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BBEAEHME

IMopucteiii anomHbii okcupa amoMuHus (ITAOA)
MMOCTOSTHHO TIPUBJIEKAeT BHUMaHWE YYEHBIX OJ1aroga-
psd CBOEH YHUKAJIbHON YIIOPSOOYEHHOMH COTOBOM
CTPYKType siaeeK. Takast CTpyKTypa IT03BOJISIET (pop-
MUPOBATh MHOXXECTBO HOBBIX MUKPO- 1 HAHORJIEMEH-
TOB METOJIOM TeMIUIATHOro cuHre3a [1—3] m Kpome
TOTO SIBJISIETCSI HE3aMEHUMOM Cpeaoi 111 MpOBeNCHUS
YHUKAJIBHBIX HAYYHBIX UCCAEIOBAaHNUI HAHOKPUCTA-
JIMYECKUX (DYHKIMOHAJIbHBIX U KOMITO3UTHBIX MaTe-
puanaoB (HaHOMaTepHaIOB) C pa3MepaMU 3epEeH MEHEe
100 HM.

Heob6xonuMocTh B CO3MaHMM TaKUX MaTepuasioB
00yCIIOBJIeHa COBPEMEHHOI MOTPEeGHOCTHIO YBEINde-
HUS KaK CTETIeHN MHTETPAIINY JIEKTPOHHBIX DJIEMEH-
TOB, TaK OObEMOB M CKOPOCTU Mepenauu uHpopmMa-
. [IprHIMNMAIbHBEE (GU3MIECKIe OrpaHUICHUS
He TTO3BOJISTIOT 00eCTICYNTh NajTbHeIIee yMeHbIIIEHNE
pa3MepOB aKTUBHBIX 2JIEMEHTOB 0€3 pa3paboTKU HO-
BBIX pEIICHU M MOIXOMOB. B yacTHOCTM MCITOIB30Ba-
HHME HE TOJBKO 3apsiia, HO W CITMHA 3JIEKTPOHOB JUTS
XpaHeHUs U nepeaayu nHPopMaluy TIpUBEAeT K CO-
3MaHUIO 3JEMEHTOB OBICTPOI 3HEProHe3aBUCUMOI
MaMSITH C TIPOM3BOJIBHBIM JOCTYIIOM [4].

Kpome Toro, Bo BceM MUpe aKTMBHO ITPOBOISTCS
IMOMCKOBBIE MCCICAOBAaHUSI KOMITO3UTHBIX MaTepua-
JIOB IUIST VICTIOJTb30BaHMUSI B OMOTEXHOJOTHMYECKUX U
MEIWIIMHCKUX pa3paboTKax: IS pas3aeleHus opra-

HMYECKMX MaKpOMOJIEKYJI U OeakoB (OuopuiIbTpa-
11s), B OMOCEHCOPHBIX YCTPOMCTBAX, B KAIICYIbHBIX
(u3 TIAAO) cucremax HOCTaBKM JIEKapCTBEHHBIX
CPEICTB, JJISI TIOKPBHITUSI UMILJIAHTAHTOB, B KaUeCTBE
OCHOBBI (KaHBBI) 1151 (POPMUPOBAHMSI OMOJIOTUIECKI
COBMECTUMBIX TKaHei u ap. [5—8].

JaHHOEe HampaBJIe€HUE HCCIEeIOBAaHUM CBSI3aHO C
pa3paboTKON TEeXHOJOTMUYECKUX ITPOLIECCOB, OCHO-
BaHHBIX Ha MPUHIIMIAX caMmoopraHu3aiuu. [lneHku
1 MeMOpaHbI Ha OCHOBE MMOPUCTOTO AaHOAHOTO OKCU-
Jla aJTIOMUHUSI OTHOCSITCS K CAMOOPIaHU3YIOIIMMCS
cUCTeMaM, B KOTOPbIX MMapaMeTpbl MOPUCTON CTPYK-
Typbl (AUAMETP TI0P, UX TJIYOUHY U PAaCCTOSIHUE MEX-
Iy HUMU) MOXHO M3MEHSTh B IIUPOKUX Ipeaenax,
COXpaHsIsl COCTOSIHUE TEPMOJMHAMUYECKOTO PaBHO-
Becusl [9—12]. OueHb MHOI'O MCCJICIOBAaHUI MOCBSI-
IIEHO pa3paboTKe MPOCTPAHCTBEHHO YMOPSIOUYEH-
HbIX KOMITO3UTOB Ha OCHOBE HAHOKPUCTANTMYECKUX
MarHuTHbIX HaHoHUTe (HH) u3 Ni, Co, Fe u ux
cruiaBoB [ 13—15].

Oco0y10 poib B CBOMCTBax HAaHOKPHUCTAJLIMYE-
CKMX MaTepHuaJioB, B CPAaBHEHUM C MOJIUKPUCTAIIN-
YEeCKHUMMU, UTPAIOT OOJIbllasi 00beMHast JOJISI TPaHUIL
3epeH, BBICOKAS IJIOTHOCTD Ae(EeKTOB KPUCTAJLINYE-
CKOI CTPYKTYpbl M, KaK CJIEACTBUE, BbICOKUI ypoO-
BCHb BHYTPEHHMX HAIIPSKEHUIA.

KpOMC TOro, Ha NMOBC€ACHMNE YaCTHUIl, 3aK/ITIOYCH-
HBIX B ITOPbI MaTpUIbl, B OTJIMYUEC OT UX ITIOBECACHUA B
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Tab6auna 1. TepMmoyrnpyrue xapakTepucTUK KOMITOHEHTOB KOMMO3UTHOTro Mateprana [TAOA/Ni

Temmnepatypa, Oxcun amomunus (1273 K)! Huxenb (1726 K)?
Q) E, TTla v TKPJI, 1076 K~ E,TTla v TKPJI, 1076 K~
100 375—400 0.22 6.9-8.4 200 0.28—0.31 13.3—13.4
300 380 0.21 7.8 190 - 14.2
500 370 0.20 8.3 177 — 15.3
700 360 0.19 9.0 166 — 15.8

1TeMnepaTypa TJIaBJICHUSI, TIPU KOTOPOII HAOII0MAeTCSI U3MEHEHHE TeOMETPUIECKIX pa3MepoB Top [21].

TemrepaTypa IIaBJIeHUsI YMCTOTO JIMTOTO HUKeIIS [22].

CBOOOTHOM COCTOSIHWM, CYIIECTBEHHOE BIUSHHIE
OKa3bIBAIOT MeXK(a3HbIe TPaHULIBI “MaTpulla—HAHO-
Kpuctayr”’. Hampumep, mist MeTaJJIMYECKUX YaCTHI]
B MaTpHUlle U3 OKCHUAa aJJFlOMUHUS (WA OPYTroro I10-
PHCTOTO MaTepuaia) MOXeT HaOII0daThCsI HE TOJIBKO
MOHIKEHHWE, HO U ITOBBIIIEHUE TeMIICpaTyphl IJIaB-
neHus [16]. DToO MPOTUBOPEUYUT TEOPETHUIYECKUM
MpeICTaBICHUSIM, pa3pabOTaHHBIM JIJII CBOOOTHBIX
YaCcTHLI, ¥ TpeOyeT BBeIeHMS JOIOJIHUTEIBHEIX ITapa-
METPOB, YYUTHIBAIOIINX, B YACTHOCTH, MEXaHIIECKIE
HanpstkeHus [17]. Mexanndeckue HarpsDKeHUS, KO-
TOpbIe BO3HUKAIOT P HarpeBaHUM BciieacTBue (1)
pasIIUs TEMIIEPATYPHBIX KO3(MGUIIMEHTOB JTUHEH-
Horo pacipenus (TKJIP) maTpuiibl u yacTuisl, (2)
aHOMAaJIbHOTO YBEJIWYEHUSI pa3MEpPOB KPUCTA/UIUTOB
B YCJIOBUSIX OTPAaHMYEHHOTO IIPOCTPaHCTBA (B IJIMH-
HBIX y3Kux 1mopax ITAOA), MOryT Takxke JaBaTh Cy-
IIECTBEHHBIN BKJIA B OOIIYIO HEPIUIO CUCTEMBI.

OnHoit 13 po0dJieM PyHIaMEHTaJTbHOIO XapaKTe-
pa sBJIsIeTCs TpobiieMa TePMUYECKON CTaOMIbHOCTHU
HAHOKPUCTAJUIOB, TaK KaK pa3BUTasl MOBEPXHOCTh
rpaHUI] 3ePeH JeJaeT HAHOKPUCTAIMYECKYIO CTPYK-
TYpY IIPENEIBbHO HEYCTOMYMBOIA.

B pa6orte [ 18] Ha ocHOBaHWM 3KCIIEpUMEHTAIILHO-
ro KCCJIEIOBaHUS TEMIIEpaTypPHOI CTaOMJILHOCTU Ha-
HoHuteit (HH) nuameTpoM SHM M3 pa3IMYHBIX Me-
TaJUIOB II0Ka3aHo, 4To (1) mpomcxomut pacmang HH
Ha HaHOKJIACTEePHI U (2) IIPOUCXOIUT 3TO MPU TEMIIE-
patypax, cocTaBisiiolnx MeHee 30% oT TeMItepaTyphl
IUIABJICHUSI COOTBETCTBYIOIIEro Metajuia. s oobsc-
HEHUS TIpeJIoKeHa MOJIE/b, OOBSICHSIONIAs 3TOT pe-
3yJIbTaT Pa3BUTUEM HEYCTOMYMBOCTU B CyIlep TOHKUX
HH (6osnpiiast mmomank NOBEPXHOCTH) HAdYMHAsI C
TeMIIepaTypbl pa3MOpPaKMBaHUSI TOBEPXHOCTHOM I10-
JIBMDKHOCTH aTOMOB MeTaJjlla (KOTopast HAMHOTO HU-
K€ TeMIIepaTyphl IUIaBICHUS ).

Kpome Toro, 0630p mybarKauuii mo uccjaenoBa-
HUIO (ha30BbIX IEPEXOI0B B HU3KOPAa3MEPHbBIX YaCTH -
IIax mokasajl, 9TO MeXaHW4eCKHNe HaIpsKeHUs, KO-
TOpbIe BO3HUKAIOT B KOMIO3UTHBIX MaTepHajiaX pu
HarpeBaHuu nu3-3a pasznanuus TKJIP a1eMeHTOB KOM-
TO31Ta, MOTYT JaBaTh 3HAYMTEIbHBIA BKJIam B 00-
LIYIO SHEPIUIo cucTeMbl. CUnTaeTCsl, YTO YXyALIeHUE
TEPMOCTOMKOCTA (TePMOCTAOMIILHOCTH) HAHOKPH-
CTAJNIMYECKNX MaTeprajioB SBJSCTCS CIEICTBUEM
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OYEeHb BBICOKOI CBOOOMHOI DHEPrUMU, aKKyMYJIUPO-
BAHHOW Ha TpaHULIAX 3€pPeH, KOTOpas MPUBOIUT K
OOJTBIION IBUXKYIIEHN CUie, CHOCOOCTBYIOIIEN POCTY
3epHa [19].

Taxkum obpa3om, TepMHUYSCKOE TTIOBEICHME JTI000ro
koMno3uTa (B Haeii padore, [TAOA/Ni,) onpenensi-
€TCsl HECKOJIbKUMM XapaKTepUCTMKaMU MaTepralioOB,
00pa3yrolIrx KOMIIO3UT, TAKMMU KaK: 00beMHasl 10-
Jist; TUTT MUKPOCTPYKTYpbl U TKJIP KoMITOHEHTOB (co-
CTaBHBIX YacTeil) KOMITO3UTa; HAJIMYMEM ITyCTOT (He-
3aMoJIHEHHBIX obiacTeii) u JeeKToB B 00beMe KOM-
Mo3uTHOrO Marepuaina [20].

B Tabn. 1 npencraBiaeHbI TEPMOYIIPYIME XapaKTe-
PUCTUKU KOMIIOHEHTOB KOMIIO3UTHOIO MaTepuaia:
monysib FOHra (F), koadpduuueHT IlyaccoHa (Vv),
TKJIP (TepMuyeckmii KoadPUIIMEHT TMHEIHOTO pac-
IIAPEHUS) IJIsT HUKEJIS M OKCUIa amoMuHus [20—24].

M3 1abu. 1 BUAHO, UTO TaKue MmapaMeTpbl Kak MO-
nynb FOnra u TKJIP cocraBisommx KoMIo3ura cy-
IIECTBEHHO (ITOYTU B JBa pa3a) pazjInyaroTcs, 4TO
OyIeT YUYUTHIBAThCS MPU AaJbHEHUIIEM aHaJIu3e 3KC-
TMePUMEHTATbHBIX pe3yJIbTaTOB.

MN3BecTHO, 9TO MacCUBHBIN HUKEIb 00pa3yeT IBe
MoIu(pUKALIMU: C TeKcaroHaJlbHO KpuCTajuinye-
cKoit pemerkoit (Hrke 250°C) U ¢ rpaHELIEHTPUPO-
BaHHOM KyOMYECKOM KPHCTAJUTMISCKON peImeTKon
[25]. Ilepexon u3 ogHOI MomudUKaALUK B APYTYIO
OpOUCXOAUT mpu HarpeBaHuu no 250—300°C. Hu-
KeJIb B BUJIE KOMIIAKTHOTO 00paboTaHHOro MeTajlia
CylLeCTBYeT 0ObIYHO 10 TemmepaTtyphl 1200°C. B pa-
6oTtax [26, 27] ycTaHOBIIEHO, UTO IIPU OTKUTE 00pas-
IIOB M3 CIIEKTPaIbHO YMCTON HUKEIEeBOI (pOJILI IpH
0oJiee BBICOKOI TemIiepaType (B AMara3oHe TeMIle-
patyp ot 580 no 630°C), mporekaeT U Y3NOHHBIIA
mpoliecc Yepe3 IMCeBIOKUIKYIO TUIEHKY MOHOOKCHUIA
HUKes, Boilre 630°C — xuMu4decKuii mpoiecc oopa-
3oBanug NiO (630—740°C).

B [28] ObL10 OTIpenesieHo, YTO CTPYKTypa 0co00 Y-
CTOTI'0 HAHOKPUCTANTMYECKOTO HUKEJISI COXPAHSIETCS C
He3HAYNUTEIbHBIMU U3MEHEHUSIMU TOJIBKO ITPU HArpe-
Be 10 100°C. ITpu Harpese 10 200°C yxe 3aMETHO yBe-
JIMYEHUE CpeaHero pasMepa 3epHa, a IMpU HarpeBe 10
300°C HaHOKpHUCTa/UIMYECKasl CTPYKTypa TpaHchop-
MUpPYETCs B CyOMUKPOKPUCTAIULINYECKYIO [29].
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B pat6ore [30] moka3aHo, uto cBobomHsie HH Hu-
keass auamerpoM oT 100 mo 200 HM, mosrydeHHBIE
DJIEKTPOXUMUYECCKUM OCAXICHWEM HMKEIISI B Mar-
HUTHOM T10Jie 0€3 UCII0JIh30BaHMSI 111a0JI0OHA, HAYMHA-
IOT OKUCHAThC TIpu Temiepatype 318.0°C, 1 umeior
MaKCHUMaJbHYIO0 CKOPOCTb oKucaeHus npu 447.4°C.

HMudopmanys 1mo uccie10BaHuI0 KWHETUKHN OKMC-
nmenust HH B coctaBe KOMITO3UTOB, B YaCTHOCTH,
ITAOA/Ni npakTU4ecKy OTCYTCTBYET.

B psine paboT ycTaHOBJIEHO, YTO ITPX BHICOKOTEM-
nepatypHoM oTxkure nz-3a paznuuus TKPJI marpu-
sl 1 HH Hukens, panuanbHOe naBjieHUE, KOTOPOE
okasbiBaeT okcua Ha HH, MoxeT OBITh CMSITUEHO UX
OoceBbIM pacliupeHueM, eciu HH sBasiioTcst MOHO-
KpucTammnmdeckumu [31].

B pa6orte [32] nccnenoBanu TepMrUIecKoe IToBeae-
nue HH Ni gnuametpom 60 HM, BBIpallleHHBIX B ITOpax
ITAOA mMeMOpaHbI 3JEKTPOXMMUYECKUM OCAXKIECHM -
€M IIpM NOCTOSIHHOM HaIIpsSDKeHWHU B IIpoliecce Ha-
rpeBanus 1o 600°C B Bakyyme. o orkura HH Ni
(cpa3y nocjie ocaxIaeHUs!) UMEIU MOIUKPUCTALIU-
YeCKyI0 CTPYKTYPY C pa3MepoM HaHOKPHUCTAJJINTOB
1o 40 aM. Be1o rokasaHo, 4To KO3(OULIMEHT Ter-
JIOBOTO paclIupeHusl B MoJukpuctauimyeckux HH
Nipasen 1.7 x 10~ K=, To ecTb mouTH TaKoii e, KaK
1 B MaccuBHOM (00beMHOM) Ni. DTO MO3BOJIMIIO
MPEaIoJ0XUTb, UTO B MoJUKpUctaaandyeckux HH
HUKEJST Takke Kak U B 00beMHOM Ni, TOCTaTOYHO
IIPOCTPAHCTBA MEXIY HAHOKPUCTAJLUIMTaAMM, YTOOBI
CKOMIIEHCHPOBATh HAPSIKEHUS OT pacCIIUPEHUs pe-
LLIETKU BO BpeMsl TepMooOpadoTku [32].

Takum obpazoM, TepMUdecKasi CTAaOMILHOCTh KOM-
MO3UTa 3aBUCUT OT MOPQOJIOTMYECKUX IapaMeTPOB
HH u ITAOA (nuameTtp, ITMHA, aCleKTHOE OTHOILLIE-
HUE), TUIIa KpUcTautmdeckoi ctpykTtypsl HH B KoM-
MO3UTe, MEKTPoPU3NIeCKIX cBOIicTB MaTepuaia HH,
KOTOpBbIE OMPENEISIIOT XapakTep (ha30BbIX IIEPEXOI0B
B IIpoliecce OTKUTa. M XOTs cuuTaeTcsi, 4To ocaxie-
HME HAHOKPUCTAJJIOB B MATPUILY SIBJISIETCS OMHUM U3
CIIOCOOOB TTOBBIIIEHUSI UX MEXaHUYECKOU, XUMUYe-
CKOI Y paaualilMOHHOM CTOMKOCTH, C MPaKTUYECKON
TOYKM 3pEHHUSI OYE€HDb BaXKHO MOJYYUTh TOCTOBEPHBIEC
IaHHBIE O TEPMMUUYECKOM ITOBENEHUM KOHKPETHBIX
HAaHOOOBEKTOB (HAHOHMUTU, HAHOCTOJIOMKM, HAHO-
TOYKH) B COCTaB€ KOHKPETHHIX KOMITO3UTOB.

B cBs13u ¢ BhILIIECKa3aHHBIM 1IEJIbIO JAHHOM pabo-
ThI SIBJISIETCSI: KOMIUIEKCHOE MCCJIeIOBaHME COCTaBa,
CTPYKTYpPBl U TEPMOAUHAMUYECKUX XapaKTePUCTUK
KOMIIO3UTHOI'O MaTepuaja COCTOSIIEro 13 HaHOHU-
Teii HUKeJIsI BCTPOSHHBIX B ITOPhl MEMOpPaHbI 13 I0-
pUCTOrO aHOITHOTO OKcuia agoMuHus (AAM).

METOIUNKA BKCITEPUMEHTA

Bo MHorux patotax ajst TOro 4ToObl UBTOTOBUTH
MacCHBBI YIbTpamIMHHBIX MeTayummdeckux HH Ha
obOpasnax pasMepoM OT MUKpOMETpa OO OOJIBIION
iomagy (25 MM IMaMETPOM, ~5 cM?), UCIIOJIb3YIOT

KOoMMepueckue MmemOpaHhI (a ready-made AAM) ce-
pUITHOTO MPOMBIIIJIEHHOTO Mpou3BoacTBa. KomMep-
yeckre MeMOpaHbl M3 OKCHIA aTIOMUHUSI C HAHOpa3-
MepHBIMH KaHajaMu (nanochannel alumina NCA tem-
plates) “Anodisc™ 25” kommanuum Whatman plc©,
HWMEIOT MOPBI TpeX HOMUHAJIBHBIX pazMepoB: 200, 100, u
20 M 1 HaswiBaroTcst NCA200, NCA100, m NCA20 co-
otBeTcTBeHHO [33]. MemOpansl “Anodisc™ 25, Toi-
IIHOM 10 60 MKM, M3rOTOBJICHHBIC IBYXCTAIUMHBIM
aHOJAUPOBAHUEM, UMEIOT JBYXCJIOWHYIO CTPYKTYpY.
Ha BHyTpeHHe! rpaHuile, CO CTOPOHBI aIIlOMUHUE-
BOIi MOMIOXKU (hOPMUPYETCSI MOPUCTHINA CJIO U3
IOp Majioro IMameTpa TOJIIMHON MPUOIU3UTETbHO
100 oM [34]. DTN mOpBEI UMEIOT HEOTHOPOTHYIO POP-
MY, 1 I1ana3oH pa3dpoca auamMeTpa Mopbl COCTaBIISI-
eT (15—65 um).

ITosToMy, B mociemHee BpeMs IS TTOJTYICHUS
HH Ha ob6pa3uax 601110 TUIOIIAau, MpeaiaracTcs
ucrnojib3oBaTb AAM COOCTBEHHOIO WM3TOTOBJICHUS
(in-house fabricated AAM) ¢ OMHOPOTHBIM pacHpe-
JIeJICHHMEM TIOp M IO BBICOTE MeMOpaHbl, U Ha 00JIb-
LIOM IJIOLIAAMN.

B mannHoit paborte misa ¢dopMupoBaHUSI MaccuBa
HH Ni MBI ncronb3oBaam MeMOpaHbl U3 TTOPUCTOTO
AHOIHOTO OKCHJIA aJTIOMUHUS C OMHOPOAHBIMU T€O-
METPUYECKUMM (TOMOJOTUYECKUMM) IIapamMeTpaMu
Ha OOJIBIIION IUIOIIAMN, N3TOTOBJICHHEIC U3 aJIOMU-
HueBO doibru (99.995%) tomumHoit ~100 MKM.
C ucrnonab30oBaHUEM 3TOM MeMOpaHbl B KadeCTBE
mabaoHa (template) 6butn mmomydensl HH Ni, mmm-
HoM1 10 25 MKM (a. 0. paBHO 500), Kak or1caHo B pa-
Hee OIlyOJIMKOBaHHOM pabote [35]. AKTHUBHAS ILIO-
manb oopasna (15 Ha 20 MM) orpaHMYMBAETCS TUIOTHO-
CThIO TOKa Tipu ocaxkaeHuu HH ¢ uncnonb3oBaHuem
noreHrmocrara I1-5876. MakcuMaibHAsa IUIONIAID
MeMOpaHbl MOXET HOCTUIAaTh Pa3MEpOB CTaHIAPTHOM
CUTAJLUIOBOM momtoxku (48 x 60) mm wim 49 cm?
(xkBagpatHasi ¢opma 70 X 70 mm). Ha onHy 13 CTOpOH
TaKO MeMOpaHbl MOXKXHO OCaXIaTh TOHKME IUIECHKU
MeTaJUIOB (U1 (pOpMUPOBaHUS KOHTAKTHOTO IIPOBO-
JISIIIETO CJIOST), MCITOb3Yysl CTaHIapTHOE BaKyyMHOE
obopynoBaHUe 1 ocHAcTKy. Ha puc. 1 moka3aHsI ori-
tyeckoe ¢oro 1 ACM m3o0OpaxeHHEe CBOOOTHOI
MeMOpaHbl AAM COOCTBEHHOrO M3roTOBJIEHMUS (I10-
cJie TpaBJICHUsI ATIOMUHMUSA).

IMpoutecc usroromneHusi MeMoOpaHel AAM mo-
IPOOHO OITMCaH B paHee OIyOJIMKOBAaHHBIX paboTax
[35, 36], moaTOMY B JaHHOM CTaThe pacCMaTpPUBAIOT-
CSI TOJIBKO OIlepallvy IIOATOTOBKM MEMOpaHHI K 3JIeK-
TpoxXuMH4IecKoMy ocaxkaeHuio HH.

Ilocne ceneKTUBHOTO XMMHYECKOTO TPaBIICHUS
OCTaTOYHOro (He aHoAMpOBaHHOTO) Al B cMecHu co-
JgsHoit kucnotel HCI, xnopuna mean CuCl, u nu-
CTIWJITUPOBAaHHON BOIBI B TeueHUe 45—60 MUH TIpHu
KOMHATHO# TeMIlepaType MpPOBOIUTCS XUMUYECKast
00paboTKa B KOHILEHTpUpOoBaHHOM (60%) a3oTHOIT
kuciore (HNO;) B TeyeHue 2—3 MUH ITpU KOMHAaT-
HOI1 TeMIiepatype. 3aTeM OCYIIECTBIISIETCS BCKPBITHE
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Puc. 1. A — onrtuyeckoe M300pakeHre CBOOOIHON MeMOpaHbI AA12\/I COOCTBEHHOTO M3rOTOBJICHUS: Ipo3padyHasi MeMOpaHa
TOMIHUHOM 50 MKM pazmepom 70 X 70 mwm (1roste3Hast rromanas 36 cm”); b — ACM uzo6pakeHre BHEITHEH ToBepXHOCTH AAM

IIo aneKkTpoxumudeckoro ocaxnenus HH.

oapbepHoro cjost Ha nHe nop [TAOA MOHHBIM TpaB-
JIeHUeM B aproHoBoii (Ar) Tjia3mMe NpU SHEPTUU
MOHOB aproHa 3 k3B, B reueHue 30 MuH.

IMTocime BCKpbITUS OGapbepHOro CJOS ITOTOJHU-
TeJIbHO TTPOBOIUTCS XMMUUECKOe TpaBJieHUe Oapbep-
HOTO CJIOS U yUIUpEeHHUe Top oKcuaa B 4% BogHOM
pactBope optodocdopnoii kuciaotel (H;PO,) npu
temmepatype (35 + 2)°C B reuenue 20 muH. Ha aTom
3aKaHYMBAaETCI U3TOTOBIEHNE CBOOOIHOIA (CO CKBO3-
HBIMM MopamMu) MeMOpaHbl AAM, KoTopass MOXKET
OBITh UCIIOJIb30BaHa IJIsI pa3HbIX Liejaeit (puc. 1A).

I1pu n3roroBaeHNN SKCHEPUMEHTAIILHOIO 00pa3-

11a CO CTaHAaPTHRIMU pa3zmepamMu (60 X 48) Mm ! , (st
dopmupoBanuss HH MeTonoM ToKaabHOTO 3JIEKTPO-
XMMUYECKOTO OCAXKIESHUST B TOPbl MEMOPaHbI), MPO-
BOJIUTCS €111€ HECKOJILKO JOMOJIHUTEIbHBIX TEXHOJIO-
TUYECKUX OMepalvii.

Ilocne omepauuy BCKPBHITUST OapbepHOIO CJIOS
TIPOBOIMTCS BAKYYMHOE OCakAeH1E TOHKUX IIeHOK Ti,
(agre3oOHHBIN MoAcioit), ToamuHoi 400 HM, 3aTeM
Cu (mpoBomsgmuii cnoii), TommmHoi 400 HM Ha
BHEIITHIOIO (TTOPUCTYIO) MOBEPXHOCTh MEMOpAaHbI Ue-
pe3 MeTaUTMYEeCKylo MackKy. Macka MpeacTaBiisieT
co0oi1 TUCK TUuaMeTpoM 76 MM, B LIEHTpe KOTOPOTO
BBIpE3aH MPSIMOYTOJIBHUK pa3MepoM (60 X 48) MM co
CTYIEeHbKOI IUPUHOI 4 MM BIOJIb JUIMHHOI CTOPOHBI
MIPSIMOYTOJIBHMKA U TIEPErOPOIKOI IITMPUHOM 8§ MM I10-
cepenmHe. Takas Macka ciierka nprmxmnmMaeT MemMopa-
HY K OKAHTOBKE BOKpPYI OTBEPCTUSI CTAHIAPTHOI'O

! Ucxonmbrit pa3mep noutoxkku paseH (70 X 48) mm

MUKPOSJIEKTPOHUKA Ttom48 Ne2 2019

JIepXKarteasli TMOIUIOXKEK B BaKyyMHBIX YCTaHOBKAax
mpoMbliliieHHoro Tuna. ToHnkue teHku Ti/Cu Ha-
HOCHJIH 3JIEKTPOHHO-JIyY€BBIM PACIIbUIEHUEM B €M~
HOM BakKyyMHOM HukJie B yctraHoBke 01HO-7-004
(Oparopus-9).

Yauie Bcero B Ka4ecTBE MPOBOISIIETO CJIOS UC-
MOJB3YIOT TJIEHKM 30JI0Ta, TaK KaK OHU SIBJISIOTCS
2JIEKTPOXUMUYECKU HEUTpaIbHBIMA W XMMMWYECKU
CTOMKMMM B pacTBOpax ISl JEKTPOXUMUYECKOTO
ocaxneHus HaHoHuTeil (HH). Tak kak Mbl UCTIOJIb-
30Bajii OOBIYHBIC MeTaummdeckue IuieHku Ti/Cu,
00paTHYI0 TOBEPXHOCTb MOMJIOXKHU LIEJIUKOM TIO-
KpbIBaJIU XUMUUYECKU cToiKUM Jakom (XCJI).

Hns ocaxnenuss HH Ni B mopucThIil oKcua aiato-
MUHUS MCITOIb30BaJIM CTAaHAAPTHBII 3JIEKTPOJIUT HA
ocHoBe coJieit Hukesst (NiSO, - 6H,0, NiCl, - 6H,0).
OcaxneHue TMPOBOIUIN B ABYX3JEKTPOTHON sTueiike
¢ rpaUTOBBIM BCIIOMOTATEIbHBIM 3JICKTPOIOM IIPU
KOMHaTHOI1 Temnepatype. Mcrob3oBanu rajbBaHO-
CTAaTUYECKUMN PEXUM dc-OCaXKIeHUs TIPU TTOCTOSTH-
HOJA IIJIOTHOCTHU TOKa 3 MA/cM?, KaK OIMCAHO B paboTe
[35]. YopaBieHue napaMeTpamMy 3JIEKTPOXUMUNICCKIX
MIPOIIECCOB AaHOMVPOBAHUS M OCAKACHMSI OCYILIECTBIISI -
JIV ¢ MCTIOJIb30BaHMEeM noTeHnocTarta [1-5827.

Tomorpaduio MMOBEpXHOCTA W MOTIEPEUHBIX CKO-
JIOB 3KCIIEpUMEHTAaJbHBIX 00pa3llOB UCCISAOBAIMN C
MOMOIIBIO PACTPOBOI 3JIEKTPOHHOM MMKPOCKOIINU
(PBM — Philips XL 30 S FEG u Hitachi S-4800);
aTOMHO-CUJIOBOIT MuKkpockoruu (ACM) Ha 11pubo-
pax Nanotop NT-206 (“MukporectMamiabl”, be-
napych) u Solver P4A7H (NT-MDT Co., Poccust).
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63.5 HM

:

Puc. 2. POM uzo6paxenuss HH Ni B mopax AAM: A — TonunrHa MmeM6pansbl paBHa (90 + 2) MxMm; b, B u I’ — TonumnHa mem-

6panbl paBHa (30 £ 2) MKM.

KomnbroTepHast 00paboTKa 3KCepUMEHTAIbHbBIX
JNaHHBIX MPOU3BOAMJIACH C TOMOIIbIO MaKeTa TpU-
kiagHbix nporpamMm “SED (Surface Explorer Docu-
ment)”. Meton SED 1103BOJIsIET IPOBOAUTH UCCIEIO-
BaHWE€ MUKPOCTPYKTYPBI IO CEPUN PA3HOMACIITAOHBIX
M300paKeHW, OXBaThIBAIOIIMX BECh IUAMa30H U3Me-
HEHUS pa3MepOB UMEIOILIUXCS B 00pa3le CTPYKTYPHBIX
a/ieMeHTOB. B xoze aHam3a ObUTM TTOTYYeHbI CBEIEHMS
0 pasmepe U popMe CTPYKTYPHBIX SJIEMEHTOB.

Hccnenosanust ¢a3oBOro cocraBa 3KCIepUMeH-
TaJIbHBIX 00Pa3IIOB MPOBOIUIN METOAOM PEHTIEHO-
mudpakuoHHoro aHamusza (XRD — X-ray diffrac-
tion) ¢ MCIIOJIB30BaHMEM PEHTTeHO(}A30BOTO M-
dpaxkromerpa JPOH-2, CuK -u3nydyeHue ¢ IJUHOMI
BOJHEL A = 0.154056 HM.

XMMHUYECKUIT aHAJIN3 3JIEMEHTHOTO COCTaBa BKC-
MePUMEHTAJIbHBIX 00pa3LioB MPOBOAMIN Ha CKaHU-
pylolieM 3JeKTPOHHOM MUKPOCKOIE ¢ MPUCTaBKOM
It HeproaucnepcruonHoro ananuza (EDX — ener-
gy-dispersive X-ray spectroscopy) Ipu yCKOPSIIOIIEM
HanpsckeHnu 15 kB (cuctema MukpoaHanu3a 1Isl pacT-
POBBIX 371eKTPOHHBIX MUKpockoroB QUANTAX 200,
Zeiss A.G., Bruker).

HuddepennmuanbHo-Tepmuueckuii (JITA) u Tep-
morpasuMeTpudeckuii (TT) ananm3 obpasloB IIpo-
BOIIMJIM C VICTIOJTb30BaHUEM CHUHXPOHHOTO TepMUYIE-
ckoro aHanuzatropa NETZSCH STA 409 PC/PG
Luxx (I'epmaHust) ¢ BepTUKaIbHOI 3arpy3Koit o0pas3-
noB. HaBecky o0Opa3ziia Becom 30—50 Mr rmomMerianu B
aJITyHAOBBII TUTEb OTKpBITOro Tuma. MaMmepeHust
MPOBOIIIN B IMHAMMWYECKOI BO3MYIITHOM aTMOChe-
pe (CKopocTh MOTOKa Bo3ayxa 50 MiI/MWH, 3alIUT-
HBII Ta3 — aproH). MHTepBan TemriepaTyp OT KOMHAT-
Hoit 1o 900°C, ckopocTu HarpeBa 10—20 rpan/MuH.

OKCINIEPUMEHTAJIbBHBIE PE3VJIBTATDI
1N UX OBCYXIEHUE

Hccaedosanue monosoeuneckoit cmpykmypol
U cOCMaga KOMNO3UmHO20 Mamepuana

Ha puc. 2 nokazanst POM n3obpaxenns HH Ni
B mopax AAM pa3HOIi TOJIIMHBI IPU Pa3HOM yBe-
JINYCHUU.

HNcnons3oBanu MemOpaHbl ToJmInHON OoT 30 1o
(90 £ 2) MKM ¢ paBHBIM AuaMeTpoM mop (60 = 5) HM.
®dopmupoBaym maruuTHele HH BEICOTOIT OT 2 10
25 MKM (MakKcMMaJlbHOE€ acIIeKTHOE OTHOIICHUE,
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umi/sB

Samplell 75

70

60 -

50

40 -

30

Sample53

10

MAG: 6251x HV:20kB WD: 9.1 mm

OHeprus, k3B

Puc. 3. PeHTreHOBCKUiT 9HEPTOAUCIIEPCUOHHBIN CIIEKTP, KOMIO3UTHOTO Mateprana Ni/AAM. BeraBka A — POM u3ob6pake-
HUE cpe3a KOMITO3UTHOTO MaTepuala, BIoiab KoToporo 0bl1 TpoBeneH EDX mukpoananus. Becrasku b u B — cxematuyeckoe
u300paxkeHue obpasiia 10 1 nocye ocaxneHusi HH coorBeTcTBeHHO.

a. o. paBHo 500). 13 ¢pororpacduii BUZHO, YTO K MEM-
opana, 1 HH uMmeior omHOpOoIHBIE reOMeTpHUIECKIE
pa3mepsl. Jduamerp HH paBen muametpy mmop mem-
OpaHbl, IJIMHA 3aBUCUT OT BPEeMEHU OCaxKIeHUS U
TOJIITUHEI MEMOpPAaHEI.

ITpu nosy4yeHUM CKOJIOB MOXET MPOUCXOAUTh M-
XaHMYECKOe IMOBPEXIEHME IIOBEPXHOCTU pa3jioMa B
Bue orciouBmuxcs HH mnim nepenoma siueex okcu-
na. [Tostomy Ha ¢poTorpadusix CKoJIOB €CTh 00J1aCTH,
B kotopbix HH otrcyrctBytoT. Bo3aMoxHO, HEKOTO-

prie HH nmpocTo oTopBaiuch OT MOBEPXHOCTU CKOJIa
(paszyioMa) Mpu ero U3roTOBJICHUU.

TTonyyeHHBIC OOpa3lbl MCCIEHOBAJIM TakKXKe Ha
CKaHUpPYIOIIEM 3JeKTpoHHOM MuKkpockone JEOL
JSM-6390A ¢ rIprcTaBKOM IIST 9HEPTOMUCIIEPCUOH-
Horo aHanu3a “QUANTAX 200, Zeiss A.G., Bruker”
IIpU yCKopsoieM HarpsikeHuu 15 kB. Pesynbratsl
SHEPTOANCIIEPCHOHHOTO aHaIN3a TPEeACTaBIeHBI Ha
puc. 3 u B Ta61. 2.

Tabauna 2. DieMeHTHbI cocTaB KoMmio3uTa Ni/AAM no JaHHBIM PEHTIEHOCIEKTPAIbHOIO aHaJIM3a Ha BbIIEISHHOM
yJacTke (BCTaBKa a Ha pucC. 3) B CpaBHEHUHU C aHAJIOTUYHBIMU JAHHBIMU 1711 UcxoaHoTOo (10 ocaxneHust HH) okcuna

AAM Ni B mopax AAM
DJIEMEHT
MaccoBble % aToMHbIE % MaccoBbie % aToMHbIE %
O 45.97 (47.9)! 59.05 (1.5) 28.43 45.34
Al 52.28 (52.1)! 39.83 (1) 4491 42.48
S 1.75 1.12 1.64 1.31
Ni — — 25.01 10.87
Cymma 100.00 100.00 100.00 100.00

ICornacno SMITMPUYECKOi1, K 6pyTTO-hopmyie Al,O5.
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Taoauua 3. /JaHHbIe 110 U3MEHEHMIO MacChl TIPU TepMUUECKOoi 06paboTke obpasiioB [IAOA u Ni/AAM

TemnepaTypHblii yuacTok, °C H3meHeHne Macchl, % Temnepatypa nepexona, °C
TTAOA Ni/AAM TTAOA Ni/AAM TTAOA Ni/AAM
22—150 50—160 —-0.32 —4.47 100 130

— 160—320 — —5.82 — 280
— 320—500 - — — 493

500—760 500—760 —1.12 (H,0) —2.28 580 750

750—900 750—900 —0.94 (OH") —3.82 - 839

900—1000 — —7.34(C,057) - 888(900) —
22—1000 22-900 —-9.72 —16.09 888 839
22—1000 22-900 90.28* 83.91* — -

*QcraTouHas Macca.

M3 npencraBieHHBIX pe3yabTaTOB BUAHO, UTO OT-
HOIIIEHE KOJIMYECTBA aTOMOB aJIIOMUHUSI K YUCITY
aTOMOB KMCJIOpOZa B MICXOMHOI MeMOpaHe paBHO 1.48,
YTO C y4eTOM MOTPEIIHOCTU MU3MEPEHHUU OJIM3KO K
aTOMHOMY COOTHOIICHUIO B CTEXUOMETPUUYECKOM
okcune amomunus, 1.5 (Al,O3); cTpykTypHas dop-
myina, O=Al—0O—AIl=0 (yciaoBHO Ha 2 aToma Al 11pu-
XonmuTcs 3 aToMa KMciaopopaa, BctaBka b Ha puc. 3.

B xoMIo3uTHOM Martepualie 3TO OTHOLIEHUE paB-
HO TipuMepHO 1.1. DTo MOXeT ObITh CBSI3aHO C TEM,
YTO MPU UHTETPAJIbHOU OLIEHKEe MPOO paBHBIX 00bE-
MoB B oopasiie Ni/AAM (BctaBka B Ha puc. 3) K ato-
MaM Al 1ob6aBUJIMCh aTOMBI HUKeJIs1. Eciin ux He y4yu-
ThIBaTh (42.48 — 10.87 = 31.61), TOJTy4nM OTHOILIIEHIE
KOJIMYECTBA aTOMOB JIIOMUHUS K YUCITY aTOMOB KUC-
Jiopoaa paBHoe 1.43, 611M3K0e K CTEXMOMETPUYECKOMY,
T.€. BHEIpEHUE aTOMOB HUKeEJIS B OKCUJ aJIIOMUHUS
JI0 OTXKUTa HE HapyllaeT XMMUYECKYI0O U CTPYKTYp-
HY10 (hOpMYJIBI OKCHAA.

B pesynabraTe JIOKaabHOTO PEHTTEHOCIIEKTpasib-
HOro aHaim3a Ha MexkdaszHoii rpanune “HH — mpo-
BosIIIMIA cyioit” 3acukcupoBaHsbl Ti u Cu (MaTepua-
JIbl KOHTaKTHOTO cJi0s1). B okcune aatioMUHUsI, KpoMe
OCHOBHBIX 3JIeMeHTOB (Al 1 O), IIPUCYTCTBYIOT IIPU-
MECHU 13 2JIEKTPOJIUTA, PACTBOPOB [IJIS1 TPABJIEHUS OK-
cuna u ocaxaenust HH (S, P, Cl, C) [36].

Hccnedosanue mepmuueckoeo noseoeHust KOMHO3uma
Ni/AAM 6 unmepeane memnepamyp 25—900°C

st uccaenpoBaHus TEPMOAMHAMUYECKUX XapaK-
tepuctuk [TAOA MeMOpaHBI NCTTOJIE30BAIA CUCTEMY
KOMILJICKCHOTO TEePMUYECKOrOo aHajlu3a — METO/,
IIpA KOTOPOM PETUCTPUPYETCS pa3HOCTh TeMIIEpaTyp
ncciaenyemoro oopasna u stajgoHa (JITA), a Takke
U3MEHeHHe Macchl oOpasiia B 3aBUCUMOCTH OT TeM-
nepatypbl U Bpemenu (TT). B pe3yabrare ObLIM MO-
aydyeHbl TIT KpuBBIe — 3aBUCUMOCTHA W3MEHEHMS
Macchl HaBECKU OT TeMMepaTrypbl U BpemeHU. st
WHTepIpeTanuu pe3yabraToB T1 aHann3a ObLIa IIpo-
BegeHa oopaborka TI kpuBbeiX. B vactHOCTH, TIpOM3-

BomHas oT TI' curHama (CKOpoCTb U3MEHEHMS Mac-
chl), npenactapisieMas kpusoit ITT, mo3Bosuia Tou-
HO YCTAaHOBUTHb MOMECHT BPEMEHU M TeMIIepaTypy,
IpY KOTOPOM M3MEHEHME Beca MPONCXOOUT HaMbo-
Jiee OBICTPO.

B npenpinymeii crtathe [21] ObUIO ITOKa3aHO, 4TO
ITAOA memOpaHbl M3TOTOBIIEHHBIE M3 Al (oabprn
(99.995%) nByXCTyneHYaTbIM aHOIWPOBAHUEM B
4% -HOM BOIHOM pacTBOpE 1IaBeJIeBOIl KUCIIOThI, IB-
JISTIOTCSI B HOCTAaTOYHOM CTETICHU XMMUYECKU U Tep-
MHWYECKM CTOMKMMU B HHTEpBaje TeMIepaTyp OT
koMmHaTHOI1 1o 850°C. [ToaTOMY MCCIEeIOBaHUS IIPO-
BOJIWJIY B MHTEpBaJie TemIepaTtyp ot 25 mo 900°C.

Ha puc. 4—5 u B Ta61. 3 nipeacTaBieHbl pe3yiabTa-
ThI TEPMOIUHAMHUYECKOTO UCCIIEAOBAaHMS 2 IPO6: VC-
xomHoro (AAM) u xommozura (Ni/AAM) Ha Bo3my-
xe. 11 oOHapy:KeHUsI IIPOLIECCOB HE CBSI3aHHBIX C
MoTepeil Macchl 0Opasa UCCIeIOBaHUST IIPOBOIIN
C HarpeBOM U OXJIAKICHUEM.

CpaBHeHHE pe3yJbTaTOB TepMOIrpaBUMETpUYC-
CKOI'0 aHaJIn3a IBYX MACHTUYHBLIX 00pa3uoB [TAOA
MeMOpaH 1o m mocie ocaxneHns HH mokaspeiBaer,
yto xapakrtep JATA, ITT u TT 3aBucuMocTeit n Kaue-
CTBEHHO, I KOJTMYECTBEHHO OTJINYAETCS.

CaMBIMH 3aMETHBIMH OCOOCHHOCTSIMHU TTOJTYIEH-
HBIX KCIEPUMEHTAIBHBIX JaHHBIX SIBJISIIOTCSI — 00-
Jiee CylIeCcTBEHHas MaccoBasl MOTepsi, JToOaBIeHUE
TEeMIIEpaTypPHBIX IIEPEX00B, CBI3aHHBIX C HATNINEM
HH u mosiBieHMe OBYX WHTEPBaJIOB TePMHUUYECKOM
ctabwibHOCTU: g HH 1 g xoMImo3ura B LIEJIOM.

B Hauaze mpouecca HarpeBa, 10 150°C, nmpoucxo-
Ut noreps Beca (4.47% oOT UCXOOHOIO 3HAYEHUS),
CBSI3aHHAsI C yOaJeHUEM OCTalolleicsT BOIbI, UC-
MOJIb3YEMOI IJISI TPOMBIBKY 00Opa3l0OB U YIJIEKUCIIO-
ro ra3a ¢ NMOBEPXHOCTU U HE3aIlOJIHEHHOI 4YacTu
AAM [37].

I[Ipu moBBIIIEHNM TeMIIEpaTyphl MO AWarna3oHa
180—400°C mpoucxoauT KOHKYPEHIIUSI HECKOIbKMX
MIPOIIECCOB: MaccoBoii moTepu (5.82%) cBsI3aHHOI C
npogokeHueM wucrnapeHuss (muk Ha ATT mpu
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ITpu6op: NETZSCH STA 409 PC/PG Daiin: C:\ngbwin\ta\data5\30-18.ssv

Ipoexkr: Marepuan:

Koz o6pasua: Daiin KoppeKLH:
Jarta/Bpemst: Tewmr. kaj./Paiibl UyBCT.:
Jlaboparopwsi: Jlnana3oH:

Onepatop: IMpo6onepx./TI:
Oo6pasen: Pexxum/Tun usmep.:

30

19.06.2018 11:00:48
DXMU

sycheva

E3zosuroBa, 32.620 mr

work.tsv/work.esv

20/10.0 (K/Mu1)/900/10.0 (K /M) /300/
DTA(/TG) HIGH RG 5/S
JTA-TT/OGpasent

CermeHTbI:

Turenb:

Armocdepa:

TT kopp./nuar. uzmep.:
JCK xopp./auar. usmep.:

1-2/2

DTA/TG crucible Al,O3
—/—/Bo31yx/50/argon/—
800/30000 mr

000/5000 mxB

Puc. 4. Pe3ynbrarsl TepMOrpaBUMeETpUUecKoro aHaansa komnosura Ni/AAM B pexxrumMe “HarpeB—oxJIaxiaeHue”.

160°C), HavaIoM peKpUCTAIIN3alIMA HAHOKPHUCTATI-
ymutoB Ni (250—330°C) u mpoieccoM HeOOIBIIOrO
pocta Macchl (ot 300 mo 525°C) mu3-3a BO3MOKHOTO
OKUCJIEHUSI METANIMYECKUX YaCTUILL OJTHOBPEMEHHO
C MMEePECTPONKON KpUCTAINIMIeCcKol cTpykTypsl HH.
OO0 3TOM CBUIETEJLCTBYIOT HECKOJIBKO TOYEK Iepe-
ru6a npu 330, 380 u ~500°C Ha JATA xpuBoii. ITocie
330°C cKOpOCTh OKMCJICHUSI HEMHOI'O YMEHBIIIAETCS,
3aTeM cjierka yBeaumuuBaetcsa npu 380°C, mocTuras
MakcuMaabHoTo 3HaueHus ipu 493°C. B padorte [38]
npearojaraeTcsi, 4YTo OTXUI MeTayuindeckux HH,
TaKMX KaK HUKEJIb ¥ KOOAJIBT, 3aKITIOYEHHBIX B TTOPHI
OoKcua aJloMUHUS B JaHHOM J1arna3oHe TeMIiepaTyp
MoxXeT npuBecTH K popmupoBannio HH co crpykry-
poii Tuna mmnuHeau, MeAl,O,.

Ho otxwura pazmep 3epHa B HH Ni nmeet 3Haue-
Hudg oT 17.5 no 27 um [35]. OmHako py yBeTUISHUH
temrrepaTypsl 10 300°C HabI0maeTCa 3HAYUTEIbHOE
(Mo cCpaBHEHMIO C OKCHUIOM ATIOMUHUSI) YMEHbIIIe-
HHUe Macchl obpasna (rmoutu Ha 10%) u3-3a 6BICTPOTO
pocTta 3epeH (TepBUYHAsI peKpUCTaIu3alus). JTa
TeMmIiepaTypa 6Ju3Ka K 3HaueHUsIM ISl 3JIeKTpooca-
XKIOEHHBIX TNIEHOK HuKens u cruiaBoB Ni—Fe (270—
300°C), coobiaeMbIXx B OpYrux Imyonukauusax [39,
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40]. TeopeTruuecku TeMIiepaTypa Hayajia peKpucTai-
JIN3AlIMM COCTABJISIET HEKOTOPYIO JOJII0 OT TeMIiepa-
Typbl IUaBieHus Metana: T, = a % T, [41]. 3Ha-
yeHue KoadduimeHTa a 3aBUCUT OT YMCTOTHI MeTaJI-
Jia ¥ CTeTIeHHU TIacTUYeCKOoi nedpopMalii, B JaHHOM
CJIyyae BbI3BAHHOU CyIIIECTBEHHOM Pa3HULIE TEPMO-
VIIPYTUX XapaKTePUCTUK KOMITOHEHTOB KOMIIO3UT-
Horo marepuaia (Moxyiab FOura u TKJIP njis Hukenst
M OKCcHIa aatoMuHMs). s METa/UIOB TEXHUYECKOM
yuctoThl @ = 0.3—0.4 1 noHMXKaeTcs ¢ YBEIUYECHUEM
creneHu aecopmaliuu. To ecThb 1S MACCUBHOTO HU-
KeJisl TeMmIiepaTypa Hauyajla peKpucTauin3aluu Mo-
>KeT HaXOAUThes B Auarna3oHe oT 250 go 417°C.

Ilo nmuTepaTypHBIM JAHHBIM aKTUBALWS ITPOLIEC-
coB pekpuctammmzanu B HH Hukenst B ycioBusx
OrPaHUYEHHOIO IPOCTPAHCTBRA (B Y3KUX IIOPAX OKCH-
Ia), IPUBOASIINX K POCTY pa3MepoOB 3epeH HauyMHa-
ercst mpu Temneparype 271°C [39]. MoxHO npearo-
JIOXKUTb, YTO IIPU 3TOM TeMIIepaType Ha IIOBEPXHOCTH
HH (puc. 3, BctaBka B) HaunHaoT ¢hopMUpOBaTLCS
3epHa pa3MepPOM HECKOJIBKO IeCSITKOB HM, KaK B CITy-
4yae CIUIOIIHBIX IUIEHOK Ni KOHIEHCUPOBAHHbBIX Ha
MOBEPXHOCTH TUIOCKUX ITOIJIOKEK.
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Puc. 5. Pe3yabTaThl TepMOTrpaBUMETPUYECKOTO aHain3a Komio3uta Ni/AAM (A) u ucxoaHoro oopasia ITAOA mem6pansl (B)
[21] Ha Bo3myxe.
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VYBenuueHne TemriepaTypbl oTxura 1no 496°C
MIPUBOJIUT K YBEJIMYCHUIO JaTepaJIbHbIX Pa3MepPOB 3¢-
PEH pacnojoKEeHHBIX BIOJIb BepTUKaIbHO ocu HH.
OKcuI B 5TOM IMana3oHe CHavala TepsieT alIcopou-
poBaHHYyIO Bomy (B HHTepBaje TeMmIiepaTyp 25—
100°C), a 3aTeM CBsI3aHHYIO BOAY B IMara3oHe TeM-
nepatyp 350—550°C [21]. DToT nepexon COrpoBOXK-
JaeTcs yMeHbIIeHueM o0beMa OKCHUIa C OIHOBpE-
MEHHBIM HE3HAUYUTEJIbHBIM YBEIUYEHUEM ITUaMeTpa
nop. TepMuueckoe cxkaTve aHOTHOTO OKCHIA IIPO-
noipkaetrcss 1o Ttemriepatypbl 900°C. 1o 700°C sto
gIBJIEHUE ABJISIETCS 0OpaTUMBIM, TTociie 900°C Hauu-
HaeTcs HeoOpaTuMoe mpeBpaieHue y-Al,O; B Ko-
pyHa. Tepmudeckue npeBpaiieHus B ITAOA, cxu-
Malole KpUCTaUTUUECKYIO PELIeTKY Ha JOCTATOUHO
GOJBIIYI0 BEIMYUHY TPU COXPAaHEHWU WCXOMTHOTO
MOTHUBA CTPYKTYPHI MPUBOAAT K CUJBHBIM JIOKAJb-
HBIM HaIPSDKEHUSIM.

OnHako, Kak BUOHO W3 MPEACTAaBJICHHBIX ITHa-
rpaMM, OTKHUT Tipu Temreparype 493°C u BbllIe (10
700°C) He mpUBOIUT K (ha30BOMY Mepexoay (ILIaBiie-
HUIO HUKEJISI, Kak Habmonainock ajist HH nuamerpom
5 um) [42]. [1nomanb 3HAOTEPMHUYECKOrO IT1Ka paB-
Ha —62.34 x/r (umm 3.7 xJIX/MOJIb), YTO TTOYTH B
5 pa3 MeHbllUE YAEAbHOW TETJIOTHI IUIaBiaeHUs (J;)
MAaCCHUBHOIO HUKeJNs U B 4.5 pa3a MeHblue J, HAaHO-
KpucTamamdeckoro Ni.

JIBa SIBHO BBEIpasKEHHBIX 3K30TepMUUeCKIX 3P PeK-
Ta mpu TeMnepatypax 493 u 840°C, cBsi3aHbI C TIPO-
meccaMu, IIPOMCXONSIIMMU B COCTABJISIIOIIMX 3JIe-
MeHTax Komno3uta: (1) pekpucramin3anneii 1 OK1C-
nenuem 3epeH B HH nukenst (493°C); (2) ¢ HauamoM
KPUCTAJIM3AlMU OKCUAA aJIIOMUHUS IIOCTIE YOaJeHUS
IpruMeceil, KOTOpbie BHEAPWINCH B CTEHKHU IIOP
ITAOA B nipouiecce aHogupoBaHus (840°C). o atoii
TeMIlepaTypbl KPUCTAJLUIM3YEeTCSl JUIIb BHYTPEHHUIA
CJIOM OKCUA AJTFOMUHMS, HE COAEPXKAILUN TIpUMeECceid
9JIEKTPOJIMTA.

B pa6ore [43] ObIITO MOKa3aHO, YTO B HAHOKPU-
crayummyeckoM (HK) Hukene ¢ uncroroit 99.5 at. % B
YCIIOBHUSIX HEM30TEPMUYECKOTO OTKMra TakKKe Ha-
OJrromaeTcs aHOMAJIbHBIM POCT 3epeH M oOpasyeTcs
OuMomaiabHasl 3epeHHass MUKPOCTpyKTypa. JIuHeii-
HBIE pa3Mephbl HAaHO3EPEeH J0 OTKMUTa UMEIOT CpeaHee
3HadeHWe 22 HM. Takoi Ke IMOpSIoK CPEeIHETro pas3-
Mepa 3epHa umeer HK HuKenb, MOay4eHHBIN METO-
JIOM BJIEKTPOOCAXIECHMS CIUIOLIHBIX IUIEHOK [44], u
HaHokpucTtayumndeckne HH HuKeas B mopucToM ok-
cuae anoMuHus [35].

N3 puc. 5A BunHo, uyto JITA curHain B guamna3oHe
TeMIIepaTyp, ONpeaeIsTIOIINX 00JIaCTh TEPMOCTOMKO-
CTHU, COCTOUT U3 IBYX YacTeil: HUBKOTEMIIepaTypHOIi
(200—500°C) ¢ pe3ko BbIpaxkKeHHBIM LEHTPaJIbHBIM
TeIUIOBBIM IUKOM 493°C, COOTBETCTBYIOIIEHl aHO-
MaJIbHOMY POCTY 3€peH HUKEJsI, 1 BEICOKOTEMIIepa-
typHOIi (550—900°C), B KOTOpOii IIPOUCXOIUT TEP-
MOJECTPYKIIMSI OCHOBBI KOoMIT03uTa. CIIOXKHBINA Xa-
pakTep TepBOif 00JaCTH OOYCJIOBJICH TOSIBJIEHUEM
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JIOTIOJTHUTENIbHBIX TETUIOBBIX 3((eKTOB, OoTpaxkaro-
mux nporekanue B HH HuKenas cTpyKTypHBIX Mpo-
LIECCOB, OTJIUYHBIX OT POCTa 3epeH (OKUCICHUE).

M3menenus B ctpyktype HH Ni, mpoucxonsimue
npu temiieparypax mo 200°C, cBHAECTEILCTBYIOT O
MPOTEKAHUM B HUX PEJaKCAIIMOHHBIX IPOIECCOB,
CBSI3aHHBIX, BO3MOXHO, ¢ (hDOPMUPOBAHUEM HOBBIX
3epeH C OOJIbIIEYIJIOBBIMU I'paHULIaMU (HAIMPUMED,
myTeM KoajeclieHuuun cyosepeH). B curname [TA,
MOJIy4eHHOM MpU cKopocTu HarpeBa 20 rpam/MuH
(puc. 5A), B oomactu Temrieparyp 130—300°C, 1. e mo
Hayaja MHTEHCUBHOTO pOCTa 3€peH, PacIioOKEHbI
JIBa CJIA0OBBIPAXKEHHBIX BHIAOTEPMUUYECKUX ITHUKA
(190 1 250°C), KkOTOpbIE TaKXKe yKa3bIBAIOT HA TO, YTO
B JAaHHOW TeMIlepaTypHO oOJlacTU HadyWHAaeTCs
CTPYKTYpHasl TiepecTpoiika.

IMonuskcrpuMmaneHbiit xapaktep ATA u ATT 3a-
BUCUMOCTEN MOKA3bIBAaET TAKKe, YTO OMHOBPEMEHHO
¢ TIpoleccaMy peKPUCTAIUIM3ALNUU MOXKET ITPOUCXO-
IUTh npouecc okucienus HH.

Takum obpaszom, temrieparypa 7, (320°C) coot-
BETCTBYET HauaJly MHTEHCUBHOTI'O POCTa 3€peH U Tep-
MookucauresasHoro mnpouecca HH B komnosure
(xkpuBas JITA momHMMaeTcs BBepx). 3aTeM HadyMHa-
eTCsI MPOIECC TEPMOJECTPYKIIMU OCHOBBI KOMITO3UTA
nipu temniepatype 7, (600°C) — kpuBast UeT BHUB).
O6macte TeMriepatyp 71;—7, onpemensieT TepMOCTOM-
koctb HH aukenst. O6macts remrreparyp 7,—15 (850°C)
OIpeesisieT TEPMOCTOHKOCTh KOMIIO3UTa — CII0CO0-
HOCTBb COXPAHSTh XUMHUYECKUIA COCTaB U YITOPSIIOYECH-
HYIO CTPYKTYPY ITPH BO3IEICTBUHU TTOBBIIIIEHHOM TEM-
repaTyphbl.

1t yTouHeHUsT BO3MOXKHOCTH IIPOTEKaHUsI TIpO-
ecca okuciieHuss HH B koMmmosute, o6pa3ibl ObLTA
MpeABAPUTETHLHO OTOXKEHBI IpH TemItrepaTtype 350°C,
cJIeTKa TIPeBBIIIAIONICH TeMIlepaTypy Hadajda TepMo-
OKUCJIUTEIBHOTO MpolLiecca, B TeUeHUe 3-X 4 U 3aTeM
HCCIeNOBaHbl MeTomoM peHTreHodaszoBoro (XRD)
aHam3a.

Ha pric. 6 TToka3aHbI pe3yIbTaThl peHTTEHOCTPYKTYP-
HOTo aHajm3a KoMro3utHoro mMatepuaia Ni/TTAOA no
u nocye orxkura. LHTpruxoBbIMM JIMHUSAMU 0003HAUEHBI
MOJIOKEHUS TUMPAKIIMOHHBIX JIMHUN 3TAIOHHOTO T0-
poikoBoro Ni, kaprouka Ne 04-0850 u3 6a3b1 JaHHBIX
MexmyHapogHoro LleHTpa mo mndpakiMOHHBIM TaH-
HeiM (JCPDS) [45].

CpaBHeHME COOTHOIIEHUSI MTHTEHCUBHOCTEM 9KC-
NepUMEHTATBHBIX IU(PPAKIMOHHBIX JWHHK (/) C
KapTOYKO 151 Mopolrkooopa3Horo Ni (IITpUXOBbIe
JIMHYMM) TMO3BOJWIO OLEHUTh KPUCTALINYECKYIO
CTPYKTYpPY UCCJIeyeMOoro oopasiia.

ITo popmyne Llepepa OB paccunTaHbI pa3MephI
KOTepeHTHBIX obacTeit (d), KOTOPbIM COOTBETCTBYIOT
MoJIydeHHbIe TTMKU, Tab. 4. B ckobkax crojbma 20
MIpUBEIEeHBI 3HaUeHUS 13 0a3bI JaHHBIX JCPDS.

M3 nonydyeHHBIX TaHHBIX MOXHO CHENaTh BBIBO,
yro HH coctosiT u3 kpucrammmiroB Ni, MMEIONIMX Ipa-
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Puc. 6. Iudpakrorpammel Komriosuta Ni/AAM no (A) u mocie orxxura (B).

HELICHTPUPOBAaHHYIO KYOMYECKYIO CTPYKTYpPY C OCHOB-
HBIM KpHUcTaJIorpaduyecKmMm HarpasiaeHuem [111].

CpaBHenue XRD criekTpoB MCXOOHOTO M OTO-
JKCKEHHOTO 00pa3oB MOKa3hIBAET, UTO B CITEKTPE TTO-
SIBWINCH ITMKU, XxapakTepHble 11 NiO (37.8 1 42.92).
DT0 MOKa3bIBAET, UTO B MPOLIECCe U30TEPMUIECKOTO
otrxxura npu temrieparype 350°C B TeueHue 3-x 4 00-
pasell HaYMHAeT OKUCIISIThCS M TTOATBEPXKAACT Tpe-
TMOJIOKEHWE, YTO B auamnaszoHe Temmepatyp 300—
600°C ogHOBpPEMEHHO C TTPOLIECCOM PEKPUCTAIIN3A~
UM MOXET MPOMCXOAUTh Mpoliecc okuciaeHuss HH.

MOXKHO TaKK€ OTMETHUTh, YTO OTXKUT IIPU JaHHOMI
TeMmIiepaType yJaydllaeT CTelleHb KPUCTALNIMYHOCTU
o0eux ¢a3 (c opuenrtauumeit (111) u (200)). CaBur nu-
(GpaKIIMOHHOTO MaKCHMMyMa OT KpPUCTAJUIMYECKUX
¢a3 aranona c rekcrypoii (111) u (200) oka3biBaeTCs
CYILLIECTBEHHO MEHBIIIE i1 OTOXKEHHOIro oOpaslia,
YyeM JJIs1 He OTOXKKEHHBIX 00pa31oB. DTO CBUACTEIb-
CTBYET O TOM, 4To T1ocJjie orxkura B 3epHax HH Ni, or-
BEUAIOIINX 3TUM KPHUCTAUIMYEeCKUM (a3aM yMeHb-
IIAfOTCSI BHYTpeHHHE AedopMallii 3a CYET YMEHb-
IIEHWST MEXIUIOCKOCTHOTO pPACCTOSIHMS W POCTa
pa3MepoB 3epeH.

Taomma 4. Pe3yabraThl peHTTEHOCTPYKTYPHOTO aHAaIM3a
komro3uta Ni/AAM

Kpucrannorpapuuec 20, rpan doav | 1 %
KOe HaIlpaBJIcHUE
Ni(111) 43.16 (44.51)/44.55%| 23.5 | 100
Ni(200) 50.21 (51.85)/51.9* 18.4 | 45
Ni(220) 75.83 (76.37) 18.1 | 27

*TTocne oTXKuTAa.

OKcu ATIIOMUHUS TIPU 3TOM TEMITepaType OCTaeTCs
peHTreHoaMop(dHBIM (MUK 25.16 10 OTXKUTA), HO TIOSIB-
JIeHue IudpakiMoHHONW JMHUU 24.89 MOXeT cBUIe-
TEJBLCTBOBATH O BO3MOXKHOCTU OOpa30BaHUsI KpUCTAJI-
JINTOB CO CTPYKTypoii Tura mmnuHeau NiAl,O, [38].

SAKITIOYEHHME

B nanHoili paGoTe nmpoaHaIU3MPOBaHbI TEPMOIU -
HamMuyeckue cBoiicTBa komnosuta Ni/AAM, usro-
TOBJIECHHOTO METOAOM 3JIEKTPOXMMHYECKOTO Oca-
xneHuss HH Hukenss B MeMOpaHy M3 yIIOpsSA0YeH-
HOTO MOPUCTOTO OKCHUIA aTIOMUHUSI COOCTBEHHOTO
nsrotoBiieHus. HuddepeHImaaibHO-TepMUICCKIC
HCCJIeIOBaHUsSI Ha BO3MyXe MO3BOJWIN OMNpPEACINTh
Iuara3oH Tepmudeckoii cradbwibHocth HH Ni m
Kommos3urta B 1enaoM. Temmeparypa 320°C cooTBeT-
CTBYET Hayajy MHTEHCUBHOTIO POCTa 3e€peH U TEPMO-
okucaurenabHoro npouecca HH B xomnozute. Ilpu
temneparype 600°C HaumHaeTCsl MpPOLIECC TePMOJe-
CTPYKLIMM OCHOBBI KoMmIio3uta. O6iacTh TeMrepaTryp
300—500°C ompenenster TepmocToiikocth HH Huke-
151 B okcuze. O6sacth temmepatyp 550—850°C omnpe-
JeJisieT TePMOCTOMKOCTh KOMITO3UTa — CIIOCOOHOCTh
COXPaHSITh XMMUYECKUI COCTAaB U YHOPSOOYECHHYIO
CTPYKTYPY IOpH KPAaTKOBPEMEHHOM BO3IEICTBUHU I10-
BBIIIICHHO1 TeMIIepaTyphl.

IMonuskcrpuManbHbiil xapaktep ATA u ATT 3a-
BHUCUMOCTEM C IBYMS SIBHO BbIPa>K€HHBIMU 3K30Tep-
MudeckuMu sddektamu (493 u 839°C) mokasbiBaeT,
YTO OJHOBPEMEHHO C TPOLIECCOM PEKPUCTATUIM3AIIUN
3epeH MPONCXOIUT mnporecc oknciaeHnss HH ankens.

HccnemoBaHus cocraBa U CTPYKTYPhl KOMITO3UT-
HOro MaTrepuaja A0 U IIOC/Ie OTXKUra ITOATBEPIUIN
BO3MOXHOCTh okmciaeHns HH Hukens B mpoiiecce
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BBICOKOTeMIIEpaTypHOro oTxwura. HaHoHutu cocro-
ST U3 KpUcTaaauToB Ni, UMEIOLIUX TpaHEeLIEHTPUPO-
BaHHYIO KyOMYECKYIO CTPYKTYPYy C OCHOBHBIM KpHU-
crayrorpaddecKnM HarpapiaeHueM [111] mo m 1o-
cjie or>xura. He cMOTpst Ha CyllleCTBEHHbBIE OTJIUYMS
TEPMOYIPYTUX XapaKTEpUCTUK MaTeprayioB, 00pa3y-
IOIIMX KOMIIO3UT OTXHUI IpU TEMIIEpaType HIKe
TeMIepaTypbl aHOMaJbHOTO POCTa 3€PEeH YIydlllaeT
CTEIIeHb KPUCTAJUDIMYHOCTU 00eux a3 HaHOKPU-
crauioB HuKens (¢ opueHrauueit (111) 1 (200)). HH
B OKCHUJIE HE pa3pyllaloTcs, M He MJIaBsITCs IPU KpaT-
KOBPEMEHHOM BO3[IEHCTBUM BBICOKMX TeMIIEpaTyp
(mo 750°C).

Pabora BeimonHeHa B pamkax ['ocymapcTBeHHOM
HayYHOTEXHMWYECKOI IIporpaMMmhbl “HaHoTexHoIIO0-
TMA W HaHoMaTepuaibl”’ MuHHUCTEpCTBA 00pa3oBa-
Hus Pecnyonuku benapyce.
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