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HEOPTAHWYECKUX COEAUHEHUN

T'MAPOTEPMAJIbHBIN CUHTE3 OKCUJA HUKEJISI C MEPAPXUYECKOI
OPTAHUM3ALIMEN YACTUII B ITIPUCYTCTBUU TPUDTAHOJIAMMHA
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M3ydeH npoliecc ruApoTepMaIbHOTO CUHTE3a OKCUIA HUKEJISI C MepapXUyecKoil opraHu3almei 4acTull B
MPUCYTCTBUM TpuaTaHoJamuHa. McciienoBaHO TepMuUyecKoe MoBeleHrue, KpUcTalInueckasi CTpyKTypa 1
cIieKTpayibHble XxapakTepucTuku o-Ni(OH),, moayyeHHOro B XoAe ruapoTepMaibHOIl 00pabOTKM peakLy-
OHHOM CHCTEMBI U IIOC/IeAyIolIeil CyInKu TBepaoii ¢a3nl. IlokazaHo, 4TO B pe3yabTaTe TEpMOOOpabOTKM
nipu 350°C (1 4) MPOUCXOIUT Pa3JIOKEHUE MOJYYEHHOTO MOIYIPOAYKTa C 00pa30BaHUEM 1IeJIEBOIO HAHO-
KpucTauimueckoro okcuna (cpegHuii pasmep OKP ~6 uMm). C nomoipio KelbBUH-30HIOBOIM CUJIOBOIA
MUKPOCKOIIUM MOCTPOEHBI KapThl pacIpenesIeHUsT TTOTeHIIMAala MO MOBEPXHOCTU YaCTUIL UCCIETyeMOTO
MaTepuaia, a TakXke ornpeaeeHo 3HaueHue paboThl BBIXO/IA 3JIEKTPOHA C €ro MOBEPXHOCTH.
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BBEAJEHWE

HecmoTps Ha TO, YTO B COBpEMEHHOM MUPOBOM
aHeprobajaHce Bce elle MpeodagalT ucKonaeMble
BUIbI TOTUIMBA, B HACTOsI11Ie€ BpeMsI BO MHOTHUX CTpa-
Hax HaMeTWIach YeTKas TeHIEHIIMS K TMepexoay Ha
SHEPrOCUCTEMBl C HU3KUM COAEpXKaHUEM yriaepoja
[1—4]. OcymecTBiieHrue TpaHCcOpMaUM YHEPIETH -
YECKOTO CeKTopa U CMElIEHUE PaBHOBECHUS B CTOPO-
HY aJIbTEpHATUBHON 3HEPTreTUKU TPEOYIOT pa3BUTHUS
TEXHOJIOTUiII TeHepallud U HaKOIUICHMs “3eJIeHOoi”
EKTpo3Hepruu. B maHHOM acriekre ocodoe BHUMa-
HY€ MPUBJIEKAIOT TBEPAOOKCUIHBIC TOTUIMBHBIE dJie-
MeHTH (TOTD), KoTopble MpencTaBisiioT codoit 3K0-
JIOTUYECKU YUCThIE DJIEKTPOXMMUYECKUE TeHEepaTo-
pBl dHEPTUHU, XapakTepusytoiuecs BbicokuM KITJI
(MoryT mocturath 3HadeHU >80%) M CITOCOOHBIE
(YHKIIMOHUPOBATh C MCITOJIb30BAHUEM PAa3JIUUYHBIX
BUIOB TOIUIMBa (BOOOpPOI, MeTaH, OWOTOIUIMBO
nt.1.) [5—8]. Paboune xapakrepuctuku TOTD Bo
MHOTOM ONpPENESIIOTCS CBOHCTBAMU MaTepUAIOB UX
aJIeKTpoaoB. Tak, aHOABI BHINOJIHSIOT OAHY U3 KJIIO-
YeBbIX pOJieil B paboTe TOIUIMBHOTO 3JIeMeHTa, 00ec-
MevyrBasi MpoIecc PNEKTPOXUMUYECKOTO OKUCIEHUS
TOIUIMBA, a TakKXe Y4JacTBysl B Mpollecce IepeHoca
00pa30BaBILIMXCSl JEKTPOHOB K WHTEPKOHHEKTO-
paM. Martepuanbl aHoia MO CBOUM XMMMUYECKUM M

TerIoPU3NIECKUM MapaMeTpaM JIOJKHBI ObITh COB-
MECTUMBI C 2JIEKTPOJIUTOM, UMETb BBICOKYIO 3JI€K-
TPOHHYIO MPOBOJIMMOCTb, KAaTAIUTUUYECKYI) aKTUB-
HOCTb, a TakXXe 00JaJaTh pa3BUTOU MOBEPXHOCTHIO
[9—11]. 3a mocnenHee aecsTUIETUE OBLJIO pa3padoTa-
HO 00JIbIIIOE KOJIMYECTBO Pa3IMYHbIX aHOIHBIX MaTe-
pUanoB, KOTOpbIe, KaK MPaBUIo, MPEACTABISIOT CO-
0oif KOMMO3WIIMOHHBIN MaTtepuas, COCTOSIIIUIA U3
ayieKTposuta (Hanpumep, ZrO,—Y,0; [12], CeO,—
Gd,0;, [13], CeO,—Sm,0; [10, 14, 15], CeO,—Y,0;
[16, 17] u T.11.) 1 MeTayuta (MM OKCHUAA MeTaja)
BBICOKOI KaTaJUTUYECKON aKTUBHOCTBIO U 3JIeK-
TPOHHOII IIpoBomuMMOCThIO (Hampumep, Cu, Ni,
NiO). IIpu 3ToM OOJIBIIMHCTBO COBPEMEHHBIX aHO-
OB MOXHO pa3feinuTh Ha HUKeJIbCOoAepKalllne
(NiO/Ce0O,—Sm,0,, Ni/(La, _ ,Sr,)(Ga, _ Mg)O0,
uTam.) u Oe3nukenenssle (Cu—CeO,—Gd,0;,
Lao'2sr0'24cao'45TiO3—CeOz—smzo_a, n T.H.). HpI/I
9TOM HUKeJIbCOAepKalllle aHOMHbIE MaTepuasbl MOo3-
BOJISIIOT JOCTUYb 00Jiee BICOKUX IJIOTHOCTEN MOIITHO-
CTU TOIUIMBHOIA sueiiky Ha ux ocHoBe (>500 MBt/cM?)
[0 CpaBHEHMIO ¢ Ge3HMKeneBbiMU (<500 MBtT/cM?) B
cpenHeTemIteparypHoM uHTepBaie (500—600°C), uro
BaxkHO mpu pazpaborke TOTD c 6osee HU3KUMHU pa-
6ounmMu TemIieparypamiu [ 11]. @yHKIIMOHaIBLHEIE Xa-
PaKTEPUCTUKU aHOIHBIX CJIOEB ONPEESIIOTCS MUK~
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POCTPYKTYpO#1, B 4YaCTHOCTH, (pOpMOI1 1 pa3zMepoM
COCTaBJISIIOIINX UX YacTull. B mocnenHue rompl Bce
0oJiee aKTUBHO Pa3BUBAIOTCS ITOAXOIbI K (pOpMHUPO-
BaHMIO HaHOMATEpHaJOB, B TOM 4YWUCJIEe MU IS
YCTPOMCTB aJIbTEPHATUBHOM 3HEPIreTUKU, C UEPAPXU-
YeCKM OpraHM30BaHHOI MUKPOCTPYKTYPOIi, YTO, KaK
MIPaBWIO, IIPUBOIUT K CYIIIECTBEHHOMY YIYYIIIEHUIO
nxX PyHKIIMOHAJILHBIX XapakTepucTuk [18—21]. Cpe-
IV pa3JIMYHbIX METOJOB CUHTE3a OMHUM HamboJjiee
3¢ OEeKTUBHBIX U YIOOHBIX C 3TOM TOYKH 3pCHUS SIB-
JII€TC TUAPOTEPMaJbHBIA METOHd, IO3BOJSIOIIMIA
dopMupoBaTh HanboJIee IMUPOKUIA CIIEKTP pa3Iidd-
HBIX BapMaHTOB MUKPOCTPYKTYPBI, a TaKXe OCy-
LIECTBJISITh TOHKMI KOHTPOJIb MapaMeTPOB CHUHTE3a
(TUII pacTBOPUTEIISI, OCAIUTEIISI, CTPYKTYpOooOpa3o-
BaTeJIs, TeMIIepaTypa, TaBJIEeHUE , [T TEIbHOCTD IIPO-
1ecca TepMooOpPabOTKM, a TaKxKe KOHLICHTPAIIUS pe-
areHTOB), BIAUSIOINX Ha (OPMUPOBAHUE U OCOOCH-
HOCTH MOPGOJIOTUH II0JIydaeMbIX HAaHOMAaTEePUAIOB
[22—27]. 3agacTyto nipu GOpMUPOBAHUU OKCUIA NN
TUIPOKCUIA HUKES C TIOMOIIBIO TUAPOTEPMAILHOTO
METO/Ia MCITOIB3YIOT PSI OCHOBAHWM (M MX KOMOMHA-
11i1), TaKUX KaK MOYEBUHA, TUAPOKCHUI HATPUSI, TU]I-
pat ammuaka [28—31], a Takke CTpyKTypooOpa3oBa-
Tenel (HampuMmep, OKcajlaThl aMMOHUS WJIW HAaTPUS
[32—36]) 1 MOBEPXHOCTHO-aKTUBHBIX BEIIECTB (3TH-
JICHIJIMKOJb, MOJAU3TWIeHIIuKoNb [33, 34]). B enu-
HUYHBIX paboTax IJjisi CO3JaHWs OCHOBHOII Cpenbl
MpU CUHTE3€ OKCHIAa HUKEJISI UCIIOAb30BaI TPUITA-
HOJIAMUH, BBITOJHSIOIINI TOMOJHUTEIBHO (PYyHK-
IO KOMIUIEKCO- U CTPYKTYpOOOpa3oBaTelIsi, OJHA-
KO 3TOT IIPOIIECC OCTAETCI MAJIOU3YYeHHBIM [36, 37].

Ilenp HacTosIIEl pabOThl — MCCIIEIOBAaHUE TIPO-
liecca CUHTe3a OKCHMIa HUKEJIsl ¢ TOMOIIbIO TUAPO-
TepMaJIbHOTO METOJA B MPUCYTCTBUM TPUITAHOJ-
aMUHa, a Takke u3ydeHue (pU3nKOo-XUMHIECKUX Xa-
PaKTEepPUCTUK ITOJIyYEHHBIX ITOPOIIKOB.

OKCITEPUMEHTAJIbBHAA YACTb

Hanomopolliok okcuaa HUKedsl ObLT MOJy4YeH C
IIOMOIIBIO TUAPOTEPMAJILHOIO METOAA II0 CJIEOyIO-
meii meronuke. Ha mepBoM sTame K BOOTHOMY pac-
TBOpPY xJiopuaa Hukes (0.025 Monb/1) ipu iepemMe-
IIMBAaHMUM OOOABJISIIM BOMHBIM PacTBOP TPUITAHOJI-
amuHa (o6weMHas nonst 10%) B cootHomenun 1 : 1.
IMonyyeHHYI0 TaKUM 00pa3oM peaKIIMOHHYIO CUCTe-
My IIEpEHOCWJIM B CTaJIbHOIT aBTOKJIAB C Te(QJIOHOBOI
BCcTaBKOI 06beMoM 100 M1 1 TTogBEpTaId TUIPOTEP-
MaJibHOIT 06paboTKe mpu TeMiteparype 140°C B Teue-
Hue 1 4. [Tocme ecTeCTBEHHOIO OXJIAXKICHUSI CUCTE-
MBI 10 25°C otaensiin cOopMUPOBABLIYIOCS B XOJIE
CHHTe3a AUCIiepCcHYIO (ha3y, MpoMbIBaIU €€ AUCTUI-
JIMPOBAaHHOM BOJOI IIyTeM LIMKJIMYECKOIO HEeHTPU-
¢dyrupoBaHus, a 3aTeM CYIIWJIM NPOMYKTHI CMHTE3a
npu 100°C B TeueHue 3 4. [ajiee MpoBOAWUIN TEPMU-
yecKylo o0padotky (350°C, 1 4) MOIYy4YeHHOrO II0-
poiiika B aTMOc¢epe BO3ayXa C 1IEJIbI0 PA3IOXEHUS
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IIPOMECKYTOYHLIX ITPOAYKTOB M KPUCTAJJIU3alluU 11C-
JIEBOT'O OKCHA.

Cunxponnsiii (TTA/OCK) TepMuyeckuii aHaIu3
MOJIY4EHHOTO B XOI¢ TUAPOTEPMAILHOIO CUHTE3a U T10-
caenyromieii cymku mpu 100°C nopomika ObLT BBIITION-
HEH ¢ NpUuMeHeHueM TepmoaHaim3aTopa SDT Q-600.
KoHTponupyemsblii HarpeB ocyliecTBiasuiu B Al,Os-
MUKPOTUIISIX B AuarazoHe temneparyp 25—1000°C
co ckopocthio 10 rpam/MuMH B TOKE BO3myxa, CKO-
pOCTh MOTOKA rasa cocrapistia 250 Mi/MuH, Macca
HaBeCKU — 4.586 MT.

st peructpauuun MK-crieKTpoB MpomnycKaHUs
IMOPOIIKOB OBbLIM MPUTOTOBJIEHBI COOTBETCTBYIOIIINE
CyCIIEH3UM B Ba3eJIMHOBOM Macjie, KOTOpble B BUIE
TJICHKU IMOMEIAI MEXIy CTeKJIaMy U3 OpoMuia Ka-
Jiust. CrieKTpaibHbI aHaJIU3 BBIMIOJIHSIJIU B UHTEPBa-
Jie BOJTHOBBIX uncelt 350—4000 cM~! (BpeMs HakoILie-
Hug curHana 15 ¢, paspewenue 1 cm~') ¢ ucnons3o-
BanueM WK-Dypoe-cnektpomerpa HMubppalllOM
DT-08.

Pentrenodazonerii aHanu3 (P®A) moiaydyeHHBIX
MOPOIIKOB TIPOBOAMIN Ha audpaxkTomerpe Bruker
D8 Advance (usnyuenne CuK,, A = 1.5418 A, Ni-
dunwrp, £E=40x>B, /=40 MA, nnana3oH 20 5°—80°,
paspemieHue 0.02°, BpeMs HaKOIUIEHUSI CUTHaja B
Touke 0.3 ¢).

MUKpPOCTPYKTYPY IIOJIYYEHHBIX OKCUIHBIX 4Ya-
CTUI WCCJIENOBaM METOOOM IIPOCBEUYMBAIOIIECH
9JIeKTpOoHHOIT Mukpockornmuu (IIDM, MUKpOCKOII
JEOL JEM-1011 ¢ uudposoit porokamepoit Orius
SC1000W).

Mopdosoruio IOJIy4eHHOro MOCie HOOMOJHU-
TeJIbHOM TepMooOpadoTku (350°C, 1 4) HaHOMOpOII-
Ka OKCHIa HUKEJISI U3YJaJIh C TIOMOIITBI0 aTOMHO-CH -
JioBoi1 Mukpockornuu (ACM). /1151 3TOoro Ha ero oc-
HOBe OBbIJIa IPUTOTOBJICHA YCTOMYMBAsI TUCTIEPCUS B
1-6yTaHoJIe, KOTOPYIO majiee MCIIOIb30BaIN TS Ha-
HECEHUSI COOTBETCTBYIOIIETO MOKPHITUS Ha MOBEPX-
HOCTB aTIOMUHUEBOM TTomToxXK. C rmoMorbio Keb-
BUH-30HIOBON cuiaoBoil Mukpockormuu (K3CM)
ObLIM MOCTPOEHBI KapThl paclipelelieHUsT TOBepX-
HOCTHOTO MOTEHIINAJIA, a TAKXKe pacCYMTaHa BEJTNIM-
Ha paboTHI BBHIXOIA JIEKTPOHA C TIOBEPXHOCTH MaTe-
puana. ACM- u K3CM-ucciegoBaHUsI BBIIOJHSIIN
Ha CKaHMpYIOIIeM 30HIOBOM MUKpOCKoOIle Solver
Pro-M (mpousBoacteo NT-MDT) ¢ ucronb3oBaHmu-
eM 30HO0oB ETALON HA-HR ¢ npoBoasiuM I10-
KpbiTueM Ha ocHoBe W,C (pe3oHaHCHas 4acToTa
~230 kI, pagnyc ckpyriaeHus <35 HM).

PE3YJILTATbBI U OBCYXIEHHWE

TepMuyeckoe MoBeIeHME TTOPOIIKa, MTOTyYeHHO-
ro B XOJ€ TUIPOTePMAJIbHOTO CHHTE3a U CYILIKU
(100°C, 3 4), UccaenoBaNIM ¢ TIOMOIIbLIO CUHXPOHHO-
ro (TTA/OCK) TepMu4ecKoro aHajiu3a B TOKE BO3-
nyxa (puc. 1). Bxome HarpeBa HaOII0MaeTCS IISITUCTY -
reHyaTas MmoTepsi Macchl B MHTEpBaJIax TeMIEpaTyp
Ne 5
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Puc. 1. Kpussie TTA (uepnas) u JJCK (kpacHast) mpoMeKyTOYHOTO MPOIYKTa B TOKE BO3IyXa.

25-200 (Am = 5.7%), 200—290 (7.7%), 290-—310
(10.8%), 310—375 (12.7%) 1 375—900°C (5.9%). Ilep-
Basl CTyIEHb ITIOTEPU MacChl OOYCJIOBJICHA Mpollecca-
MU IeCOpOINY OCTAaTOYHOTO PACTBOPHUTENISI U aTMO-
cepHBIX ra30B ¢ MOBEPXHOCTU MaTepuraa, Bropasi,
COIIpOBOXIaeMasl 3K30TepMHUUYECKUM 3(PEPEKTOM C
MakcuMyMoM 1ipu 260°C, MOxXeT ObITb CBsI3aHa C
MpolieccaMy OKMCIEHUSI OpPraHNYeCKUX KOMITOHEH-
TOB B COCTaBe ITOJIYIIPOAYKTOB CMHTe3a. B xone naib-
Helirero Harpesa Bbiiie 290°C TOMUMO TIPOLIECCOB
OKMCJIEHUSI TIPOUCXOIUT TpaHC(hopMaLys ITPOMEXKY-
TOYHBIX IPOAYKTOB ¢ 00pa30BaHUEM OKCUIA HUKEIIS.
Hrorosas noreps maccol coctasisgeT 42.7%. Ha oc-
HOBaHUU Pe3yIbTaTOB TEPMUUYECKOTO aHAIN3a MOXK-
HO ceJIaTh BBIBOJ O TOM, YTO OCHOBHAsI ITIOTEPsSI Mac-
chl 3aBepiuaeTcd okojio 350°C, mo3ToMy OaHHas
TeMIiepatrypa Obljla BblOpaHa OjIs0 MPOBEIECHUS J10-
MOJHUTEIBHOI TepMOOOPAOOTKM IIONYIPOAYKTA C
LeJIbI0 KPUCTAJUIM3ANHY 1IeJIEBOTO OKCHIA.

Metonom P®PA wucciegoBaHa KpucTajlandeckas
CTPYKTypa U (pa30BbIil COCTaB MOPOIIKOB, CHPOPMU-
pOBaBIIMXCS B pe3yJbTaTe THAPOTEPMAILHOI 006pa-
OOTKM U TOCJIEAYIOLICH IOIOJHUTEIBHOM TepMOOO-
paboTku Ha Bo3ayxe. Kak BUTHO U3 peHTTeHOTPpaMMBI
noaynpoaykra (puc. 2), Ha0Op XapaKTepUCTUIHBIX
OTpakeHUIi B MTAHHOM CJIydae COOTBETCTBYET Ol-MOIU~
¢uxkaunu runpoxkcuna Hukensa (o-Ni(OH),; JCPDS
22-0444). Pednekcel ¢ MakcuMyMaMu npu 8.5° u
17.5°, He xapakTepHBIe B OOIIIEM CIIyJae IJIsT JTaHHOTO
COENMHEHUSI, MOTYT yKa3blBaTb HAa YaCTUYHO CJIOU-
CTYIO CTPYKTYpY TOJIy4EeHHOTO ITOJYMpoayKTa. Ilo-
JIOOHBIN BUO peHTTeHOTpaMM paHee HaOIomancs aB-
TOopaMu padoThl [38] mpu MOJIYyYEeHUU CIOUCTBIX THI-
POKCUIOB HUKEJIST, MEAW Y MapraHIa IIpY IJTUTETbHO
BBIIEpKKE MX TMAPOKCUIOB B PAacTBOpaxX XJIOPUAOB,
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Ccy1b(}haTroB 1 HUTPATOB aJIOMUMHUS Wiu xpoma. [o-
MOJIHUTEJILHO TIPOLIECCy pacciavBaHUsI MOIJIO CITO-
coOCTBOBaTh MCMOJb30BAaHUE B IPOLIECCE CUHTE3A
TPUATAHOJAMUHA, KOTOPbIi SIBJISIETCSI MMPENCTaBUTE-
JIeM aMUHOB, aKTMBHO ITPUMEHSIEMBIX B KayecTBe
9KcdoaraHTOB MpyU GOPMUPOBAHUYN MaTEPUATIOB CO
cioucToit ctpyktypoit [39]. B pesynbrate TepMo-
00paboTku nmopouka npu 350°C npoucxoaut ¢pop-
MUpOBaHUe liejieBoro okcuaa Hukedas (JCPDS,
Ne 78-0643). I1pu 3TOM Ha peHTreHOIpaMMe OTCYT-
CTBYIOT pedieKchl MOJYNMPOAYKTa U KaKUX-JIMOO

10 20 30 40 50 60 70 80
20, rpan

Puc. 2. PeHTreHorpaMmMbl TTpOMEXYTOYHOTO TPOAYKTa
(/) v mopouika, MOJYYeHHOTro B pe3yibTaTe AOMOJHU-
TeJbHOI TepMooGpaboTku rpu 350°C (2).
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Puc. 3. UK-cnekTpbl mpoMeXyTOYHOro npoaykra (1) u
MOPOIIIKA, TOJYIEHHOTO B PE3YJIbTaTe TOMOJHUTEIBHOMN
TepmoobpaboTku mipu 350°C (2).

JIPYIUX KpUCTaUIndecKux mpumeceit. CpegHuii pas-
mep OKP 11 momygeHHOTO TaKUM 00pa30M ITOPOIII-
ka okcuaa Hukens(I1) cocraBnsier ~6 HM.

Hcnonp3oBanne UK -criekTpocKonnu Io3BOJIrI0
OLIEHUTh HabOp (PYHKIMOHAJIBLHBIX IPYMIT B COCTaBE
MOJIYIIPOAYKTAa U IOPOIIKA ITOC/IE HOIOJIHUTEILHOM
TepMooOpaboTKu (puc. 3). B cmekTpe monynpomykra
B MHTEpBaJle BOJIHOBLIX uncen 3700—3100 cMm~! Ha-
OJroHaeTCst HAJIOXKEHUE Y3KOM MOJIOCHI TTOTJIOIIEHUS
¢ MakcMMyMOM Iipu 3650 cM~!, a TakKe HECKOIbKUX
0oJiee IMPOKUX XapaKTePUCTUUECKUX TT0JIOC, COOT-

BETCTBYIOILIMX BaJIECHTHBIM KOJIEOAHMSIM CBOOOIHBIX
1 CBSI3aHHBIX BOAOPOMHOM CBSI3bIO TMIPOKCUIIBHBIX
TPYIIIT COOTBETCTBEHHO. Y3Kasl BhIpakeHHasl moJjioca
¢ MakcuMyMoM Ipu 1620 cm~! otHOCcUTCH K aedop-
MalMOHHEIM KosiebanusiMm OH-rpymmn mMojekyn Bo-
IIbI, KOTOpHBIE, TT0 JAaHHBIM padboThI [40], MOTYT Haxo-
JIUTHCSI B MEXKCIIOEBOM TPOCTPAHCTBE CDOPMUPOBAB-
merocs runpokcuna Hukes. [lomocer mpu 1300, 1215
u 915 cm~! oTHOCATCH K KOJEGaHUSAM HUTPOIPYIIIL,
ToTAa KaKk HaOop MOJ0C B MHTEpBaJIe BOJHOBBIX UM-
cen 1180—990 cm~! o6ycinoBiaeH KONEOAHUAMU CBSI-
3eit C—N (1105 cm~1), C—O (1075 em~ ") u C—C (1042
u 1023 cm~!). XapakrepucTuueckue mojochl B 06J1a-
cti 850—520 cM~! MOryT GBITH OTHECEHBI K AehopMa-
nuoHHBIM Konebanusm OH-rpynn [22, 40], a mmoJo-
cbl, Habmomaemble rocite 500 cM~!, oTHOCSTCA K KO-
nedanusaMm cBsizeit Ni—OH m Ni—O [22, 41, 42].
ITocne mpoBeneHUsl NOMOJIHUTEIbHONW TepMooOpa-
60t1ku nipu 350°C BUIHO, YTO UHTEHCUBHOCTh IMOJIOC
MOMJIOIICHMsI, OTHOCSIIUXCSI K TIPOMEXYTOUHOMY
MPOAYKTY, 3HAYUTEJIbHO CHUXAETCSI, YTO TOBOPUT O
€Tro IMPaKTU4YeCKU ITOJTHOM Pa3I0KeHUN U (pOpMUPO-
BaHUM 1I€JICBOTO MPOIYKTa.

MuKpOCTpPyKTypa MOPOoIITKa OKCHIA HUKEIIST Oblia
U3ydeHa ¢ MOMOIIbIO MPOCBEUUBAIOIICH BJIEKTPOH-
Holt Mukpockonuu (puc. 4). IlonyyeHHBIe pe3yabTa-
ThI CBUIETEILCTBYIOT 00 MepapXU4IeCKOl opraHm3a-
IIMM YacTUIl MaHHOTO okKcupaa. Tak, ucciemyeMblid
MOPOIIOK MMEET IBYXYPOBHEBYIO OpPraHU3aldI0 U
COCTOUT M3 YacTull (CpemHuil pazmep ~15 HM), ymo-
PSIIOYEHHBIX B BUJE HAHOJMCTOB, COOpaHHBIX B 00-
Jlee KpyIHbIEe ChepUIecKre CTPYKTYphbl (CpemHMit
nuameTp ~1.7 Mkm). JJOMOJTHUTEIBHO MUKPOCTPYK-
Typa Hopolllka OblTa M3ydeHa c¢ Tomoilpio ACM

Puc. 4. MuxpoctpyKrypa nojyyeHHoro HaHornopoiuka NiO (1o nanHbsiM [T9OM).
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(puc. 5). Kak BugHo 13 mukpodororpaduii, Imopo-
IIIOK COCTOUT U3 arjloMepaTroB, pasMep KOTOPBIX
>1 mxMm. O6pa3zoBaHUusl pa3MepoM 1—2 MKM UMEIOT
BBIpaXkeHHYIO c(pepruecKyto (popmy, KOTOpasi C yBe-
JIMYEHVEM pa3Mepa arjiomepara CTaHOBUTCS Bce 60-
Jiee BBITSTHYTOH (ITPY 3TOM C YBEJIUUYEHUEM UX TJTUHBI
IIMPUHA OCTaeTCs paBHOI ~2 MKM). BricoTra o6paszo-
BaHU CpaBHUMA C UX JUAMETPOM U LLIMPUHOM U CO-
crasysieT B cpenHeM 400 HM. OnMcaHHbIE pe3yibTa-
TBI XOPOIIIO COTJIAcyIOTcs ¢ maHHbIMEU [1DM, roe Tak-
XK€ BMIHBI OKpYIJIble OOpa3oBaHUsI pasMepoM
~2 MKM. HabGaronaemble arioMepaThl TAaKXKe XapakKTe-
pUBYIOTCSI IBYXypOBHEBOI OpraHu3aliuei 4acTull —
HaOJIIOJAI0TCsl KaK KPYMHbIE 4YacTULIbl (pa3MepoM
150—200 um), Tak u 6onee Meakue (40—60 HM).

C momompio K3CM ObumM oxapaKTepHU30BaHEI
JIOKAJIbHBIE 3JIEKTPO(PU3NIECKUE CBOMCTBA TTOPOIII-
Ka. VI3 mpuBeaeHHOIT Ha puc. 5B KapThl pacnpeaese-
HUS TIOTeHIUANA O MOBEPXHOCTSM JIBYX COCETHUX
araoMepaToB BUAHO, YTO HAOJIOmACTCS TOJIOXMU-
TEJIbHBIM OTKJIMK, T.€. 3HaUeHHe TOoTeHIIhala pacTeT
CUMOATHO BBICOTE Ha cKaHe Tonorpadum. DTo roBo-
PUT O TIOBBIIIEHHONM KOHIEHTPAIUU 3JIEKTPOHOB Ha
OCHOBHO1 TUIOIIAANW TTOBEPXHOCTH YACTUILl U TOHU-
JKEHHOM — Ha rpaHuIax UX KoHTakTa. C y4eToM TOrO,
yto NiO sBisieTcs p-noaynpOBOIHUKOM, B KOTOPOM
B KayeCcTBE HOCUTEJIel 3apsiia BBICTYNAIOT ABIPKU,
Takye OAaHHbIC CBUACTEILCTBYIOT O MEX3epEeHHOI
IBIPOYHOM MPOBOAMMOCTH B oOpa3sne. I1o pesynbra-
Tam K3CM B03MOXHO Takxke oIpenesieHue padboThl
BBIXOJAa DJIEKTPOHA C ITOBEPXHOCTU MaTepuana IIo

dopmyne:

(psample= (ptip — @cpp>

TIE Qgumple — PAOOTA BBIXOIA SIEKTPOHA C TIOBEPXHO-
CTU HCCJIENyeMOro obpasiia, @y, — pabora Bbixoaa
BJIEKTPOHA C IIOBEPXHOCTHU ocTpus 30Haa (4.888 3B),
(Qcpp — CPeoHee 3HAaUeHUE KOHTAKTHOTO TMOTEHIAa-
Ja. B pesyabrare pacueToB paboTa BbIXoaa IS TIJIeH-
k1 NiO cocraBuna 4.751 3B, 9yTo HIKe 3HAUYEHWUIA,
BCTpEYAIONINXCS B JIMTEpAType, TIe TOHKUE TIIEHKU
oKcuaa HUKeJs Ha BO3IOyXe MMEIOT paboTy BbIXOa
nopsiaka 5.2—5.6 3B [43]. DTo 3HaUYeHMe TaKKe HU-
Ke, 9eM paboTa BBIXO/a, OIpeaeieHHas C TIOMOIIIBIO
K3CM nist mokpeiTust NiO, moy4eHHOTO ¢ UCTIOb-
30BaHUEM aJIKOKCOoalleTUIalleTOHaTa HUKeJIsl B Kaue-
cTBe npekypcopa (5.125 3B) [44], HO cpaBHUMO C pa-
0O0TOI1 BbIXOAA, U3MEPEHHOM HaMU paHee METOAOM
K3CM nnst mokpeitust NiO, 1ojlydeHHOTO TUAPOTEP-
MaJIbHBIM METOIIOM TIPHW B3aMMOACHCTBUU XJIOPUIA
HUKeJs 1 MoueBUHEI (4.84 3B) [45]. IIpu aToM pabo-
Ta BBIXOJJa BO MHOTOM 3aBHCHUT OT COIEpKaHUS I10-
MaHTOB WJIM 1e(PEeKTOB B COCTaBe MaTepuraa (Hampu-
Mep, KMCJIOPOAHBIX BAKaHCUI), T.€. CpaBHEHUE JaH-
HbIX, TIOJIyUEHHBIX HaMU paHee, C pe3yJbTaTaMu
TEKYIIETO SKCIIEPUMEHTA HATTISIIHO TEMOHCTPUPYET,
YTO JAe(EeKTHOCTh OKCUIIA, MOJTYYEHHOTO TUIPOTEP-
MaJibHbIM METOJOM, CUJIbHO 3aBUCUT OT MPUPOIbI
WCITONIb3YEMBIX PEareHTOB U TIpeKypcopoB. Kpome
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Puc. 5. ACM-mukpodororpacdum mieHku NiO, momy-
YEHHOI C UCIOJIb30BaHUEM OKCHIHOTIO HAaHOIOPOIUIKA:
tonorpadus (a, 6) U pacapeaeieHre MOBEPXHOCTHOIO
noreHuana (B).

TOTO, CBOMCTBA UCCIIEAYEMbIX MaTePUAIOB 3aBUCST,
MO-BUAMMOMY, OT JIOKAJBHBIX BJIEKTPOPU3NICCKUX
CBOWCTB MCITOJIb3YyEeMOI TSI UX U3YYSHUS TOMIOKKH.
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3AKJIIOYEHHME

B pamkax mpoBeneHHOI pabOTHI M3Y4YEH IIPOIIECC
TUIPOTEPMaIbHOTO CMHTE3a OKCUIA HUKEJISl B MPU-
CYTCTBUU TpUATaHOJaMMHa. MicciaemoBaHo TepMuye-
CKOE TIOBEIEeHME, CIIEKTpaJbHBIE CBOMCTBA M KpHU-
craummyeckasi ctpykrypa o-Ni(OH),, nonyyeHHOTO
B Ka4eCTBE IPOMEXYTOUYHOIO IIPOAYKTA B Pe3yJIbTaTe
cUHTe3a U nociaenymwouieii cymku npu 100°C B Teye-
Hue 3 4. [lokazaHo, 4YTO B pe3yJibTaTe JOTOJHUTEIb-
HOM TepMooOpadotku 1pu 350°C mpoucxoguT pas-
JIOXEHHUE TTOJYNPOIyKTa ¢ 00pa3oBaHUEM 1IEJIEBOTO
okcuya Hukens (mo naHnHbiIM PDPA n MK-cnekTpo-
CKOIHMM), XapaKTepU3yILIerocss uepapxudeckoii op-
raHW3aluell COCTABJISIIONINX €r0 YacTHIl. YCTaHOB-
JIEHO, YTO CUHTE3MPOBAHHBIM OKCU HUKEJIS SIBJISIECT -
csl HaHOKpHCTayummdeckuMm (cpenHuii pasmep OKP
cocraBligeT ~6 HM, a CpeOHUIl pasMep YacTHll, IO
naHHbIM [1OM, paBeH ~15 HM) U He COAEPKUT IO-
CTOPOHHUX KPUCTAJUIMYECKNX BKIoYeHU. [1pume-
HeHne KenbBMH-30HAOBOM CUJIOBOW MHMKPOCKOIUU
JIaJI0 BO3MOXKHOCTb OLIEHUTH JIOKAJIbHbIE B3JIEKTPO-
¢u3nYecKre CBOMCTBA MOIYYEeHHOTO OKCHOA HUKE-
JIS1, BYaCTHOCTH, pabOTy BBIXO/Ia 3JIEKTPOHA C €T0 MO~
BepxHocTHU (4.751 3B). ITocTpoeHue KapThl pacrpe-
JIeJICHUS TIOTEHIIMAaNa IO ITOBEPXHOCTU M3y4aeMOTO
MaTepraia II03BOJIMJIO YCTaHOBUTH, YTO OCHOBHAs
KOHIIEHTpaIUs 3JIeKTPOHOB HA0II01aeTCSI HA OCHOB-
HOM MOBEPXHOCTH YACTUII M CHIKAETCS IIPU IIEPEX0-
Jle K TpaHMIIaM UX KOHTaKTa. Pe3yabTaThl UCIIOIb3Y-
€MbIX METOJOB (PU3UKO-XMMHNYECKOTO aHaJIu3a CBU-
JIETEIBCTBYIOT O TOM, YTO HPEIJIOKECHHBII TTOIXOI 1
mapaMeTpbl CUHTE3a II03BOJISIOT 3(P(hEeKTUBHO MOy~
yaTh UEpPaApXUUECKU OPraHU30BaHHBIE HAHOCTPYKTY-
pBI OKCHAA HUKEIS.

OPMHAHCHUPOBAHUE PABOThI

UccnenoBaHue BBIMOJHEHO 3a cyeT rpaHta Poccuii-
CKOTO Hay4YHOTO doHma Ne 21-73-00288,
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