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1 JlureparypHblii 0030p

1.1 Tsepaookcuabie ToruBHbie 3aeMenTol (TOTD) u ux npunnun paboTsl

TBePIOOKCH/HBIE TOIJIMBHBIE SJIEMEHTHI - SJIEKTPOXUMUIECKIE YCTPONCTBA, KOTOPBIE
peobpasyIoT SHEPIUIo IMPOTEKAIONINX B HUX XUMHUICCKUX DEAKIINI OKHCJICHNS TOIINBA Ha-
IPSMYIO B 9JIEKTPHYECKYIO u TemioByto. OcHoBabIME coctapsionmvu TOTD sapisores
TBEPJIbLl SJEKTPOJIUT, AHOJ, KATOJ[ U TOKOCheMHbIe KOHTakTH |1|. [IpoTekanne xuvudeckux
peakIuit 00ycIaBINBAETCS MO/IBE/ICHIEM TOIUINBa (HAIPUMED, BOJOPOIa) K AHOLY U OKHC-
muressi (Kucsopona) K Karoay (Puc. 1). Ha katome mpoucxoaur peaxifysi BOCCTAHOBJICHUS
MOJIEKYJISIPHOTO KHCJIOPO/Ia U3 BO3/LyXa, B PE3yJIbTaTe KOTOPO 06pa3yIoTcsl HOHLI KUCI0POA,
KOTOpBIE 3aTeM JIbOYHIUPYIOT Yepe3 JIEKTPOJIUT M0 IEHCTBHEM I'Da/IHeHTa XUMUIIECKOTO

IIOTEHIINaJIa:
Oq + 4e” = 20%" | (1)

Ha aHOJIE IIPOUCXOJUT IIPOIECC OKHUC/ICHUA TOILJINBa:
H2 + 02_ = HQO + 26_ s (2)

DJIEKTPOHBI, 00pa3yOIINecs BO BPeMsl PEaKIInd, TOMa al0T Ha KaTO/ Iepe3 BHEITHIOK 3JIeK-
TPUYECKYIO IIEIb IIPHU ITOMOIIMU TOKOCHEMHBIX KOHTAaKTOB. OOImasi peakIiusi 3aIlllChbIBaeTCs

CJIEJIYIOIIAM 0OPa30M:

2H, + Oy = 2H,0 | (3)
BOJa ﬁ ‘@ BOAOPOA,
aHo., e =
SN1EKTPONIUT I o2 I I HR
KaToz, T —
@‘ ‘ﬁ B03AYX

Puc. 1: Cxema paboThl TBEPIOOKCUIHOTO TOILIMBHOIO SJIEMEHTA

OrmmanrenbHoii ocobernocTbio TOTD siBisiercst Bhicokast pabodast remmepatrypa (600-
1000 °C). DTo ycioBue siBiIsieTcsi HeOOXOJAUMBIM B TIEJISIX HOsIBJIEHHsT HEOOXOIUMON HOHHOIT

IIPOBOIMMOCTH TBEPJIOI'O0 aHMOHIIPOBOAANIICIO IJIEKTPOJIUTA [2], HO BbI3bIBa€T CJIOZKHOCTHU B



oJI00pe MaTepuaJioB u KcIvyaTamnun ycrpoiictsa. [losoxkurenbubiv s dekTom sBiisieT-
csl BO3MOYKHOCTD HCIIOJIb30BATh Pa3/IMdHble BHUJLI TOILIMBA, TaKHe KAk IPUPOIHBIN ra3 u
BOJIOPOJL, pa3Hoii crerern ogncTKy [3]. CToMT OTMETUTH, YTO 3a CYET IK30TEPMUIECKOTO Xa-
pakTepa peakiwn (3) T mosBossier cOOMPATH JOMOJTHUTEIBHYIO SHEPIHIO, UTO MOBBIIIACT

kovddurpent mnosesnoro jeficreus (KIT) sueiiku.

1.2 MarepuaJbl, uctosib3yembie B TOTD
1.2.1 DaexkrposnT

[TockoJibKy OCHOBHOM (DYHKIIHEH 9JIeKTPOJITa ABJsIeTCsT TPAHCIOPT MOHOB OT KaTo-
Jla K aHoj/ly W OJIOKMPOBAHHE 3JIEKTPOHHOI'O IEPEHOCa MEXKJIy HUMH, OH JOJI2KEeH 00/1a1aTh
CJIEJTYIONUME CBOMCTBAMU: BBICOKOW MOHHOMN ITPOBOJUMOCTBIO, TTPEHEOPEKMMO MAJIONW JIeK-
TPOHHOM, a TaKKe BBICOKON Tra30BOil IJIOTHOCTHIO LI Pa3/le/IeHUs Ia30BBbIX ITPOCTPAHCTB
TormBa u okucauress [4]. OgHuM u3 MaTepuaioB JIJIs U3TOTOBJIEHUS JJIEKTPOJIUTOB SIBJIsi-
erca YSZ (Zrl,xYXOQ_X/Q). JonnpoBaHue OKCH/Ia IMUPKOHUSA OKCHIOM UTTPULA HPUBOIUT K
IIOABJICHUIO KUCJIOPOJHBIX BaKaHCUN M, CJI€A0BATEJILHO, BHICOKON KHCIOPOA-UOHHOI IIPOBO-
mumoctu (0.16 Cum/em mpu 1000 °C)  [5]. Takzke nabmonaercs crabuinsanus KyOnaeckoit
dasbl MaTepuasa Ha BceM jauanasoHe pabodux Temneparyp [6]. OTamauTesbHBIM MTpenMy-
ECTBOM Y S7Z SABJISIETCSI CTaOMIBHOCTH B BOCCTAHOBHUTEJIBHBIX YCJIOBHUSIX, B CBSA3U C UYeM OH
HCIIOJIB3YeTCs KaK OCHOBHOI MaTepuaJl 3J1eKTponuTa. K OCHOBHBIM HEJIOCTATKAM MOYKHO OT-
HECTH HU3KYIO IMPOBOAMMOCTE Ipu Temieparypax Himke 800 °C 1 BBICOKYIO PEaKIIMOHHOCTH
CO MHOTUMH KaTOJHBIMUA MaTepualaMHu.

Eme ognum snexrposmrudeckum marepuasoM aisgerca GDC (Cei_xGdxOy_y/2). Ho-
IIPOBAHHBIN OKCHU/I IIeprs 0018 /18T BHICOKOM HOHHOM IIPOBOIMMOCTBIO, HU3KOM peaKITHOHHOM
CIIOCOOHOCTBIO TI0 OTHOIIEHHUIO K 3JIEKTPOIHBIM MaTeprasiaM [7], a Takzke siBJIsieTCsl KaTaJii-
zaropom okucienuss CHy u CO. Omnako, ponupoBannbiii CeOy TpOsIBIIsieT HU3KYIO YCTOM-
YUBOCTH 110 CPABHEHUIO ¢ Y S7Z B BOCCTAHOBUTEJILHBIX YCJIOBHUAX, & TaKzKe IIPHU TeMIepaTypax
BoIitiie 600 °C mosiBIIsieTCs 3HAUNTE/TbHAST 9JIEKTPOHHAS TPOBOIMMOCTD B YCJIOBUAX TOHUZKEH-
HOTO JIABJICHUsS KUCJIOPOJIa, KOTOpPasi MPUBOJNT K CHIZKEHHIO pabodero norennuana [8]. B
cBasn ¢ 3ruM GDC B 0CHOBHOM HCIIOJIB3YeTCsI B KaUeCTBE TOHKOM IPOCIONKNA MEXKIY JJIeK-
TPOJAMHU U 3JIEKTPOJUTOM Ha ocHOBe Y SZ. OHa M03BOJIAeT MOJABIATh Tudh Y310 KATHOHOB
U XUMHUYIECKHe PeaKIuyu MexKJly MaTepuaJjaMiu, a TaKKe YBeJIUIUBaeT 30HY JIeKTPOXUMUIIe-

CKOIl peakIiuu.

1.2.2 Amnon

B cBoro ouepesib, K aHOJHBIM MaTepUajaM PEIbABJIAIOTCI CJeyonme TpeboBa-
Hust [9]: BbICOKasi KaTaIuTUIeCKas aKTUBHOCTD K 9JIEKTPOIHON PEAKIIUU, XUMUIECKAs U Tep-
MHUYecKas CTabMILHOCTD BO BCEM HMHTEpBaJje pabodunx TeMIlepaTyp, BbICOKas SJIEKTPOHHAS U
MOHHAs MTPOBOJIMMOCTD, YCTOWYNBOCTD K ITUKJIUYECKUM ITPOIECCaM OKHUCJIEHUS U BOCCTAHOB-

JICHUSI, COBMECTUMBIil ¢ 9J1eKTpouTOM KOoddurment repmudeckoro pacimmpenus (KTP),



[OPUCTOCTD JIJIsl YBEJIUYICHUS IPOTIKEHHOCTU TPex(as3HOil rpaHuUIbl U JOCTABKUA PEAreHTOB
HEIIOCPEJICTBEHHO B 30HY peakiuu. OOBIYHO aHO/IHbIE MaTepPUaJIbl U3TOTaBIMBAIOTCS Ha OC-
HOBe MeTaJl/I-KepaMuieckux KomnosuToB Ni/YSZ. B jaHHOM coeMHeHNN HUKE/Ib OTBEYaeT
3a JIEKTPOHHYIO IIPOBOIMMOCTE, & MATEPUAJT JJIEKTPOIUTA Y SZ - 32 MOHHYIO COCTABJIAIOILY IO
HIPOBOJIMMOCTHU U CO3JIaHHE ITOPUCTON CTPYKTYPHI. Halle Bcero aHoji U3rOoTaBJIMBACTCS JIBYX-
cioitabiM. [puteratoruii K 31eKTposinTy PyHKIIMOHAIBHBIN CJION coepKuT Gotbite Y SZ n
OTBeYaeT 3a MPOTeKaHne XUMUYECKUX peakiuit. Bropoit cioit cojiep:kut 60/IbIle HUKEId U

SIBJISIETCS TOKOCheMHbIM [10].

1.2.3 Karon

TpeboBanus K KaTOIHBIM MaTepuagaM aHAJOrmIHbI aHOMHbIM [11]. CranmaprHeiME
KaTOJHBIMU MaTepHaJIaMi sSIBJISIOTCs KoMmo3uThl Ha ocHoBe LSM (Laj_SryMnO3) u LSC
(La;_SrxCos_4) ¢ mobasiennem Mmarepuaa daekrposnta. LSM obajaer HU3KON HOHHOI
[POBO/IMMOCTBIO, IOITOMY OCHOBHBIE XapPAKTEPUCTUKN MaTepuaJia (COpOTUBIIEHIE, CKOPOCTh
KATOJ[HON PeaKIin) OIPEIe/IAIOTCs IIPOTKEHHOCThIO Tpexdasuoit rpanutpt [12]. C apyroii
CTOPOHBI, OH MPOSABJISIET XOPOIIYI0 XUMUIECKYIO CTAOMILHOCTD K OOJIBITOMY UHCIY TBEPIBIX
9JIEKTPOJINTOB, B CBSI3W C U€M SABJISIETCsI OCHOBHBIM MAaTE€pPHUAJIOM IIPU U3TOTOBJIEHUN KATO-
soB [13]. LSC obsiajiaer Kak 3JIEKTPOHHOI, TaK ¥ MOHHOI [TPOBOJAUMOCTBIO, BCJIEJCTBHE Ue-
ro peakis BOCCTAHOBJIEHHUS KUCJIOPO/Ia MOXKET IPOMCXOIUTEH Ha MOBEPXHOCTH MaTepHaJia.
Kpurnaeckumu HerocTaTKaMi JaHHOTO MaTepralia SIBJIAIOTCS PEAKIMOHHAsT CIIOCOOHOCTD 10
OTHOTIIEHWIO K juokcu ity Trmpkonud u Bbicoknit KTP. /lannbie nmpobiembl MOryT OBITH pe-
IeHbI, HanpuMmep, ucroib3oBanueM mnojcsioss GDC [1]. AHajorudHo aHOLy, KATOJL COJIEPIKUT

PYHKITMOHAJBHBIN U TOKOCHEMHBIN CJION.

1.3 Knaccudukarusa TOTD

CymecrByeT HEecKOJbKO Kiaccudukanuii TOTI: mo paboumm Temieparypam, reo-
MeTpUM ST9eiKn, Tojep:KuBatomieii ocaoBe. Pacemorpum mocseaaioo mogpobuee. [lo Bumy

noepzkuBaorieit ocHoBel TOTD pasnenstores Ha caeytonme Buabl (Puc. 2):
e DJIEKTPOJIAT-TIO/IIEPKIBAOIIIIE
e AHo-mIoAAepXKUBAIONINE
e Karoa-noauep:kuparonye
® DJIEMEHTHI C BHEITHEH I0JJIEPIKKOIL.

Ha mauubrit MomenT Hanbostee pactipocrpaneHubiMu siBiisitorest TOTS ¢ sekTposnt -
noJiepKuBaorieil Kouerpykiueit. Mem6panuo-sektpoanbit 610k (MIB) takoit KoHCTPYK-
IUU JIOCTATOYHO MPOCT B M3rOTOBJIeHWU. MemOpana TBEDPIOTO 3JEKTPOJIATA OOECIIeInBaeT
HAJIEXKHYI0 MEXaHUYIECKYIO TO/JIEPXKKY, & HaHECEHUE JIEKTPOJIHBIX MaTepHaoB BO3MOXKHO

MeTOJaMMn H_IGJIKOI‘paCbI/H/I NJIM OKpallluBaHUAd. OILH&KO CTOUT OTMETUTH IJIaBHBIA HEeJO0CTaTOK



(a) DrexrposuT (b) Karon (c) Anon (d) Buemmnsist

Puc. 2: Kinaccudurarmus TOT mo Buay moamepzkupatorero saemedTa. CepbiM IIBETOM I10-
Ka3aH KaToJ, OEJIbIM - 3JIEKTPOJIUT, 3€JIEHBIM - aHOJ, YePHBIM - ITOI0KKA.

TaKOi KOHCTPYKIUMHU - 3HAYUTEIbHBIE OMUYIECKNEe IOTEPHU IIPU TPAHCIIOPTE MOHOB Yepes3 JI0-
CTATOYHO TOJICTYIO MeMOpaHy, KOTOPbIe COCTABJISIOT OKOJIO ITOJOBHHBI OT 06IuX moreps [1].
CokpaTuTh WX MOYKHO IIyT€M YMEHBINEHUsI TOJIIUHBI JIEKTPOJIATA, HO B 9TOM CJIydae OH
[ePECTAeT BBITTOJTHATH (PYHKITNIO TOIEPIKKH.

Hpyroit pasnoBugaoCcThI0 TOTD gBIsIIOTCS 971€MEHTRI ¢ HECYIITIM aHOIOM. B maHHOi
KOHCTPYKIINNA OCHOBHasI MeXaHMIecKas Harpy3Ka JIOXKUTCS Ha JOCTATOYHO TOJICTYIO
(0.25-2 MM) HOJJIOKKY U3 KEPMeTa - CMeCU OKCH/Ia HUKeJIs ¢ AHHOHIIPOBOJIAIIEH T00aBKOI.
AHMOHHBII IPOBOIHUK B 9TOM CJIyIae MOYKET HAHOCUTHCA JTOCTATOTHO CIOKHBIMU METOIAMM,
HaIIPUMep, MAarHeTPOHHBIM WA a’dPO30JbHBIM HalblieHueM. OUYeBHIHBIM IPEUMYIIECTBOM
9JIEMEHTOB aHO/I-TIOJJIEPKUBAIONIENl KOHCTPYKITUU SABJISIETCA CHUKEHNE TOJIIUHBI 3JIEKTPO-
Jjmtrdeckoit Mmemopanbl co 150-500 MM 110 5-20 MKM, 9TO BJiedeT 3a cOOOil CyIecTBeHHOe
CHIKEHIE OMUYECKHUX ITOTEPh Ha TPAHCIIOPT MOHOB U, KaK CJIEJICTBHE, pabodux TeMIepaTyp,
a TaKKe TOBBIIIeHNE IIJIOTHOCTH MOIITHOCTH, CHUMaeMoii ¢ sjiemeHTa. C Ipyroif CTOPOHBI, OC-
HOBHYIO CJIO’KHOCTH IIPU CO3/IAHUU TAKWX TOILINBHBIX JIEMEHTOB IIPEJICTABIISIET MOJIYIeHUE
ra30IJIOTHOTO CJIOSI HOHHOI'O IIPOBOJTHUKA.

[Ipu u3yveHnn 371eMEHTOB C HECYIIIUM aHOIOM OCOObIN HHTEPEC IIPEJICTABISIET 0Ty de-
HIe WHMQOPMAINN O TTPOTEKAHNH MTPOIecCa BOCCTAHOB/IEHUS TOJICTON KEPMETHOMN TOJJIOKK.
Haouiroienne 3a rporieccoM BOCCTAHOB/IEHUST KEPMETHON IMOJJIOKKH C MOMOIIBIO XPOHOIIO-
TEHHOMETPUN IIPEJOCTaBIIeT HH(MOPMAIINIO O MEeXaHU3Me JINIIb B obieM. B ¢Basu ¢ stum
HEOOXOIUMBIM SIBJISIETCS IPUMEHEHNEe METO/INK, KOTOPhIE MOIJIA ObI TIPEI0CTABUTH HH(POPMAa-

IUIO O ITPOTEKaIOIIUX IIPOIECCaxX BOCCTAHOBJICHUA B PE2KUME pPeaJIbHOI'O BpEMEHU B YCJIOBUAX

paborer TOTD.

1.4 CrekTpockolinsi KOMOMHAIIMOHHOI'O PACCESTHIST CBETa,

Kombunanmonnoe paccesiune csera (3ddexkr Pamana) - Heynpyroe paccestHue OnTu-
YECKOIO U3JIyUEeHUs], COMPOBOXKIAMOIIEecsi u3MeHeHrneM ero Jactorsl [14]. Tlpu nornomennn
KBaHTa IMaJAI0NIEer0 U3/IYICHUA U POXKJIEHUU KBAHTA PACCEIHHOTO U3JIYIEHUS MTPOUCXOIUT
POKJIEHUE WM YHUITOKEeHNe KBaHTa KoJebanuii pereTku (poHOHA) myTeM oOMeHa SHeprun
MEK/Ty M IAI0NIM U3JIyYeHUeM U KPUCTAJIInIecKoii pemrerkoit. [Iporiece, cBA3aHHbBI ¢ POXK-
JlenneM (DOHOHA B CHUCTEMe, HA3bIBAETCsA CTOKCOBCKMM. OH CONMPOBOXK/IAETCH YMEHbIIIEHUEeM
JaCTOTHI PACCESTHHOIrO cBeTa. CTOUT OTMETHUTD, YTO POKIeHne (POHOHA BO3MOXKHO IIPH JTFOOOI

YacCToTe IIaJaromero cBeTa. COOTBGTCTBQHHO, YBEJIMICHUE 9aCTOTBI paCCeAaHHOI'0O CBE€Ta C YHU-



qToKeHueM (hOHOHA SIBJIAETCA AHTUCTOKCOBCKUM IIPOIECCOM. B ¢BOIO ovepe/ib, BEpOATHOCTD
TAKOI'0 IIPOIECCa 3aBUCHT OT 3aCE/JI€HHOCTH KoJiebaTe/IbHbIX YPOBHEH U 110 CPaBHEHHIO C BEPO-
ATHOCTBIO CTOKCOBCKOI'O ITPOIIECCa OHA CYIIECTBEHHO HuzKe. [I1g oTHOIIeHUsS BepOATHOCTEH

u, KakK CJeJCTBue, MHTEHCUBHOCTE! JIMHU CHeKTpa MOZKHO IIOKa3aTh:
—hw /KT
Iantist/lst ~ € / (4)

JlanHOE BBIparkeHne TaKyKe MO3BOJIAET OIEHUTh TeMIIEPaTypy HIPHU U3BECTHOM COOTHOIIEHUN
muanit KPC.

Wcxomst n3 BBIMIECKA3aHHOTO, B UTOTOBOM CIIEKTPE PACCESHHOTO M3JIyYeHUs MOXKHO
YBHUIAETH 3 KOMIIOHEHTBI - CTOKCOBY, QHTHCTOKCOBY M KOMIIOHEHTY C YaCTOTOH IIaIai0IIero

cBeTa, KOTOpasi COOTBETCTBYET OTPaXKEHUIO OT TIOBEPXHOCTH 00pasia (paseesckyo) (Puc. 3).

>

O -w ), O, +w Q

Puc. 3: Criekrp paccessHHOTO cBeTa 1 COOTHOIIEHIE WHTEHCUBHOCTEN JIMHUIL: CTOKCOBOM (cJre-
BA), PIJIEEBCKOIT (B IIEHTPE) U aHTHCTOKCOBOIT (crpasa) [15].

[TockoJibKy KaxkJIplit MaTepuaJj obJiajaeT cOOCTBEHHBIM CIIEKTPOM KOJIeOaHUil perreT-
KHI, TO CIIEKTP KOMOUHAITMOHHOTO PACCEsHUS sIBJISETCs YHUKAJIBHBIM. B CBS3U ¢ 9TUM MeTO/T
KPC mupoko ucrob3yercst ¢ MeJIblo OIpeIeeHns XUMIIECKOI'O COCTaBa U CTPOEHUs Be-
mectB. CTOUT Tak»Ke OTMeTHTh, 910 Bu criekTpa KPC He 3aBUCHT OT 9acTOTHI MMaIaf0NIero
U3JTy ICHUS.

[Mpumenurensuo k TOT meron KPC xopori Tem, 4To 1mo3BosisteT HabJII0IaTh 38 MPO-
HCXOJISIIME TIpoTieccaMu 6e3 BMeNaTeIbCTBa B pabory jieMenta. OH ABJIsSIeTC HENHBA3UB-
HBIM, JIOKAJIbHBIM U MOJIEKY/ISIPHO-TyBCTBUTEIbHBIM. Takzke 3a BpeMs cymiectBoBanus KP -
CIIEKTPOOCKOINH ObL/Ia HAKOILJIEHA O0IMpHas 0a3a JIAHHBIX O CIIEKTPaX MATePHAaJIOB, UCIIO Ib-
gyembix B TOTS. Oxnako, orpanndeHueM JaHHOTO METOJa IIPEJICTAB/AeTC TOT (DaKT, 9TO
BO30YK/TAf0IIee M3JIydeHne nMeeT HeOObIINYIO TIyOrHY TPOHNKHOBEHUs (~ 1 MKM), B CBA3H
¢ YeM HabJIIO/IATh 3a MPOIECCaMi BOCCTAHOBJICHUS IIPEJICTAB/ISETCS BO3MOXKHBIM TOJIBKO Ha
BHEIITHeH rpaHuiie odpasiia, Toraa Kak HHTEPECYIONne PeaKIuu IPOUCXOIAT Ha BHYTPEHHEM
nHTepdeiice TOILIMBHOIO 3j1eMeHTa. TakuM 00pa3oM, HeOOXOIMMO co3/iaHne oOpasiia co clie-
[UAJILHON TeoMeTpueil, KoTopasl TO3BOJIUT IPOBOIUTH UCCJIEIOBAHNS B UHTEPECYIOIeil HAC
HIPUAJIEKTPOJUTHON 00J1aCTUH aHOMHOrO djekToja MeTogoM KPC mnpu coxpaHeHHn BO3MOXK-

HOCTU M3MEPEHUil ¢ IIOMOIIBIO XPOHOMOTEHIIMOMETPUN. Takas reoMeTpus BKJIOYaeT B ceds

7



[IPO3PAYHBINA B OINTUYECKOM JIUAIIA30HE JIEKTPOJIUT U TOPOOOPA3HbBIH KATOJ, U TAKUM 00pa-
30M TI03BOJIAET IIPOBOJIUTH CIHEKTPOCKOITMYECKUE MCCJIeIOBAHNS TIPIMO Ha UHTepdeiice aHo

| s;1eKkTpOTHT.

1.5 Hesm m mocTaBeHHbIC 33891

Henbio nanHOM pabOTHI ABJSETCS U3YYEHHE ITPOIECCOB BOCCTAHOBJICHUST AHOIHOTO
9JIEKTPOoa 1 (DOPMHUPOBAHUS ITOTEHIINAJa OTKPBITOM I Ha TOILIMBHOM 3JIEMEHTE.

Jlst mocTuKeHus JaHHOMN 1€ OBLIM ITOCTAB/IEHbBI CASIYIONINE 3a,1aH:

e Cosmanne 006pa3IoOB CO CIIENHUAIBHON TeOMeTpueil s BO3MOXKHOCTHU IIPOBEIEHUsT OIl-

THUYICCKUX I/ICCJ'IG,ZLOBaHI/II'?'I.

e Pazpaborka MeTO/IMKM, KOTOpas MO3BOINIA Obl COBMECTUTH HEMHBA3UBHBIE UCCJIEI0BA-

HHNA METOJ0M KP-CHeKTpOCKOHI/II/I 1 XPpOHOIIOTEHIUOMETPUIO.

e Cozmanne criocoba obpadborku mosyueHubix criekTpoB KPC ¢ nesnbio mosyvyenus jgaH-
HBIX, CBUJIETEIbCTBYIONINX O MEXaHU3Me IIPOTEKaHUs BOCCTAHOBJIEHIS KEPMETHOM I10/I-

JIOZKKH.

® HonyquHe I/IH(l)OpMaHI/II/I O IIpoI1iecce BOCCTaHOBJIEHNA HUKEJIAd B TOIIJIMBHOM 3JICKTPO/IE

TOTDS.



2 DKclepuMeHTaJ bHas YCTaHOBKA U 00pa3Ilbl

2.1 H3rorosisienne oOpas3mon

B pabore msrorasiusasics 06pasisl TOTD co cnenmasnbhoii reomerpueit (Puc. 4),
KOTOpasl BKJII0Yaer B cebs MPO3pavHblii (B ONTUYECKOM JHala30He) CJI0il aHHOHHOTO ITPOBO/I-
HUKA 1 KaToJ Topoobpa3Hoii (hopmbl. Takasg KOHCTPYKIUS TTO3BOJIAET TPOBOJIUTH HAOJIIO/IE-

aust Metogiom KP-criekTpockonuu ¢ BHyTpeHHE IPaHUIBI aHOI | 3JIEKTPOJIHT.

Pt

LS\ /10Sc1CeSZ
8YSZ

NiO/8YSZ

Pt

Puc. 4: Cxematuvunoe n3odparkeHne MOMEePeTHOro cevueHus obpasiia

B kadecTBe MOIIepKUBAIOIIETO 3JIEMEHTA UCHOJIB3YETCSI TOJICTask aHOIHAS TOJJIOZKKA
(400 mrM) amamerpom 21 MM, H3rOTOBJIEHHAs U3 KEPMETHOro KoMmrosuTa Ha ocHoBe NiO u
(Y203)0.08(ZrO2)0.92 - 8YSZ (SOFCMan). ToHKOMIEHOYHBIH (~ 4 MKM) [MOJTMKPUCTAJLIAYE-
CKUIl CJI01f aHMOHHOTO ITPOBO/ITHNKA HAHOCUJICS Ha aHOHYIO OCHOBY IIPU ITOMOIIU MarHETPOH-
HOT'O HAIIBLIEHUSI, BBIIIOJTHEHHOTO B VIHCTUTYTE CUIbHOTOYHOM 3/1eKTpoHUKN CHUOUPCKOro oT-
nenennst Poccuiickoit akagemun nayk (M1CD CO PAH, Tomck).

B kawecTBe KaToMHOrO MaTepuasia BRICTYIIAeT KOMIIO3UT Ha ocHOBe LSM
(LagsSro.2)0.05MnO3_q//10Sc1CeS. Hasecku noporikos LSM u 10Sc1CeSZ 6paucs B coor-
HOIIIEHNH 3:2 110 Macce W MPOXOJIMJIM MHOTOCTa/IMIHbBIE TIePEMOJIBI B IJIAHETAPHOI MapOoBOit
MesbHATIE. Ha 0CHOBE MOJTyYeHHOr0 KOMIIO3UTHOTO TOPOIIKA W OPTaHMYECKOTO CBA3YIONIETO
Heraeus V-006A 6bu11 co3/1aHbI TACTHI, KOTOPBIE 3aT€M HAHOCUJIUCH METOJIOM IieJIKorpadun
Ha 3J1eKTposinT. B KadecrBe Tpadapera UCI0J/Ib30BaIaACh CETKA C YACTOTON 1ierenns 24 Hu-
Ti/cM. 3aTeM CJI0fi CIIeKAJICs B BLICOKOTEMITEPATYPHOM MyheIbHOI eIl IPU TEMIICPATYPEe
1100 °C B Tedenne 2-x 9acoB.

[Tocyie orkura Ha 06a 31€KTPO/Ia HAHOCUIACH ITaTuHOBas nacta Heraeus CL11-5100
(Tepmanust) B hopme cerku. Takas dopma KOHTAKTa MO3BOJISIET CHUMATH 3JIEKTPOXUMUYe-
CKHe XapaKTEePUCTUKU CO BCell MJIOMAIN 3JIEKTPO/a, o0ecrednBas IPU 9TOM JIOCTYI Ta30B
K peakinonHoit 3one. Hanecénnas macrta Bxkuramack npu temieparype 900 °C B teuenue 1
yaca. llocaemanm sranom gBjgeTcsa M3roTOBIEHIE KOHTAKTOB C ITIOMOIIBIO IIJIATUHOBON ITPO-
BOJIOKH, KOTOPas 3aKPeILIsgeTcs Ha 00pasIie pu moMoIu kepamudeckoro Kjies Aron Ceramic

E (Anonus). C 1iebio yKperieHnsi KOHTaKTa Ha IPOBOJIOKY W TOKOCHEMHBIN CJION JIOTOTHI-



TEJIbHO HAHOCUJIOCH HEOOJIBINIOE KOJIMYECTBO IJIATHHOBOM MACTHI.
Qororpadus roToBOro oopasia ¢ HAHECEHHBIMU TIJIATUHOBBIMU TOKOCHEMAMHU MTPUBe-

JeHa Ha puc. d.

(a) AHomHasi cTOpPOHA (b) Karonnast cropona

Puc. 5: @ororpaduu roroBoro odpasra.

2.2 MukpocTpyKTypa 3JeMeHTa B IOMePeIHOM CeUeHNH

Ha puc. 6 mpuBeieno n3obparkenne aHOIHOM MOJJIOZKKH, IOy YeHHbIE JI0 U TTOCTe Pa-
60TBI TOIIMBHOTO 3jieMeHTa. Ha mMukpodororpacdun cieBa MOXKHO BHIAETH, UYTO IOJJIOKKA
peJicTaBisger coboil KOMIIO3UT Ha OCHOBe OKcHjla Hukesd u 8YSZ. Xopomio 3aMeTHO, 9TO
KEepMeT sBJISEeTCs JIOCTATOYHO IIJIOTHBIM, HO TPU 3TOM HAOJIIONAETCA 3aMeTHOEe KOJMIECTBO
mop. 3épHa MaTepuaoB UMEIT CyOMUKPOHHBIE pasdMepshl. VccenoBanns MEKPOCTPYKTYPbI
rocsie paboThl teMeHTa (prc. 6 crpaBa) IMOKa3bIBAIOT, 9TO B IIPOIECCE BOCCTAHOBJICHUS aHO/I-
HOI TIOJIJIOYKKHU 3€épHA KOMIIOHEHT CUJIBHO MEJILYAIOT, & TaKxKe 00pasyeTcs CHCTeMa CHUJIHHO
Pa3BeTBJIEHHBIX TOP. MUKPOCTPYKTYpa MONEPEYHOro ceveHns TOIJIMBHOIO 3JIEMEHTa OblLIa
HCCJIeIOBAHA C MOMOIIBIO CKAHUPYIONEro 3aeKTponHoro mukpockona (COM) LEO Supra
50VP (MOTT PAH) ¢ cucremoit mukpoanannza INCA EnergyE.

7 s
‘ Mag= 10.00KX  3um EHT = 5.00 kV Signal A = SE2 Date 31 Gct 2018 | Mag= 1000KX  3um EHT = 5.00 kY Signal A = SE2 Date 31 0ct 2078 |
| wp= 7mm " Aperture Size = 30.00pm  Signal B = InLens Time :12:48:02 ‘ | wD= 7mm — Aperture Size = 30.00pm  Signal B = InLens Time :13:18:51
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(a) o paboThI TOIJIMBHOIO 3JI€MEHTA (b) ITocse paboOTHI TOIIMBHOTO IEMEHTA

Puc. 6: Mukpodororpacdnun aHOIHON TOII0KKH.

COM - uzobpazkenue TONEPEYHOrO cevdeHUs 0Opa3Iia 1ocjae PaboThl MPUBEIEHO HA

pucynke 7. B Bepxmueit yactu dororpadun pacrosaraercsd J0CTATOYHO MOPUCTBIA KaTOJI.
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Habuiioiaercst xoporimasi ajire3ust K MOBEPXHOCTU, OTCIaUBaHUS HE OOHAPYKEHO. DJICKTPO-

JINT TOJILL[HHOfI ~4 MKM IBJISIETCS TIOJIMKPUCTAJIJINIECKUM U I'a30IIJIOTHBIM (Cpe)lHHH qacCTb

dbororpadun).

ol

‘ Mag = 10.00 KX EHT = 5.00 kv Signal A= SE2
| WD= 7mm | Aperture Size = 30.00 pm  Signal B = InLens 7|

Puc. 7: Mukpodororpacdus norepedHoro cedenus: TOIIMBHOTO 3JI€MEHTA.

2.3 DKcrepuMeHTaJIbHAasl YCTAHOBKA

Ycranoska (Puc. 8) coctonT u3 BeICOKOTEMIIEPATYPHOI [1€9H, B KOTOPYIO MOMEIAeTCs
oOpa3ser], ¢ IMMOMOIIBIO CIIeNUAIbHON BCTABKU, OINTUYIECKON CHUCTEMBI JIJI MCCJIEIOBAHNI TOKO-
rerepupyomux peakiuit B TOTS ¢ moMoImpio crieKTpocKomn KOMOMHAITMOHHOTO PACCEesTHUST
CBeTa W ra30CMEINBAIOINIEH CUCTEMBI, OCYIIECTBIISIONIEN T0JIady U KOHTPOJIb Ta30BOI CMecH
B cucremy. KoJyiebanus B e JUHUYHOM TOIIUBHOM 3jieMenTe (1) BO3OYKIAIOTCS 3e/IeHbIM
nazepoMm (532 um) mormuocThio 20 MBr. Tlonsipusarop, naxomgmuiics cpady nocie Jiasepa,
IIO3BOJIAET, IIpU HeO6XO,ILI/IMOCTI/I, IIOHMN2KaTh MOITHOCTDb HaKaYUBaIOIIETI'0 N3JIy1YCHUA. C IIOMO-
I[HIO 3aTBOPA BO3MOXKHO ITEPEKPBITDH JIa3epHblil jiyd. Creyromast jJajiee cOOnpalomast JTnH3a
bokycupyer s1azepHblii y9Y0K Ha MHTEPECYIOINLYI0 001acTh 06pasia (IOBOPOT OCYIIEeCTBIIsI-
ercsd Ipu ToMoIU 3epkasia). V3iydenne KOMOMHAIIMOHHOIO DaCCesiHUs CBETa COOMpAEeTCs
smnzoit ¢ =95 MM, B dokyce KoTopoit HaxoauTcs obpazer. pyroit 00LEKTUB C TaKUM Ke
POKYCHBIM PaCcCTOSHUEM COOMPAET pacCesHHOe U3JIydeHUe BHYTPH ePECEKAIOITUXC OITH-
YeCKUX 3a30pOB, UCIOIb3YyEMbIX JIJIs OrpaHuvenus: Bujumoit obsactu. llomBuzknas mpus-
Ma II0CjIe CKPEIIEeHHON eI TO03BOJIAeT HAIPABUTh U3JIyYeHHEe B ONTHYECKHiIl MUKPOCKOIL.
[Ipu ymanenun npusmbl BO30YKIEHHOE U3/IydeHre (DOKYCHPYETCs BTOPO Hapoil coOmparo-
mux jma3 (=95 u 190 Mm) Ha miean MoHOXpoMaTopa. [lepen MOHOXpOMATOPOM HAXOIUTCS
KpaeBoil (buJIbTP, MPOILYCKAIOIIUI U3/IydeHne TOJIBKO € JIJINHAMU BOJIH, OOJIBINMNMUI IJIUHBI
BOJIHBI Jia3epa. PaccessHHBIN cBeT pacrpeiessercss B Pa3IudHbIX YIJIOBBIX HaIlPaB/JIEHUAX
IPaKIMOHHON perreTKoii MoHoxpomaTopa u perucrpupyerca CCD-kamepoi.

OcHoBy BBICOKOTeMIIepaTypHOii BctaBku (Puc. 9) npejcrasiser canduposast TpyOKa,
K OJIHOMY M3 KOHIIOB KOTOPOW KepaMUYeCKUM KJIeeM ITPUKJIEUBACTCH 00pa3elr] aHOIHON CTO-

ponoii. Bropoit kpait TpyOKu siBsgeTcsd TepMETHIHBIM CO CIICIUAJIBHBIMUA OTBEPCTUAMU JIJTst
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NoABUKHAA Npr3mMa AepraTens obpasua

edge dunbTp f=190 =95 f=95  f=95 NOTEHUMOCTAT 1
0 1 1 1 K \ “MnegaHcmeTp
) T— 1 2 '—_I_Ilf".
1 ®
A 4 \ 4 A N 06p33e“| neyb g
3aTBOp Hé-= E &
MOHOXpOMaTop nasep nonApusatop | 9 @
KomnbioTep p'Mad)paFMa N2

n CCD-kamepa MMKpPOCKON

AnbpaKkLMOHHan pelleTKa

Puc. 8: DkcriepumenTaibHas cXeMa.

[OJ[BOJIA TOIIMBa (BOJIOPOJIA) M OTBOJA MPOJYKTOB PEAKIUH, MJIATUHOBBIX HPOBOJIOB JIJIs
MIPOBEJICHUSA JIEKTPOXUMHUYCCKUX M3MEPEHNUI, a TaKxKe TepMoriapbl. TepMorniapa ycranap/iu-
BaeTcs MPAKTUYECKN BIIOTHYIO K 00Opa3sIly, UTO IT03BOJIZET KOHTPOJHMPOBATH TEMIIEpATyPy
uMmenHo Ha HeM. Karoanast ctopona TD pacrioiozkena B arMocdepe BO3/Lyxa, KOTOPBIH MO-
JKeT UCIOJIb30BATbCA B KAYeCTBE OKUCIUTEIS U3-3a BBICOKOT'O cojiepxKaHus Kuciaopoja. Jlan-
Hasl BCTaBKa IIOMEIAeTCsl B IUJINHJIPUYECKOEe OTBEPCTUE BBICOKOTEMIIEPATYPHOI MevYu 1pu

IIOMOIIIN HO,ZLBI/I)KHOIZ OCHOBBI.
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KaToz, aHoZA Tepmonapa canguposas TpybKa

3NEKTPONUT
Puc. 9: /lepxxaresib obpa3iia.

Armocdepy TOILUIMBHON KaMepbl COCTABJIAIOT BOJIOPO U a30T, KOTOPBIE MOCTYIIAIOT B
KaMepy IpHU MOMOIIN KOHTPOJLIepoB. CucreMa MOJIavuu ra30B MO3BOJISIET U3MEHATH UX MPO-
IIEHTHOE COOTHOITIEHNE, TEM CaMbIM MU3MeHss KOHIIEHTPAIINIO TOIINBa B arMocdepe. Kpome
TOTO, Iepe], MONAJaHIeM B KaMepy BO3/IyX YBJIAXKHAETCH, ITPOXO/Id Yepe3 CKJIAHKY JIpekcests.

Jlannas ycranoBka 6blia paspaboTata, ollicata ¥ HCIOJIb30BaHa B paborax [17], [18], [19].
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3 DKcuepuMeHTaJbHbIE JaHHbIE

3.1 Onucanue 3KCIEPUMEHTA

ITocsie MonTaxka 0Opasiia B U3MEPUTEILHON s9eiike U IPOBEPKU YCTAaHOBKU Ha Iep-
METHYIHOCTD, obpasel] HarpeBaercs B meun j10 Temieparypbl 950 °C ¢ menbio repMerusamnum
BHYTpeHHUX coejimnenuii. [locsie nporerypbl repMeTu3aiuy n3MepuTe/ IbHON a9k 1 OXJ1a-
xkjenust ;10 pabodeit remmeparypsl (600, 700 wiu 800 °C) cuumaercsa crnekrp KPC BryT-
peHHEll TPaHUIBI aHOJI | SJIEKTPOJIUT B OKUCJIEHHOM COCTOSIHUM, KOTJa B TOIIMBHON Kamepe
HaXOIUTCA BO3,[LyX. BaTeM TOHHI/IBHyIO KaMepy HpOﬂyBaIOT a30TOM B Te€YeHUE 5 MHUHYT U
[OJIAI0T BOCCTAHOBUTEJIBHYIO cMech Bojoposia u asora ( No/Hy = 1:1). OxHOBpeMeHHO ¢ 110~
Jladeil BOCCTAaHOBUTEILHOM CMecH HaYMHAETCS CheMKa II0CIeJ0BATE/ILHBIX BO BPEMEHH CIIeK-
tpoB KPC, uro mospoJisteT cieauTsb 3a J10J1eil OKCHIa HUKeJIsl Ha BHYTPEHHEH IpaHule aHol
| sstekTposiut. [lapa/iielbHO TPOU3BOAUTCS 3AIMCH U3MEHEHUIT 9JIEKTPUIECKOrO TIOTEHIHAIA

Ha d4eiike.

3.2 Obpabotka crexkrpo KPC

Ha pucynke 10(a) npusogurcst equananbiii criektp KPC| mostyaennblii ¢ BHyTpeHHeil
rpaHutbl aHos, | saekrposaut upu remieparype 600 °C. C mesbio npuBeIeHNs CIIEKTPOB K
YJI00HOMY JIJIsi aHaJIu3a BHUJLY, IPOBOINIACH UX IIpe/IBapUTEIbHasd 00paboTKa. B ¢BsA3M ¢ BbI-
COKUMU pabOIMMU TEMIIEPATYPAMU, HEOOXOINMO YIeCTh BIUSHUE 3aCEJIEHHOCTH KOJ1ebaTe b-
HBIX YPOBHe#l BOJIM3H JIMHUU BO30Y2KJIAIOIIEI0 U3JIyUeHUsl Ha U3ydaeMblil criekTp. Pacrpe-
nejienre 6oze-gactury (B 9acTHOCTH - (DOHOHOB) MO IHEPIETHYECKUM YPOBHSIM OIHUCHIBAETCS

IIPU TIOMOIIK CTATUCTUKU Bo3e — DifHITeiiHA:

1

f(E) = ———— . )
, vie h - mocrosgunas [Lnanka, w - gacrora, k - nmocrossaaast Bosibiimana, T - Temmeparypa.
Taxum obpa3zoMm, TOJIyIEHHBIE CIEKTPhI HOPMUPYIOTCH Ha TEMIIEPATypPHO-IaCTOTHBIHI

L apistercst GOKOBOI

daxrop. IIpucyrcrBytomuii Ha creKTpax MHTEHCUBHBIH 1muk ~180 cm™
MOJIOT BO3OYKJ1aloIero Jjasepa. Ero MHTEHCUBHOCTH HE 3aBUCUT OT U3MEHEHUI, ITPOUCXO-
namux B obpaste. C 1esibio 00JerdeHns CpaBHEHUs IOJIyYIaeMbIX CIIEKTPOB ITPOBOJIAIACH
HOPMHUPOBKa Ha WHTEHCUBHOCTB 9TOro nuka. Ha puc. 9(b) npuBoauTcst ciekTp, Moty YeHHbIi
C BHyYTPEHHell TPaHuIlbl aHOJ | ssiekTposuT npu Temmeparype 600 °C, mocjie HOpMaTH3aIIHT
Ha TeMIepaTypHO-9aCTOTHBIH (GaKTOp M MHTEHCUBHOCTDL JuHun ~180 cm~L.

Ha pucynkax 11, 12, 13 npeacrasiensr cektpbl KPC, momydenmsie Bo BpeMs uc-
caeI0BaHUs KMHETUKN BoccTtaHoBaeHus: anoma TOTD mira rpex Temmeparyp: 600, 700 u 800
°C. s Bcex UCCaeayeMbIX TEMIIEPATYP IPOCIEKUBAIOTCS CJICIYIONINEe TEHICHIINH B 3aBH-

CHMOCTH OT BpeMeHu, IIpolieamniero OoT Ha4daJia BOCCTaHOBJICHUA:

1

e [lonm:kenne oTHOCUTEIBHO HHTeHCUBHOCTH TTMKa Ha 1100 cM ™", 4TO 00bsICHAETCHA YMEHb-

IeHNEM OTHOCUTEJIbHON KOHIIECHTPpallu OKCHUJIa HUKEJISA B obacTu BHyTpeHHeﬁ I'paHun-
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Intensity, a.u.
Intensity, a.u.

600°C

T T T T T T T
1200 200 400 600 800 1000 1200
Raman shift, cm”

600°C
T T T T T
200 400 600 800 1000
Raman shift, cm™

(a) Vcxomublii criekTp (b) CrekTp 1mocsie HOpMaJU3AIIHL.

Puc. 10: Cuexrp KPC ¢ rpanunpt anon | snekrposut npu 600 °C

IIbI aHO ’ QJIEKTPOJIUT U, KaK CJIeJCTBUE, YMEHbIICHUEM NHTCHCUBHOCTHU IIMKa, OTBEYa-

tomero B ciekrpe KPC mozie npoosbaoro dgorona 2-ro nopsaka s NiO [16].

YMenbienne moHoi nHTeHCHBHOCTH cieKTpoB KPC, cBsizanHOe ¢ m3MeHeHneM oTpa-

}KaIOH_[eIU/I CIIOCODHOCTH AHOJHOI'O KOMIIO3UTa IIPpU BOCCTaHOBJIEHUU OKCH/Ia HUKEJIA 10

METAJIJIMIECKOI'O HUKEJIA.

Reduction time, s
200
—— 657
—— 706
—735

750
—— 764

Intensity, a.u.

T=600°C
T T T T T T T T T T T
200 400 600 800 1000 1200

Raman shift, cm™

Puc. 11: BaBucumocts criekrpa KPC, moydeHHOro ¢ BHyTpEeHHEH MPAHUIIBI aHOJ | 3JIEKTPO-
jat pu Temueparype 600 °C oT BpemeHH, MPOIIEJIIEro OT HavYaJJa BOCCTAHOBIEHUS aHO/A

TOTDS.

JIerko BHIeTH, YTO /I MCCAEI0BaHNs KMHETUKHM BoccTaHoBienns anoga TOTD ner

HeOOXOIMMOCTH IIPOBOAUTH pasiioxKenne crekTpa KPC, a mocrarouno mpoBoanTh HaOJIIOE-

HUe 33 M3MEeHEeHWeM WHTEHCUBHOCTHU clieKTpa Ha cMmermeHnu 1100 cm™

1
, OTBE€YHalollleM MOJe

po10tbHOTO (poroHa 2-ro nopsiaka B NiO. Usmepennus ciiekrpo KPC mpoBomgmmuck gepes

14



Reduction time, s
15
— 191

Intensity, a.u.

T=700°C
T g T T T T T T T v T
200 400 600 800 1000 1200

Raman shift, cm™

Puc. 12: BaBucumocts criekrpa KPC, nosydeHHOro ¢ BHyTPEHHEH MPAHUIIBI aHOJ | 3JIEKTPO-
st upu Temieparype 700 °C oT BpeMeHH, IIPOIIEIIIEro OT HadaJja BOCCTAHOBJICHUsT aHOIA

TOTDS.

Reduction time, s T =800°C
—29

—92

— 141
— 150
— 160
— 179
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Intensity, a.u.
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Puc. 13: BaBucumocts criekrpa KPC, mosydyeHHoro ¢ BHyTpeHHEH IPAHUIIBI aHO | 9JIEKTPO-
st npu Temueparype 800 °C oT BpeMeHH, MPOIIEANIero OT Havdaa BOCCTAHOBIEHUS aHOIA

TOTS.

KaxKjiple 4.84 ceKyH/Ibl Ha TPOTsKeHuu daca. [ljIs MOBBIMIEHUs TJIaJIKOCTH HabJIIOIaeMbIX
3aBUCUMOCTEH UCIOIB30BAJICA METOJI CKOJIL3AIIEr0 CPEIHEr0 — K KaXKJIOMY N-MY CIHEKTPY
npubaB/siyinch n-2, n-1, n+1, n+2 cruekTpbl, a pe3yabrar Jgeauscs Ha . Pesynbrar panHoi
orepaliy IpejcTaBieH Ha pucyHke 14. BujaHo, 9T0 UTOrOBBII CHEKTD IPEJACTaB/IsieT cOOOit
CIVIAZKEHHYIO KPUBYIO.

Ha pucynke 15 mpejictaB/ieHbl 3aBUCUMOCTU OTHOCUTEIbHOW MHTEHCUBHOCTHU CIIEKTPA
KPC, orseuatomero cmemennio 1100 em™!, oT Bpemenu, Iporenero oT Hadaja BOCCTa-
nopserusa aHoja 1TOTY, usmepennnie npu 600, 700 u 800 °C. IlosydeHHblE 3aBUCHMOCTH

HMEIOT CXOXKHUI XapaKTep BHE 3aBUCHUMOCTH OT TEMIIEpaTypbl UCCJICIOBaHMA. Mozkno BbIJIC-
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—— Single spectrum
—— Sum of 5 spectra

Intensity, a.u.

T=600°C

T T T T T T T T T T T
200 400 600 800 1000 1200

Raman shift, cm™

Puc. 14: Ucxosubiii (uepHast KpuBast) U IOJIYYeHHbBIH METOJOM CKOJIB3SIIIErO CPeIHero (Kpac-
Hast KpuBasi) cruekTpbl KPC ¢ BHyTpeHHell TpaHUIbl aHOJ | 9JEKTPOJIUT MIPU TEMIIEPATYPEe

600 °C.

JIUTH 3 OCHOBHBIX y9acTKa: HAYAJbHBIN (HHTEHCUBHOCTH CIIEKTPA IIOCTOSIHHA), TPOMEXKYTOU-
HbIi (M3MeHeHe HHTEHCUBHOCTH CIIEKTPA), 3aBEPIIAIONUI (HHTEHCUBHOCTD CIIEKTPA TIOCTO-
stiHa ). [Ipo0/KITe IbHOCTh HAYAIBHOIO YIACTKA 3aBUCHMOCTEN YBEJINMIMBACTCS ¢ MOHIKE-
HIEeM TeMIlepaTypbl. AKTUBHOE U3MEHEHNE HHTEHCUBHOCTH SKCIIEPUMEHTAIHLHOTO CIIEKTPa Ha
HPOMEKYTOUYHOM yUaCTKe MOJIyIEHHBIX 3aBUCUMOCTEN O0bICHIETCS CHUXKEHUEM JOJI OKCH-
Nla, HUKeJIsl Ha BHYTPeHHel rpanuie aHop | saekrposnt. CTOUT OTMETHTb, YTO, BCJIEJCTBUE
MaJIoi TUTyOMHBI IPOHUKHOBEHMsT BO30Y K Ia0Iero u3sydernst (532 HM), /15t TIOJTHOTO [POTia-
JaHus curaasia, orpedatoriero KPC criekTpy okcuga HUKeIsI, He TpeOyeTcsl ITOJIHOTO BOCCTa-
nopserusa NiO 1o merasia B ucciaemsyemoit oosactu. Ilamenne narencusroctn KPC criekrpa
okcuia HuKetst 10 0 OTBedYaeT MosBIeHU0 TOHKOTo (MeHee 0,5 MKM) CJIOSI METAJLIMIECKOTO
HUKeJId B IPUJIEKTPOIUTHOM obiactu anojga TOTD.

Kak ormeuasiocs panee, onaospementno ¢ KPC ucciemoBanusgmu BHYTpeHHEH IpaHu-
bl AHOJL | DJIEKTPOJIUT, TPOBOJIUIINCH M3MEPEHHs MOTEHIala OTKPBITON Iemu. Pesyibrar
IIPOBEIEHHBIX MCCJIEIOBaHNN MPUBOAUTCS Ha pucyHKax 16 mmst 600, 700 u 800 °C, coorBet-
crBeHHO. Kak BUJIHO M3 PHCYHKOB, IOBEJIEHUE MOTEHIMA/Ia OTKPBITON IEIU KOPPeJIupyeT ¢
pe3yJibTaTaMi ONTUYECKUX UCCACTOBAHUI. YCTAHOBICHUE PABHOBECHOI'O 3HAYCHUS ITOTEHITH-

aJjia OTKPBITOM Menu JJIsd KayK/IOi U3 TeMIlepaTyp IPOXOJIUT B 2 3Talla:

e B mepBhie ceKyHIBI ITOCTE MOJAYN BOJOPOIa IMPOUCXOAUT PE3KHIl POCT IOTEHIUAIA U
crabunusanusg ero sHadenus Ha 700 ¢, 250 ¢ u 150 ¢ ma Besmrunne 0.950.05 B, 0.850.025
B u 0.750.02 B g1 600, 700 u 800 °C, cooTBETCTBEHHO;

e Ha BTOpOM 3Tame npoucxomuT OoJiee IJIABHBIN MOHEM, TPEOYIONINA JIeCATKOB MUHYT,

J10 PaBHOBECHOI'O 3HAYCHUS ITOTEHIIUAIQ OTKprTOfI nerrm.
Crour OTMETUTDL, 9YTO Ha4daJIO BTOPOI'O 3Talla YCTaHOBJICHHA ITIOTEHIIMAJIa OTKprTOfI
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Puc. 15: 3aBucumoctn oraocutesbHoit nHTeHCcHBHOCTH ciiekTpa KPC, orBeuarorero cme-

menuio ~1100 cm~!, oT Bpemenu, mpore/ero oT Hauasa BoccTaHopsenus anoga TOTD,
u3mepennbie npu 600, 700 u 800 °C.

eI OTBEYAET IIPOMEKYTOUHOMY YIaCTKY 3aBUCHMOCTH OTHOCUTEIbHON HHTEHCUBHOCTHU CIIEK-
mpa KPC, obbsicHsgeMoMy IPOIECCOM MOsABJIECHUsST METAJJINIeCKOTO HUKE s Ha BHYTPEHHE
IPAHUIIE aHOJ | SJIEKTPOJIHT.
[TostygeHHbIe pe3y/IbTAaThl MO3BOJISIOT CAEIATH CJIEIYIOIINE BBIBOJBI O KWHETHKE BOC-
cTaHOBJIEHUsT aHoHOrO 31ekTposa TOTD anox-nomgep:kuBaromieil KoncTpykiuu. Hagasb-
HBII PE3KUiT POCT MOTEHINAJIA OTKPBITOH eI 00'bsICHSIETCS OsIBJIEHIEM BOJIOPO/1a Ha, BHEIII-
Heil TpaHuIe HeCyIero anoia aHoi-moaaeps:kupatoriero TOTS. Peskoe m3menenne mHTEH-
cuHoctu KPC-criekTpa, MOJIy9eHHOrO ¢ BHYTPEHHEH TDAHUIBI AHOJ | 9JIEKTPOJIUT, IPOKC-
xozsmee gepe3 700 ¢, 250 ¢ u 150 ¢ gs 600, 700 u 800 °C, cooTBeTCTBEHHO, 00YCIOBIEHO
BOCCTAHOBJICHIEM OKCHUJIa HUKEJIS JIO MeTaJIMIEeCKOro cocTosHus. CHIKeHne MHTEHCUBHO-
ct KPC-crrekrpa NiO cBuieresbcTByeT 0 BOCCTAHOBJIEHUN TOHKOTO CJI0sT OKCHIa HUKEJIS J10
METAJLINIECKOI0 COCTOAHUSI, 1, CJI€I0BATEIHHO, TOSIBIEHIN €IUHOI0 3JIeKTPOH-IIPOBOISIIErO
KJIacTepa, BbIPABHUBAIOIIETO BEJIMIUHY SJIEKTPUIECKOrO ITOTEHIAIa BO BceM 00beMe aHO/I-
HO# 10/I0KKHU aHo-moaep:kuBatoriero TOTS. Tlocaemxyrommuit MeIIeHHBIE POCT HAIIPSI-
JKEeHUsI OTKPBITON Tel K PaBHOBECHOMY 3HAYEHUIO OIPEJIE/IAeTCA ILJIABHBIM yMEHbBIICHHU-

eM JIOJIN OKCHJIa HUKEJsI, KaK MCTOYHMKA KHCIOPOoJIa B 00beMe aHOMHON ITOIIOXKKH aHOJI-
nomepzkuBaromiero TOTD.
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Puc. 16: BaBucumocts orHocuTesibHoil unTencusHoctu criekrpa KPC (kpyrn), mosrydenHoro
C BHYTDEHHE{l I'DaHUIBI aHOJ | 9JIEKTPOJIUT, ¥ MOTEHIIHAIa OTKPBITOH Ienu (KpacHasl Jid-
HIsI) OT BPEMEHH, POIIE/IIero OT Hadasa Bocctanosaenus aHona TOTD mpu ucciemyembrx

TeMIlepaTypax.
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4 3akJ/o4yeHune U BbIBOJIBI

B nporecce BoinosiHeHns: paboThl ObLINM BBIIOJHEHBI CJIEIYIONINE 38, atMn:

e lsrorosiiennr Mojeababie 0Opasibl TOTY aHoa-mI0aIep:KUBAOIIE KOHCTPYKITHH C
TOHKOILJIEHOYHBIM 3JIEKTPOJIMTOM U KATOIOM CIEIUAIbHON (DOPMBI, TIO3BOJIATOIIEH ITPO-
BOJMTH XpoHomoTeHmoMerpuio n in-situ KPC wmccmemoBanust BHyTpeHHeH TpaHUITbI

AHOJT | 9JIEKTPOJIHT.

e [Iposenennl ncciieqoBaHnsl KHHETUKNA BOCCTAHOBJIEHUSI ITPUAIEKTPOJIUTHOIO CJI0sT TOII-
JmBHOTO v71eKkTpogaa TOTD aHoA-ToaIEepKUBAOIIIEl IPHU IIOMOIITNA METOINKH, COBMEIa-

fomeit KP - criekTpockonmio m XpoHOIOTEHITNOMETPHIO.

e [Ipogesenn! ucciieioBanms KHUHETUKY (hOPMUPOBaHUS TOTeHITnA A OTKPbITOi 1ern TOTD
AHOJI-TI0/IJIEPYKUBAIOIIEI TTPU TIOMOIIY MeTOInKN, copMernaorieii KP - ciekTpockornuio

1 XPpOHOIIOTEHITMOMETPUIO.

® HpemlomeHa MO/ZIeJIb BOCCTAaHOBJICHUA TOIIJIMBHOI'O 3JICKTPO/Ja, OTBEYalOIlad KaK pe-

gysbrataM KP - criekTpockonuu, Tak ¥ XpOHOTIOTEHITMOMETPHH:

— Pe3knit HavaJIbHbBII POCT MIOTEHINAJIA CBUIETEILCTBYET O IMOSIBJICHUN BOJIOPO/Ia Ha

BHEIIIHEIl rpaHulle aHOgA.

- ,ZLI/IH&MI/ILIGCKOG PaBHOBeECHE IIOTCHIINaJIa OTBECYIaCT JIBU2KECHUIO CprHTa BOCCTaHOB-
JICHA OKCHJa HUKeJId OT BHEIIHEN I'pPaHUIbI TOIIJIMBHOT'O 3JIEKTPOAa K I/IHTepCbefI—

Cy aHOJL | 3JIEKTPOJIUT.

— Peskoe uzmenenne narencusnoctu crekrpa KPC obyciioBieno nadaiom BoccTa-

nosJjieua NiO J0 METaJIJIMYECKOI'O HUKeEJIA B obacTu BHyTpeHHefI I'PaHHUIIbI.

— MejuteHHBIIT POCT MOTEHIIMAJIA JI0 PABHOBECHOI'O 3HAYEHUS OTBEYAET OObEMHOMY
BOCCTAHOBJIEHUIO AHOIHOM ITOJII0YKKHU, & TaKKe (DOPMUPOBAHUIO €IMHOTO /IEKTPOH-

IIPOBOJISAIIETO KJIaCTepPa.
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