEACHBI HA 000PYI0BAHUH
LeHTPa KOJL/IEKTHBHOIO 110/1b30BaHu s «HaHoTex»

B UDIIM CO PAH, n3amepeHuEe MUKPOTBEPAOCTH —

Ha 060opynoBaHHH TOMCKOTO MaTepHAaI0BEAYECKOIO IEHTPA
KOJIJIEKTHBHOIO I10J1b30BaHH s HalimoHaipHOro Hecieno-
BaTeJbckoro ToMcKoro rocynapcTBEHHOTO YHUBEPCHTETA.
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