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BBenenune

AKTya.TIbHOCTb TEMbI

Tepookcutbie TornBHbe 37eMeHThl (TOTD) — nepcrekTuBHbIE 3/IEKTPOXH-
MUYECKIE TeHEePATOPHI, 1T03BOJISIONINE HAIIPSIMYIO 10JydaTh 9JIeKTPUIECKYIO U Tell-
JIOBYIO SHEPIUI0 M3 XUMHUYECKON SHEPIuy TOILIMBa. K OCHOBHBIM IPEUMYIIECTBAM

TOTD orHocar cieyrorie 0COOCHHOCTH:

1 Boicokuit koadpdunuent nosesnoro geiicrsust (KIII): 1o 55-60% 1o smekTpu-

geckoii sneprun [1] u 1o 90% npu UCHoIb30BAHUN TEIIOBOl SHEPTUHL.

2 OTcyTcTBHE TOJIBUYKHBIX YacTeil, IPUBOJIIIEe K OTCYTCTBUIO IIOTEPh Ha TEILIO-

BYIO 9HEPTUIO B pe3y/IbTare TpeHus |2|.
3 Beciymuast paboTa Bo Beex pexxnmax [3].

4 MO,Z[yJIbHOCTb TEXHOJIOTUN: BO3MO>KHOCTL IIPOU3BOAUTL 3HEPIOYyCTaHOBKU C
MOITHOCTBIO M3 OY€HL HIMPOKOI'O0 AdHalla30Ha (OT coTeHn BaTT 0 MGF&B&TT) n3

OJTHOTHUITHBIX 97IEMEHTOB [4].
5 Ilnockas 3aBucumocts KII o momtHOCTH.

6 DKOJOIrMIHOCTD: I[IpY HUCIIOJIL30BaHMM YIVIEBOJOPOAOB B Ka4eCTBE TOIlJINBa €IM1MH-
CTBEHHBIMU IIPOAYKTaMM pa6OTbI BBICTYIIaOT BOJda U YI‘HGKI/ICJH)H/UI ras, OTCcyT-

CTBYIOT BBIOPOCHI HEIOJIHBIX OKCHJIOB 3.

Bce nepednciieHHble IpenMyIIecTBa, IIPUBOAAT K TOMY, YTO HaydIHbIE U TEXHOJIO-
rudeckne aciekThbl pazpaborkn TOTD — akTuBHO pas3BHUBalOIIasiCd TeMa BO BCEM
mupe. ILnmorHocTs MormHOCTH, cHUMaemas ¢ TOTD, HanpsMmyio onpejesiercs 1moJ-

HBIM BHYTPEHHHUM COIIPOTUBJICHUEM 3JIEMCHTA..
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[TomHoe BHyTpeHHee CONPOTHUBJIEHHE COCTOUT W3 OMUYECKOT'O COIPOTUBJICHUS
MeMOpaHbl aHHOHHOT'O ITPOBOJIHUKA AHUOHHOMY TOKY M OMUYECKOTO COIMPOTUBJIEHUS
9JIEKTPOJIOB CMEIIaHHOMY HMOHHO-3JIEKTPOHHOMY TOKY, & TaKxKe TOJIAPU3aIMOHHBIX
[IOTEPh, CBA3AHHBIX CO CMEHO THIa HOocUTe el 3apsia Ha djekTpogax. Jasa munn-
MUBAIIN BHYTPEHHETO COIMPOTHUBJIEHNA TPeOyeTCsI, ¢ OJTHON CTOPOHBI, ONTHMUBAITIS
cocTaBa 1 MUKPOCTPYKTYPbI MEMOPAHBI 1 3JIEKTPOJIOB JIJIs MUHUMUI3AI[UNA OMUYIECKO-
IO CONPOTUBJIEHUS, & TaKzKe, ¢ JPYTOil CTOPOHBI, IOHUMAHNE MPOIECCOB, MPOTEKAIO-
IIUX B 9JEKTPOJIax, i ONTUMU3AINYT TTOJIIPU3AIIMOHHOTIO COIIPOTUBJIEHUSI.

[To Toit mpuunHe MpPoOBeeHNE UCCTETOBAHMIT 110 JIBYM OCHOBHBIM HallPaBJIEHUAM
JTAaHHOIT PabOTHI: MCCIeIoBaHNE KMTHETUKN OKIC/IUTETHLHO-BOCCTAHOBUTE/IHLHBIX PeaK-
it B ssiekTposax TOTD, a Takyke MUHIMU3AIMS [IOJTHOIO BHYTPEHHEIO COIIPOTHB-

JIEHUs] MeMOPaHHO-3JIEKTPOJIHBIX OJIOKOB, sIBJISIETCS, O€3YCJIOBHO, aKTyaJbHBIM.

OcHoBHad 11eJIb

OcCHOBHOIl  1eJIbIO  JAHHOH pabOTBI  SIBJISIETCS  HMCCJIeJOBaHie KUHETHKH
OKHUCJINTEJIbHO-BOCCTAHOBUTEJIbHBIX — PeaKIMil, MeXaHUu3MOB TOKOI€HEPUPYIOIINX
peakimii 1 O0CODEHHOCTel IlepeHoca 3apsijia B 3JIEKTPOJax TBEPJOOKCHUIHBIX

TOIIJINBHDBIX 3JIEMEHTOB.

3aga4dn

st mocTrzKeHns 9TOM 1ein ObLIN PelleHbl CIeYIoNe 3aan:

1 Paspaborana 1 co3jaHa HOBasl SKCIIEPUMEHTaJbHAs METOJMKA, II03BOJISIIONIASI
1n-sity MCCIeIoOBaTh KUHETUKY OKHUCJIMTEIbHO-BOCCTAHOBUTEIbHBIX PeaKInil B
TOTS meromaMu CIEKTPOCKOIINNT KOMOMHAIIMOHHOI'O PACCESIHUS CBETA, a TaKyKe

C IIOMOIIBbIO TPAAUINOHHDBIX IJICKTPOXHUMNYIECCKUX METOANK.

2 Paspaborana crennajibHasi TeOMeTPHsi MOJIEIbHBIX 00pa3loB Ha Oa3e MOHOKPHU-
CTAJJINYECKNX MEeMOpaH TBEPJOro 3JEKTPOJINTA C HPOTUBOIJIEKTPOIOM CIIEIH-
aJIbHOM (DOPMBI JIJIsT [TOJIY YeHusT THPOPMAIUN METOIOM CIIEKTPOCKOIINN KOMOU-
HAIIHOHHOTO PACCesiHUsI CBETa HEMIOCPEICTBEHHO ¢ mHTepdeiica "9ekTpo/ | 9/1ek-

rpoJsnt".



3 C 1moMOIIbI0 HOBOI 3KCIIEPUMEHTAJILHON METOINKHN U CIeNHaJIbHOI reoMeTpun
00pa30B IPOBEJICHBI UCCJICIOBAHUS KUHETUKN BOCCTAHOBJICHUS OKCHJIa, HUKEJIs

B pabouux ycaoBusix ToranBHoi kaMmepbl TOTS.

4 ITpoBejiena ~ MUHEMU3AIUsI ~ BHYTPEHHEIO  COIPOTHUBJIEHUsI  MeMOpPaHHO-
971eKTpoAHbIX OjiokoB TOTD Ha 0ase TOHKOIO HECYINEro 3JIEKTPOJIUTa U

MHOT'OCJIOITHBIX 3JIEKTPOJIOB € IIepeMeHHOoi MopdoIorneii 1 cocTaBoM.

Hayunas HoBusna paboThI

Hayunas HOBU3HA PabOTHI 3aKII0YAETCS B CJICIYIONINX OPUTHHAIBHBIX PE3YIh-

TaTaXx, KOTOPbI€ BBIHOCATCA Ha 3alllUTY:

1 Pazpaborana u co3jilaHa HOBas SKCIEpUMEHTaJIbHAsT METOJMKA, JJIsl MCCJIEI0-
BaHUs KUHETUKHU OKUCJUTEIbHO-BOCCTAHOBUTEJBLHBIX pPeaKIuil, MO3BOJISIONIAsT
IIPOBOJIMTD MCCJIeOBAHIS METOIaMI CIIEKTPOCKOIINN KOMOMHAIIMOHHOT'O paccesi-
HUS CBETa, a TaKKe C IOMOIIbIO TPaIUIIMOHHBIX JIEKTPOXUMUYECKNX METOJIUK.
HoBasi skcrnepumeHTabHas METOIUKA II03BOJIIET COBMECTUTH IIPEUMYIIECTBA
TPaAJIMIIMOHHBIX 3JIEKTPOXUMUYECKUX METOJINK C JIOKAJIbHOCTbHIO, HEMHBA3UBHO-

CTBIO U MOJIEKYJIAPHON TyBCTBUTETHHOCTRIO crieKTpockorun KPC.

2 Ilpejtozkena n peaju3oBaHa HOBasl YHUKAJIbHAS T€OMETPUsT MOJICTbHBIX 00pas-
OB JIj1s1 uccyegoBanust MerogoMm crekTpockornun KPC. Moenababie oOpasiibl
N3rOTaB/IMBAIOTCS Ha 0a3e ONTUYECKN TPO3PAYHBIX MOHOKPUCTALTNICCKIX MEM-
OpaH aHMOHHOTO MPOBOJHUKA. [IPOTUBO3IEKTPO/ clriennaabHOl POPMbBI TTO3BO-

asier mostydath crekTpel KPC ¢ unTepdeiica "smekrpos | ssmexrposnt".

3 ObHapyrKeHO, 9TO KMHETUKA BOCCTAHOBJIEHHSI OKCUJIA HUKEJS B YCJIOBHUSIX TOII-
nuBHOl Kamepwbl TOTD xopomo ommceiBaercs mozenbio Aspamu. Ilokazamno,
q1o KoddduimenT ABpamu, OTBeYalONil 38 KUHETHKY TPOTEKAHMUsI IIPOIECca,
COBIQJIAET B IIMPOKOM JHalIa30He padoueil TeMIepaTypbl JJisd UCCIe0BAHMIT,
IIPOBEACHHBIX METO/IAMH CIIEKTPOCKOIINN KOMOMHAIIMOHHOIO PACCEsiHUS CBETa 1

TEPMOTI'PABIMETPUYIECKOTO aHAJI3A.

4 HpOBeﬂeHa MMUHUMHA3alA IIOJIHOT'O BHYTPEHHEI'O COIIPOTUBJICHUA IJIEMCHTA Y€-

pe3 ONITUMU3AINIO COCTaBa, MUKPOCTPYKTYPBI U PezKIMa BBICOKOTEMIIEPATY PHOIT
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00pabOTKM MHOTOCJIONHBIX MeMOpaH aHHOHHOI'O IIPOBOJIHIKA 1 MHOI'OC/JIOHHBIX
9JIEKTPOJ0B MEMOPaHHO-3JIEKTPOIHBIX OJI0KOB. B pe3ysibraTe onTuMU3aInl 110/1-
HOI'O BHYTPEHHEI'0 COIPOTUBJIEHUSI II0JIYUEHbI IJI0CKHE 00pa3Ilbl ¢ IIJIOTHOCTHIO
CHEMaeMOil MoIHocTn npu padbodeit Temmeparype 850 °C' Ha pabodem HaIpsi-

xennn 0.7 B na yposre 380 MBt/cm?,

JlocToBEpHOCTDH IIOJIyUY€HHBIX Pe3yJbTaTOB

JlocTOBEpPHOCTD TOIYYEHHBIX PE3YIbTATOB MOATBEPKIAETCI UX BOCITPOU3BO/IN-
MOCTBIO Ha, Pa3/JMYHbIX 00pas3lax U pa3yMHBIM COBIAJIECHUEM IOJTYYaeMbIX PE3YJib-
TATOB C pe3yJIbTaTaMU, 10y YeHHBIMU JIPYTUMUA METOJNKAMU U JINTEPATYPHBIMHA JIaH-

HBIMHU, T'JIe TaKOe COIJIacHe JIOJIZKHO 3aBeJ0MO HabJ/II0IaThC.

JIMYIHBIN BKJIAT

JIMYHbBIN BKJIaJT concKaTes sl COCTOST B pa3pabOTKe U CO3/aHUN HOBOI SKCIIepU-
MEHTAJILHONM METOJUKH, pa3padoTKe U peau3allui ClelaabHOil reoMeTpun obpas-

1I0B, BBIIIOJIHEHUN U3MepeHnil, 00paboTKe pe3y/IbTaTOB U UX HHTEPIIPETAIIH.

Arnrpobanust padboThI

OcHOBHBIE pPE3YJIBTATHI JINCCEPTAIMOHHON PabOThI ObLIN JIOJIOXKEHbI Ha, CJIeJLy-
fonux KoHdepennusix: 12th International Symposium on Systems with Fast Ionic
Transport (Kaynac, Jlutsa, utonip 2016), 2016 Asian SOFC Symposium (Toxuo,
Anonust, cenrsiops 2016), 15th Asian Conference on Solid State Ionics (Ilartha,
Nuus, wosiops 2016), 13-e coBemanme ¢ MexKyHApOIHBbIM yaacTueM "®yHaMeH-
TajibHbIe TTpobJIeMbl nouukn TBepioro tena" (Yepuorosnoska, Poccust, ntonb 2016),
ECS Conference on Electrochemical Energy Conversion & Storage with SOFC-XIV
(Cnasro, Bermkobpuranusi, aprycr 2015), Beepoccuiickast KoHbepeHIns ¢ MexK 1y Ha-
pojtHbIM yaactueM "ToIMBHBIE 3JIEeMEHTHI 1 SHEPTOYyCTAaHOBKN Ha nx ocHoBe" (Hep-
HoroJ10BKa, Poccust, mronb 2015), [Ikosa MOIOIBIX YUIEHBIX MO TPUMEHEHUIO CIIEK-
TPOCKOIIU KOMOMHAIMOHHOTO paccesiiust ceera (KPC) jyist nsyuenns mexaHusmos

TOKOI€HEPUPYIOIINX JIEKTPOXUMHIUIECKNX peakiuil B asekTposax TOTI B pamkax

7



Bcepoccniickoit KoHgepeHnn ¢ MexK1yHapoiHbiM yaactueM " TormImBHbIe 3JIeMEeHThI
1 SHEproycraHoBKu Ha nx ocHoe' (Yeprorososka, Poccust, uonb 2015), Mexnyna-
POJIHBIN HayIHBINH GopyM MoJiobIX yiueHbix "Hayka Oyryiero — Hayka MOJIO/BIX"
(Cesacrononb, Pocenst, centsiops 2015), 10s1 Poccuiickast xoudbepentust " @usnko-
XUMIIecKe pob/ieMbl Bo306HOBseMoit suepreruku’ (Cankt-Iletepbypr, Poccns,
HostOpb 2015), Hayuno-nipakrudeckas koudepeniius "[lepcriek TBbI HCIOTb30BAHUST
MHHOBAIIMOHHBIX MaTepuaJjioB u TexHosioruit B mpombiiuienHoctn" (Mocksa, Poc-
cust, despasnb 2014), "MubopMannoHHO-TEXHOJIOITIECKIH 1 TEJIEKOMMYHUKAIIHOH-
HBIIT KJ1acTep HayKorpaJja JepHOroJioBKa: MpOoyKIlns, IapTHEPCTBO U M€PCIEKTHBI
passutust" (Yepuorososka, Poccust, nionb 2014), 10-s1 Mex qyHaposnast KondepeH-
st " @usnKo-XxuMuIecKne mpobseMbl Bo300HOB/IsIeMoit suepreTukn (YepHOromos-
ka, Poccust, ntonb 2014), International scientific conference "Science of the future"
(Cankr-Ilerepbypr, Poccusi, cenrsiops 2014), 2014 Asian SOFC Symposium and
Exhibition (Bycan, Pecriybuka Kopest, centsiops 2014), VI Mex qyHapo/Hast KOH-
depenrus Poccuiickoro xumuraeckoro obimectsa nmenn JI.1. Meneneea (MockBsa,
Poccust, oktsi6ps 2014), Beepoccuiickast KoHEpeHIUsT ¢ MK Ty HAPO[HBIM yIaCTH-
em "TormBHBIE 9JIEMEHTBI U 9HEProycTaHoBku Ha ux ocHose" (Yepnorososka, Poc-
cus, utonb 2014), 13th International Symposium on Solid Oxide Fuel Cells (SOFC-
XIIT) (Haxa, Anonust, okrsiops 2013), dersitast Poccuiickast kondepenius « Dusuko-
XuMHIIecKne mpobieMbl BO306HOBIsieMoit sHepretukns (Canxr-Ilerepbypr, Poccus,
HostOpb 2013), 10 International Symposium on Ceramic Materials and Components
for Energy and Environmental Applications (/Ipesnen, I'epmanus, maii 2012); 10th
International Symposium on Systems with Fast Ionic Transport (Yepnorososka,
Poccust, utonip 2012), 18 International Conference on Solid State lonics (Bapia-
Ba, [losbmia, utosib 2011), VII Poccniickas kondepenins «Pusndeckne mpobieMbl
BostopotHoit sHepretukuy (Cankr-Ilerepbypr, Poccns, wostops 2011), 54 nayuanas
koHbepentus MOTU (Yepuorososka, Poccusi, Hosiops 2011), cemunapst 110 husu-
ke jgedexkroB UDTT PAH, sacenanus yuenoro copera UOTT PAH.

[Iy6nukamun

PGSyﬂbTaTbI I/ICC.HG,HOBE%HI/HQ/JI 110 TEME AuccepTanmuu IIpeacTaBJICHBI B 7 cTaTbsIxX

|[A1-AT7]. [A1-A3] — my6umkanum B 3apyOe:KHBIX n3ganusx, [A4-A6| — B poccuiickux



[EPEBOJIHBIX M3JIaHUAX, IPUBOJIATCSI CCBLIKU Ha 00a BapuanTa mybnkarmn, [A7| —

9JIEKTPOHHAS TTYOJTNKAITS.

CTpyKTypa Juccepraiun

CrpykTypa AuccepTannum TakoBa:

Bo BBeagenum obocHOBaHa aKTY/JIbHOCTH T€MbI MCCJI€I0BaHUsA, c(hOPMYINPOBa-
HBI 11711 PAaOOThI U 3aJ1a4u, PEIIeHHbIe JJIsl UX JIOCTUXKEHUsI, 000CHOBAaHA HayJHAasd
HOBU3HA, IIPUBeIeHbI Pe3Y/IbTaThl, BHIHOCHMbIE Ha 3alllUTY, OllICaHa CTPYKTYpa JINC-
cepTalyu, PUBEJIEH CIINCOK KOHMEPEHIInii, Ha KOTOPBIX OBbLIN JI0JI0YKEHbI Pe3yJIbTa-
ThI, IIOJIy9eHHbIE B XOJ€ BbIIIOJIHEHUsI pabOThI, a TaKzKe IIyOJINKaIlUK 110 pe3yJibTaraM
paboTHI.

B I'maBe 1 npuBojsiTcst o0Iye cBeeHus O TOILJINBHBIX dJIEMEHTax U X THUIIAM,
HPUBOJINTCsT 0030p pabOT 110 MCCJIEOBAHUIO ITPOIIECCOB, IIPOTEKAIOIINX B TBEP/I00K-
CUJIHBIX TOILIMBHBIX JIEMEHTAX, METOJIOM CIIEKTPOCKOIINK KOMOMHAIIMOHHOIO pacce-
sIHUS CBETa, & TaKyKe OCHOBHBIE IIOJIOXKEHHSI M PE3YJIbTAThl NCCIEI0BAHII B paMKax
Mojiesin ABpaMu JIIst ONMCAaHUST TBEPAO(a3HbIX PEAKIINIL.

B I'maBe 2 npuBoauTCS ONMCAHUE OCHOBHBIX AQHAJTUTHICCKUX METOIUK U TEX-
HOJIOTMYECKUX II0JIXO0JIOB, KOTOPbIE OBLIN MCIOJIb30BAHBI IIPH MUCCJICIOBAHUSIX U 13-
IOTOBJIEHUN MOJIE/IbHBIX 00Pa3loB U MeMOpaHHO-3JIEKTPOIHBIX OJIOKOB, HOBOI 3KC-
IEPUMEHTAJIbHON MEeTONMKH JJIsI tn-Situ MNCC/IeI0BaHUS 3JIEKTPOSHBIX IIPOIECCOB B
pabounx ycuoBusix TOTD, pesyabraTbl paspaboTKn HOBOIT T€OMETPUN MOIEIbHBIX
obpasnos i ucciaegoBanuit merogom KPC.

B I'maBe 3 11puBoisiTCsl OCHOBHBIE PE3YJILTATHI UCC/IEI0BAHII KUHETUKN BOCCTa-
HOBJIEHUsI OKCHJIa, HUKeJIs B PabOUYMX YCJIOBHUAX TOILIMBHONI KaMepbl TBEPIOOKCH/I-
HOI'O TOILIMBHOI'O 3JIEMEHTa METOJOM CIIEKTPOCKOIINN KOMOMHAIMOHHOI'O PaCCesIHUS
CBeTa U CpaBHEHUE PEe3yJIbTATOB ¢ METOJIMKON TepPMOIPABUTEPUIECKOrO aHa IMu3a.

B I'maBe 4 upuseieHbl pe3y/ibTaTbl ONTUMHU3ALNUKI ITOJHOTO BHYTPEHHEI'o CO-
HPOTUBJICHUST U, KAaK CJIeJICTBUE, IJIOTHOCTH CHIMAEMON MOIIHOCTU IIPU M3rOTOBJIE-
HUKM MeMOPAHHO-3JIEKTPOJIHBIX OJIOKOB METOJaMH Pa3Je/IbHOIO CIIEKAHUS 3JIEKTPO-
JIOB, METOJIOM CIIEKAHWSI IIPU ITOHIKEHHOI TeMIlepaType, a TaKzKe [P OITUMAIbHOI

TeMIepaType.



B Bakarouyernn chopMmympoBaHbl OCHOBHBIE PE3YJILTAThbl padOThHI.
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I'maBa 1

O0630p JuTEPATYPhI

1.1 Ilpunaiun padoThbl TONJIUBHLIX 3JI€MEHTOB

TOmIMBHBINA 9IEMEHT — 9TO JIEKTPOXUMEYECKast sdeiika, HAIPAMYO mpeobpa-
3yIolas XUMIYECKYI0 SHEPIHIO PEAKIINN BOCCTAHOBUTE s (TOIINBA) M OKUCTHTEIsT
B 9JIEKTPUYECKYI0 9Hepruio [6,7]. YeTpoiicTBo M0400HO rajabBaHidecKOMY S/IEMEHTY,
HO OTJIMYAETCs OT HETO TeM, ITO BEIECTBa [Tl TPOTEKAHNST SJEKTPOXIMIIECKOIT pe-
AKINE [OJAI0TCS U3BHE B OTJIMYHE OT IaJbBAHIYECKOrO 9JIEMEHTA, [PH NCI0JIB30Ba-
HII KOTOPOT'O 9HEPIUst OrpaHideHa SHeprueii, 3amacentoii B Hem. s paborsl Tor-
JIMBHOTO 9JIEMEHTa TPEOYeTCs MOCTOSTHHBII MOBOJI OKUCIUTE/IS I BOCCTAHOBHUTEISI.
TormBHbBIE 9JIEMEHTHI — OJTHA N3 MHOTOOOEIAIONNX TEXHOJIOT Uil /I yCTOHIIBOrO
passuTHs sHepreTukn Gymyiero [8]. TormmBHbe 37€MEHTBI HAXOAT IPHMEHEHUE B
MHOKECTBE MepCIeKTUBHbBIX 00JIacTeil: pacipe/ieseHnas suepretuka [9], rpancropt-
Hble cucreMbl [10], KoreHepannonHble YCTAHOBKE TEILJIOBOM 1 9jieKTposHeprun [11] u
JpyTHe.

OCHOBHBIMU COCTABJISIONIUME YACTSIMI TOILTUBHOTO SJIEMEHTa SIBJISIFOTCST HJIEK-
TPOJIUTHYIECKAsT MeMOpaHa, KaTo/l i anoj. Ha Karojie TOIIMBHOTO S1€MEHTa, [TPOUC-
XOJIUT BOCCTAHOBJICHNE OKUC/IUTE IS ¢ 0OpasoBanueM anuona (Hampumep, uona O?~),
a Ha aHOJe — OKHCJICHIE BOCCTAHOBHUTEJIS ¢ 00Pa30BaHneM KaTHOHA (HAIPIMED, HOHA
H*). Oaus u3 MOHOB TPAHCIOPTUPYETCST Y€Pe3 TA30ILIOTHYIO SJIEKTPOJTUTHIECKY O
MeMOpally, pPas/e/IAIoNyio co00i TOIIMBHOE U OKHCINTEIbHOE Ta30Bble [IPOCTPAH-
crBa. Jlasee ma oHOM 13 9JIEKTPOJIOB MPOUCXOIUT PEAKINA OKUCICHNS TOIIINBA C

obpa3oBaHuEM IIPOJIYKTOB peakInu. DJIEKTPOHBI IIPU 3TOM IPOXOJAT dYepe3 BHEIII-
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HIOIO IT[eI1b, CO3JIaBasi MOJIE3HYI0 SHEPIUIO JIEKTPUIECKOrO TOKA.

Vcropus pa3zpaboTKi TOILIMBHBIX 3JIEMEHTOB Hadasach okojo 200 jer maszas,
koryia Maiikn @apagieii (Michael Faraday, 1791-1861) Beest monsitust "smekrposut”
u "ayekrpon", a TakyKe MOAroTOBHJI 0a3y JIsl OIMUCAHUST PA3HOOOPA3HBIX JIEKTPO-
xummaecknx mporeccos [12]. B 1839 rogy Cosp Yuibsm [pos (Sir William Robert
Grove, 1811-1896) Buepsble mpoBest mpolecc obpaTHoro saekrposnsa |13, 14]. Tlpu
9TOM OH OIMpAJICd Ha COOCTBEHHBbIE WCCJIE0BaHMs M Ha HapaboTkn Dpuppnxa
[Iénbaitna (Christian Friedrich Schonbein, 1799-1868) |15]. Buibressm OctBasibi
(Wilhelm Ostwald, 1853-1932) BHeC OCHOBHOI BKJIAJ] B OCTPOEHUE 3JIEKTPOXUMUN
Kak Teoperndeckoil naykn [16]. B magase 20ro seka (1902-1913) VARTA Brepsbie

ITaTeHTOBaJIa pa3pa60TKH, OCHOBaHHbI€ Ha TOIIJIMBHBLIX 3JICMEHTaX.

1.2 OcHOBHbBIE THUIIbI TOIIJINBHBIX 3JIEMEHTOB

CoBpeMeHHbIE TOILIMBHBIE JIEMEHTHI MOXKHO YCJIOBHO Pa3/Ie/InTh Ha JIBE OOJIbIIIIE
I'PYIIILI — HU3KOTEMIIEpATYPHbIE M BbICOKOTEMIIepaTypHble. K 1epBbIM OTHOCSTCH
9JIEMEHThI, pabodas TeMiieparypa KOTopbixX JiexkuT B unrepsaJse 80-200 °C'. Ko Bro-
Poil rpylilie OTHOCSTCs 3JeMEHThI ¢ paboueil Temuepatypoit or 600 °C' 1o 1000 °C.

[To Tumy ncrno/ib3yeMoro 3JeKTPoInTa TOTJINBHBIE 9JIEMEHTHI MOYKHO Pa3/ieTnTh
Ha D OCHOBHBIX I'pyIIl. K HuU3KOTEeMIIEepaTypPHBIM IIPU TAKOM Pa3JeIeHUN OTHOCSTCH
IIeJI0UHbBIE, TBEPONOINMEPHbIE 1 (POCHOPHOKUCIbIE TOILINBHbBIE 31eMeHThI. K BbIcO-
KOTeMIIEpaTyPHbIM OTHOCSITCSI PacilaBKapOOHATHBIE U TBEPIOOKCUIHbIE TOILJINBHbBIE
9JIEMEHTDI.

B Tabymie 1.1 npuBejieHbl OCHOBHbBIE XapaKTEPUCTUKU PA3HBIX BUJIOB HI3KOTEM-
IepaTypHBIX TOILJINBHBIX 3JIEMEHTOB, TaKne KaK peakinsd Ha aHo/e, UCIOJIb3yeMblii
9JIEKTPOJINT, peakllnusl Ha KaToje, JMala3oH pabovuux TeMIlepaTyp, HCIOJIb3YeMOe
TOILJINBO, OKUCIUTENh, a TakzKe KodhuImenT moiesnoro jgeiicrsus [17,18]. Anasto-
ruvdHasi nHGOPMaIis 110 BHICOKOTEMIIEPATYPHBIM TOILJIMBHBIM JIEMEHTaM IIPUBEICHA,

B TabJmie 1.2.
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Ojiin n3 HanboJ1ee TPOpabOTAHHBIX 1 PACIPOCTPAHEHHBIX HU3KOTEMIIEPATYPHbBIX
TOIUINBHBIX 3JIeMEHTOB — TBepononmeptbie 19 [19-21]. K necomuentbiM 1pe-
UMYIIIECTBAM JJAHHOI'O TUIA OTHOCAT HU3KYIO PA0OUYIO TEMIIEPATYpPY, 9TO ITPUBOINT
K 3aMeJIJIEHNIO BCEeX JIerpaJIalliOHHbIX IPOIECCOB W MPOCTOTe COOpPKM OaTapeil 3a
cYeT HU3KUX TpeDOBaHWil B repMETU3NPYIONINM KOMIIOHEHTaM, a TaKxKe OTCYTCTBUE
B KOHCTPYKITMU arpecCUBHBIX CPeJl, TAKUX KaK IMeJOUHble WM KUCIOTHbIE PacTBO-
pbl. OCHOBHOIT HEJIOCTATOK — OYEHb BBICOKHME TPeOOBaHUS K YHCTOTE BOJIOPO/IA, BbI-
CTYIIAIONIETO B KadecTBE €JMHCTBEHHOTO ITOJIXO/SINEro Buja TormBa. s oauct-
KU TOIJINBA TPeOYIOTCS CJIOZKHbIE TOTIMBHBIE TTPOIECCOPHI Ha, 0a3e JJOPOTOCTOAIINX
MeMOpaH, M3rOTOBJICHHBIX U3 JIPATOIEHHBIX METAJIIOB.

Hannas padboTa OCBATIEHA OITUMUBAIIH TOJTHOTO BHY TPEHHETO COMTPOTUBJIEHNS
MeMOPaHHO-3JIEKTPO/IHBIX OJIOKOB TBEP/IOOKCU/THBIX TOILJIUBHBIX 9/IEMEHTOB. /laHHbIE
TOILJINBHBIE 3JIEMEHTDI SBJIAIOTCA OJIHUMU U3 HanboJiee ePCIeKTUBHBIX BHICOKOTEM-
neparypubix 1T9. K HecoMHEHHBIM JIOCTOMHCTBAM IO CPaBHEHUIO C Jpyrumu T
OTHOCATCA BBICOKNN KOI(MDPUIMEHT TOJIE3HOTO JIeHCTBIA, MHOTOTOILIMBHOCTD, T.€.
BO3MOYKHOCTBH PadOTaTh Ha IMMPOKOM HabOpe TOILINBA, BO3MOYKHOCTH YACTHIHOIO
BHYTPEHHEr0 puOPMUHIa TOIINBA TIPAMO Ha aHOIHOM 3jiekTpoje [22|. OcHoBHast
0COOEHHOCTDH, OrpaHNYNBaoIIasi HeKoTopblie obJsiactu npumenenusi TOTS, — Bbico-
Kas pabovas TeMIiepaTypa, MPUBOIAIIasT K YCKOPEHNIO JIerPaIallHOHHBIX TTPOIIECCOB,

a TaKzKe CyIIeCTBEHHOMY BPEMEHM IIYCKa 9HEPIOYCTaHOBKMU.

1.3 'T'BepaookcujHble TOILJIMBHBIE 3JIEMEHTHI

B TBepa00KCHIHBIX TOILJIMBHBIX 9/IEMEHTaX B KAUeCTBE 3JIEKTPOJIUTIICCKON MeM-
OpaHbI UCIIOJIB3YIOTCs KUCIOPOI-TIpoBoasdine MeMOpanbl. Ha pucynke 1.1 npejcras-
JIEHO CXeMaTHUIeCKoe N300pasKeHne IOIepPedHoro cedeHnsl TBEPIOOKCHIHOIO TOILINB-
HOT'O 3JIEMEHTA.

TBepIOOKCUIHBII TOIIMBHBINM 3JIEMEHT IIPEJICTaB/IsieT cO0O0l MHOT'OCJIONHBII Ke-

paMMYeCKUii MaKeT, CJION B KOTOPOM MOKHO pa3Jie/InTh HA TPU OCHOBHBIE IPYIIIIbL:

1 Karoausie cioun.
OHu gBJISIIOTCS KaTaJau3aTopaMul IIPeodpPa3soBaHUsl MOJIEKYJISIPHOI'O KUCJIOPO/Ia,

OKHUCJINTEILHOM ra30Boi CMeCcH B MOHBI Krcopojia. [locse mpespaliennsg aHnoHbI
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Puc. 1.1: Cxemarnueckoe mn3o0parkeHue IIOIMEPETHOr0 CEeUeHUs] TBEPIOOKCHIHOIO

TOIIJIMBHOI'O JJIEMEHTa

KHCJIOPOJIa 3a cYeT aHMOHHOI ITPOBOIUMOCTH CJIOs 110 ITPUYMHE PA3HOCTHU JIEK-
TPOXUMHUYIECKOTO IOTEHIIMAJIa TPAHCIOPTUPYIOTC K MeMOpaHe TBEPJOro dJIeK-
TpomnTa. KaToanble ¢jion M3roTaBInBaiOT U3 KOMIIO3UTOB Ha OCHOBE KaTOJIHbBIX

marepuasioB (LSM, LSCF u T.1.) u Mmarepuasia aHHOHHOTO ITPOBOHUKA.

2 DJEKTPOJUTUICCKIE CJION.
OcHoBHast 3aja4a 3TUX CJI0EB — obeclieueHne TPAHCIOpTa MOHOB KHCJIOPOIa
13 OKHCJIUTEIbHON KaMepbl B TOILINBHYIO. TpaHCIOPT 00ecIednBaeTcs 3a CIeT
BBICOKHIX 3HAUEHNIT aHNOHHOI IPOBOAMMOCTH CJIoeB. MeMOpaHbl TBEPIOTO JJIeK-
TPOJINTA M3TOTABINBAIOTCSI, B OCHOBHOM, M3 MaTepuaja CTaOUIN3UPOBAHHOIO
nnokcraa nupKonusi. Crabuim3anns Kyorndeckoit asbl IPOUCXOIUT 38 CUeT J0-

OaBJICHUST OKCHJIOB CKAH/UsI, UTTPUS U IIEPHs.

3 Anoanbie cjoun.
Amnoj obecriednBaeT OKHUC/IEHIE TOILINBA B TOIJIMBHON KaMepe 3a CueT aHHOHOB
KHUCJIOPOJIA, MPUXOJIAIIIX U3 MeMOPaHbl TBEPOIO 3JIEKTPOJINTA. AHOJHBIE CJION
M3rOTABINBAIOT U3 KOMIIO3UTOB Ha OCHOBe aHOAHBIX MarepuasioB (NiO, LSTM)

n MaTepHaJla aHNOHHOI'O IIPOBOAHUKA.
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1.4 Kiaaccudukanms TBEpAOOKCUIHBIX TOILIUBHBIX

IJIEMEHTOB

T'Bep100KCU/IHbIE TOILIMBHBIE 3JIEMEHThI MOYKHO KJacCU(PUIUPOBATH 110 PsILy
BayKHBIX XapaKTEPUCTUK, TaKMX KaK JUalla30H padodeil TeMIieparypbl, OCHOBHAasI
O/LIEPZKUBAIOTIAST COCTABJISTIONTAs (HECyIasi OCHOBHBIE MEXAHIMIECKHE HATPY3KI), &

Tak»Ke reoMeTpus sjieMenTa. OcTaHOBUMCs Ha 9TOH KJIacCU(UKAIIHI II0IpOoOHee.

1.4.1 Kiraccudukanus mo guamna3ony pabodeii TemiiepaTypbl

T'Bep100KCH IHBIE TOILIMBHBIE 3JIEMEHTbI Pa3IeIsIOT 110 Jualla30Hy pabodnx TeM-
neparyp Ha TPHU OCHOBHBIE I'DYIIIbl. K 1MepBoil rpyiie OTHOCSTCS BBICOKOTEMIIEPa-
typuble TOTSD ¢ paboueit Temneparypoit T > 800 °C. K cpegneremiepaTypHbIM
TOTD orHOCATCS 3IeMEHTHI ¢ paboueit TeMriepaTypoii B nnreppajie 600 °C' < T <
800 °C'. HuzkoremmneparypabiMu HasbiBaloT TOTD ¢ paboueit remmneparypoit T <
600 °C'.

Xoporo ucciejoBana U paspaboraHa rpyia BbicokoTemieparypubix TOTSD.
Bricokasi TemIiiepaTypa CyIIeCTBEHHO YCKOpSIeT HOHHBII TPAHCIOPT U KUHETUKY
OKHCJIUTE/IbHO-BOCCTAHOBUTE/ILHBIX PEAKINii. DTU HPOIECChl MPUBOJAT K ITOHMKE-
HUIO BHYTPEHHEr0 COIPOTUBJICHIS TOILINBHOIO vjieMeHTa. [loMnMo 3Toro, K npenmy-
mecTBaM BbicOKoTeMIlepaTypHbIX TOTD oTHOCAT BOZMOXKHOCTD MPSAMOil KOHBEPCHUM
YIJIEBOJIOPO/IOB Ha aHOJHOM 3JIEKTPOJIE.

OCHOBHBIM HEJIOCTATKOM BbIcOKOTeMIIeparypHbix TOTD gapisercs ToT Qakr,
YTO BBICOKAsl TeMIIepaTypa YCKOPseT XUMHUYECKHe PeaKINH MeXKIy MarepuajiaMi
9JEeMEHTa. JTO OTPUIATEIHLHO CKa3bIBAETCS HA BPEMEHHON CTaOUJILHOCTU 3JIEKTPO-
xumndecknx TOTSD. ITomumo 3Toro, BhICOKasi TeMilepaTypa HaKJaIbIBaeT JIOI0JI-
HUTEJIbHBIE YKECTKIEe TpeOOBaHUs Ha MaTepuaJbl TOKOBBIX KOJJIEKTOPOB U JIPYTHUX
TexHOJIOrnYecknx dacreit. Jlerpaganus koarakTa "TOKOBBIN KoJIIEKTOp | Karo" Ha
JIAHHBIIT MOMEHT sIBJISI€TCs OJIHOM M3 IVIABHBIX MTPOOJIEM Ha ITyTH KOMMEPIUAIIT3AIIH
TOTDS.

B nacrosiiee Bpemst HanboJiee mMupoKo UCIOJIb3YEMBIM 3JIEKTPOJUTUIECKUM Ma-
tepuasioM it TOTD sBisiercss oKCui NUPKOHMS, CTAOMIM3UPOBAHHBIN OKCHIOM

ckan st — ScSZ (ZrOy + Sc03). O 00s1a1aeT BBICOKOIT HOHHOI TPOBOIMMOCTHIO 1
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JIOCTATOYHO HU3KOII 9JIEKTPOHHOIT TPOBOAMMOCTBIO. B KadecTBe KaTOIHONO MaTepra-
JIa 9alle BCero UCIOJIb3yeTcss MaHraHuT jianTana-ctponius, LSM (Lay_,Sr, MnOs).
Ho Temmeparypbl 1200 °C' on He BcTynaeT B peakiiuio ¢ ScSZ u umMeer OJU3KHUI K
Hemy KTP (koaddurment TemnmoBoro pacumpennst), 00/1a1aeT BBICOKON KaTaJnTH-
9eCKOil aKTHUBHOCTBIO ¥ 3JIEKTPOHHOI IIPOBOANMOCTBIO. IIpu 9TOM OCHOBHBIM HeJIO-
crarkoM LSM siBiIsteTcst peskoe MOHMKeHIe MOHHOM IIPOBOJANMOCTH C IMOHIZKEHIEM
TeMIIEPATYPHI.

CrangapTHBII aHOIHBIN MaTepuaJj — 9TO KepMeT Ha OCHOBe okcnia Hukesist NiO
u arronnoro nposojnnka ScSZ (NiO/ScSZ). On obecrieunBaer BHICOKYIO MIOTHOCTD
TpexdaszHoil 'PAHUIIbI, YTO B COBOKYITHOCTH C BBICOKOI KATAJTUTHYIECKON aKTHBHO-
crbio NiO obecrieunBaeT peKoOpAHbIe XapaKTepPUCTUKN dToro anoja g TOTD.

[Ipu nommkennn Temieparypbl xapakrepuctuku TOTD Ha Tpa uIoOHHBIX Ma-
repuasiax (LSM — SeSZ — NiO/ScSZ) pesko yxymmatorcsa. Ha pucynke 1.2 npu-
BeJIeHbI BOJIbTAMIIEPHBIE 1 MOIIHOCTHBIE XapakTepuctuku TOTD Ha cranmapTHBIX
marepuaiax (LSM — YSZ — NiO/YSZ) [23]. BuzHo, 9T0 1pn MOHUXKEHUN TeMIIepa-

Typbl or 900 °C' 1o 700 °C' cHumMaemasi MOIIHOCTE T1aaeT B H-6 pas.
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Puc. 1.2: TemnepatypHas 3aBUCUMOCTH BOJBTAMIIEDHBIX W MOIITHOCTHBIX XapaKTe-
puctuk TOTD Ha ocHOBe TPAIUITMOHHBIX JIEKTPOJNTHIECKAX U SJIEKTPOIHBIX Ma-

TepUaJIoB

OcHoBnag [IprnirHa YXYAIIEHNA XapPpaKTEPUCTUK — 9TO IIOBBIIICHNE BHYTPEHHEI'O

COIIpOTHUBJIEHU A 3JIEMEHTA 38 CHET ITOHU2KCHM A MOHHOI IIPOBOAMMOCTHU JIEKTPOJINTHU-
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geckoro mMarepuasia. [losromy, Jijis nepexojia Ha CpejiHeTeMIIepaTypPHbIi Jinana3oH
HEOOXO/IUMO TIepeiiTn Ha MaTepuaJibl ¢ 00J1ee BbICOKOI NOHHOM ITPOBOJIMMOCTHIO N
YMEHBIUTH TOJIIUHY 3JIEKTPOJTUTHIECKON MEMOpaHbI.

B 90e rojpr Umnnkapoit [24] 6611 10Ty 9€H HOBBIT 9JIEKTPOJIMTHIECKUTT MaTepral
LSGM (La-Sr-Ga-Mg), KoTopblit MOYKET OBITH HCIOIB30BAH B KAYECTBE 9JIEKTPOJINTA
TOTDS. ITpoojgumocts LSGM cymecTBeHHO MPEBBIIIAET TPOBOAUMOCTE TPAJUITIOH-
roro YSZ (pucynok 1.3).

0 T T T T T T T T T
| e _
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_ 5 _
= “"0\ \\.
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5 | .
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Puc. 1.3: CpaBHeHue aHHOHHOIT ITpoBouMOCTH MaTepuasioB YSZ u LSGM

OcHoBHasI TPYAHOCTH, KOTOPask BOSHUKAET IIPH MCIIOJIb30BAHINA HOBOI'O 3JIEKTPO-
JINTA — OTCYTCTBHE HOAXOAAIINX AHOIHBIX U KATOIHBIX MaTePUAJIOB. 1 paJuiiOHHbII
aHOHBI MaTepuas Ha ocHoBe NiO He MOKeT ObITH MCIIOJIB30BAH 10 IPIIIHE XIMI-
geckoro B3anmojeiicTeust mexkry NiO nu LSGM, a mpoBouMoCTh KATOHOI'O MATEPH-
aJ1a CyIeCTBEHHO IAaJaeT ¢ IIOHIKEHNEM TeMIIEpATyphl. B ¢BA31U ¢ 9TuM paspaboTKa
cpenneremieparypabix TOTD u 1pyrux 3J1eKTPOXUMUUECKIX STI€EK C TBEPIOOKCII-
HBIM 9JIEKTPOJUTOM CBSI3aHA C IMOMCKOM HOBBIX 3JIEKTPOIHBIX MATEpUAJIOB, 00J1a/1a-
IOIINX BBICOKOM 9JIEKTPOXMMUYECKON aKTHUBHOCTBIO 1 TEPMOINHAMUYECKON cTabmIh-
HOCTBIO B BOCCTAHOBUTEJILHON 1 OKHUCJIUTEIHHON aTmocdepax [25-29]|. st anozos
TOTS ocHoBHBIE TPEOOBAHUST TAKKe BKJIIOYAIOT BBICOKYIO 9JIEKTPOHHYIO ITPOBO/IN-

MOCTDb B IIMPOKOM JdHaIla30HE ,IL&BI[GHI/Iﬁ KHCJIOPOJa, KaTaJIUTUICCKYIO aKTUBHOCTD
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110 OTHOIIEHUIO K KOHKPETHOI peaKIuu, HHEPTHOCTh 110 OTHOIIEHUIO K Pa3JI0zKEeHUIO
yrjiepoJjia, CepOTOJEPAHTHOCTD, TEPMOMEXAHUYECKYIO0 U XUMUYECKYI0 COBMECTUMOCTb
C MaTepuaJIOM 3JIEKTPOJIMTUIECKOI MeMOpaHbI.

OOBIYHBIE KEPMETHI, COoepXKalllie HUKEJIb, ITOJBEPraloTCs JIerpajali 1Mo Ipu-
qune 3ayriepaxkupanus B TOTSD, paboraomux Ha yrieBogopofHoM Toruise. [To-
MUMO 3TOTO, Jerpajialius MPOUCXOIUT 10 MPUINHe U3MEeHeHWi o0beMa P IUKJ/I1-
poBaHuu, oTpanaennn cepoii. [fIockoJibKy Bce 3Tu MpodeMbl He MOT'YT ObITh PelIeHbI
3aMellleHneM HUKeJIs JIPYTUMUA MeTaJlJlaM, BHUMaHUe yJIeaseTcsl OKCUJIHBIM COeJIMHe-
HUSIM, TAKUM KaK IEePOBCKUTOIO00HBIE TUTAHATHI U XPOMATHI, T/le HET MeTaJslIive-

CKOIi KOMIIOHEHTBI UK ee cojieprkatue Maso [30-35].

1.4.2 Kiaccudukalis 1o OCHOBHOII MOAJEpPKMUBAIOIIE CO-

CTaBJISIONIEN

C Touknu 3penunst nzroronsennst 6arapen TOTD BarKHBIM sIBJIsIETCST BOIIPOC BbI-
6opa vJ1eMenTa, KOTOPbI OyJIeT HECTH OCHOBHYIO MEXaHUUeCKylo Harpysky. Haoo-
JIAeTCsT IMITITPOKOEe pasHooOpas3ne B PeIIeHnn 3TOr0 BOIIPOCA.

Huxke nipejictaBiieHbl OCHOBHBIE BapuaHThl KOHCTpyKInu TOTD:

1 DJIeKTpOINT-TI0/IepKIUBAIOIIIE.
2 Karo-1mo1iepKuBaoliye.
3 AHOJI-110/UIeP>K I BAIOIIIIE.

4 DJjIeMeHTBI ¢ BHEIIHEN 10/1JIePyKKOii.

B TOTS »syieKTpouT-110//IepzKUBaOINIeil KOHCTPYKIIMNA OCHOBHYIO MeXaHUJe-
CKYIO HAIPY3KY HeCeT 3JIeKTPOJINTHYecKas MeMOpaHa. Ha HbiHemnem sTalie pa3Bu-
TS UMEHHO 3Ta KOHCTPYKIMsI Hanbosee pacipoctpanera. Creayer OTMETHTD, UTO
OOJIBIIMHCTBO KOMMepUecKn A0cTyIHbIX baTapeit TOTY ucroab3yoT 3JIeKTPOIIT-
0/IJICPKUBAONITYI0 KOHCTPYKIMIO. [Ipn 9TOM K OCHOBHBIM ee HeJlocTaTKaM OTHO-
caT OOoJIbIINE TIOTEPU Ha TPAHCIOPT MOHOB depe3 MeMmOpany. OMudecKue 1morepu Ha
9JIEKTPOJINTE COCTABJISIIOT OKOJIO IIOJIOBUHBI 00IINX 110Teph. OCHOBHOI IIyTh, II03BO-

JISIIOIINI CHU3UTH IOTEPHU, — CHUXKEHUE TOJIIIHBI 3JIeKTPOJIUTHIECKON MeMOpaHBbI.
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[Ipu Tommune mtacTunbl okosio 100 MKM OHa 1epecTaeT ObITH JJOCTATOYHO MTPOYHOIT,
JlaJbHelilnee CHUYKeHNe TOIIIIMHBI MeMOpaHbl HEBO3ZMOZKHO.

B cBsi3u ¢ srum onauM u3 mnyreit passutust TOTS spisiercs nepexo Ha 3j1eMeH-
ThI, B KOTOPBIX OCHOBHYIO MeXaHNIeCKYI0 HAIPY3KYy HeCeT OJINH U3 3JIEKTPOJI0B WJIN
BHEIHAA MOJIepyKKa. K HUM OTHOCATCS KaToJ/- U aHO-TIOJJIEPYKUBAIOIINE dJIeMeH-
TBI, 3JIEMEHTHI ¢ BHENTHel moaepxKkKoit. B Tadauiie 1.3 npuBogaTcesa cpaBHUTEbHbIE
xapakTepuctuku Oarapeit TOTY mianapHoil reoMeTpun HECKOJBKUX THIIOB I10JI-

JIEPZKKIU.

21



67| 06 008 ZSA/IN | INDST 7SA ITTRIDTN
|87 OFTT 099 DAS/IN DS DAS IIFRLOTN]
[L7] 09G 00 DAS/IN | ©DSS DAS IIRIOTN
L7 09 009 DAS/IN | 9DSS DASs IIRLIT
|9F] 00€ 009 7ZSA/IN INST 7SA rozey
97| 0S¥ 0S9 7ZSA/IN INS'T 7SA rorLey]
l97] 092 0G. ZSA/IN INST 7ZSA rOLey]
o] 0.8 008 ZSA/IN INST 7SA LGNS|
(4 €eT 0GL DAS/IN | DAD/AST DAS rorey]
7] 0.2 008 7ZS9S/IN | ZSPS/INST | ZSAT2S0T | Tmrodrsorre
[7¥] 009 006 7ZSPS/IN | ZSPS/INST | ZSATAS0T | Lmrodrvore
[Sakad e 0S8 7SPS/IN | ZSPS/INST | ZSATPS0T | wurodisore
[17] 0¥ 008 IN £00DISwg INOST wuirodyone
[oid L0¢ 0S8 DAD/IN INS'T 7ZSA Lirod LyoI G
l6¢] 059 008 7ZSA/IN | ZSA-NST 7SA oy
8¢ 0021 008 7ZSA/IN | ZSA-INST 7SA OHY
€] 00L 008 7ZSA/IN INST 7SA oy
log] 0€9 068 ZSA/IN | DAD-IDST 7SS oMY
BIMIIIO)) | JNO \ LW ‘4IDOHINOTA | ), ‘edAredollnNel BehogeJ | TOHY rorey] wurodrsereg | exskdorror |

RLHOWOIIE OJIIIOIRANNKASIITON MNRIIIL XITHIOH)0 0 € ,0) [, iunrondoryedex oiudarrornaged) (¢ 1 RINIQR],

22



[Tpu uzrorosienun TOTD karog-1ogaepKuBaioONeil KOHCTPYKIINK [IEPBLIM Ta-
[IOM $IBJIsIETCSl U3TFOTOBJIEHUE [MOPUCTOI IMOJJIOXKKU Ha OCHOBE KATOJIHOI'O MaTepu-
ana (mampumep, LSM wmau apyroro manranuta). Ilocie sToro Ha Hee HAHOCHT-
csI SJIEKTPOJIUTUYIECKHUI €0 M aHOMHBIN 3J1eKTpoj. 3BecTHO, 4TO Ipu TeMmIiepa-
typax Bbime 1200 °C’ MaHraHUTHBIE COEIMHEHUs] B3AaMMOJICHCTBYIOT CO CTaHIapT-
HBIM 3JICKTPOJTUTUIECCKUMU MaTepuajaMu. B pesysibrare oOpa3yloTcss HElpOBO/Is-
e coeguHenus. Ho Jiist crieKaHus 9/IeKTPOJITUTUYECKOTO CJIOS TPEOYIOTCsl TeMIIe-
paTypb! okoj10 1500 °C'. DToT daKT CyIIEeCTBEHHO 3aTPYAHSIET N3IOTOBJIEHNIE KATO/I-
OJIIEPYKUBAIONIUX IJIEMEHTOB.

B coBpemenHOM 3j1€MEHTE aHOJI-TIO/AEPKIBAIONIEHl KOHCTPYKIIUN OCHOBHBIE Me-
XaHm9IecKne Harpy3KN HeceT TOJICTas MOPHUCTas MOJJIOXKKa Ha OCHOBE aHOJHOTO Ma-
tepuasia — cyberpar, 6orareiii NiO. Ee Tommuna cocrasisier or 0.5 MM 70 2 MM.
[Tomoxkka obecriednBaeT ra3omoj B/ K (PYyHKIMOHAJILHOMY aHOHOMY CJIOIO 1 TOKO-
cbeM. OYyHKIMOHAJIBHBIN CJIONH aHOIHOI'O 3JIEKTPOJa HAHOCUTCS Ha TOJICTYIO IOPH-
CTY10 HOJI0XKKY. Ero Tosmuna cocrasiisier okosio 10 MmxMm. dajiee Ha (pyHKIIMOHAIb-
HBII AHO/HBIN CJION HAHOCUTCA Ia30IJIOTHBIN CJI0N JIEKTPOJUTUYICCKOTIO MaTepuaJa.
Ero tosmuna Takke cocraiisieT 0Kos10 10 MkM. CHUKEHIE TOJIIUHBI 3JIEKTPOJINTH-
JecKoil MeMOpaHbl 1103BOJIsieT 3HAUUTEIbHO CHU3UTDH IIOTEPU Ha, TPAHCIIOPT AHHOH-
HOT'O TOKa Ha 3jeMenTe. [loc/ieauM nanocuTcs KaTOMHBIN 31eKTpo1. Kro Tonmuna
Bapuupyetcs oT 20 j10 50 MKM.

3 rabymrer 1.3 BuiHO, 9TO CyIIeCTBEHHOE CHUYKEHNE TOJIIUHBI 9JIEKTPOJINTH e~
CKOIl MeMOpaHbI I103BOJISIET CYIIECTBEHHO IOBBICUTH MOIIHOCTb, CHUMAEMYIO C 3Jie-
MenTa. [Ipn 3TOM cTOUT OTMETUTH, YTO M3TOTOBJIEHWE TA30ILJIOTHOIO CJIOS AHWOH-
HOT'O TIPOBOJTHUKA SIBJISIETCS CJIOYKHOI TexHm4ueckoil 3ajaqeii. [1o aToit mpuunne Oa-
tapen TOTD anojI-110/1/1epKUBAIOIICH KOHCTPYKITUU [TOJTY YT OTPAHIICHHYIO Pac-
IIPOCTPAHEHHOCTD.

[Ipm n3roToB/IeHNN 3JIEMEHTOB ¢ BHENTHEN MOJIEPKKOI BOBHUKAIOT CyIIECTBEH-
Hble TEXHOJIOIMYEeCKHEe TPYIHOCTH. Pojib BHEIIHEH IMOJIEepP:KKH MOT'YT HECTU WJIN
HETTPOBOJIAIIAS TOJJIOYXKKA, WM IOJJI0KKa Ha OCHOBE HeprkaBelonux crajeil. B
cydae HeIpoBOJSIIEll MOAI0KKI BO3SHIUKAIOT IIPOOJIEMbI TOKOCHEMa ¢ 9JIEKTPOJIOB
TOTS. IIpu ncrosb30BaHUN TOJJIOXKEK Ha OCHOBE HEPXKaBEIOIINX CTaJieil mpobJie-
MBI CBSI3aHDI € Jerpaialiiii KOHTaKTa U MeXaHndeCKIM OTKAaJbIBAHUEM dJIeMeHTa OT

HOJIJIEPAKKU.
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1.4.3 Kuaaccudukammusa mo reoMeTpu 3JIeMeHTa

CyIecTByeT MHOYKECTBO TIOIXO/I0B K T€OMETPUHN U3TOTaBINBAEMBIX TBEPIOOKCH/T-
HBIX TOILIUBHBIX 3jeMeHTOB. Cpe/in HUX MOYKHO BBIJIEJINTH JBA OCHOBHBIX ITOIX0JIA:
TOTD mranapuoit u Tpyodaroit reomeTpun.

K 0CHOBHBIM JIOCTOMHCTBAM ILJIAHAPHOI T€OMETPUN CJeTYeT OTHECTH TOT (PaKT,
YTO OHa TIO3BOJIAET HCIOJIb30BATH 00Jiee TEeXHOJOTHYHBIE METO/bI W3TOTOBJIEHU
HECYIIIEro 3JieMeHTa 1 (PyHKINOHAIBHBIX ¢jIoeB. K MeTo/iaM M3roTOBJICHIST HECyIIe-
I'0 3JIEKTPOJINTA OTHOCAT OJIHOOCHOE IpecoBaHue ¥ MIJTUKEpHOe JNThe. K Meroaam
HaHeceHns1 (DyHKIMOHAJIBHBIX MOYKHO OTHECTH MeTOj TpadaperHoii medarn (print
screen) u spin coating.

K npenmyiectBaM TpyO4YaToOil reOMETPUU OTHOCST OTCYTCTBHE OOJIBIIONO KO-
JINYECTBA TePMETU3UPYIONINX [IBOB, MEHbIIINE MEXaHUUeCKNe HaIPsSKeHUs MPU UC-
MOJIB30BAHUN TPYOOK € OJHUM 3aKPEIJICHHBIM KOHIIOM.

Pasnoobpasue reomerpudeckoro pemrenns mpu usroropieHun TOTD He ucuep-
IBIBACTCs] STUMHU JBYyMsI BapuaHTamu. B jaHHON paboTe uccie10BaIINCh MOJIe/IbHbIE
00pasIbl 1 MEMOPAHHO-3JIEKTPOIHBIE OJIOKU TIAHAPHON reOMeTPHH, ONTHMU3UPOBa-

JIOCh HX IIOJTHOE BHYTpPE€HHEEC COIIPOTHUBJICHUE.

1.5 IIpumenenmne creKTpOCKOIIMU KOMOMHAIIMOHHO-

ro paccedgHUd cBeTa JJid mccijaegosanus TOTD

[LnorHOCTE MoOTHOCTH, cHUMaeMmoit ¢ TOTD, cymecTBeHHO 3aBUCUT OT KUHETH-
KN OKHCJIUTE/IbHO-BOCCTAHOBUTEIbHBIX PEaKIUil, IPOTEKAIONINX Ha JIEKTPOjax, 1
OT KOHIIEHTPAI[U HOCUTe e 3apsijia Ha unrepdeiice "saekrpos | anekrposut”. Ilo
9TOI IMPUYNHE U3ydeHne MMPOIECCOB, IMPOTEKAIINX Ha Tpexdas3Hoil rpaHuie, 09eHb
BaxkHO Ji1s1 cozgannss TOTD ¢ onTuMusnpoBaHHBIM TOJHBIM BHYTPEHHUM COIIPO-
TUBJICHIEM U, COOTBETCTBEHHO, BBICOKOII TIJIOTHOCTHIO CHUMAEMOI MoIHOCTH. Takue
UCCJIJIOBAHIS MOXKHO IIPOBOJUTL C IIOMOIIBIO TPAIUIIMOHHBIX 3JIEKTPOXIMUIECKUX
METOJUK, TAKUX KaK U3MEpPEHUEe BOJIbTAMIIEPHBIX U MOIIHOCTHBIX XapaKTEePUCTHK,
rojiorpaoB UMIIEJIAHCHBIX CIIEKTPOB, ¢ MOMOIILIO UMIIYILCHBIX MeTonuK. OJIHAKO,
BCE 9TU METOJIMKU 38 UCKIIOUCHUEM TPUMEHEHUS MUKPOIJICKTPOJIOB — KyMYJISATHB-

HbIE, T.€. JAI0T MH(OPMAIINIO O TOILIMBHOM 3JIeMeHTe B IiesioM. Ipyroii HegocTaTok
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JEKTPOXUMUIECKUX METOJINK — HEOOXOUMOCTD IPUBJICUCHNs] KUHETHUIECKUX MO/Ie-
JIefl TIPOIECCOB UJIN BCIOMOIaTe/IbHBIX METOJIOB JIJIsi UHTEPIIPETAINN Pe3yIbTaTOB.

MeTo/1 crieKTpoCKOnn KOMOMHAIIMOHHOI'O PACCESTHIS CBETa MOYXKET JIaTh JIOTOJI-
HUTEJIbHYIO0 NHMOPMAIIIIO O IIPOIeccax, IMPOTEKAMNX Ha Tpexdas3Hoil IpaHuIe OKO-
710 unTepdeiica "sekTpos | sekrpour". JlaHHast METOIUKA SIBJISIETCS] HEMHBA3KB-
HOIT 1 Hepas3pyIIaloleil, o3BOJIIeT B pealbHOM BpeMEHN XapaKTepu30BaTh MPOIec-
cbl, ipoTekarorue Ha 3aekTpogax TOTD [50,51].

Ha Tekyriumit MOMEHT CIIEKTPOCKOINsT KOMOMHAIIMOHHOTO PACCEsIHUSI CBETa, yrKe
AKTHBHO IPUMEHSIETCSI JIJIsl XapaKTepU3alii BceX MaTeprasioB, BXOJANINX B COCTAB
TOT?D: anekrposuros [52-54], anomnos [55-57| u karomos [58-60], a Takzke st uc-
CJIEJIOBAHIS T€PMETH3NPYIONUX cTeKos [61-63] n TOKOBBIX KoslekTopoB [64,65.

BoJiee Toro, crieKTpocKors KOMOMHAIIMOHHOIO PACCEsIHUSI CBeTa, IIIITPOKO IIPUMe-
HSIETCS JIJIs n-Silu UCCIIeIOBAHII ITPOIECCOB, TPOTEKAIONINX B MeMOpaHax TBEP/I0ro
ssiekTposinta u vaekrpogax TOTD. Hanpumep, B pabore [66] Obuia mokasana Bo3-
MOKHOCTB CJIEJINTH € TOMOIIBI0 criekTpockonnn KPC 3a kunerukoit mpeobpasoBanmii
Ni/NiO B ssrekrpogax TOTD, a Takzke 3a CKOPOCTHIO JIUCCOIMAIINE YIJIEPO/ia U Ta-
pamMeTpaMi pelieTKn 3J1eKTponTa Y SZ Bo BpeMst padborel TOTD. Bosee nepaBHsist
pabota [67] Kacanack in-situ ONTUYIECKUX UCCJIEIOBAHNUI, COBMEIIEHHBIX C 3JIEKTPO-
XUMIYIECKIMI U3MEPEHUSIMI, KOTOPhIE IPUBEJI K BBIBOY O TOM, YTO YBJIAYKHEHNE
TOILINBA IIPUBOJIUT K CYIIECTBEHHOMY M3MEHEHHIO KaK SJIEKTPOXUMUIECKUX XapaK-
tepuctuk TOTD, tak u criekrpo KPC.

In-situ nccaegoBaHMsI CIIEKTPOB KOMOMHAIIMOHHOI'O PACCESTHIS CBETA TAKZKe JA0T
BO3MOYKHOCTH OTCJIEJUTH IPAJIMEHT XUMUYIECKOro moTennnaia Kuciaopojaa B Ni-SDC
kepMmerHbix anogax TOTD [68]. B jganHoii pabore ObLI0 10KA3aHO, YTO BAPUAIMN XIi-
MUYECKOI'O ITOTEHINAJIA BbI3BAHBI JIBYMsI OCHOBHBIMU ITPUIMHAMU: POCTOM JIABJICHUS
KHCJIOPO/JIa U PACIINPEHHEM 3JIeKTPOXUMUIECKN aKTUBHON 30HBHI.

Bce npegpiayime uccyie10Bannsa TBEPAOOKCHIHBIX TOIINBHBIX 9JIEMEHTOB C 110~
MOIIIBIO METO/Ia CIIEKTPOCKOIINN KOMOMHAIIMOHHOI'O PACCesTHIS CBETA ObLIN CBSI3aHbI C
noJiyuyeHneM wHMOpMAaIlii ¢ BHEITHUX IpaHuUI] 00pa3Iia, IOCKOIbKY TyIyOIHa, ITPOHUK-
HOBEHUSI JIAHHOTO METO/Ia COCTaBJIsIeT OKoJI0 1 MkM [69-71]. B ciywae uccnenoBanus
TBEPIOOKCHIHBIX TOILJIUBHBIX JIEMEHTOB 9Ta OCOOEHHOCTb METO/a CIEKTPOCKOIIMIN
KOMOMHAIIMOHHOI'O PACCesTHIs CBETa PE3KO OTPHUIATEHLHO CKa3bIBaeTCs Ha MHGOP-

MaTHUBHOCTH IIOJIY9a€MOI'O B pe3yJibTaTe CHUI'HaJla. ,HQJIO B TOM, 49TO TOKOI'€HEPHUPY-
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IOII[I€ [IPOIECCHI IPOTEKAIOT, B OCHOBHOM, Ha, BHYTpPEHHEH I'DAHUIE 3JIeKTPOJINTa U
9JIEKTPO/1a, HEJIOCTYITHOMN JIJIsT NCCJIeI0BaHUS.

B nannoii paboTe npuMeHsiJIach YHUKaJbHasl reoMeTpust o0pas3loB Ha Oase oll-
TUYECKN ITPO3PAYHBIX MOHOKPHUCTAINIECKIX MeMOPaH aHHOHHOTO IPOBOJIHUKA C
IIPOTUBOIJIEKTPOJIOM CIIeINaIbHON KOJIbIEeBoi (bopMbl. Takasi reoMeTpust O3BOJIs-
eT MPOIYCTUTH HAKAYMBAIONIEE M PACCesiHHOE M3JIydeHue depe3 OTBEPCTHE B IIPO-
TUBO3JIEKTPOJIE U IIPO3PadHy0 MEMOpaHy HEIOCPEeJICTBEHHO Ha MHTEPECYIOILYI0 Hac

00J1aCTh.

1.6 Mozaeapr ABpaMu B ciiydae KHHETUKH BOCCTAa-

HOBJICHNY OKCH/1a HUKEJIA

Kuneruka BoccTanoBsienns okcuja Hukejss NiO B BOIOPOIHON MIN BOIOPO/I-
cofiepskalieil armocdepe nccseoBaiach HadnHas ¢ Hadajaa 20-ro Beka |72]. B opu-
ruHajIbHOIl paboTbl BenTona n Dmmera BoccTanossienre NiO mcciie1oBaaoCch Ipu
HU3KUX Temieparypax okoso 200 °C. DkcrepuMeHTAIbHBIH METOJ] HCC/IeI0BAHMIS
ObLT GJIM30K B UCIOJIB30BAHHOMY paHee B JIpyroil pabore |73]: ckopocTh peakiinu
n3MepsIach MO KOJUIECTBY BOJIBI, aJICOPOMPOBAHHOI Ha Tpybe W3 XJopujia Kajlb-
IIUsi BO BpeMsI IIPOXOJa ra3a B TeUYeHHH olpejesieHHoro BpeMenu. McciempoBaresn
HMPUILINA K BBIBOJLY, YTO PEaKIsl BOCCTAHOBJICHUS OKCHJIa HUKEJIsST aBTOKATAJMTHYIE-
cKasl U IPOMCXOINT, B OCHOBHOM, Ha uHTepdeiice, 00pa3soBaHHOM TBEPIALIMU (hasaMiu.
DTOT pe3y/IbTAT XOPOIIO CONIACOBAJICS ¢ M3BECTHBIME BbIBOJaMu Teopen JIsHrMmiopa
reTeporeHHbIX peakinii |74, 75].

[Tporecc nzorepmuyeckoro Boccranonerust NiO, kak 1 j1r0060e XUMIIECKOe Ipe-
obpasoBaHue OJIHOI TBepAoii das3bl B IPYIyIO, IPOTEKAOIIee IIPU IOCTOSHHON TeM-
meparype, OIMNICLIBAETCS MOENbI0 ABpaMu. DTa MOJEIb yKe NPUMEHSIIACh paHee
JJIsT OIEHKH [TapaMeTpoB mporecca |76-78].

Obmast Teopust KuHeTUKN (a30BbIX IIPeBpallleHnil Oblia pazpadborana ABpamu
B 1939-1941 romax [79-81]. OjuH U3 OCHOBHBIX BBIBOJIOB TEOPETUUIECKOI MOJIEIN,

HCIIOJIb3YEMDbBIX O CHUX IIOP, — 3TO BpeMeHHad 3aBUCUMOCTD IIPpOHECCa IIPEBPAIlCHIA:

T = Xy (1 — exp(—kt")), (1.1)
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rje T — CTelleHb IpeBpalleHns pearenTa, T, — MaKCUMaJbHBII YPOBEHDb IIpe-
BpalleHus, k — KOHCTaHTa, OTBEYAIONIas 3a CKOPOCTH MPOTEKAHUS MTPOIECCa, a Io-
Ka3aTesb SKCIIOHEHTHI N XapaKTEePU3YeT MPOIECC B 1EJI0M.

YpaBaernue 1.1 MoxKeT ObITH epPedOPMYJIIMPOBAHO CJICIYIOIIIM 00Pa30M:

log(—log(1l — a)) =logk + nlogt (1.2)

a=—, (1.3)

rie a — 9To Oe3pasMepHbIil KOd(MUIMEHT, XapaKTepu3yIolmuil cTeleHb IPo-
TeKaHus 1porecca. YpapHenue 3.1 jgaer o0 MOJXOJ K MOCTPOECHUIO 3aBUCHMO-
cTeil, ONMMCHIBAIOIINX IIPOIECCHI, OIMNCHLIBAEMbBIE B pPaMKaxX Mozean ABpaMmu: JieBas
YaCTh YPaBHEHUS CTPOUTCS KakK (PYHKIUS Jorapudma BpeMeHU. JTOT IOJIXOJ, 1103-
BOJISIET TIOJIyYUTDb IapaMerp n Kak HakJIoH Kpuboii. Hanbosiee BaykKHBIM 1IPU TaKOM
IIOCTPOEHUE $IBJISIETCs BHIOOD BPEMEHU HadaJia IPOoIecca, MOCKOJIbKY JlaKe He3Ha-
YUTE/TbHOE N3MEHEeHNe MPUBOIUT K 3HAYUTEILHOMY U3MEHEHUIO Pe3yJILTUPYIONIEro
rpacuka [82].

B sinteparype ObLIO MOKA3aHO, UTO HapaMeTp n KpaiiHe BayKeH JJIsi HHTEpIIpe-
TAIMK MPOTECCOB, TaK KaK OH 3aBUCHUT OT KOJINYECTBA I1aroB, BOBJIEUYEHHBIX B (hOp-
MUPOBaHUE 3€PeH, a TaKKe KOJNYeCTBa Pa3MepHOCTEeN MPOCTPAHCTBA, B KOTOPHIX
poucxo T poct 3epen [83]. Mcxojable ganHble, MOTyYeHHBIE B OPUTHHATLHON pa-
6ore Bentona n dmMmera ObLIN 103/(HEE O0OCUNTAHBI B paMKax Mojean ABpaMu B
pabore Puuapscona [77]. Tlomyuennsiii mapamerp n cocrasmi 1.34.

B 6Goutee oz meii pabore [84] 66110 TOKA3AHO, ITO BOCCTAHOBICHIE OKCIIA HIKE-
JIsl IJIeT B JIBE OCHOBHBIX CTA/INN: CHAYA/1a BOCCTAHOBIECHUE UJIET 3a CUET BOJIOPO/IA U3
ra3oBoii asbl, a MOTOM — BOCCTAHOBJIeHEE HjeT Ha unTepdeiice "meraunt | okeu" .
Ha niepBoit crajiun mporecc njieT IponopioHaaIbHO KBaJIPATHOMY KOPHIO JIaBJICHHSI
BOJIOpPOJIA, & Ha BTOPOM — HE 3aBHCHT OT Hero. Jlanubie 3Toil paboThl ObLIN TaK:Ke
obcuntanbl Pudapcorom |77|, nosyuentsiit mapamerp n cocrasui 2.07.

Posib mapamerpa n B Mojiesin ABpaMu TakxKe ObLiIa 1iepecMoTpena B pabore XyJI-
OepTa, aBTOP CBsI3bIBAET CHUKEHUE 3HaUYeHUil mapamMerpa ¢ MexaHu3MaMU POCTa, 3e-
PeH, KOrjia CKOPOCTb PEAKINN JOCTATOYHA HU3KA U JUMUTUPYIONIUM (PaKTOPOM SIB-

ssiercst iubdysus BJIOJIb TPAHKI] 3epeH K 30HaM peakiuu |76, 78).
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I'maBa 2

MeToauku n odopa3Iibl

2.1 HWccaenoBarejldbCcKne METOINKN

2.1.1 TepmorpaBuMeTpuieckKuii aHaJIn3

Tepmorpasurpudaeckuii ananus (TTA) u ucenenosanus mero oM guddenpeHin-
asibHOrO TepMudeckoro anasn3a (JITA) nexomHbIxX coeIMHeHII 1 MOJIETBHBIX 00pas3-
OB TIPOBO/IIJICH C TIOMOIIBI0 mpubopa Setaram Setsys EVO 16/18 mpoussojicTsa
Setaram (®@pannus). [Ipubop ocHaieH ra3oBoil cucreMoii ¢ KOHTPOJIEPAME Pac-
XOJ1a, ITO3BOJISIIOIIEH ITPOBOJINTD NCCIEOBAHIS B aTMocdepax KUCI0Po/ia, BO3yxa,
aproHa, TeXHIIECKON CMecH aproHa u Bojopoja (4% Bomopoja), YIJIEKHCIoro rasa,
BaKyyMe, a Tak:Ke IIPOBOJUTDH YBJIAaKHEHNE 1 CYIIKY ra30BbIX cMmeceil. MakcuMalib-
Hasg pabodasi Temieparypa cocrapiger 1650 °C', morpemHocTs npubopa npu Juaia-
30He u3MeHeHust Macchl £ 200 mr cocrasiisier 100 MK, a B juanazone & 20 Mr —

10 MK

2.1.2 Onrumyeckasd MUKPOCKONHS

J171sT MEKPOCKOIIMYIECKUX MCCJIEIOBAHUI B OIITUYECKOM JIMalla30He HCII0JIb30BalI-
ca onrudecknit mukpockon Olympus BX51 TRF, ocharennblit mudpoBoit kKaMepoit
ToupCam SMP.
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2.1.3 Ckanupyoniasi 3JIeEKTPOHHAS MUKPOCKOMUS

Mopdosiorust nCXoHBIX IMOPOIIKOB, a TaKKe MHKPOCTPYKTYpa 3JIEKTPOTHBIX
CJIOEB HUCCJIEJIOBAJUCH C TIOMOIIBIO CKAHUPYIOMIETO SJIEKTPOHHOIO MHUKPOCKOIIA
(COM) ¢ mosieBbiM smuTupyommm katogom LEO Supra 50VP, npubop ochamien
CHCTEMOIT 9HePrOIMCIIEPCHOHHOIO peHTreHoBckoro mukpoanamsa INCA Energy+,
MIO3BOJIAIOIIIM TPOBOJAUTH MCCJIEIOBAHUS METOJIOM SHEPIroJINCIIEPCUOHHON peHTTe-
HOBCKOI criekTpockornuu (D/IPC). Makcumaibioe POCTPAHCTBEHHOE paspelieHne

cocrapyiger 0.1 um npu nanpszkenann 20 kB.

2.1.4 Penrrenoda3oBblii 1 PEHTTEeHOCTPYKTYPHBIA aHAJIN3

Pentrenodasoseiit (POA) u penrrenocrpykrypubiii (PCA) ananns nexo HbIx
COeJIMHEHUI TPOBOIMIICS ¢ MOMOIIbIO andpakromerpa Siemens D-500-Braun X02-
1787 mupoussoscTBa Siemens (Iepmanust). B mpubope wucnosbzyercs Cul,-
n3sydenne. YraoBoil mar cocrapiger 0.02°) a yrimoBoit mHTepBa cheMKkn — 207 <
260 < 90°.

st upeaTndpukanun ¢as3 MCIOJIb30BaICT O0aHK 3TAJOHOB JAU(PAKIMOHHBIX
cuektpo JCPDC ¢ ucnosib30oBanneM HIpOrpaMMHOIO OOeclevdeHns], SBJISIIONIEeroCst

yacTbio 06a3bl Janubix JCPDC.

2.1.5 IIpocBeuuBaloias 3JEeKTPOHHAA MUKPOCKOIIUS

st mecmenoBaHMT METOAOM  IIPOCBEYMBAIONIEH SJIEKTPOHHON MHUKPOCKOIINH
(ITSM) ucnospzosasics mukpockorna Jeol JEM 100 CX 1T nmpoussoscrsa Jeol (fio-

HUS).

2.1.6 I3mepeHue peHTreHorpamm 1o Metroay Jlays

PenTrenorpammbl 110 MeTo 1y JIay? MOHOKPUCTALINIECKUX 00PA3I1I0B ObLIN U3Me-
PEHBI C IMOMOIIBIO PEHTIEHOBCKOTO ammapara Jijisi cTpyKTypHoro anajuza YPC-2.0
nponsBojicTBa OPJIOBCKOro 3aBojia HaydHbIX 1pubopos (Poccust). Uerounuk pent-
reHoBckoro uzjaydenust — tpyoka 1.5bCB29-Cu, nanpsizkenne cocrasisier 30 kB,
anonublit Tok — 20 MA. Aroxg — Cu. s nmomydenns: peHTreHorpaMM HCII0Ib30Ba~

nach kamepa PKCO.
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2.1.7 HpOCBe‘{I/IBaIOH_[aﬂ JQJIEKTPOHHAaA MMUKPOCKOIINA BbBICO-

KOI'0 pa3peleHus

HcenenoBannst METOIOM IIPOCBEYNBAIONICH 3JIEKTPOHHON MUKPOCKOIIMH BBICOKO-
ro pasperternst (II9M BP) nposoamiucs ¢ nomorpio Mukpockora Jeol JEM 2100

pon3Bo/icTBa Jeol (fmonns).

2.1.8 HN3mepenne kKo3(dduiineHTa MpOIryCKaHMsI

KoaddurmenTt mporyckanuss MOHOKPUCTAJITMICCKIX MEMOPaH U3Mepsiics C I10-
motipio criekTpomerpa Specord M40 mpoussogctsa Carl Zeiss Jena (I'epmanust) B

ymmarnasone jguH BostH oT 200 10 900 HM.

2.1.9 MexaHnyecKue xapaKTepPUCTUKNI

Mexanndeckne XxapaKTepUCTUKI HECYTIINX MeMOpaH aHMOHHOTO MTPOBOIHNKA, Ta-
KHe KaK IIPOYHOCTD Ha Pa3phbIB 1 MOy b FOHTa, NCcIe10BaIICh ¢ IIOMOIIBIO YCTAHOB-
ku Instron. MccieioBanust poBOIMINCH TPEXTOUECIHBIM METO/IOM Ha n3jioM. Obpas-
16l MeMOpaH pazMepoM 21 X9 MM 3aKPEIIA/INCH ¢ TOMOIIBIO CIIEINATBLHON OCHACTKN

13 MOHOKpHucTaJjindeckoro camdupa. Odpasel B ocHACTKE II0OKa3aH Ha pucyHke 2.1.

Puc. 2.1: O6pa3zern meMOpaHbl aHHOHHOI'O ITPOBOJIHIKA B OCHACTKE U3 MOHOKPUCTAJI-

JINYECKOTO cardpupa i nccjaeoBanuii B ycranoske Instron
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2.1.10 MWccaepoBanme BBICOKOTEMIIEPATYpPHOII  aHMOHHOIA

IIpoBOANMMOCTHN

st mcceoBaHns TeMIlepaTyPHbIX 3aBUCUMOCTEl aHMOHHON IIPOBOIMMOCTHU
MeMOpaH aHHMOHHOI'O IIPOBOJIHUKA M3 HUX M3TOTABINBAJIUCH ILJIOCKHE 00Pa3Ibl pa3-
MepoMm 7x7 mM. Ha obe cTopoHBI 00pa3ioB HAHOCUINCH ILJIATUHOBBIE 3JIEKTPOIBI,
KoTOphIe Bxkurasnch mnpu remmeparype 950 °C. O6pa3sIpl ¢ IIATHHOBBIM 3JIEKTPO-
JlaMJ U ILJIQTUHOBBIMU TOKOIIOIBOISIIIIMU IIPOBOJIAME IIOMEIIAJINCH B BLICOKOTEMIIEC-
paTypHYIO IeYb.

Oobpaserr nepe/1 BLICOKOTEMIIEPATyPHBIMI U3MEPEHUIMU IIOKa3aH Ha PUCYHKE 2.2,

Puc. 2.2: Obpazerr ¢ 11aTHHOBBIM 3JIeKTPOAAME U IIJIATHHOBBIMEI TOKOIIOIBOISAIIME

IPOBOJIAMU II€PE]T BBICOKOTEMIIEPATYPHBIMU U3MEPEHUSAMUI

[Ipn pasiIudHbIX TeMIepaTypaxX ¢ I[OMOIIBIO IOTEHINOCTATA-TAIbBAHOCTATA
Autolab 302N, ocnarmennoro moaysiem FRA32M B guanasone wactor ot 0.1 I'ii 10
1 MI'ty m3mepsiinch rojgorpadbl IMIEIAHCHLIX CIEeKTPOB. CIEKTPhLI aHAJIN3UPOBa-

JINCH C IIOMOIIBIO IIporpaMMHOro obecriedenus: ZPlot.

2.1.11 MW ccaepoBanune 3JIEKTPOXUMUYECKUX XapaKTePUCTUK

MeMOpaHHO-3JIEKTPOJIHBIX OJOKOB
2.1.11.1 Meranandeckuii MOIyJIb JJisi KpenyieHuss M9bB

st nccieioBaHus 3JIEKTPOXUMIYECKUX XapakTepucTuk MObB ObL1 pazpadboran
U U3FOTOBJIEH METAJLIMIECKUI MOJYJIb JIJIsT KPEIJIEHUsT ¥ IepMEeTU3alu MeMOpaH-
HO3JIEKTPOJIHBIX OJIOKOB Ha HecyleM 3jekTposmTe pasmepoM H0x5H0 mm. Mojyrs
obecriednBaeT KpelieHne MeMOPaHHO-3JIeKTPOIHBIX OJI0KOB 0€3 MCII0JIb30BaHIS Iep-

METHKa 1N KJIEEB. KOHCprKHI/IH MOJYJIA obecrieunBaeT I[moJla4y TOIlJIMBa B aHOJIHYIO
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KaMepy U UCKYCCTBEHHOI armocdepbl B KaTOoJAHYI0 KaMepy. ToKocheM ¢ KaToja u
aHoJa 00ecIIeInBaeTCs IPUAKIMHBIMU 3J1eKTPoAaMu. OCHOBHBIM KOHCTPYKITHOHHBIM
9JIEMEHTOM MOJIYJIA ABJIAETCA aHOTHAA JacCTh.

KoncTpyKkTOpCKast JOKyMEHTalllnsd Ha MOIYJ/Ib JIJIsSI UCCJIEI0BAHUA BOJIBTAMIIED-
HBIX U MOIITHOCTHBIX XapaKTePUCTUK MeMOpPaHHO-3JIEKTPOIHBIX OJIOKOB Ha HECyIeM
sjiekTposinTe pasmepom 50x50 MM mpuBe/ieHbl B pabore [85].

[TocyreoBaTEILHOCTD OlEpaIyil Mo cOOpKe MOy MoKa3aHa pUcyHKe 2.3.

Puc. 2.3: IlocienoBare/ibHOCTD Olepaliiii 110 yCTaHOBKE MEMOPAHHO-3JIEKTPOIHOIO

6JI0Ka B MOJLYJIb JIJI1 TECTHPOBAHUSA BOJILTAMIICPHDBIX U MOITHOCTHBIX XapaKTePUCTHK:
a) yCTaHOBKa aHOJHOI 1dacTu MojyJs 6) ycraHoBka obpasna MDB B) ycranoBka

KATOJHON YaCTH MOJYJIsI T') YCTAHOBKA MTPUKIMOB

Ha pucynke 2.3a mzobparkeHa aHojHas KaMepa € Ia30BbIMH KaHaJIaMU W TO-
KoCcbhbeMOM. ['a3oBas meTisd obecrednBaeT MOJIOTPEB Ta3a, MOCTYIAIONIEro B aHOHYIO

kaMmepy. Ha pucynke 2.36 nzobpazken MIb, ycranosiaennsiit B Motysib. Pucynok 2.38
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n300pazkaeT NPUKUMHOE YCTPOICTBO € IJIATHHOBOIM TOKOCHEeMHOIT ceTkoil. [Ipurkum-
HOE YCTPOMCTBO C CUCTEMOIl ra3opaciipe/ie/ieHns KaTOIHO KaMephbl II0Ka3aHO Ha PU-

CYHKe Ha pUCYHKe 2.3T.

2.1.11.2 YcranoBka TrueXessory-HT

DIEKTPOXUMUIECKIE HCCIEOBAHNST MEMOPAHHO-3JIEKTPOHBIX 0J0K0B (M9IB)
TOTD upopojuiauch ¢ nomomipbio ycranoBkn TrueXessory-HT 1pousBojcTsa
FuelCon (lepmanusi), coBMEIEHHON ¢ Ta30TEMIIEPATYPHBIM CTEHJIOM, OOECIIednBa-
IOIIUM KOHTPOJIb pabodeil TeMiiepaTyphl, a TaK»Ke COCTaB U IIOTOK OKUC/IUTEIbHOI
1 BOCCTAHOBUTEJIBLHBIX MA30BBIX CMeceil. YCTaHOBKa 1T03BOJISIET HCIOJIH30BaTh CMECh
BOJIOPO/Ia MJIM MeTaHa ¢ Da/IJIACTHBIM I'a30M a30TOM B KadeCTBe TOILINBA, & B Kade-
CTBE OKHUCJIUTeJsI — KHUCI0PoJa 1 0A/IJIaCTHOI'O a30Ta.

st vccieioBaHnsi BOJIbTaMIIEPHBIX U MOIIHOCTHBIX XapakTepucTuk MObB nc-
10Jib30BaJjach djaeKTponHast Harpy3ka AKHWII-1370, no3Bossiomast paboraTh B jia-
nasoHax 1o Haupsizkenno or 0 1o 500B, o Toky ot 0 10 60A, a 110 MOIIHOCTH — OT
0 1o 300BT.

['oorpadsr nmieancHbIX crieKTpoB MOb uzmepsiinch B juamnaszoHe 9acToT OT
0.1I' o 1MTI'r ¢ momorbio moTeHImocTara-rajabpanoctaTa Autolab 302N, ocuaren-
noro mojysiem FRA32M. HccienoBannst nMiieanCcoB IPOBOIMIICEH 2-31€KTPOTHBIM
4-KOHTAaKTHBIM METOJIOM, ITO3BOJISIIONINM UCKIIOUNTD BINUsIHIE COIPOTUBJICHUS TOKO-

I1O/IBOJISAIIINX ITPOBOIOB.

2.2 Hcxoanble coeIMHEHUA

2.2.1 Karogabsle MmaTepuaJibl
2.2.1.1 MaHraHut JiaHJIaTa-CTPOHIIUA

B KadecTBe OCHOBBI JIjIsT KaTOJHOTO 9SJICKTPOJIa HCIIOJb30BAJICSI CMEIaH-
HBIl 9JIEKTPOHHO-MOHHBIN MPOBOJIHUK OKCHUJ[ MaHTaHuTa JaHTaHa-cTponnus LSM
((Lap.sST0.2)0.95MnO3), cuaresuposanubiii B UOTT PAH. Onnodasubiii BBICOKO-
JctiepcHblii mopoinok LSM 6bu1 cuHTe3upoBaH HUTPATHBIM MeTojoM [86-88| u3

HCXOJIHBIX COeJiHennii Hurpara Jantana 6-soguoro (La(NQOs)s - 6H20), aurpara
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crpourust (Sr(NQOj3)s), anerara mapraana (Mn(CH3COO),-4H>0) u MmoHorupa-
Ta JUMOHHOI KucI0Thl. BojiHOCTh HUTpaTa JanTaHa Oblia u3mepena metojom TTA.
KpuBas 3aBUCHMOCTH MACChI TIOPOIIIKA TTPU BHICOKOTEMIIEPATYPHOM OTKUTE TTOKA3a-

Ha Ha pucyske 2.4.

Air, 50 ml/min
I T 1 1 I I I
90 A
80
R
& 70
(/2]
©
=
60
50
40
T d I L 1 1 T
2 4 6 8
Time, h

Puc. 2.4: PesyabrarTsl m3Mepenuii BOJHOCTH HUTPATa JIaHTaHa 1 aleraTa Maprania

Merogamu TTA

U3 pesyabraTos ucamepennii merogom TT'A ObL1a onpejiesieHa BOJHOCTD, OHA CO-
craBuia 6.01. Vcxoanble coefmHenns pacTBOPSAINCH B JIMMOHHON KHUCJIOTE C J100aB-
jerreM 5% MOJMBUHUIOBOTO cupTa. IloyueHHblit pacTBOp UCHApSIICsS IPU MHTEH-
CHUBHOM IiepemernuBannn mpu temieparype 300°C' 11 9acTUTIHOIO paciajia coJieit
¢ obpazoBanueM OKUCJI0B. OUHAIBLHBIN OTYKUT MPOBOJIICA Ha BO3JLyXe NP TeMITe-
parype 1100°C' ¢ BbllIep:KKO#l B T€UEeHUN D JacoB.

[Tosryaennstit moporok 6b11 uccenoad metogamu POA u POC. [opomkosast
JudpakTorpaMMa MpUBEJICHbBI Ha PUCYHKE 2.5.

Anayim3 mokasbiBaeT, 4TO cuHTe3upoBaHHbII LSM sBisiercs onHodasHbIM 1
UMEET CTPYKTYPY POMOO3IpuvecKoro nepopckuta. [Tapamerp pemerkn cocTaBiisger
a = 0.5478(3) A, obbem snementapuoi saeiikn V = 0.1176 mv®.

MukpocTpyKTypa YacTHUIl MOJYyYEeHHOrO IOPOITKa ObljIa UCCIe0BaHa METOIO0M

CoOM. CoM-uzobpazkeHue 1mopolka MoKa3zaHo Ha pUcyHke 2.6.
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Puc. 2.5: PenrenoBckasi audpakrorpamma mnoporika LSM

- % . _
Mag= 30.00 K X 1pm EHT = 10.00 kv Signal A= SE2 Date & Dec 2012
WD= 8mm A Aperture Size =30,00 ym  Signal B = InLens Time :17:45:37

Puc. 2.6: COM-nzobpaxkenue gactuil moporka LSM

13 pucyHka BHHO, 9TO ITOPOIIOK MaHIaHUTa COCTOUT U3 YaCTUIL CyOMUKPOHHOTO

pasmepa (0.1-0.8 MKM), 00beIMHEHHBIX B arJIOMEPATHI PA3MEPOM JIO 5 MKM.
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2.2.2 AHoaHBIE MaTepUAJIbI

2.2.2.1 Oxkcuag HUKeJda

[Ipu mpuUroToBJIEHNI AHOHOTO JIEKTPO/Ia UCIOIb30BAJICA HaHopa3MepHbIil (99%
gactur, uMmeror pasmep < 50 HM) okcu Hukeas NiO npoussojcrsa Sigma Aldrich
(Cepmanust, CIIIA). I'ncrorpammva pacipe/ie/ieHnst 9acTull, HCXOHOTO MOPOIIKa OK-
cujia HUKe/Isi ObLIa MOJIydeHa MeTOJOM IIPOCBEUNBAIONICH 9JIEKTPOHHON MIKPOCKO-

1Inu, OHa TpeJIcTaB/ieHa Ha PUCyHKe 2.7.

Number of crystals (%)
s @ o

()]

10 20 30 40 50
Mean diameter (nm)

Puc. 2.7: T'ucrorpamma pacupejeseHus 9acThIl, HAHOPa3MEPHOTO OKCHUJIa HUKEJIS 110

paszmepy

I3 pucynka sujHo, uro 6osee yem 99.5% ugacrui nmeror pasmep menee 50 HM.

[Topormok okcnia HuKesIst ObLT TakzKe nccsegosan Mmerogamu POA u POC. Pent-
IeHOBCKHU CIIEKTP MCXOJHOTO MOPOIIKa ITOKa3aH Ha pUCyHKe 2.8.

13 peHTreHOBCKOIO CIIEKTpa IOPOIIKa, OKCUa HUKEJsI BUJIHO, YTO IIOPOIIOK SIB-
Jsiercst onHodazubiM. Obpasel; nMeeT KyOMIecKyro KPUCTAIMIECKYIO CTPYKTYPY,
mapamerp perierku cocrapsier 4.178(2) A. CpeaHuit pazmep KpHUCTaJJIATA, OIIpe/ie-
nennblit u3 ypasuenus [leppepa [89,90], cocraBiisier 13 HM. DTOT pe3y/IbTaT XOPOIIO

KOppEeJIPYeT ¢ JAHHBIMU, HOJIYIEHHBIMU ¢ TOMOINLI0 [I9M.
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]
200

—— NiO nanopowder (as-received)
cubic structure a=4,178(2) A
B average grain size ~13 nm

Intensity (a.u.)

40 50 60 70 80 90 100 110
20

Puc. 2.8: PenTreHoBcKuii CIIEKTD HOPOIIKA OKCHJIa HUKEJIsI

2.2.3 AHWoHHBIE ITPOBOJIHUKU
2.2.3.1 Marepunan 8YSZ

B kagecTBe MaTepmasia sl M3rOTOBJIEHUSI MEMOPAH TBEPIOIO 3JIEKTPOJINTA, a
TaKzKe JJIs IPUTOTOBJICHIS KOMIIO3UIIOHHDBIX 3JIEKTPOJIOB UCIIOJIL30BAJICA MaTepUual
AHUOHHOTO MPOBOIHIKA cocTtaBa 92 Most. ZrOy + 8 moit. YoO3 (8YSZ) nposBojcTsa

kommannn DKKK (fmnonns).

2.2.3.2 Matepuaa 10Scl1YSZ

B kadecTBe MaTepuasa Jijis M3rOTOBJIEHNS MeMOPaH aHHOHHOTI'O ITPOBOIHNKA HIC-
oJib3oBaJjicsad Marepuaj cocraBa 89 Mo, ZrOs + 10 Mo, SceOsz +1 mom. Y503
(10Sc1YSZ) mupoussojcrsa  kommanuii DKKK  (dmonust) u Qingdao Terio

Corporation (Kurait).

2.2.3.3 Matrepnaja 10Sc1CeSZ

B kadectBe Marepmasia Jijisi MU3TOTOBJIEHUS KOMIIO3UIIOHHBIX 3JIEKTPOJIOB IC-
oJib3oBaJjicsd Marepuas cocrapa 89 moi. ZrOo + 10 moin. SceOs +1 mon. CeOo
(10Sc1YSZ) mupoussojcra kommanuii DKKK  (dmonust) u  Qingdao Terio

Corporation (Kurait).
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Mukpocrpykrypa dactui nopoiika 10Sc1CeSZ Oblia ucciejgoBaHa MeTOIOM

CoOM. CoOM-uzobpazkeHue 1mopolka MoKa3aHo Ha pucyHKe 2.9

Fa 2 K
o A

>+

Mag= 50.00 KX  300nm EHT = 5.00 kv Signal A= SE2 Date :22 Nov :mzi

WD= 6mm | Aperture Size =30,00 um  Signal B = InLens Time :15:47:36
B e | R DR TR EEEeEa

Puc. 2.9: COM-uzobpazkenune dactui mopoiika 10Sc1CeSZ

2.2.4 Ilopoobpa3oBatesu

st onTuMu3anuy MUKPOCTPYKTYPBI 3JIEKTPOJIHBIX CJ0EB B COCTAB KOMIIO3U-
TOB BBOJUINCH TTOpooOpazoBaTe/in. [Ipn criekaHuu ¢Jiost 4aCTHITBI TOPOOOPA30BATE A

CroparoT, I1oBblIaAd I'a30IIPOHUIIAEMOCTDL IIOJIYYEHHBIX 9JIEKTPOI0B.

2.2.4.1 KanagbHadg caxka

B kavecTBe opoobpaszoBatTesist [jist M3rOTOBJICHNS KATOIHOTO 9JICKTPO/IA HCIIO/hb-
30BaJsiach KaHajbHas caxa K-354 npomssojctsa "Crektp-Xum" (Poccust). M306pa-

JKeHne JacTull KaHaJIbHOI cayki, 1moJiydeHHoe merojgom COM, mokazaHo Ha PUCYH-
ke 2.10.

3 nzobpaxkenus BUHO, YTO YACTUIILI UMEIOT paszMep okojio 100 mm.

2.2.4.2 AKTUBUPOBAHHbII yToJib

Taxke B KauecTBe 1OpooOpa3oBaTeisi sl M3TOTOBIEHHUSI KATOIHOIO 3JIEKTPO/Ia

UCII0JIB30BAJICS aKTUBUPOBAHHBIN yrojib. l300parkeHune 4acTull aKTHBUPOBAHHOTO

38



Mag= 50.00 KX EHT = 1000 kv Signal A= InLens Date 2 Jun 2015
WD= 5mm — Aperture Size =30.00pm  Signal B= InLens Time :16:36:15

Puc. 2.10: N3o00parkenne dacTul KaHAJIbBHON caxkKu, rmossydennoe Merogom COM

yriis, nosydentoe merogom COM, nokazano na pucynke 2.11.

F

- _A B : :
Mag= 250KX  1gpm EHT = 10.00 kV Signal A= SE2 Date 25 Aug 2015
WD= 5mm A Aperture Size =30,00pm  Signal B = InLens Time :10:56:18

LR . AR has _EER e o SSERE Y% g

Puc. 2.11: VzoOpaxkeHue dYacTull, aKTHBUPOBAHHOI'O YIJIs, IOJyYEHHOE METOJO0M

CoM

3 usobparkeHusi BIUIHO, 9TO pasMep YacTUll He mpesbimaer 10 MKM U cocTaB-

JISIET, B CpeJIHEM, 3-O MKM, UTO I103BOJISIET CO3/aTh Pa3BUTYIO CUCTEMY I10D.
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2.2.4.3 PwucosBblii KpaxMaJl

B kauecTBe nmopoobpazoBaresist JJisi aHOIHOI'O 3JIEKTPOJIa PACCMATPUBAJICS PICO-

BRI KpaxmaJt mpon3BojictBa Beneo (Bebrust). COM-uzobparkerne qacTuil pucoBo-

ro KpaxmaJjia Ioka3aHbl Ha pucyHke 2.12.

Mag= 5.00KX
| WD= 5mm —

Spm EHT = 2.00 kv Signal A= SE2

Date 2 Jun 2015 |

Aperture Size = 30,00 um Signal B = InLens Time 116:39:55

e, 9 BT SARNY Y

Puc. 2.12: COM-u306parkenne 4acTHI] pucoBOr0 KpaxmaJa

3 nzobpazkenus BUHO, YTO YACTUIIBI UMEIOT PasMep OKOJIO 3-D MKM.

2.2.4.4 KaprodenbHblii KpaxmaJ

B kauecTse OJHOI'O U3 BapHuaHTOB HOpOO6pa30BaTeIIH dJId aHOAHOI'O IJIEKTPOAa

Tak»Ke paccMmarpuBaljicd KapTodebHblil Kpaxmas. COM-u3o0parkenne dacTull pu-

COBOI'0 KapTogeJIbHOTO TOKa3aHbl Ha pucyHke 2.13

3 nzobpaxkenust BUHO, UTO YACTUIILI UMEIOT pa3Mep 10 H0 MKM.
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Mag= 500X 30pm EHT = 2.00 kv Signal A= SE2 Date 2 Jun 2015
WD= 5mm — Aperture Size =30.00 pm  Signal B= InLens Time :16:33:43 |

| = RN =

Puc. 2.13: COM-u3006pakenne gacTuil KapTodebHOro KpaxmaJia

2.3 Meroaguka in-situ muccjegoBaHUs TOKOreHepU-

pyoniux mporieccoB B 3jiekTpogax TOTD me-
TonoM KPC

YeraHoBKa JJId 1n-Situ UCCIeI0BaHUsI J1eKTPOAHbIX 1poiieccoB B TOTD 1oapob-
HO OITICAHA B 3as1BKe Ha MATEHT Ha M0JIe3HY10 Mojesb [91]. Obmas cxema ycTaHOBKH
JIUTST UCCTIEIOBAHMST 3JIEKTPOIHBIX IIporieccoB B TOTD in-situ MeTOIOM CIIEKTPOCKO-
nun KPC npejcrasiiena na pucynke 2.14.

YcTraHOBKa COCTOUT U3 Ta30-TeMIEePaTypHOTO CTeHja, 00eCIeYNBAIOIIero KOH-
TPOJIb pabodeil TeMIIepaTyPhl I COCTaBa Fa30BBIX CMeCeil, CIeINAJIbHOIO AeprKaTe s
JIIsT 00Pa3IoB, a TaKyKe ONTUYECKON CXeMbI [IJIsT PeruCcTpallii ONTHIECKOTO M3JIy-
YeHUSI IPU UCCJIETOBAHISAX METOJOM CIIEKTPOCKOINN KOMOMHAIIOHHOTO PACCEeSTHIS

cBeTa.

2.3.1 Ta3o-TemnepaTypHbIii CTE€H/]I

['azo-TeMmepaTypHBIil CTEH ] COCTOUT U3 KOHTPOJIIEPOB Ia30BOT0O TOTOKA MTPON3-

BojictBa Bronkhorst (Hujepsanpi), a Tak»Ke BbICOKOTEMIIEPATYPHON IeUH, U3r0-
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TOTS in-situ meTogom criekrpockonuu KPC

topsiernoil B UOTT PAH. I'azoBast cucrema obecrieumBaeT mogady B TOILINBHYIO
KaMepy BOJIOPO/la, a30Ta, MOHOOKCH/JIA YTIJIepojia, CeEPOBOJIOPOIa U MeTaHa C MaKCH-
MaJIbHBIM MOTOKOM KayKJoro n3 KommoHeHToB B 100 mj1/MuH. Boicokoremmeparyp-
Hasl 1edb obecrednBaeT KOHTPOJb pabodeit Temreparypsl g0 1000 °C' u ckopocThb

warpesa j0 400 °C'/qac.

2.3.2 CraenuajbHBbIii JeprKaTelib JIJIsi 00pa3IioB

CrenmabHbIN JepzKaTesb JJId 00pa3IoB MpeJCTaBasgeT coboil TPYOKy 13 MOHO-
KPUCTAJIINUeCKOro cardupa, U3roToBjeHHy0 B JlabopaTopuu mpoduinpoBaHHbIX
kpucraios (JIIIK) MOTT PAH, na Toper; koropoit 3akperiisiercst obpaser ¢ 1o-
MOIIIBIO FEPMETH3UPYIONIEIO CTEKIa, a TaKyKe MPYKUHHOTO MEXaHUIeCKOro MPUKu-
Mma. Ha TpyOke 3akperieHs! IIaTHHOBBIE IIPOBOJA JIJI M3MEPEHMIT JBYX3JIEKTPOI-
HBIM J€TBIPEXKOHTAKTHBIM METOIOM 1 JBE TEePMOIAPDI I KOHTPOJIS TEMIIEPATY PhI
BHYTPH TOILIMBHOI KaMephl, a TaKzKe CHAPY:K1 TPYyOKN B HEIOCPEICTBEHHOMN 01130~
ctn oT obpazna. CxeMaTnyieckoe n300pazKeHue CHeluaJ bHOro Jep KaTest IoKa3aHo

Ha pucyHke 2.15.
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Puc. 2.15: Crnenuna/ibHBII jepzKaTesb JIJIss 00Pas3IoB

2.3.3 Omnruuyeckasa cxema

Onrnueckasi cucreMa COCTOUT I3 IIOJICUCTEMDBI JIaBepHOﬁ HaKadKll 1 CUCTEMDbI

perucTpanun pacCessHHOIO U3y YeHU .

2.3.3.1 Cucrema J1a3epHOII HAKAYKN

Cucrema J1a3epHoil HaKaYKKM COCTOUT M3 Jasepa MomHocThbio 30 MBT ¢ mmHOi
BOJIHBI 532 HM, MOJIIPU3ATOPA, MO3BOJISIONIEr0 OCIa0NTh HAKAUNBAIOIIEe H3JIyde-
HIEe BO BpeMsl IOCTUPOBKHU ONTHYECKON CXeMbl, & TaKxKe (DOKyCHPYIOIIeil JTIMH3bI C
dokycubim paccrosinnem 190 mm npomssojictea AO "JIbiTkapuHCKMit 3aBOj ONTH-
geckoro creksa" (JIBOC, Poccust) n MexaHnvaeckoro 3aTBopa ¢ HpucoBoii jguadpar-
MOIi. 3aTBOpP MO3BOJISIET OTCEKATH HAKAIMBAIOIee N3JIyIeHne s oIy deHnst (hoHO-
BBIX CIEKTPOB. JIaHHBI METO/ OKa3blBaeT 0OCOOEHHO BarKHBIM IPHU M3MEPEHUsX Ha
BBICOKIX TeMIlepaTypax, IMOCKOJIbKY 3aTBOP MO3BOJISIET HEIPEPBIBHO IOJIYYATh Ia-
pbl (POHOBBIX U PE3YJIBTUPYIOMINX CIIEKTPOB 3a BpeMsl, 3HAUYNTE/ILHO MeHbIIIee, JeM
eproJi n3MeHeHnsi (POHOBOIO TEILION0 M3JIYUEHHUsI, BI3BAHHOIO M3MEHEHHEM TeM-
epaTypbl BhICOKOTEMIIepaTypHoil meun. Jlazep n dokycupyromas JnH3a yCTaHOB-
JIEHBI Ha MPeIU3NOHHBIX MEXaHNIeCKNX TPAHC/IAINNOHHBIX CTOJMKAX ITPOU3BOJICTBA
OO0 "Agecra-IIpoexr" (Poccust) ¢ MEKpOMETPUYECKIMHI BIHHTAMHI, TTO3BOJISIFOIIN-
ME TOYHO yCTAHABIMBATDH 9JIEMEHThI Ha ONTHYecKnit ocu. Hakadupatoree n3/ydeHue

nepeaacTcd Ha O6pa3€1L C IOMOIIBIO 3€pPKaJlia.
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2.3.3.2 Cucrema peructpali pacCessHHOTO U3JIy'IeHUs

CucreMa peructpalii ocTpoeHa Ha 0a3e napbl COOMPAIOIINX JTUH3 ¢ (POKYCHBIM
paccrosgarem 95 MM niponsBojictBa JI3OC, dokycupyrommx n3odpaskeHne nHTepecy-
1oleit obJsracTu Ha oOpaslle Ha CKPEelIeHHYIO ONTUYeCKYIo mesb. [loce ckpemennoi
OITUYECKOI IeJIN TOMEIEHO MOIBIUKHOE 3ePKAJIO. Kem moiBimKHOe 3epKaJio ycTa-
HOBJIEHO Ha, ONTHUYECKON och, n3obparkeHue MHTepecyloleil Hac obdjacTu obpasiia,
II0JIyIE€HHOE C ITOMOIIBIO Maphl cobupatomux a3 nepejaercs na CCD-kamepy, 3a-
KPEILIEHHYI0 Ha ONTHYECKOM MHKpockore. Ilpn ynajsennn moJBuzKHOIO 3epKaJia C
OIITUYECKOI OCU M300parkKeHue MHTEpecyroleil 00/acTi ¢ IMOMOIIBIO BTOPOIl Iapbl
cobuparonux JIMH3 ¢ GoKycHbIMEU paccToduusaMu 95 1 190 MM 1epegaercss Ha ONTH-
4eckylo 1iesib Monoxpomaropa MJIP-12 npoussojcrsa Jlomo (Poccust). Bee smn3b
YCTaHOBJIEHBI Ha MPEIU3NOHHBIX MEXaHIIEeCKIX TPAHC/ISIIHOHHBIX CTOJINKAX ITPOU3-
BozictBa OO0 "Apecra-Ilpoext" (Poccus). [Mocie mpoxoxkeHms MOHOXpPOMATOPa
curtas perucrpyercst ¢ momorpio CCD-kamepsl ¢ aunom 1300x256 nukceseit mpo-
m3BocTBa Princeton Instruments (CIIIA). [oxyuenusiii na anme CCD-kamepsr cur-

HaJl PETUCTPUPYETCS C TOMOIIBIO KOMIIBIOTEPA.

2.3.4 IlIporpaMMHBIii KOMILJIEKC JIJisi ITPOBEJIeHUS 3SKCIepu-

MEHTa M 00pabOTKM MOJYyYeHHBIX JAaHHBIX

CrangaptHas nporpamma yipasiennst CCD-kamepom Princeton Instruments —
WinSpec — He obstajiaer HEOOXOUMbBIM (DYHKITHOHAJIOM JIJI U3MEPEHU CIIEKTPOB
B IIPOIECCEe OKUCTUTETbHO-BOCCTAHOBUTEIBLHBIX PEAKINN Ha AHOJHOM 3JIEKTPOJIE

TOTS. Hamnpumep, B nporpamMmmuom obecrieuennn WinSpec He BKJIIOYEHBI CJIEJLy-

1orue (PyHKINAN:

e CHaTue Habopa CIIEKTPOB IMOJIPsiJ] B TeUeHe HEKOTOPOT'O BPEMEHH, C YKa3aHUeM

BpeEMEHU, IIPOIIEAIIEro ¢ HadaJla IKCIIEPUMEHTA.
o Ilmeer OIrpaHNYCHHBIC BO3MOXKHOCTHU 11O KOHTPOJIIO MEXaHNYIeCKOI'O 3aTBOPA.

e IIMeer 3aKpBITHIN popMaT JAHHBIX, YTO HE ITO3BOJISIET MPOBOJUTL YI00HYIO 1

3P DeKTUBHYI0 00pabOTKY PE3yJILTATOB SKCIIEPIMEHTA.
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Opnnako, magname y konrposuiepa CCD-kamepbl JIOHMOJTHUTEILHBIX OHOJIMOTEK
[92] mist B3auMOJIEHCTBUST ¢ JIPYTUME SI3bIKAMU [TPOTPAMMUPOBAHISI TT03BOJIsIeT Ha-
IIICATh CBOE IIPOrPAMMHOE obecIieueHne /il yIpaBenns Kamepoii. /s nposegenns
9KcIlepuMenTa Ha si3bika LabView Obura Hamnmcana nporpamma "ShutterControl".
st HauasbHON 00pabOTKHU JAHHBIX, a TaK »Ke JJisi BbIOOpa JAHHBIX JJId [1OCJIe-
Jytorieit obpaborku, Oblia Hanucana nporpamma "DataManipulation". Onucanne

KazKJI0ll IporpaMMBbl TIPEJICTABICHO B CJEAYIONNX pa3jesiax.

2.3.4.1 IIporpamma "ShutterControl"

[Tporpamma "ShutterControl" npennasmadena iy mpoBegeHNs SKCIIEPUMEHTA.
OcHoBHast PYHKIMS IIPOrPaMMbl — YIIpaBIEHHE 3aTBOPOM B IIPOIECCE M3MEPEHMUIA.
3aTBOp MCIOJIB3YETCs JIIsi NEePEeKPBhITUs Jiyda Jjaszepa. [Ipu nepekpbitom 3arBOpE
CHUMAETCsT (POHOBBIH CIEKTP, OTBEYAIONINN U3IyIEHUIO YePHOIrO Teja. 3aTeM C OT-
KPBITBHIM 3aTBOPOM Ha MPOTSIKEHIN TAKOI'O YKe BpEMEH! CHIMAEeTCsl CIIEKTP ¢ HaJIu-
queM Jia3epHoil Hakadku. [Ipu BeauTaHUN IEPBOrO CIIEKTPa 3 BTOPOI'O IOJIYYIAeT-
cs CIEKTpP, COOTBETCTBYIONINI CIIEKTPY KOMOMHAIMOHHOTO paccesdnns cBeTa. Heob-
XOJUMOCTH CHUMATH (DOHOBBIN CIEKTD TepeJi KaXKJIbIM CHATHEM OCHOBHOI'O CIIEK-
Tpa 00bsicHsIeTCs (DIYKTYAIIMSIMU TeMIIepaTypbl BbICOKOTEMIIepaTypHoii medn. Jla-
JKe HeDOJIbIIINe U3MEeHeHIsT TeMIlepaTypbl (HeCKOJIbKO TpajtycoB Llembenst) mpuBosit
K 3aMETHOMY M3MEHEHNIO MHTEHCUBHOCTHU TEIIOBOTO n3jydenus. OcragabHble pyHK-

iun nporpaMmbl 'ShutterControl":

e HacTpoiika Tpoo/KUTETHHOCTH SKCIIEPUMEHTA.

CoxpaHeHne pe3yJIbTaToB SKCIIEPUMEHTa, BK/II0Uas BPeMsi, IIPOIIe/IIee ¢ Hadaia,

OKCIIEpUMEHTa 1 KOMMEHTapPUN.

OrobpazkeHne BpeMeHH, IIPOIIEIIIEro ¢ Hadaja SKCIIePIMEHTA.

OrobpazkeHue Tekyiero (boHa U TEKYIIEro CIEeKTPa B PexKIMe PeasibHOIO Bpe-

MECHU.

[IpocMoTp TTPON3BOJILHOTO CIIEKTpA.

HpOCMOTp 3aBHUCHUMOCTH MHTCHCHUBHOCTU OT BPEMECHU [JIA HpOI/ISBOJIbHOﬁ JJINHDBI

BOJIHDI.
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e CyMMUpOBaHIe PE3yJILTATOB U OTOOPaYKeHNe TeKYIIEHl CYyMMBI.

2.3.4.2 (Oo6paboTrka mnoJsyueHHbIX JaHHBIX "DataManipulation"

IIporpamma "DataManipulation" npennasnadena jiis moc/eayomieit 00padOTKM

JaHHBIX 3KcrepuMenTa. Oyukiun mporpammbl 'DataManipulation:

e 3arpyska dailioB st 00pabOTKIH.

Breibop jnmamnasoHa JaHHbBIX.

[Ipsimoit TPOCMOTP JIAaHHBIX B TaOJIUIIE.

Bo3MOKHOCTD CryIazKuBaHUsT W YCPEHEeHUsT JTaHHbIX (PUCYHOK 2.16)

[IpocMOTp TTPON3BOJILHOTO CIIEKTPA.

HpOCMOTp 3aBUCHUMOCTHU MHTCHCHUBHOCTU OT BPEMECHMU JIJIA HpOHSBOﬂbHOﬁ JJINHDBI

BOJIHDI.

Broranranue ITPOU3BOJILHOI'O CIIEKTPa N3 BCEX JaHHDbIX.

BosmoxknocTn COXpaHCHHA OIIPEACJIEHHBIX CIIEKTPpa WM 3aBUCHUMOCTHU HMHTEHCHB-

HOCTH TIUKCEJII OT BPEMEHU s JlaJibHeilneil 00paboTK 1 BU3YyaIN3aIlIH.

BosMokHOCTBH coXpaHeHus JaHHbIX B BUJE OJHOTO daiiyia sl JajbHeiineil Ha-

rinoit 3D-susyauzanun B nporpamme Wolfram Mathematica.

2.4 H3sroroBjieHne obpa3loB s 1n-situ mcceo-

BaHmii MmeTogoM KPC

CrennabHast KOHCTPYKIMsT 00pas3IoB s in-situ mcciie1oBanmnii TOKOreHepupy-
fonux 1poieccos B aekTpogax TOTD meromom KPC Obuia omnybinkoBaHa B BUIE

3asIBKU Ha [ATEHT Ha MOJIe3HYI0 Mojesb [93].
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Puc. 2.16: [eiicrBue smoothing Ha rpaduk HHTEHCUBHOCTH ITPOU3BOJILHOTO TTHKCEJIST

OT BpeMeH!U

2.4.1 ChenuaJjbHas reoMeTpust 00pa3IoB s 1n-sttu ucciie-

noBanug merogom KPC

[enbio co3iannsi HOBOI METOMUKY JIs in-Situ ucciieqoBanus metojom KPC sB-
JIIeTcs hCcyieJoBaHne TOKONeHePUPYIOMNX MIPOIIECCOB, MTPOTEKAIONINX B 3JIEKTPOIaX
TOTS. NUzBecrHo, 4TO KakK Ha KaToje, TaK M aHOJE TaKHe IPOIECChl ITPOTEKAIOT
Ha Tpexda3Hoil rpaHuIle, Iae BO3MOKEH KOHTAKT 3JIEKTPOHHOI'O IIPOBOJIHUKA, AHU-
OHHOT'O IIPOBOJIHMKA U ra30Boil (pasbl. B pe3ysbrare TOKOreHepUpyIoIye MIpoecChl
IIPOTEKAIOT, IIPENMYIIeCTBEHHO Ha HHTepdeiice MexKay MeMOpaHOil TBEPJIOIo 3JIeK-
tposiuta u 3jekrpojgom TOTSD. Ha pucynke 2.17a mnpejcraBiieHa TpaJIuiiuioHHAs
reoMeTpusi 00Pas30B JJIsI UCCIeI0BaHUs JIEKTPOIHBIX 1poreccoB merogom KPC, a
Ha pucytke 2.17b — creruajibHas reoMeTpus, olicanHast B 3asBke [93].

13 pucynka 2.17a BUIHO, YTO IPU HCHOJH30BAHUN TPAJIUIUOHHON TeoMeTpun
HCCJIEYIOTCST TOJIBKO BHEIIHUIT MPAHUIIBI 9JIEKTPOJIOB (B JAHHOM CJIydae — aHOJA)
10 IPpUYMHE MAJIOH — IOPsAaKa 1 MKM — IJIyOMHBI IPOHUKHOBEHUSI JIA3EPHOIO U pac-
CESTHHOT'O M3JIYYEeHUs TIPU TOJIIIHE 3J1eKTpoia okoso 10-20 Mxm. Bujano, 1ro nnte-
pecyolas Hac 00JIacTh Ha IPaHUIe 3JIEKTPOJIa 1 MEMOPAHBI TBEPAOr0 JIEKTPOJINTA
OCTaeTCs BHE TI0JISI UCCTIe/IOBAHNA.

Ha pucynke 2.17b nnokazana HoBasi reoMeTPHs 00PA3IOB JI/1sI KCCIe0BAHUS SJIEK-
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Puc. 2.17: a — Tpajaurmonnast reoMeTpust JJjisi UCCJIEJOBAHUSI IIPOLIECCOB, IIPOTEKA~

fonux B TOTS merogom KPC, b — HoBas cueruaibHasi reoMeTpust 00pasIoB

TPOJIHBIX 1IporeccoB MeTo oM KPC. Mojie/ibHbIe 9/1eMeHTHI H3T0TaBINBAIOTCs Ha, Oa-
3¢ ONTUYECKH HPO3PAYHbIX MOHOKPUCTAIMIECKUX MeMOpaH TBEPJOI0 JIEKTPOJIN-
Ta, IO3BOJIAIONINX I[IPOIYCKATH HaKauMBalollee Jia3epHOoe M3JIyUYeHUe, a TaKyKe pac-
csiHHOe u3Jtydenne. VceseyeMblit 91eKTpojt (B JAHHOM CJIydae — aHOJl) HAHOCUTCSI
o cTaHgapTHoii Metojuke. [IpoTuBosiekTpos (B TaHHOM CiIydae — KaToJ[) UMEIOT
CHEeNUaIbHYI0 POPMY C OTBEPCTUEM, TO3BOJIAIONINM ITPOITYCKATh HAKAYMBAIOIIEEe 1
paccessHHOe M3JIydeHne Yepes 3J1eKTPoJi K MeMOpaHe. B pesyibrare nsiaydeHue mpo-
XOJIUT Yepe3 IPOTUBOJIEKTPO/I U MeMOpaHy HEIIOCPEeJICTBEHHO K 00J1acTH Ha IPaHUIEe

UCCJIETyeMOr0 3JIEKTPO/Ia 1 MeMOpaHbl TBEPJIOr0 SJIEKTPOJINTA.

2.4.2 MoHokpucrajimdecKkne MeMOpaHbl TBEPAOIO JIEKTPO-

JINTA

O6pa3iipl it in-situ ncesie0BaHuil TOKONeHEePpUPYIONINX IIPOIECCOB B 3JIEKTPO-
nax TOTD merogom KPC 6b11n n3roroB/ieHb! Ha 6a3€ MOHOKPHUCTALINIECKIX MEM-
opan coctaBa 10Sc1YSZ, BeipaliieHHbix B PejiepabHOM I'OCYIapCTBEHHOM OI0JI7KET-
HOM yuperkjeHnn Hayku Vncruryre obmeit dpusukn nm. A.M. IIpoxoposa Poccuii-
ckoit akagemun Hayk (M1O® PAH). Kpucra/ibl TBeporo sieKTposmTa ObLIN 13ro-
TOBJIEHBI METOJIOM BBICOKOUACTOTHOTO HATDEBa B XosioHoM turie [94-96]. Yeranos-

Ka IJIgl pOoCTa KPpUCTaJIJIOB METOAOM BBICOKOYaCTOTHOI'O Hal'p€Ba B XOJIOAHOM THIJIE
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IokazaHa Ha pucyHke 2.18.

Puc. 2.18: YcranoBka Ji/isi pocTa KPHUCTAJJIOB METOJIOM BBICOKOYACTOTHOI'O HaIrpeBa

B XOJIOAHOM THUIJIE

By MOHOKPHUCTAJLIOB TOCTE POCTa € MCHOIB30BAHUEM yKAa3aHHOW YCTAHOBKH

BBICOKOYACTOTHOT'O HarpeBa B XOJIOJIHOM THIJIE TTOKa3aHbl Ha pucyHke 2.19.

Puc. 2.19: Bysin MOHOKPHCTAJLJIOB TIOCIE POCTa C UCIOIH30BAHNEM YKa3aHHON ycTa-

HOBKHU BbBICOKOYaCTOTHOI'O HaI'P€Ba B XOJIOAHOM THIJIE

Hanee u3 nmx B Otmene crermanbHoit 06paborkn wmarepuanos (OCOM)
NOTT PAH 6bu1n n3rorosiiensb! aucku guamerpom 21 M rosimuaoit 250 u 500 MKM.
Jrckn MoHOKpHCTa/LIa JuaMeTpoM 21 MM, M3TOTOBJIEHHBIE U3 OyiIb, MOKA3aHbI Ha,

pucynke 2.20.
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Puc. 2.20: Jdunckn monokpuctaaia guamerpom 21 mm tosmmuoit 250 m 500 MKM,

N3roToBJICHHBIE 13 6yﬂb

Panee ObLIN JTOJIO?KEHBI PE3YIBTATHI UCC/IEIOBAHNNI UX IJEKTPODUINICCKIX Xa-
paxktepuctuk [97,98]. IIpu 850 °C' annoHHAsT TPOBOANMOCTE MEMOPaH MPEBBIIIACT
0.12 Cm/cm, aro rapanTupyet KadecTso Mojiesibibix TOTD, usrorosieHubix Ha 6aze
JIAHHBIX MeMOpaH.

CTpyKTypa Moy IeHHBIX MOHOKPUCTAJLIOB KOHTPOJIUPOBAJIACH C TIOMOIIBIO ChEM-

KI PpeHTreHorpamm 1o Metoy Jlays. PenTrenorpamma nzodparkena Ha pucynke 2.21.

a)

Puc. 2.21: PearrenorpaMmbl MeMOpaH TBEPJIOTO JIEKTPOJIUTA, CHATHIE IO METOJLy

Jlay»

[Ipo3padHOCTb MOHOKPUCTALINIECKUX MeMOpaH OblLia olpejesieHa ¢ IOMOIIbIO
U3MEpEHUs CIIeKTPa, MPOIyCKaHUsl B ONTHYECKOM jualia3oHe JinH BOJH. CIeKTp
MPOITYCKAaHUsT N300parkeH B Ha pUCyHKe 2.22.

[Tpu uccienoBanustx 3eKTPOJIHBIX IporeccoB MeToom KPC ucnosb3yercs Jja-
3ep ¢ AJIMHON BoJIHBI H32 HM. MHTepecyrommili Hac auana3oH JIJIMH BOJIH JIEXKUT B

nnrepsaJje 540-600 um. B sTom mHTepBasie KO3I(DMUIUEHT IPOITyCKaHus MeMOpaH
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Puc. 2.22: 3aBucumocTb Ko DUImeHTa mpornycKanus MOHOKPUCTATITIECKIX MeM-

OpaH TBEPJOro 3JIEKTPOJIMTA OT JJUHBI BOJHBI IIPOITYCKAEMOI'0 CBETa,

cocraBisier okoJsio 70%. DTo 3HaYeHUe JIOCTATOYHO BLICOKO IS TOIO, YTOOLI I10-
JIy9aTh CIEKTPbl KOMOMHAIMOHHOT'O PaCCesiHUsI CBETa Yepe3 MOHOKPUCTALINIECKYTO
MeMOpaHy TBEPJIOr0 3JIEKTPOJIUTA.

MDaz0BbIil cOCTaB MOHOKPHUCTALIOB cocTaBa 95¢SZ, 9Scl1Y SZ n 95c2Y SZ, nc-
II0JIB3YEMBbIX JIJIsT M3MOTOBJICHIS MOJIEJIbHBIX 00Pa3IoB, ObLI OT/IEJHHO HCCJIEI0BAH
C MIOMOIIBIO METOJIa CIIEKTPOCKOIINN KOMOMHAIIMOHHOTO paccesinust cseta. CIeKTphI,
CH4ATBIE 1P KOMHATHOI TeMIlepaType, IIpecTaBeHbl Ha pUcyHKe 2.23.

B cnexktpe KPC kpucramna 95¢SZ Bugno npucyrcrBue Kpome JIMHUN TeTpa-
ronaJjibHof asbl gonoanuTebHoll mHun (366 cv~l). B pabore [99] panmyio -
HUIO OTHOCSAT K KHUCJOPOJHBIM JieheKTaM B TETPAroHaJIbHBIX TBEP/BIX PACTBOPAX
Zr0y-Scs03. Ho, BO3MOXKHO, IOSIB/IEHNE JIONOJHUTE/IHLHON JIMHUN CBSI3aHO C HaJIH-
qpeM BKJIIOUEHUIT poMO03ipuyeckoii asbl B JIaHHBIX KpHUcTa/iax. B Kpucrtasiax
95c2Y SZ mnosoxeHnue JIMHUI COBIAAET C IOJOYKEHUEM JIMHUN, XapaKTePHbIX JIJIsd
Kyondeckoit dasbl. B crekrpax kpucrasios 95¢lY SZ npucyTcTByOT JIUHUN TET-
paroHaJIbHOI 1 KyOum4eckoii ¢dasbl.

MetoioMm BhIcOKOTEeMIIepaTypHoii criekTpockonun KPC ObLin onpeaeneHbr Tem-
neparypbl Ga30oBbIX 1epexojioB B Kpuctasiax 95¢S7Z n 95cl1Y SZ. Cuekrper KPC

ObL cHATHI 1pu Temieparypax or 20 °C' mo 900 °C' ¢ marom B 100 °C' (pucy-
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Puc. 2.23: Cnexkrpnsl KPC Mmonokpucrasios coctaBa 95¢S7,95c2Y SZn9SclY SZ,

U3MepEHHbIE IIPU KOMHATHOIT TeMIiepaType

HOK 2.24).

st kpucrasuioB 95¢SZ (pucynok 2.24a) ¢ yBeJmdeHIEM TeMIIEPATYPbI BCe Jii-
HUU CIIEKTPa II0Ka3aJi HelPEePbIBHBII CABUI U OTCYTCTBHE CYIIECTBEHHBIX H3MEHe-
uuii ciekrpo KPC g0 700 °C'. B amanasone temmeparyp 700 °C' — 900 °C' mpo-
UCXOJIUT yMEHbIIeHNe NHTeHCUBHOCTH JIMHUI TeTparonasbHoit dasbl, a mpu 900 °C
IIPOTIAIAIOT JIMHUN TeTparonajibHoil daser 326 cm ™1 n 475 em L.

B kpucraiax 95¢lY SZ ymenbiiieHre HHTEHCUBHOCTH JIMHUI ITPWHAIJIEXKAIITITX
TeTparoHajbHOl (aze Hab 0 am yKe mpu Temieparype 600 °C' (pucyHok 2.246).
Taxum odbpazom, B Kpuctasuiax 95¢lY SZ, B KOTOpbIX Hapsily ¢ TeTParoHaIbHOI (a-
300 MMeeTCsl 1 HeKOTOPOil KOJIMUeCTBO KyOrdecKoii (pasbl, mepexo | TeTparoHabHoil
B KyOuueckyto a3y HauumHaercs 1pu Temieparype 600 °C', aro HuzKe TeMiepaTypbl

HavdaJja rnepexoja B Kpucrasuiax 95¢SZ ma 100 °C.

2.4.3 AHOZHBIII 3JI€KTPO

CoctaB u MopdOJIOrus aHOJHOIO 3JIEKTpPOJa Obljia ONTUMU3UPOBAHA pPaHee
[44,85]. CyOMUKDOHHBII TTOPOIIOK OKCHJIa HUKEJIs OBLI MPEIBAPUTEBHO OTOKIKEH

upu Temueparype 700°C' B Tedennn 2 9acoB ISl AAJIEHUsT CBEPCTEXNOMETPUIECKO-
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Puc. 2.24: Cnexrper KPC kpucramios 95¢SZ (a) u 9SclY SZ (6) B aumanazone
temriepatyp ot 20 °C' mo 900 °C

ro Kucaopoja u aacopouposannoit Bojbl [100]. AHOIHBIN 9/I€KTPO/] H3TOTABIIBAJICS
JIBYXCJIONHBIM: Ha (DYHKINOHAJIBHOM cjioe (6ojiee OJM3KOM K MeMOpaHe TBEpOro
9JIEKTPOJIITA) PEUMYIIECTBEHHO HJIyT TOKOTCHEPUPYIOIIHE MPOIECChI, & TOKOCHEM-
HbI{i 1071 (HAHOCHMBIiT OBepX (hYyHKIMOHAJIBHOTO) 00eCIIeunBaeT TOKOCHEM, a TaK-

JKe razopachpejie/ieHre 3a CHeT XOPOIIO Pa3BUTON CUCTEMbI MArUCTPAJIbHBIX TIOD.

2.4.3.1 PYHKONOHAJILHBINA MOJCJION aHOAHOIO 3JIEKTPO/Ia

st usrotoBsieHnst QYHKIHOHAIBHOIO CJI0sI TOTOBHJICS KOMIIO3UT COCTaBa
NiO/10Sc1CeSZ = 40/60 06. %. KommosuT nepemernnpasicst B IIaHETAPHON MeJTh-
HHUIIE C TIOMOIIBIO MEJISIIIIX [MIAPOB U3 JIMOKCUJIA [IUPKOHUS [IAMETPOM 3 MM B CMECH
Tostyosia, OyTanosa n pamaytmi-agnnuaata (69/29/2 06. %) ¢ nobasnennem 3 Bec. %
JTMAMITHOIIPOIIAHA, BBICTYTIAIONIEI0 B KAYECTBE MOBEPXHOCTHO-AKTUBHOIO BEIECTBA,
(pazmen 2.5.2.2). IIpuroToB/IeHHDINH KOMIIO3UT CMEIMIHBAJICS C OPTAHUIECKUM CBSl-

syromumM Heraeus V-006A ¢ cooTHoIeHneM cyxoro mopolka K cBsasyiomemy 1:0.4
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(pasmen 2.5.2.3). IlpuroroByiennast macra HAHOCHIACH METOJIOM TpadapeTHO Ire-
darhb (pasmen 2.5.2.4) u ucnosibzoBanueM Tpadapera ¢ 4acToTol HuTel 32 HUTH /M
(Tpadaper Ne 32). Ilociie HaHeceHust CJI0H MPOXOANT CYIIKY B CYIIUJIbHOM MmKady
(pazmen 2.5.2.5).

2.4.3.2 TokocbeMHbIil TTOACT0II aHOHOTO JIEKTPOIa

ToxkocbeMHbII aHOAHDII €10 TOTOBMIICS 110 aHAJIOrn4HOl upoueaype. On usro-
TaBymBaJicst 13 KommosuTa coctasa NiO/10Sc1CeSZ = 60/40 06. % ¢ mobasienuem
15 Bec. % pucosoro kpaxmaja (2.2.4.3). Kommosur nepemasbBaIcs ¢ MOMOIIBIO
mapukoB jguaMerpoMm 10 MM, U3 Hero roroBuJjach MacTa C COOTHOIIEHUEM I10PO-
mok:cesasymomee = 1:0.5, mojayuennas nacra Hanocuiach depes rpadaper Ne 24,

AHOIHBIN 3JIEKTPOJL IIPOXOINT BHICOKOTEMIIEPATYPHYIO 06pabOTKY 10 IMPOrpaM-

Me, ITOKa3aHHOI Ha pucyHke 2.25

L I
1200 1250 °C, 3 hours

1000

800

600

Temperature, °C

400

200

Time, h

Puc. 2.25: TemrepyTypHublil pe?kiM BbICOKOTEMIIEPATYPHOIO OTYKUTA AHOTHOTO JJTEK-

TPOJia

Pexkuim cocTonT 3 Harpesa 10 remieparypbl 1250 °C' ¢ cepueit TeXHOIOTTIeCKIX
CMeH CKOPOCTH JIJIsl yJIaJIeHUsT BCeX KOMIIOHEHTOB CBA3YIOIIETO 1 IIOPO00Pa30BaTE s,

BBIJCPZKKN B T€YCHNU 3 JacoB 1 OoXJIazKJIeHA J10 KOMHATHOI1 TEMIIEPpATYPLI.
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2.4.4 KaToJHbIii 3J1eKTPOJI

Karoaabril 971eKTpo 1 TaK»Ke COCTOUT U3 JIBYX I0JICJI0EB: (DYHKIIMOHAJIBLHOTO U TO-
KocbeMHOro. Cjion rOTOBUJINCH IO MPOIEAYPe, aHAJIOTUIHON aHOIHOMY 3JIEKTPO/LY.
Karoanbiil 9/1eKTpoj; HaHOCUIICS Yepe3 TpadapeThl clennaibHoil (hopMbI ¢ OTBEp-

CTHUAMUA, IIO3BOJIAIOIINMMU IIPOIIYCKATDL JIa3€PHOE U3JIydEeHHUEC 9ePE3 JICKTPO.

2.4.4.1 @PYHKONOHAJLHBINA MOJCJION KATOAHOIO 3JIEKTPO/Ja

QOyHKIMOHAJIBHDBIN KaTOJHBIN 3JIEKTPOJT M3TOTABINBAJICSA 13 KOMIIO3UTA COCTaBa
LSM/10Sc1CeSZ = 60/40 macc. % ¢ nobasiernem 10 macc. % KaHAJBHON CazKi.
KoMmmo3uT rmepemasibiBaJiCs ¢ MOMOIIBIO MMAPOB JUAMETPOM 3 MM, W3 TOJIYUYEHHO-
r'o MOPOIIKa I'OTOBUJIACH I1ACTa ¢ COOTHOIIEHNEM IOpoIoK:cBa3ytomiee = 1:0.8, ona

HAHOCIJIACH C IIOMOIIBIO Tpadapera Ne 24,

2.4.4.2 @PYyHKINOHAJILHBIN MOJICJION KATOAHOIO 3JIEKTPOo/Ja

TokochbeMHbBIIT KaTO/IHbBIN CJI0f TOTOBMJICS U3 ducToro Mmarepuasa LSM, mnporre;i-
IIero MePEeMOJT ¢ TIOMOMIBIO MapoB JuameTpoM 10 Mm. V3 Hero rorosmiach mnacra ¢
COOTHOIIIEHNEM TIOPOIIOK:CBsi3yioliee = 1:1, oHa HaHOCHI1ach Yepe3 Tpadaper Ne 24.

KaToabril 971eKTPo/1 TPOX0/II BBICOKOTEMIIEPATYPHYIO0 00pabOTKY 10 ITpOorpam-
Me, ITOKa3aHHOI Ha pucyHke 2.26.

Pexkmm coctout 3 Harpesa 1o Temrepatrypbl 1100 °C' ¢ cepueit TeXHOTOTTIeCKIX
CMEH CKOPOCTH I yAaJeHus BCeX KOMIIOHEHTOB CBS3YIONIETO U TOPOOOPA30BATE,
BBIJIEPKKI B T€UEHUHU 3 YacOB U OXJIAXKJIeHUS JI0 KOMHATHON TeMIlepaTyphl.

Taxum obpa3oM, JBYXCJIOMHBIE SJEKTPOILI MOAETBHBIX 00pa3IoB I UCCIeT0-
BaHUs TOKOI'€HEPUPYIONINX MPOIeccoB MeTooM criekrpockonun KPC nmenn ciey-

IOIY10 KOHCTPYKITNIO — PUCYHOK 2.27.

2.4.5 IlaaTmHOBBIE TOKOCHEMHBIE CJION

Ha oba ssiekTpojia Hanocuiack miarnnoBas nacra CL11-5100 npoussojicTBa KOM-
nannu Heraeus (lepmatust), it obectiedenust XOpOIIero 3JeKTpuIeckoro KOHTaKkTa
C TOKOIOJIBOAAIINMI TIJIATHHOBBIMI TTPOBOJAaMM. [loydenublit ¢/10if TpOXOIII Bbl-

COKOTEMITepaTypHYI0 00pabOTKYy 110 IporpamMmMme, IoKa3aHHOI Ha pucyHke 2.28.

29



1000
1100 °C, 3 hours

800

600

Temperature, °C

400

200

" | " | L X
2 4 6 8 10
Time, h

Puc. 2.26: TemuepyTypHblii pe:KUM BBICOKOTEMIIEPATYPHOIO OTXKHUTa, KaTOTHOTO

JEKTPOIA
- TOKOCBbEMHbIN aHOq NiO/10Sc1CeSZ = 60/40 % macchbl + Kpaxman
o thyHKUMOHaNbHbIM aHOA NiO/10Sc1CeSZ = 40/60 % maccbi
'5 y 3NEeKTPOnuT
|_
(pyHKUMOHAMbHbIV KaToA LSM/10Sc1CeSZ = 60/40 % macchbi + caxa
TOKOCHEMHbIN KaTog LSM

Puc. 2.27: KoHCTpyKIIS MOJAEIBHBIX 00Pa3I0B /I UCCJIEeI0BaHUST TOKOT€HEPUPYIO-

X [IPOIIECCOB MeToAoM criekTpockonnu KPC

Pexkum cocrout m3 Harpesa co ckopoctbio 5 K/mun g0 tremmneparypsr 950 °C

BBIJIEPZKKN B TedeHN! 15 MUHYT U OXJIazK/IeHUs C TO# Ke CKOPOCTHIO.
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Puc. 2.28: TemnepyTypHbIil pe:KUM BBICOKOTEMIIEPATYPHOTO OTKUTA TLIATHHOBBIX

TOKOCBHEMHDBIX CJIOEB

2.5 Metoauknu N3rOTOBJICHUSI MeMOpaHHO-

3JIEKTPOJIHBIX OJIOKOB

2.5.1 MeMmbpaHBI TBEPJIOrO 3JEKTPOJJINTA
2.5.1.1 Mewmb6panst npousBoactsa H.C. Starck (I'epmanus)

B kadecTBe OCHOBBI [JIsi U3roToBJieHns MIOB 3jIeKTpo/InT-110/1/1eprKIBaIoIeil
KOHCTPYKIIUN HCIIOJIb30BAJUCH MeMOpaHbl TBEPJOIO 3JEKTPOJINTa IPOU3BOJICTBA
kommanun H.C. Stark (Fepmanust). MeMOpanbl nMeoT KBaJpaTHyio (GOpMY € Ipsi-
MbiME yrytamu. CTopoHa KBajpaTa uMeeT AauHy H0 MM, TOJIIIHA MeMOpaHbl —

150 MKM.

COM-u3z0b6pazkeHune morepevuHoro cedeHnst MeMOpaHbl IT0OKa3aHO Ha PUCYHKe 2.29.

2.5.1.2 Mewmb6pansr npousBojctBa FuelCellMaterials (CIITA)

Tak:ke B KauecTBe OCHOBBI JIJisl n3roToBjeHnss MOB ncnosb3oBainch MeMOpaHbI

TBEPJIOro 3jiekTposinTa nponssojcTsa kKoMmianun FuelCellMaterials (CIITA). Mewm-
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: Mag= 180KX 30pm EHT = 5.00 kV/ Signal A = SE2 Date :21 Jun zmsi
WD= 5mm F——— Aperture Size =3000ym  Signal B = InLens Time :18:08:69 |

E— W TR T

Puc. 2.29: COM-uzobparkeHne IOIEPEUYHOr0 CeUYeHHsT MeMOpaHbl IIPOM3BOJICTBA
H. C. Starck (I'epmanus)

OpaHbl IMeN KBaIpATHYIO (hOPMY CO CKPYIVIEHHBIME YTJIAMHU; CTOPOHA KBajpaTa —
50 mm, TosmuHa MeMopanbl — 150 MKM.
COM-uzobpazkenue mornepevHoro ceueHnst MeMOpaHbl oKa3aHo Ha pucynke 2.30.
BoJiee nmojipobHoe n3obparkeHne pasHbIX CJI0EB IT0Ka3aHo Ha pucyHke 2.31.
V13 prcyHKOB BUJIHO, YTO NMEHTPAIbHDBIN CJI0I NUMEIOT TOJIIIHHY OKOJIO 72 MKM, a

BHeIHne — okoJio 36 MkM. VHTEpdeiichl pe3kne, XOpoIlo CleYeHbl.

2.5.1.3 Mewmb6pansnl npoussoacTBa HIB3-Kepamukce (Poccust)

2.5.1.3.1 OgHocioiiabie MeMOpanbl . /[l wmsrorosienuss ocHoBbl MOB
TOTD spekTpoNT-IIOIIepKUBAIOIIEl KOHCTPYKIMH ObLIa OTpaboTaHa TEXHOJIO-
I'Usl U3FOTOBJIEHNUs] MeMOpaH TBEPJIOTO SJIEKTPOJIUTA METOJIOM ILIUKEPHOTO JINThS
wa npeanpusTun SAO "HYB3-Kepamukc" [101,102] ¢ momoImipio JTUHAN JJIsT TN~
KepHOro JiuThst mpousBocTBa kKoMmaaun Keko (Cmosennst). [lnactunsl cocrostt us
MaTepHraJia aHHOHHOTO IpoBoAHuKa coctaBa 10Sc1YSZ. Membpanbr numeior (hopmy
KBa/IpaTa co CTOpoHOiT 50 MM, ToJimnHa MeMOpaHbl cocTapisgeT 250 uan 150 MKM.

COM-uzobpazkenue mornepevHoro ceueHust MeMOpaHbl IOKA3aHO Ha PUCYHKE 2.32.
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Mag= 150KX 30pm EHT = 5.00 kv Signal A= SE2 Date :21 Jun 2016
WD= 5mm F——— Aperture Size =3000 ym  Signal B = InLens Time :18:02:19

Puc. 2.30: COM-uzobparkeHne IOIEPEUYHOrO0 CeUYeHHsT MeMOpaHbl IIPOM3BOJICTBA

FuelCellMaterials (CIIIA)

EHT = B00KY Sagral A u BEZ
Aparture Sizm w30 00pm  Signal B = Inlem

a)

Puc. 2.31: COM-u306pazkeHust orepedHoro ceueHnst a) BHyTPEHHero u 6) BHEIHero

Mg s T0B0 KX  3um EMT = 5,00k Sigrail A = SEZ B 2
WD= 5mm L Ageriure Sizge « 300 pm  Signal B = Inlam. Tima M

cJi0eB Tpexcioitnoit Mmembpanbr npoussojcTBa FuelCellMaterials (CIIIA)

2.5.1.3.2 Tpexcioitnble wmeMbOpaHbl . /i1 u3roropjiieHnsi MeMOpaHHO-
9JIEKTPOJHBIX OJIOKOB C IIOBBIIIEHHONH MEeXaHIMYeCKO IIPOTHOCTHIO ObLIN pa3pabdoTa-
HAa CIeIa/bHasl KOHCTPYKIUS MeMOpaH TBEPJIOTO 9JIEKTPOJIUTA, OIyOJIMKOBAHHAS B
BIJIE 3asIBKU Ha MATEHT Ha MoJIe3Hy0 Mojesb [103].

st TocTHzKeHnsi TOBBINIEHHOW MeXaHUYeCKO MPOYHOCTH, HEOOXOUMOI J1/1st
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Mag= 160K X 30pm EHT = 2.00 kV/ Signal A = SE2 Date 21 Jun 2016
WD= 5mm fF—————1 Aperture Size=3000ym  Signal B=InLens Time :18:24:14

Puc. 2.32: COM-uzobpazkeHue 1oepedHoro ceueHns: OJIHOCI0MHON MeMOpaHbl 11PO-

m3BosicTBa HOB3-Kepamuke (Poccns)

VIIPOIIEHHUST MPOIELYp HaHECeHHs 3JIEKTPOJOB, a Takxke cOopku Oarapeit TOTD,
MeMOpaHa TBEPJIOro JIEKTPOJINTA M3rOTaB/INBAIACH B BHUJE TPEXCJIONHOIO NaKeTa.
Kaxkaplit 13 ¢/1I0eB U3rOTABINBAJICST METOAOM NIINKEPHOro JinThs. [locse m3rotonie-
HUsI BCEX TPEX CJIOEB M3 HUX COOMPAJINCh CTEKU, KOTOPBIE MO/IBEPraiCh JaMUHAIIN
1 (UHAJIBHOMY CIIEKAHHIO.

CpegHuit ¢j10ii cOCTOSLI 13 MaTepuaJia aHHOHHOIO poBogHuKa 105c¢1YSZ u u3ro-
TaBJINBAJICA Ia30IJIOTHBIM. BHEIIHIE /oM M3roTaB/IMBAIICH 13 0oJiee JICIIEBOr0 Ma-
tepuasia coctaBa 94 mos. ZrQOy + 6 Mot ScaO3 (65¢SZ), 001a/1a1011er0 HeCKOIbKO
MeHbITell BeJITYMHON aHNOHHO TTPOBOJIMMOCTD, HO OOJIBITIE MeXaHUIeCKO TPOTHO-
cTbio. CpaBHeHre aHMOHHON TTpoBoAuMOcTH cocTaBoB 10Sc1YSZ u 6ScSZ npejicras-
JIEHO Ha pUCyHKe 2.33.

COM-uzobparkenne IMOMEPEIHOTO cedeHnsT MeMmOpaH mpousBojcTtBa HOB3-
Kepamukc npejicraBieno Ha pucynke 2.34.

13 nzobpazkenust BUJHO, 9TO TOJIIUHA MeMOpaHbl cocTapisieT 125 MkM. BayT-
peHHuil cjoii, m3roToBJeHHBI W3 Marepuasia 10Sc1YSZ mMmeeT TOJIIMHY OKOJIO
55 MKM, B BHEIIHHE — OKOJIO 35 MKM. MexKJy cjiosiMi ecThb deTKuii mHTepdeiic,
OHU XOPOIIO CIIEYEHBDI.

BoJiee mojipobHoe n3obparkeHne pasHbIX CJI0EB [I0Ka3aHO Ha pHUCYHKe 2.3D.
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Puc. 2.33: CpaBuenne annonnoii nposogumoct MarepuasioB 10Sc1YSZ u 6ScSZ

| Mag= 150KX 30pm EHT = 5.00 kV Signal A= SE2 Date 21 Jun 2016
WD= 5mm F———— Aperture Size = 30.00 pm Signal B = InLens Time :18:16:03

Puc. 2.34: COM-u3obpazKkeHue I0IepeIHoro ceueHnsl TPEeXCJAOMHBIX MeMOpaH Ipo-

m3BosicTBa HIB3-Kepamukce (Pocens)

3 nzobparkenuit BUIHO, YTO BHYTPEHHMIT CJIO Ma30IJIOTHBIIN, H3MOTOBJIEH U3 36~
peH O0JILIIIOro pa3Mepa, ero TOJINHA — DO MKM. BHellHne TpermumHoCTONKIe CJIon

U3TrOTOBJIEHbI 13 OoJjiee JIepeKTHON CTPYKTYpPbhl MEJIKOTo MacliiTada, obecrednBaio-
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| 3 - %
EMT = 500k Sagnad A = 5E2 Mag= 080KE  3um EHT = 200KV
Apariue Size = 3000 pm  Sgnal B inlem. s WD= Emm — Aparturs Sizgw = 30 00 pm

A VR

Puc. 2.35: COM-n306parkeHusi morepevHoro CeueHns a) BHyTPEHHEro 1 6) BHEITHEro

cJI0eB TpexcoitHoit MmemOpanbl ponsBojicTBa HIB3-Kepamuke

et 0OCTaHOBKY MHUKPOTPEINIUH Ha IPAHUIAX 3epeH, TOJIIWHA BHENTHUX CJI0EB CO-
CTaBJILCT OKOJIO 38 MKM.

[110THOCTD IIACTHH coCTaBIgeT 5.3 I'/eM>, a MPOYHOCTh Ha JIMHefiHbI u3rn6 —

660 MIIa.

2.5.1.4 CpaBHeHUEe MeXaHWYECKHX 1 IJEKTPOPU3MIEeCKnX XapaKTepu-

CTUK MeMOpaH

Bobuin npoBejieHbl cpaBHUTE/IbHBIE UCC/IE0BAHIE MEXAHUIECKUX (IIPOYHOCTD Ha
pas3pbiB, MoJyJIb FOHra) u ssekrpodusnueckux (BbICOKOTEMIEPATYPHAST AHIMOHHAST
IIPOBO/IUMOCTD) XapaKTEePUCTHK MeMOpaH AHMOHHOIO MPOBOJHUKA IIPOU3BOJICTBA
H. C. Starck (lepmanus), FuelCellMaterials (CIIIA), a Takzke 0JiHOCTORHBIX U TPEX-

ciofinbix Membpan mponssojicTBa HOYB3-Kepamuxke [104].

2.5.1.4.1 Mexanndeckne xapaKTEepUCTUKM MexaHudeckue XapaKTepUCTH-
KNI MeMOpaH MCCJIeJ0BAINCH C MMOMOINbIO yeTaHOBKK Instron. 3aBucuMocTn mexa-
HUYIECKOI HArpy3Kn Ha oOpaser] OT MeXaHWIeCcKol jedopMalini MoKa3aHbl HA PU-
cyHke 2.36.

3 npejicraBieHHbIX 3aBUCUMOCTElN OBLIN OIpe/ie/leHbl MaKCUMaJ/ibHas MeXaHu-
yecKast Harpy3Ka, IPu KOTOPOii ITPONCXOIUT MEXaHIMIeCKoe pa3pylieHne MeMopaH, a

TaK»Ke COOTBETCTBYIONMINI MaKCUMAJILHBII Tpornd odpasnos. /laiee n3 moydennbx
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Sample 24x9 mm,
21 mm between installation points

3 (= NEVZ Ceramics, 1 layer
-H.C. Starck

Hionic (FuelCellMaterials)
- NEVZ Ceramics, 3 layer

rd

"4 |
4
p

N
T

Force, N

0,5 1,0 1,5
distance, mm

Puc. 2.36: COM-uzobpakenue I0IepeIHOr0 cedeHusi MeMOpaH, IOJy4YeHHbIE Ha

ycTanoBke Instron

JaHHDbIX ObLIII IIOJIYYE€HbI KJIIOYEBbIE MEXaHNYCCKHNE XapaKTECPUCTUKU M€M6paH -

MaKCHMaJ/IbHOE HallpsizKeH1e Ha pa3pbiB 1 MojIy/ib FOHra — 1o ciejyonmm hopmy-

JIaM: 3F L
o= ﬁ (2.1)
Fmang
E=ans ~ (2:2)

rjie 0 — HallpsizKeHre Ha PaspbiB, Fj,,, — MaKcIMaJbHas MeXaHndecKas Harpys-
Ka, L — jummHa obpasia, d — mupuHa odbpasua, h — ToJmnnHa odbpasia, £ — Mo1yib
FOnra, 0 — MmakcumasIbHBII Iporubd oopasIa.

[To nmpuBeienubIM hopmyJiaM ObLIM OIPEJIe/IEHbI ITPOYHOCTD Ha Pa3phiB 0 U MO-
nyiab FOura E. 3nadenns npusejieHbl B Tabsmie 4.1.

13 mpuBe1eHHBIX JTaHHBIX BIIHO, 9TO MOIysIb FOHra MeMOpaH IpakTHIeCKI COB-
1aJ1aeT, TOCKOJIbKY MaTepuaJl Pa3HbIX MEMOpaH MPAKTUIECKH COBIIAIAET — 9TO CTa-

OMTM3UPOBAHHBIIN JIMOKCU/T IIMPKOHUS. J[aHHBII pe3y/ibraT 1mojTBep:K/1aeT ajleKBaT-
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Tabsuia 2.1: TIpounocts Ha pa3pbiB o u Moy b FOura E uccienoBanabix MeMOpaH

MembOpaHna o, Mlla | E, MlIla
H9B3-Kepamuke, 1 cioit 170 190
H. C. Starck 290 220
FuelCellMaterials 380 240
H>3B3-Kepamuke, 3 cios 530 220

HOCTH TIOJTyYeHHBIX JAHHDBIX.

[Ipr sTOM M3 JAHHBIX BUJIHO, YTO HAIpsiKEHHE Ha Pa3pbIB JIJIs TPEXCJIONHOI
meMmOpanbl HOB3-Kepamuke 6ojiee, vem B 3 pasa MPeBBIMIAET IPOYHOCTL OLHO-
cjoitHoit MeMmOpaHbl. Takum oOpa30M, BBeJIeHNE TPEIMHOCTONKIX BHEIIHUX CJI0eB
OKAa3bIBAET CYIIECTBEHHOE IOJIOYKUTE/IbHOE BIUSHUE Ha MeXaHndecKne XapaKTepH-
CcTUKM MeMOpaH. TakkKe CTOUT OTMETUTH, YTO IPOYHOCTH TPEXCJIONHON MeMOpaHbI
H>3B3-Kepamuke B 1.8 u 1.4 pasza npesbiiaeT npounoctb Memopan H. C. Starck u

FuelCellMaterials coorBeTCTBEHHO.

2.5.1.4.2 Daekrpodusmyeckme xapakKTepUCTHUKH Takxke ObLIM IPOBEJIE-
HbI CPABHUTEIbHBIE UCCIEOBAHUS KIIOUEBO 971eKTPOMDU3MIECKON XapaKTePUCTUKN
MeMOpaH — BBICOKOTEMIIEPATYPHOI aHUOHHON ITPOBOJIMMOCTH.

XapakTepHble rojorpadbl UMIT€IaHCHBIX CIIEKTPOB IPU HU3KUX TeMIIepaTypax
IoKa3aHbl Ha puUcyHKe 2.37.

['omorpadnl ObLIN MpoaHATU3UPOBAHBI B COOTBETCTBUU CO CXEMOI, TTPeJICTaB/IeH-
HOIl Ha pucyHke 2.38.

B pesysbrare ObL1a 1MoJiydeHa TeMieparypHas 3aBUCUMOCTh aHUOHHOM 1TPOBO/IU-
MOCTH, TIOKa3aHHasl Ha pucyHke 2.39.

U3 mipejicTaB/ienHoil 3aBUCUMOCTH BUJIHO, 9TO MPOBOJUMOCTb MeMOpaH MpaKTu-
YeCcKHW paBHa TpHU pabodueil TeMiiepaType TBEPAOOKCHIHBIX TOILIMBHBIX 3JIEMEHTOB
(800-900 °C).

[IpoBeiennbie cpaBHUTENBHBIE UCCIETOBAHNSA MTOKA3BIBAIOT, YTO MEMOPAHBI MTPO-
n3BojcTBa HOB3-KepaMukce He ycTynaioT 110 IapaMeTrpaM 3apyOesKHbIM aHaI0raM

U OTJINYHO HMOJXOISIT JIJIsI CO3JaHnsl MeMOpaHHO-3/1IeKTpoAHbIX Osi0k0B TOTD.
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Area = 7x7 mm?

-1000

_le' Q

e Hionic™, 450°C
m— NE\/Z-Ceramics, 1 layer, 440°C

e N/ Z-Ceramics, 3 layers, 460°C
H.C. Stark, 443°C

—&— 310kHz
—8— 9,3kHz
l

L L
T T T

I
500 1000
2,0

-500 +

Puc. 2.37: XapakTrepHble rojiorpadbl UMIIEJJAHCHBIX CIIEKTPOB 00PA3IOB IPU HU3KIX

TeMIepaTypax

L1 R a8 R2

Puc. 2.38: Cxema juist anajimsa rogorpadoB UMIIEIaHCHBIX CIIEKTPOB 00Pa3IoB

2.5.2 Meroaukny HaHeceHHUs dJIEKTPOAHBIX CJI0EB
2.5.2.1 IloaroroBkKa MOPOIIKOB MCXOAHBIX MaTEPHUAJIOB

[Toportku, Tpebyromine mpeIBapuTebHOTO OTKITA Tepe NCIOIb30BAHIEM JIJIs1

n3rotopsennst MOB mpoxommin moaroroBKy B aayHIOBBIX THIVISX PA3JIMIHONO 00b-
" n

ema rpousBojicTa OO0 "Hayuno-nipounsBojicTBennast opranusaiius "Tepmokepamu-

ka" (Poccnst) B cieyomux BBICOKOTEMIIEPATYPHBIX TTeUax:
1 HTC 40/16 npoussoycta kommannu Naberthermm (I'epmanus)

2 HTCT 03/15 nponssosicrsa kKomnanun Naberthermm (Tepmarms)
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Temperature, "C

900800 700 600 500 400
| | ] 1 ] |
I I 1 I I |
ol 10Sc1YSZ (single crystal)
- H.C. Stark
14
2
@,
= 4l
o 1
o
o 24
Hionic™ (FuelCellMaterials)
. = NEVZ Ceramics, 1 layer
| = NEVZ Ceramics, 3 layers
f 1 } i i
0,8 1,0 1,2 1,4 1,6

10%/T, 1/K
Puc. 2.39: Temneparypnast 3aBUCUMOCTb aHUOHHON MTPOBOJMMOCTU MeMOpPaH

2.5.2.2 WN3roroBjieHEe KOMIIO3UTOB

J11st TpUroTOB/IEHNsT KOMITO3UTOB CMECH UCXOJIHBIX COEMHEHNI TTPOXOUIN MHO-
rocTaIitHbIe TIepeMoJibl B IapoBoit MenbHuIe Pulverisette 5 classic line mpons-
BosicTBa Kommanuu Fritsch (Fepmanust). [lepeMosibl IpON3BOUIINCE B €MKOCTH U3
YACTUUIHO CTaOMIM3UpoBaHHOTO Z1(y C UCIOIB30BaAHIEM MIAPOB U3 TOIO YKe MaTe-
puaja gauamerpom 3 n 10 mMm. B KadecrBe cpelibl I TOMOJIA BBICTYIIAJIa CMECh
TostyosIa,/ Oy Tanoia/ s TuIaInHaTa ¢ 00beMHBIM cooTHOIenneM 70/30/2 u mo-
OaB/IleHnEM JUAMIHOIPOITaHA, BHICTYIAIONIET0 B POJIM MOBEPXHOCTHO-AKTUBHOT'O Be-

IeCTBa, B KOJIMYECTBE 3 Mac.

2.5.2.3 IlpuroroByieHue macT JJid TpadapeTHOI nmedaTn

[TacTbl pi1s TpadapeTHoil eyaT ObLIN U3TOTOBJICHDB! ¢ IIPUMEHEHUEM OpraHnye-
ckoro cassyioniero Heraeus V-006A nponssojcrsa kommamn Heraeus (Iepmarts).
Mmuorocraauitable IepeMenBanus JJis TOMOIeHU3AINN 1 Jlera3aliiil ObLIN IIpoBe-

nenbl B mtanetapaoM mMukcepe ARE 250 mpoussogcrsa Thinky (Anonust).
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2.5.2.4 Hanecenne metoagoM TpadapeTHOil mevyarThb

DJIEKTPOJIHBIE MACThl HAHOCUINCH Ha MeMOpaHbl TBEPIOIO JEKTPOJIUTa METO-
oM TpadapeTHoil medaTu ¢ UCIoib3oBanneM cranka Ekra Mat S45 npoussojcTsa
Ekra (Fepmanust) depes rpadaperst npoussojctsa «A-Jlecaitts (Poccust). [Tpunnumm

paboThl MeToa TpadapeTHoii revaTn moka3aH Ha pucyHke 2.40.

Hanpaenenue
OBUKEHWA

OTBepcTue

Macta
B TpadhapeTte

o e -
| = -\b-1;-lr;‘qfﬁ...._n*ﬁq_ —
; - - -

INEeKTponuT

Puc. 2.40: IIpunnun paborbl MeTojia TpadapeTHoil medaru

Ha1 moBepxHocThio 11 HaHeCeHnsT pa3MeNaeTcsd CeTKa Ha, PAcCTOSHUN TTOPsTKa
HECKOJIbKIX MULImMeTpoB. Ha ceTky ¢ momolnpio minaresss HAaHOCUTCSA paBHOMEP-
HBIM CJIOEM I1acTa. 3aTeM C IOMOINBIO PaKess CeTKa IMPOJIaBINBACTCA JIO YPOBHIA
obpasia U OJHOBPEMEHHO I1acTa IIPOJABINBAETCS depe3 ceTKy. TOJIImHA Pe3yJib-
TUPYIONIET0 CJIOT KOHTPOJUPYETCS C MOMOIIBIO TOJIIUHBI HUTEH, KOJUIECTBOM U

IIJIOTHOCTDBIO IIJIETCHUA.

2.5.2.5 IlpenBapurenbHas CyNnika CJIOE€B

DJIEKTPOIHBIE CJION TPOXOAMJIN CYIIKY Ipu Temueparype 130°C' g yaaaeHust
jerkoit dpaxnun cpazytormiero Heraeus VOO6A B cymumabnom mikadgy CHOJI-O-
25/350-112 npoussojicrea kommnanun Tyna-Tepm (Poccust). Tnanason paboueit Tem-

neparypbl coctaBisgeT oT 50 1o 350°C', obbem Kamepsr — 25 J1.

2.5.2.6 DBpicokoTemMnepaTypHbIii OTXKUT

[Tocie nanecenuss mMeTos oM TpadapeTHON MeYaTn W CYyHIKN 3JIEKTPOTHBIE CJIO
criekasincy B BbicokoTemteparypuoit medn HTC 40/16 mpomssojcTBa KOMIIAHIN

Nabertherm (Fepmamust).
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I'1aBa 3

In-situ ncciaenoBanue

KNHETNKN BOCCTAHOBJICHU
OKCIJ1a HUKEJIsI B YCJIOBUIX
TomInBHOII KaMepbl TOTD

MeTo0M KPC

YeTaHOBKA J1J1s1 HCCJIe0BaHU 11-Silu TOKOIeHePUPYIOIIUX 3JIEKTPOIHBIX IIPOIIEC-
coB ObL1a 110JApobHO omnucaHa B pasjere 2.3. CrenuajbHasi PeOMeTPUsl U METOIIKA,

U3rOTOBJIEHUST 0OPA3IIOB OIMCAHbI B pasjene 2.4.

3.1 Xapakrepu3anusg cuekKTpoB KPC, nmoiaydeHHBIX

IIpY KOMHATHOII TeMIlepaType

Crextpol KPC, cHsiThIe pr KOMHATHOI TeMIiepaType ¢ FpaHuIlbl pasjena "ano/-
HbI{T 3JIEKTPO/T | 97IeKTPOUT" | & TaAKIKe CIIeKTPBI MOPOIITKA UCXOHOTO OKCHJIA HUKEJIsT
1 MOHOKPHUCTAJLIMIECKON MeMOpaHbl TBEPJOrO JEKTPOJTUTA MMOKAa3aHbl HA PUCYH-
ke 3.1.

3 rpacdukos BujHO, 9TO HanbOjee UHTEHCHBHbIE MUKU OKCHja Hukess (550

u 1100 cv™!) mpakTHuecKu COBIAJAIOT U CHJILHO I1€PeceKaloTcsd ¢ HHTEHCUBHbI-
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500 1000 1500 2000

= interface "anode | single crystal"| -

NiO powder

Intensity, a.u.

single crystal

| \ | ' | L |

500 1000 1500 2000

Raman shift, cm™

Puc. 3.1: Cuexrpol KPC, nosydenupiii 1pu KOMHATHON TeMIIEpaType ¢ IPaHUIbI
pasjena "aHouHbIH d1eKTPO | aekTposnT" (Bepx), a TaKyKe CIEKTPhI MOPOIIKa
HCXOJIHOTO OKCHJIa HUKeJIsT (CepeinHa) 1 MOHOKPUCTAJLIMYECKONH MeMOPaHbl TBEPIOIO

9JIEKTPOJTUTA (HI3)

MU IIHKaMH MaTepHaJja MOHOKPHCTAJINYECKON MeMODaHbI TBEPJOrO 3JI€KTPOJINTA
10Sc1YSZ (620 1 1100 cm™1). HecmoTpst Ha 310, Jyist HAG/110/1eHUs N3MEeHeHUii coCTo-

AHNA OKCHJJa HUKEJIA B KOMIIO3UIIMOHHOM 3JIEKTPOIE IIPOoUEAYypa pa3J/IozKeHnA ITMKOB
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Tpebyercst He Beerga. Hampumep, B ciydae, e€Cjii MHTEHCUBHOCTD ITMKOB MOHOKPH-
CTaJIINIECKON MeMOPaHbl BO BpeMsI MCCJICOBAHUsT OCTACTCs HEU3MEHHOI.
Xapaxrepubiii criekTp KPC, moJiydeHHblil Ipu KOMHATHOIT TeMIiepaTrype ¢ I'pa-

HUIBI pasjiena "aHoHbI 3JIeKTPOJL | ssieKTponT" | oKa3aH Ha pUCYHKe 3.2.

- 210

2

! interface "anode layer | electrolyte"
room temperature

. T NiO 2P _
NiO 2P

Intensity, a.u.

NiO 2P

ZrO

2

Nio2p  NiO2M

500 1000 1500 2000
Raman shift, cm™

Puc. 3.2: Cuexkrp KPC, nosyuennbie mpu KOMHATHOI TeMIlepaType ¢ IpaHuIbl pas-

nesa "aHOMHBIH 3JIEKTPO/T | 91eKTposuT"
L oreuaer 1P (oxnodo-

HOHHBIM) KoJlebatnsaM B okcujie Hukelst [105], maku na 740, 860 u 1100 em ™! ceazanbl

uTencuBubIil MMK TPH PaAMaHOBCKOM CJIBUTE 515 cM ™

¢ 2P (1ByxdOHOHHBIMI) KOJICOAHUSIMU B OKCH/IE HUKEJIs, & MHTEHCHBHBII MAKCUMYM
npu 1460 cm~! oreeuaer marnonnoit (2M) mojte. Haubosiee MHTeHCHBHBIH UK TIPH

1 OTBEYa€T CYMME BKJIa/J0B IINKOB CT&6I/IHI/ISI/IpOBaHHOFO OKCH/1a

cMenienun 615 cm™
nupkonust (620 cM™1), BXOJSIIEro B COCTaB KOMIOZUIMOHHOIO 3JEKTPOJIa, a TakKe
1P nuka NiO (550 em™1).

MarHoHHBI IIHK IIOJIHOCTBIO NcUe3aeT 1pu Temieparype 252 °C' — remueparype
Heesst [106] — o nmpudaune Tpancdopmanun aTHndeppoMarHuTHON MOANDUKAIAN
okcujia Hukessd B Kyoudeckuit S-NiO. ITo sroit npuanne JaHHBI THK HE MOXKET ObITH
HCTIOJIb30BaH I UJACHTU(MUKAIIMT (ha3bl Ha, BLICOKUX TeMIepaTypax.

[Iukn npu 515, 740 u 860 cM~! He J1OCTATOYHO MHTEHCHBHBI JIJIs JIAHHOI I1eJIH.
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[Io sToit npranHe i HAOJIIOIEHISI KHHETUKHU IIPOLIECCa BOCCTaAHOBJICHUST OKCH1a HII-
KeJisl ObLIIN BBIOpAHbI HANOo0/Iee NHTEHCHBHBIC MHUKH Ha cMermenuax 615 m 1100 em L.
[Tux 615 ObLT BEIOPAH 110 IPUYUHE TOr'0, YTO €r0 HHTEHCUBHOCTH Bhille. Bee BpemeH-
HbIE 3aBUCUMOCTH WHTEHCUBHOCTH, IPUBOJIMMbBIC B JaJIbHEHIIIEM, OBLIN MOy YeHbI OT

sToro nuka B crektpe KPC.

3.2 Ilporpamma muccJjaegoBaHUl U olIpejie/ieHUEe 3a-

BNCHMMOCTHA OT HOMEPa BOCCTAHOBJICHNA

Jist uccseoBanns KUHETUKU [IPOIECCa BOCCTAHOBJICHUS OKCHJIA HUKEJId ObLIa
POBEJIeHA Cepusi BOCCTAHOBJIEHWN B BOCCTaHOBUTENbHON armocdepe (Hy @ Ny =
50/50) tipu pasamaHbix Temieparypax B auanasone 400-600 °C' (pucynok 3.3). Ilo-
cJle KazKJIoro MUKJIa BOCCTAHOBJICHUS CJIeJ0BaJIa POIELypa OKUCICHIs oOpasia Ha,

Bozyxe 1pu Temieparype 900 °C' s Bo3BpallleHUsI €r0 B UCXOIHOE COCTOSHIHE.

900 |- Oxidations, Air ]|
NN M1 n n
800 |- N
& 700t N
o)
2 600 | |
] U |
£ s00 | U L 1
2 AN / | P
400 \\ / ' ///ﬂ .
i N T -
300 Reductions ~ -
H,:N,=50:50
Time

Puc. 3.3: IIporpamMmma nzMmepennii, BKIodaionas 3 MuKJia BOCCTAHOBIEHNS TPU Te€M-

neparype 500 °C' u nocjieloBaTeIbHbIC U3MEPEHUsI IIPH PA3JIMIHBIX TeMIIEPaTypax

[Ipu kaxkoit TemmepaType cHuMaJiach 3apucumoctu ciekrpa KPC or Bpemenn,
IIPOIIIE/IIIero ¢ Hadasa BoccTaHoBieHns . C 1esIbio OM9epKHYTh U3MEeHEeHHsI B CIIeK-

tpe KPC, u3 KaxXJ0ro crekTpa BbIYNTAJIN UTOTOBbBINA. DBOJIONNS PA3HOCTU KCCJIE-
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AYEMOI'O I UTOT'OBOI'O CIIEKTPOB BO BpeMEHU [1JId OJHOI'O U3 NUKJIOB BOCCTaAHOBJICHUA

upu temueparype H00 °C' nmokazaHa Ha pUCYHKe 3.4.

I L I ! 1 ¥ | ! I

50 s

690 s

760 s T =500°C
Ho:N2=50:50 %

810 s

Intensity, a.u.

860 s

900 s
1I 100 s
0 500 1000 1500 2000

Raman shift, cm™

Puc. 3.4: 9BoJtonnst pa3HOCTH UCCJIEyeMOr0 U HTOIOBOI'O CIIEKTPOB BO BPEMEHH JIJIsT

OJIHOI'O U3 IUKJIOB BOCCTaHOBJIeHNs 1pu Temieparype H00 °C'

C nesbto uccnenoBanust Binsitust MukpocTpyKTypbl NiO/10Sc1CeSZ kommosu-
Ta Ha KUHETUKY BOCCTAHOBJCHUS B HadaJe MPOTPAMMbl HCCIETOBAHNS TPOBOINICH
UK/ U3 TPeX I0C/ed0BaTe/IbHbIX BoccTaHoBeHnit mpu Temieparype 500 °C'. BoI-
J1a ICCIe0BaHa 3aBICIMOCTD BPEMEHHOT0 podiiis HHTEHCHBHOCTH ImKa 615 ~! or
HOMepa IIUKJIa BOCCTAHOB/IEHUSI. 3aBUCUMOCTb MHTEHCHBHOCTH OT BPEMEHU JIJIst TPEX
1ocJieJoBaTeIbHBIX IUKJIOB ITOKa3aHa Ha PUCYHKE 3.5.

BrL10o 11oKazaHo, 9To 1mepBoe BOCCTaHOBJIEHNE 3aHIMAET Topas3 io O0JIbIllee BpeMsi,
yeM Tocsieayroriee. Kak n 0xKujiaaoch, 3TOT pe3yabraT 00bICcHIeTCsS N3MeHeHus MU
MOPMOIOrnK YaCTUI OKCHIa HUKEJ BO BPEMsI OKHC/IUTE/IbHO-BOCCTAHOBUTE/IHHBIX
1UKJIOB. JIJIst IpOBEPKU 9TOr0 IPeIoIoxKeHust ObL1n 1oy deHbl COM-u300pazkeHnst
HauabHOTO KoMmosuionHoro noporika NiO/10Sc1CeSZ, a Takzke moporika, mpo-
MIeIIEero CEPUIo U3 OKUCINTETHLHO-BOCCTAHOBUTEBLHBIX ITUKJIOB. V300parkenus mo-
Ka3aHbl Ha pUCyHKe 3.6.

3 nepporo COM-uzobparkeHust BUJIHO, 9YTO B cTapToBOM 0Opasie 3ephHa NiO
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H2:N2=50:50 % .
=500 °C

Number of reduction cycle|’

5 T \ —o— 1 1
© | —0—2 ]
& ——

21 3 |
= v

@ o

E T ! 7

0.2 0.4
time, h

Puc. 3.5: BaBucumocTts naTeHCcHBHOCTH 1HKa 615 eM~! B criekTpe KPC, nosyuennoM
C TPaHUIBl pasjena "aHOHBINH SJEKTPOJ | 91eKTPOuT" Jist MePBBIX TPEX BOCCTa-

HOBJICHU

o
_ Y

= E I 3 = . e T =
Mag = 50.00 K X 0nm EHT = 500Ky Signal A = SE2 Drate 24 Jun 2095 | Mag = 5000 KX A0nm EHT = 500Ky Signal A = SE2 Crate 24 Jun 2095,
WO= 7 mm = Aperiure Size = 3000 um  Signal B =InLens Tima 2401648 L WO= Tmm — Aperiure Stz = 30.00ym  Signal B = InLens Thsee 401120

TS B =m Y A e MO T N T
a) 6)

Puc. 3.6 CSOM-uzobpakenust  Ha4aJbHOTO  KOMIIOBUIIMOHHOI'O  TTOPOIIKA

NiO/10Sc1CeSZ (a) m Toro »ke MOPOIIKA, MPOIIEIIIEr0 CEPUI U3 BOCCTAHOB-

Jeruii (0)

n 10Sc1CeSZ umeror Onum3kuit pasmep. Ilociie cepum IUKJIOB BOCCTAHOBJIEHNE-

okucsienne pasmep 3eped 105c1CeSZ ne usmenusics. [Ipu arom Mmopdoiorust okenia,

73



HUKEJIS CYIIECTBEHHO U3MEHUJIACH: Pa3Mep KPUCTAJIJINTOB YMEHbBIINJICS, 3¢pHa CKOH-
[EHTPUPOBAHBI B arJIOMepaThl ry6uaToii crpykTypbl (pucyHok 3.66). CHikeHue pas-
Mepa 3€peH 3HAYUTEJIbHO YCKOPSAET KUHETUKY OKHUCIUTEIbHO-BOCCTAHOBUTEBHBIX
peaKInii, MPOTEKAIOIINX B MaTepuaJe.

VIMeHHO 110 9T0i IpUYMHE IEPBBIil UK/ BOCCTAHOBJIEHMS IIPOXOIUT 3HATUTEIHHO
Me/IJIeHHee U TPUHININAILHO OTINYaeTcd OT mocieayiomux. [fo pesyabratam nccre-
JIoBaHUsI OBLI cJieJlaH BBIBOJI O HEOOXOJIMMOCTH IIPOBEJIEHNs] HECKOJIBKUX IIPEIBAPH-
TEJILHBIX ITUKJIOB BOCCTAHOBJIEHUS U OKUCJICHUS JIJIs CTAOMIN3AIN MUKPOCTPYKTY-

PbI aHOAHOT'O KOMIIO3UTA.

3.3 UccaemoBaHue TeMIlepaTypHOIl 3aBUCHUMOCTU
KWHETUKNA BOCCTAHOBJIEHUS OKCHJIa HUKEJs B

ycaoBugX aHomHoii kamepsl TOT merogom
KPC

Ha pucynke 3.7 nokazaHna BpemMeHHas 3aBucuMocThb criektpa KPC, nosyderHoro
C rpaHUIBl pasjena "aHoHbI 971eKTpo | amekTposmt npu temmneparype 500 °C
TIoCJIe TI0J/Tav ! Ha aHO/THBIH 9JIEKTPO/T Ta30BOI CMeCH, COCTOLIEH 13 BOIOpOIa U a30Ta
C PABHBIMU TAPIUAJTLHBIMI JTABJIEHISIMU.

Ha rpacdukax nambosnee maTeHcuBHBbe mukn — 610 cm~! m 1100 em~!. Drn
KK OTBEYAIOT CyMMapHOMY BKJIAJy OKCHJA HUKEJd U MaTepuasia JIEKTPOJNTA
10Sc1YSZ. U3 pucyHka BUJHO, YTO 110 IPOIIECTBUU MpuMepHO 10 MUHYT IOC/I€
MOJIaYN TOTLIMBA MPOUCXOUT PE3KOe CHIXKeHne MHTeHCHBHOCTH B crekTpax KPC.
Takoe cum:kenmne CBS3aHO ¢ BOCCTAHOBJIEHNEM OKCHJIa HUKEJIS IO METAJIINIECKOIO
HUKEJIS.

Bpemennas 3aBUCHMOCTD CIIEKTPOB TI0CJI€ BbIUNTaHNs (PUHAILHOIO TTOKa3aHa Ha
pucyske 3.8.

Jlns anaan3a KUHeTUKN BOCCTAHOBJIEHUS OKCHIa HUKEJIsT CTPOUINCH 3aBUCHMO-

ety mHTeHcuBHocTH muka 610 em !

OT BpeMmeHn (pucyHok 3.9).
Kax Bujino m3 pucyHka, KHHETHKA BOCCTAHOBJIEHUs CYIIECTBEHHO 3aBUCUT OT
paboueit Temmeparypbl. K npumepy, npu nepexoje ot Temmeparypbl 450 k 550 °C

XapaKTepHOe BpeMsl BOCCTaHOBJEHUS MeHseTcs npuMepHo B 100 pas.
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1100 cm™

Puc. 3.7: Bpemennas 3apucumoctsb criekTpa KPC, 1mojiydeHHOro ¢ rpaHuiibl pasjiesia

"aHOJHBII 971eKTPO | sstekTposuT” mpu Temieparype 500 °C' mocie mojadn Tomimsa

Ha aHOJHDIN 3JIEKTPO/I

BpemenHble 3aBUCUMOCTH Ha pUCYHKE 3.9 MOI'YT ObITh KMCIIOJIB30BaHbI JJIsI OIIpe-
JleJIEHU ST XapaKTepHOil CKOPOCTH IIPOTeKaHns Ipoliecca BoccTanopennsd. [Ipomeypa
olpejie/IeHUsT XapaKTepHOTro BpeMeHn jijist pabodeit Temmeparypbl 400 °C' mokazana,
Ha pucyske 3.10.

s onpenenenns XapaKTepHOTO BpeMEHN MPOTEKaHNs IPOIecca BOCCTaHOBIIE-
Hust (criiomHast Kpusast Ha pucyHke 3.10) 6blta J0mo/IHeHa TPOU3BOHOIN 10 BpeMeH!
(ormesbabie Touku Ha pucyHke 3.10). Tlocsie 9T0r0 3aBUCHMOCTE TPOU3BOIHON Bpe-
MEHHOI 3aBUCUMOCTH WHTEHCUBHOCTHU 110 BpEMEHU OblLIa IepeceveHa HyJIeBOi JTNHU-
eit. PaccrostHue MexK 1y repecedeHreM HyJIeBOi JIMHIHU 1 IPOU3BOIHON OBLIO IIPUHSITO
KaK XapaKTepHOe BpeMs IPOTEKaHUs MPoIecca BOCCTAHOBJIEHUS OKCHUJIa HUKEJIS J10
MeTaJLINYeCKOTO HUKEJIS.

Ocrasibible rpaduk Jiid JIPYyTUX TeMIepaTyp MpejicTaBaeHbl Ha pucyHke 3.11.

TemmepaTypnast 3aBUCHUMOCTD BPEMEH BOCCTAHOBICHNS OKCHIa HUKEJIA, IOy YeH-
HBIX U3 aHajun3a 3oJionun ciekTpoB KPC, nmocrpoennast B KoopanHatax AppeHny-

ca, MPUBOJUTCS Ha pucynke 3.12.

3 rpaduka BuIHO, 9TO TeMIEpaTypHas 3aBUCUMOCTb BPEMEHU UMEET aKTHBa-
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615 cm”

1100 cm™

1000

Puc. 3.8: Bpemennas 3apucumocts ciiekTpa KPC, 1mojiyueHHOro ¢ rpaHuibl pas3/ie/ia

"aHOTHBII 971eKTPOT | 31ekTposinT" ipu Temiieparype 500 °C' ocJie moat TOInBa,
Ha aHOJIHBII 9JIEKTPO/I 1TOC/Ie BBIYUTAHUS UTOIMOBOTO CIIEKTPA

IIMOHHBIN XapakTep. DHEPrusi aKTUBAIUKI cocTaBysier 1.7 3B. DTo 3HavyeHne 6JIM3K0

K 9SHEpIuy aKTHBAINY TeMIlepaTypHoil 3aBucuMocTn Koaddunmenta anddysnn 3Ni
BJIOJIb TpaHNIL 3epen okcuaa Hukess NiO [107].

3.4 WcciaenoBaHnne TeMOepaTypHOl 3aBUCHUMOCTU
KWHETUKN BOCCTAHOBJIEHUS OKCHUJIAa HUKeEJsd B

ycjioBusix aHomHoii Kamepbl TOTSD meromom

TTA

J11s1 TpOBEpPKN KOPPEKTHOCTU PE3YJIbTATOB, TOJIYUEHHBIX METOJIOM CIEKTPOCKO-

nun KPC, ObLin nmpoBeeHbl NCCAeI0BAHIS KUHETHKI BOCCTAHOBJIEHUSI OKCUJIa, HI-

KeJIsi B KOMIIOBUIIMOHHBIX ITOPOIIKaX B YCI0BUAX TOILIMBHON Kamepbl TOTD wme-
romom TT'A. JIjst sToro ObLIM HPUTOTOBJIEHBI KOMIIO3UIIOHHBIE IIOPOIIKH COCTa-

Ba NiO/10Sc1CeSZ = 40/60 mac.%. Ilopormiku GbLIn OKHCIEHBI TIPH TeMIepaTy-
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Puc. 3.9: 3aBHCHMOCTH HHTEHCHBHOCTH TIHKa 610 ¢m ™!, mosrydeHHble Ip1 BOCCTAHOB-

JleHnn sjekrpoja mnpu remieparypax 400, 450, 500, 550 u 600 °C

!
2
%

dl/dt

T=400 °C
H,:N,=50:50 %

Intensity, a.u.

Time, h

Puc. 3.10: Meroauka omnpemeenns XapaKTepHOTO BPpeMeH! BOCCTAHOBJIEHUS aHOJI-

HOro sjekTpona. Ilpumep misa remmeparypor 400 °C
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Puc. 3.11: XapakTepHble KpUBbIE JIjIsI OlIPEIeIeHIs BPEMEeHH IIPOTEKAHNSI IIPOIECCa,

nyist reMieparyp a) 450, 6) 500, B) 550 u r) 600 °C

pe 1250 °C', coorBeTcTByIOlIEl TEMIIEpaType CIIEKAHUSI AHOIHOTO JIEKTPOJIa JI/Ist
HanboJIee TOYHOTO MOBTOPEeHUs TporpamMmmbl uamepenuii Mmerojgom KPC. ITporpamma
1 pe3yabTaThl M3MEPEHNil KNHETUKH BOCCTAHOBJICHUS KOMIIO3UIITMOHHOTO ITOPOIIKA
NiO/10Sc1CeSZ merogom TT'A npescrasiens Ha pucyake 3.13.

Ha nporpamme usmepenuit (3.13, cBepxy) TEMHBIMU U CBETJIBIMI TPEYTOJIbHIKA-
MU OTMeYeHbl CMEHbI aTMOC(epbl Ha, BOJOPOIHO-a30THYIO CMECh U BO3JLYX, COOTBET-
cTtBenno. [locie KaxKa0ro NuKaa BOCCTAHOBIECHUS ITPOBOANINCH OKNUC/IEHUS Ha BO3-
ayxe upu Temmeparype 900 °C'. Bee eMmenb! ra3zoBoit armocdepbl 0T BOIOPOI-a30THOI
CMeCH K BO3JIyXy M 0OpaTHO ITPOBOJIMJINCH Yepe3 MPOJAYBKY aproiHoM B TedeHUU 30
MUIHYT.

[TepBhbie 4 K18 BOCCTAHOBJIEHIE-OKUCI€HNE ObLIN IIPOBEIEHBI IIPU TeMIIepaType
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Puc. 3.12: TeMHepaTypHaH 3aBHUCUMOCTDL BPpEMECHH BOCCTAaHOBJIEHHNA OKCHUAa HUKEJIA

B yCJIOBUsIX TOIINBHON KaMepbl TOTD, mosyuennass MeTOZOM HCC/IEIOBAHUST CIIEK-
tpoB KPC

500 °C' st pOBEPKU PE3YJILTATOB 110 XapaKTepy 3aBUCUMOCTHU MPOQUIIsi BOCCTa~
HOBJIEHUsI OT HOMepa IHUKJAa, TOJYYEeHHBIX ONTHYeCKMMU MeTojgaMu. llocse sToro
obpaser; KOMITO3UITMOHHOTO TTOPOITKa ObLIT MOCIe0BATETHHO BOCCTAHOBJIEH TP TEM-
neparypax 600, 550, 500, 450 u 400 °C' njist uccae0BaHUS TeMIIEPATyPHOIl 3aBUCH-
MOCTHU KUHETUKU BOCCTaAHOBJIEHUSI.

Humxnsgsa kpuBas na pucynke 3.13 npejicrapigeT coboil 3aBUCHMOCTb MacChl Ha-
BECKU KOMITO3UITMOHHOTO TIOPOIIIKa OT BpeMeHu. [yt 06paboTKn pe3yIbTaToB KCIIe-
pUMEHTaJIbHbIE JaHHbIE ObLIN IPUBEIEHBI K COJEPXKAHNIO KICJI0POIa B UCCJIEYEMOM
obpasrie. TakuMm oOpa3oM, Bce IPUBOJIUMBIE B JlaJIbHEHIIIEM TEPMOTIPaBUMETPUIECKIE
npousin OyAyT MpeJ/iCTaBIeHbl B BUJIE JIOJM He BOCCTAHOBJIEHHOIO OKCHJIa HUKEIs
OT BPEMEHMU.

PesyibraThl HadaJIbHOTO IUKJINpoBaHus pu Temieparype 500 °C' npejacraniie-
HbI Ha pucynke 3.14.

U3 pucynka BUJIHO, UTO KMHETHKA BOCCTAHOBJIEHNA CYIIECTBEHHO 3aBUCUT OT HO-

Mepa 1uKJa. [IocKoIbKy BEIOpaHHOE BpEeMsl SKCITO3UITMH B BOCCTAHOBUTEILHO aTMO-

79



0 20 40 60 80

T L] T ¥ ] ' ] ! ]
O 1;32 " A Ar— H2:N2 (4:96 vol. %)
& 900:‘3 Ar — Air
2 800
g 700 |
O 600
(IEJ 500 |-
— 400 | : : :
| | | |
100 L ﬁ | I | | If""“’lﬂ” |1 | |
| |
LT A Anncficn
|
d 60 I
Z 40} : ! :
| I |
NNV N
0k | | | | | ¥ | | 1 | |
1 i 1 i 1 L 1 L 1
0 20 40 60 80
Time, h

Puc. 3.13: [IporpamMmma n3mMepennii KWHETUKN BOCCTAHOBJIEHUST KOMITO3UIITUOHHOTO 110~

porika MeTojiom TT'A; a TakKe pe3y/IbTaThl UCCICIOBAHUIT

cepe (5 1acoB) OKazaI0Ch HEJIOCTATOUHBIM JIJIsI TIOJHOTO BOCCTAHOBJIEHHSI OKCHJIA
HUKeJIsd, U3MeHeHns] KUHETUKN BOCCTAHOBJIEHUS HAOJIOMAIOTCS BILIOTH JI0 YeTBEP-
TOro nukJja. IIpm 3ToM cTOUT OTMETUTH, YTO HAYAJbHBIN YyIaCTOK BOCCTAHOBJIEHUS
okcuia HukKess (110 0.2 gaca) cTabuIn3npyeTcst yzKe Ha TPETheM MHUK/Ie.

[Tocnemytoniue MUKIIBI BOCCTAHOBIEHNE-OKNCIEHNE, TTPOBE/IEHHBIE TTPU TeMITepa-
typax or 600 10 400 °C' 6bLIN UCIOIB30BAHBI JIJIsd OJIyUCHIA TeMIIepaTypHOil 3a-
BUCHUMOCTH KUHETUKK BOCCTAHOBJIEHUsT KOMIIO3UIIMOHHOTO opoIiKa. CooTBETCTBYIO-
e rpaduKy Mokas3aHnbl Ha pUCyHKe 3.15.

13 rpacdukoB BHIHO CyIIECTBEHHOE YCKOPEHNEe KUHETUKN BOCCTAHOBJIEHUS TTPU
HOBBIINIEHNN TeMIIEPATYPhI: [TOJHOe BoccTaHoBIeHne mpu temieparype 600 °C' 3axu-
maer Menee 30 munyT, Torna Kax rpu 400 °C' — 6ostee 10 gacos.

CpaBHenue BpeMeHu, KOTopoe Tpedyercs JIJisi CHUKEHUsT MacChl OKCUJIA HUKEJIs
B KOMIIO3UIIMOHHOM TIOPOIITKE B € pa3, a TaKyKe TOJIHOTO BPEMEHH, OIpPeJIeIEHHOTO

metogoMm KPC npecrasieno B Tabsnme 3.1.
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Puc. 3.14: Pesynbrarhl nsmepennsg HavYaJbLHOTO IUKJIMPOBAHUS TIPU TeMIIEpaType

500 °C' merojom TT'A
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Puc. 3.15: PesysnbraTsl usMepennsi KHHETUKN BOCCTAHOBJIEHUsT OKCUJIA

JIy9eHHbBIE TIPU Pa3JIndHbIX Temieparypax merogom TTA
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Tabnuna 3.1: CpaBHeHue BpeMeH!, KOTOPOe TpedyeTcs J1/isl CHUXKEHUsT MAaCChl OKCIIa,
HUKEJISI B KOMIIO3UIIMOHHOM IIOPOIIIKE B € pa3, a TaKKe MOJHOIO BPEMEHU, Ollpe/le-

sieanoro merojiom KPC

Temmnieparypa, °C' | Bpemst u3z TTA (e pa3s), ¥ | Bpemsi uz KPC, 4
400 1.240 0.820
450 0.420 0.300
500 0.180 0.040
550 0.090 0.006
600 0.070 0.001

3 Tabymiisl BUIHO, UTO JlarKe HEIOJIHOe BpeMs IIPOIecca, OIpe/le/IeHHOe MeTO-
nom TTA (Tpebyemoe jijist TaJIeHus CUTHAJIA B € Pas3), CYIIIeCTBEHHO MEHbIIIe BPEMEHH,
ornpejiesienHoro MerojoMm KPC, kak moJjiHoe Bpemst mporiecca.

Takoe oT/in4ure BpeMeH MOYKET OObSICHATbCS MaJioi IVIyOMHOI ITPOHUKHOBEHUSI
BO30Y2KIAQIOMIEro M3JjIydeHust 1npu ucciepoBanngax merogom KPC. B takom ciydae
ucciejoBanme MerogoM crekrpockonun KPC orpaykaer msmeHenmust B HeOOJIBIIOLN
00J1aCTH, HAXOJAIIEiC HeaJeKo OT TPaHUIbl "aHOIHBIH 3JeKTPo | smekTposnt”,
B TO BpeMs KaK, M3MeHeHne Macchl, pukcupyemoe metogoMm TTA, ¢Bs13aHO ¢ TOJIHBIM
BOCCTAaHOBJIEHHEM oOpasiia. /lanHoe mpeirnosioxKenne XopoIno UITIOCTPUPYETCS CXe-
MaMu 3KcrepuMeHToB Metogamu criekrpockornuu KPC u TT'A, npejcraBienHbIME
Ha pucyHke 3.16a,0.

Boccranosienne okcujia HUKENS JIO METAJIINIECKOrO HUKEJsT IPU B3auMoJleii-
CTBUU C BOJIOPOJIHO-a30THOI Ta30BOil CMEChI0 MOXKET OBITH OIMCAHO YpPaBHEHUEM

ABpamu Kak 1 Jirob0oe B3auMo/IeficTBIe MKy TBepIoil u ra3o000pa3Hoii ¢dhasoii.
log(—log(1l — «)) = log k + nlogt (3.1)

B ciyuae uccnenopanuit meronom KPC o obo3navyaer oTHOIIEHHE MHTEHCUBHOCTH
IIIKa B CIIEKTPE K MaKCUMaJIbHON MHTEHCUBHOCTH, a B CJIydae U3MEPEHUil MeTO/I0M
TT'A — oTHomeHne W3MeHeHNsT Macchl 00pasIbl K 1oJiHOM Macce. [loaromy pesyib-
TaThl ICCJIEIOBAHNI 0OOUMEI MeTOaMU ObLIN IIOCTPOEHBI B KOOpAUHAaTax ABpaMu: B
Buie 3asucumoct (n(—In(1l — «)) or HaTypasbHOro JloraprdmMa BpeMeHH, pPOIe;i-

mero oT Ha4daJla ITpolecca.
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Puc. 3.16: ObyiacTh aHajm3a MpHu UCHOJIB30BaHUN MeTojukn criekrpockonun KPC

(a) u TT'A xkommosumorHOro MOpOIIKa (6)

PGSyJIbTaTbI TEPMOTI'PaBUMETPUYIECKUX HCCHG,ZLOB&HI/II?'I HJId BCEX MCCJIEAYEMbIX

TeMIlepaTyp, MOCTPOEHHbIE B KOOp/IMHATaX ABpaMi, [0OKa3aHbl Ha pucyHke 3.17.
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Puc. 3.17: PezynbpraThl TepMOrpaBUMETPUIECKUX HCCJIEIOBAHUI JIJIsT TeMIepaTyp

400, 450, 500, 550 u 600 °C', mocTpoeHHbIe B KOOpAUHATAX ABpamMu

3 rpadukor BuaHO, 9TO B KoopamHaTax ABpamu Ha npodmiax TTA moxkuO

BBIJICJINTD JINHEIHbIE y4acTKU. [IepBhIil yuacToK ¢ O0JbIINM 3HAYEHHEM ITapaMeTpa
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n (HaKJOH B KOOp/MHATaX ABpaMu) OTBEYAET MPSIMOMY BOCCTAHOBJICHHIO OKCH/IA
HUKeJIA ra30Boii ha30ii, a BTOPOil — BOCCTAHOBJIEHHUIO C IIOMOIIBIO IIPEIBAPUTEILHO
abcopOUPOBAHHOTO BOJIOPO/IA.

Pesynbrarsr ncciemoBannii Mmerogom KPC B koopanaaTax ABpaMiu MoKa3aHbl Ha

pucyske 3.18.

0+
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= -1t
£
- 1
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24
34

In't [h]

Puc. 3.18: Pesynbrars! nccienoannii meronom KPC st remmeparyp 400, 450, 500,

550 u 600 °C', mocTpoenHble B KoOpinHaTax ABpaMmu

3 rpacdukoB BUIHO, UTO 3aBUCUMOCTU Ha TEPBbLIN B3TJId/l UMEIOT MPUHITUIIN-
aJIbHO Pa3HbIIl BUJI M CJOXKHO IOJJIAI0TCA COBMECTHOMY aHaJn3y. Curyalns IpUH-
IUITIAJIbHO MEHIAETCd, ecjin IpadUKu pa3dUTh Ha Haphl, OTBEYAIONINE OJHOI 1 TOIt
JKe TeMIiiepaTrype.

[Tapbl KPUBBIX, IOCTPOEHHBIE IIPU PA3INIHBIX PAOOUNX TeMIIepaTypaxX IOKA3aHbI
Ha pucyHke 3.19.

Bunno, 1ro Hak/oH cpejHero ydactka KpuBbix KPC coBmnajsiaer ¢ HadaJbHBIM
yaacTkoM Kpubbix TT'A. JlaHHble ydacTKU OBLIM UCIIOJb30BAHBI JIJIsI ONPE/IEICHUS
TeMIIepaTyPHOI 3aBrCUMOCTH Koddhduimerata ABpamu n.

[Ipu m3menenun temmnepatypbl oT 400 g0 600 °C' 3HadyeHUsT HAKJIOHA KPUBBIX

He3HAUNTEIbHO MeHsdAoTcd or 1.3 g0 2.1. Tak:ke cjejyer oTMETHTL, YTO IIPU IIe-

84



T=400°C T=450°C
ol Raman spec_tmscopy ol Raman spectroscopy |
= Thgrmograwmetry - Themogravimetry
—— Fitting —— Fitting
= e 1l |
n..=1.34+0.01
nTG=1 .32+0.01 ;
2 F n,.=1.35x0.01
= ; -2+ .
n,.=1.3320.01
3K
1 1 1 1 '3 1 1 1 1 N
-2 -1 0 1 -3 -2 -1 0
of ] ar 7
n,.=1.41:0.01
—
—
 — . n_.=1.49+0.01
i n. .=1.55+0.01 .2
C | ; 2l —
% T=500°C, 2™ cycle T=500°C, 3" cycle
i Raman spectroscopy Raman spectroscopy
E Thermogravimetry ssmmm  Themmogravimetry
-3+ Fitting . -3t ——  Fitting .
-3 -2 -1 0 -3 -2 -1 0
ol i 0 | N.=2.12+0.02 i
1L _ 1L i
n_.=1.53x0.03
15 n.,=2.12+0.06
2+ . 2l _
T=550°C T=600"C
Thermogravimetry Raman spectroscopy
Raman spectroscopy Thermogravimetry
-3 Fitting T -3+ Fitting .

-3 -2 -1 -2 -1 0

IR

Puc. 3.19: Crnexrpot KPC u 3aBucumoctn TT'A B koopinnarax ABpamu, m3MepeHHbIE

IIPU PA3JIMIHBIX pabovInX TeMIepaTypax

pexojie 0T BTOPOI'O IHMKJA BOCCTAHOBJIEHUSI K TperbeMy Iipu Temieparype 500 °C'

pasHnIa HakJOHA rpaduKoB, m3MepeHHbIX MeTogamu crekTpockormnn KPC u TT'A
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mensiercs or 0.15 k 0.04. DToT pe3yjbraT CBUIETE/]ILCTBYET O TOM, UTO BO BPEMs
BTOPOT'O IUKJ/Ia KOMIIO3UIIMOHHBII 3JIEKTPOJI BCE ellle HAXOJUTCI B CTaJUU CePhe3-
HBIX MOP]OJIOrnIeCKIX N3MEHEHUIT.

Xapakrepnbiit Buji npocduist ciekrpo KPC B koopanaaTax ABpaMn mmokasaH Ha

pucyke 3.20. Ha rpaduke noctpoen npoduib, CHATHIN Tpu pabodeil TemiepaType
400 °C.

L 1 L/ 1 |
I I
" T=400°C l l 1
I I
ok I I -
I I
I I
I | | 1
—
- growth of hydrogen ! reductionor !
o] I : I
i -1F pressure at TPB : nucleation stepI =
= I
- I I ;
= I I
— I I
il i l .
I I
N | ]
Y - low penetration
3le © oeee™ i of laser excitation |
1 1 1 | - |

1 0

Puc. 3.20: Cuexkrper KPC, cusaTble Jjis1 Bcex UCC/IeyeMbIX TeMIIepaTyp, MOCTPOEH-

HbIe B KOOpJAMHaTax ABpamMn

[Tosryaennbie mpoduIm MOXKHO JIETKO Pa3/euTh Ha 3 OCHOBHBIX HMHTEPBAJA C
PA3HBIM IIOBEJIEHNEM KCIIOHEHIINAIBHOIO mapamerpa ABpamu n. [lepBblii yaacTok
¢ HAMMEHBIINMU 3HAYEHUSIMU 7 OTBedYaeT HavaJbHON CTaIuN POCTa HaPIUAIHLHOIO
JlaBJIEHUsT BOJOPO/Ia B 00JIACTU UCCJIEJOBAHUSI. DTOT HIPOIECC O0bICHIETCS TPOHIK-
HOBEHIEM BOJI0pOJia Uepe3 IMOPUCThIe BHEITHIE CJI0U aHOIHOI'O 3JIEKTPO/IA.

Bropoit yaacTok, Ha KOTOPOM 3aBUCUMOCTL MMeeT HamboJiee BhIPasKeHHbIN JIi-
HETHBIX XapakTep M Mapamerp 71 HamboJee CTabWIeH, OTBeYaeT BOCCTAHOBJIEHUIO
OKCHJIa HUKEJISA IO MeTAIMIECKOr0 HUKEJISI I HMPOIECCy 3€pHOOOPA3OBAHMS.

Tperuit nunTeppaJ ¢ HAUOOJILITNME 3HAUEHUSIMU 1 ¥ HaOoJ1ee HeCTaOMIbHBIM 110-

BEJCHUEM 9TOI'O IIapaMeE€Tpa MO2KET 00BICHATHCS MaJIOi FJIY6I/IHOI7I ITPOHUKHOBEHU A
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JIa3epHOro BO30YKJIAIONIET0 U3JIyUeHns 10 ITpUInHe 00pa30BaHus MeTa/JITIeCKOTO
HUKeJISI Ha TIOBEPXHOCTU 3€PEH.
SaBucuMOCTb HapamMeTrpa ABpaMu n OT paboueil TeMIepaTypbl JJIsI CJIyIaeB nc-

craenoBanuii merogom crekrpockonnn KPC u TT'A nokaszana ma pucynke 3.21.

© Raman spectroscopy
® Thermogravimetry 7

2" cycle /

3" cycl
2l cyce\ ,,/ §
i -8
| L

400 450 500 550 600

Temperature, °C

Puc. 3.21: 3aBucumoctsb napamerpa ABpaMu n 0T pabodeil TeMiiepaTypbl JJisd CJIy-

yaeB ncciaegoanuit merogom crekrpockonun KPC u TT'A

SHaueHusT napameTpa n sl KpUBBIX, mojaydeHHbix Mmerogamu KPC u TTA|
MOKA3bIBAET XOpolliee cooTBeTCTBIE. MakcnmasibHast pasHulia cocTaBisgeT He bosee
0.19. 910 O3HAUAET, UTO JBa METO/A HCCJIEJI0BAHNA JAI0T OYeHb OJIN3KUE Pe3y/IbTa-
THI BO BCEM HCCJIEIyeMOM TeMIiepaTypHoM juanaszone. Obiee n3Menenne napaMeTpa
Aspaymu — 0.8 — cBUJETEIBCTBYET O TOM, UTO XapakTep Ipolecca He MeHsIeTCs
Kap/IMHAJbHO. DbBLIO TOKa3aHO, 4TO HavdaJbHOE 3HAUYEHUe, JiexKallee B MHTepBaJe
1.3-1.35 XopoIo MoJAXOJNUT JIId TPUOJUKEHUS 3aBUCUMOCTEl, XapaKTepu3yIonnux
porece BoccTaHoByenns: okenyia Hukesst [110]. VI3 u3menenust mapamerpa MOXKHO
¢JleJlaTh BBIBOJI, 9TO Iporiecc Oojiee OJIMB0K K OJHOMEPHON MOJIETN It HU3KUX

TeMIIepaTyp U3 UCCJIelyeMOro MHTepBaJia 1 K JIBYMEPHOIT Jiid 00J1ee BHICOKHUX.

87



3.5 DBrniBoabl

B jlanHOil 1yiaBe mpejicTaBieHbl pe3yIbTAThl HCC/Ie0BaHNs] KHHETUKNA BOCCTAHOB-
JIEHUsT OKCHUJIa HUKeJIsI, BXOJIAIIEro B COCTaB KOMIIO3UIIMOHHOI'O 3JIEKTPO/IA B YCJIOBH-
sIX TOILJIMBHOM KaMepbl TBEPIOOKCHIHBIX TOILIMBHBIX 9JIEMEHTOB.

ccnenoBanust MpoOBOANINCH C TIOMOIIBIO HOBOH 9KCIIEPUMEHTAIBLHON METOINKIM,
II03BOJISIONIEH TTPOBOUTH OJTHOBPEMEHHbBIE UCCJIeI0BaHUST KaK C TIOMOIIBIO TPa/ U1~
OHHBIX 9JIEKTPOXUMIYECKUX METOJIOB HUCC/IEI0BaHUsS (BOJbTAMIIEDHBIE U MOIIHOCT-
HbIE XapaKTePUCTUKHU, UCCJIeIOBaHUIT rojorpadoB UMIIEJAHCHBIX CIIEKTPOB, XPOHO-
MOTEHIIMOHMETPHS ), TAK U C MIOMOIIBIO CIIEKTPOCKOITNI KOMOUHATIMOHHOTO PACCeSTHIS
ceera. Jlist ipoBeienus uccsieioBanuii obsacreil Ha uHTepdeiice "3/1eKTpo | S1€K-
TposuT" ObLIa paspaboTaHa clenuaibHas MeoMeTpust 00pas3IoB Ha Oa3e MOHOKPHU-
CTAJIIMIECKIX MEMOPaH TBEP/IOI0 JIEKTPOJIMTA C IPOTUBOJIEKTPOJIOM CIIEIUAIbHOI
KOJIBIEBOI (popMbI. /laHHas reoMeTpus MOJIEIBHBIX 00pa30B IMPOITYCKaTh HaKaulBa-
IolIee Jia3epHoe U3JIyUeHne Yepe3 OTBEPCTUE B IPOTUBOIJIEKTPO/IE U ONITUICCKH TTPO-
3pavHyo MeMOpaHy TBEP/IOT0 3JIEKTPOJINTA HEITOCPEJCTBEHHO Ha MHTEPEeCY oIl Hac
unrepdeiic.

C 1noMoIipio MpruMeHeHns HOBOM METOJUMKN U IeOMETPUN MOJEIbHBIX 00Pa3IoB
Obl/1a nccae0BaHa KUHETUKA OKHUC/INTETbHO-BOCCTAHOBUTE/ILHBIX TPEBPAIEHN OK-
cujia HUKeJsi B KoMmnosuinronHoM aHose TOTS B yc1oBUsIX TOIIMBHON KaMepbl IIPU
pabounx temieparypax ot 400 mo 600 °C'. Beuio mokasaHo, 9TO I[€pBOE BOCCTAa-
HOBJICHHE NPUHIUITHAIBHO OTJINYACTCS OT TOCASAYIOMNX 110 KHHETUKE ITPOTEKAHMS
npoiiecca. Mcceienoanusi Merojgom COM ObLI0 IIOKA3aHO, YTO TAKOE HM3MEHEHNE CBsl-
3aHHO C CYIIECTBEHHON IIEePECTPONKONl MUKPOCTPYKTYPLI BO BpeMsI IIE€PBBIX IIUKJIOB
BOCCTaHOBJICHMS.

Takzke ObLIO TTOKA3aHO, YTO MPOIECC BOCCTAHOBJICHUS] OKCHU/IA HUKEJIS B YCJIOBUSIX
roruBHO# Kamepbl TOTD xoporo onucbiBaeTcst MOIEIbI0 ABpaMu JJIsI PEAKITHs
MEXKJIy TBepnoit n razoobpasnoii dazoii. OcHOBHOII mapaMerp Mojenn ABpamu He
[peTepleBaeT CyIeCTBeHHBIX N3MEHEHN TP M3MeHeHnn padboveil TeMiepaTyphl OT
400 mo 600 °C'. DToT pe3yabraT CBHUAETEILCTBYET O TOM, UYTO XapaKTep IIPOoIecca
CYIIIECTBEHHO HE MEHSIeTCsI.

MeTosoM TepMOrpaBUMETPHYECKOIO aHaJM3a ObLIM ITPOBEJACHBI aHaJOTMIHbIE

IIporpaMMbl U3MEpeHuil, coBnaieHne napamerpa ABpaMu BO BCEM TeMIIEpATyPHOM
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Analla30He CBUJACTCJILCTBYET O JOCTOBEPHOCTHU ITOJIYYEHHBIX HTaHHDbIX.
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I'maBa 4

OnTuMn3anug IIOJIHOTO
BHYTPEHHEro COIIPOTUBJICHUS

MeMOPaHHO-3JIEKTPOJIHbIX

osoxkoB TOTD

Vcxonble  coelMHEHMs, UCIOJb3yeMble JJIsi  M3MOTOBJIEHUs MeMOpPaHHO-
9JIEKTPOJHBIX OJIOKOB, OIMCAaHBbI B pazjeie 2.2. MeTouuku, HCIOJIb3yeMble JIJIsi

N3rOTOBJICHUST MEMOPAHHO-3JIEKTPOHBIX OJIOKOB, OIMCAHbI B pasjese 2.5.

4.1 MD3DB, u3roroBjieHHbIe METOJOM pPa3aeJbHOTO

CIICKaHHNA 9JIEKTPOA0B

PGSyﬂbTaTbI OIITUMU3all TEXHOJIOI'MM HN3I'OTOBJICHUA M>6 METOILOM COBMECT-

HOT'O CIIEKAHMUsI 9JIEKTPOJIOB ObLIN OIybJIMKOBaHbI B pabore [44].

4.1.1 MetoauKa N3roTOBJIEHASA 1 MUKPOCTPYKTYPHbIE HCCJIe-

JOBaHUSA

Mg m3rorosiennss MOB mMeTosoM pazjiebHOTO ClIeKaHUs JeKTPOJa Ha MeM-

OpaHbl TBEPJOIr0 3JIEKTPOJINTa HAHOCUINCH IBYXCJIOMHbIE aHOIHBIN M KaTOIHDIM
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9J1eKTPOo/Ibl. [Tocsie HaneceHns Kazk 1010 9J1eKTPO/Ia IPOBOIUIICA BHICOKOTEMITEPATY P-

HBIIl OTKUT' TIPU TeMIIepaType, OINTUMAJJIbHON /11T KOHKPETHOT'O 3JIEKTPO/IA.

4.1.1.1 MemMmOpaHBbI TBEPIOIO JIEKTPOJJINTA

[Ipu usrorosyienunn MIB MeTo10M pas3ie/IbHOIO CIIeKaHUs JIEKTPOJIOB UCIIOJIb-

30BaJIMCh 2 TUIIAa MEMOPaH TBEPJIOTO JIEKTPOJIUTA:

1 Memb6pansr mpoussojctsa Fuel Cell Materials (CIIIA)

2 Oxmocoitabie MeMOpanbl poussojicTBa HIB3-Kepamuke (Poccnst)

4.1.1.2 AHOIHBIIT 3JIEKTPO

Amnojy coppemennoro TOTD npyxcioitnbiit. On cocTouT U3 QyHKIMOHATIHLHOTO
U TOKOCbheMHOro cjioeB. Ha pyHKIIMOHAIBHOM CJI0€ aHOIHOI'O JIEKTPOJIa IIPOTEKa-
eT peakIus OKUCJIEHUS TOILIMBA. DTa PEaKIs IMPOTeKaeT Ha TpexdasHoii rpaHule
«NiO-aHNOHHBIN TPOBOAHUK-ra30Bast daszay. st 1mogBoga 3JIEKTPOHOB U AHIOHOB
KHCI0PoJa MaTepua (PyHKINOHAJILHOIO aHOIHOTO CJIOsI JOJI2KEeH 00J1aJlaTh BbHICO-
KUMH HMOHHOI U 3JIEKTPOHHOI IPOBOJIMMOCTbBIO. [[oMIUMO 3TOro, Jijisi yBeJudeHust
101,11 TpexdasHoil rpaHuIbl HeOOXOIUMO YMEHBIINTL pasMep KPUCTAJLINTOB B
rHeMm (d < 1 MKM), a Tak:Ke CIiedb €ro JI0 MaKCUMaJIbHOIl mioTHOCTH. B armocdepe
TOILINBA OKCUJI HUKE/Isl BOCCTAHAB/IMBAECTCSI JI0 METAJIINIECKOI0 HIKEJIS ¢ 00 beMHBIM
s dexrom okos1o 40 % [111]. Droro gocrarouno st obecriedernst BEHTUIAIIN aHO/I-
HOT'O 3JIeKTPOJa TOILINBOM. Takum obpa3oM, K (DyHKINOHAILHOMY AaHOIHOMY CJIOIO
HPEIbSIBJIAIOTCS CJIeYIONe TPeOOBAHMSI: BHICOKIE IJIEKTPOHHAsI U MOHHAs IIPOBO-
JINMOCTh, MUHUMAJIBHBII PasMep KPUCTAJLIMTOB, BbICOKAas! IIJIOTHOCTb. TOKOCHEMHBIIT
CJI011 MoJIzKeH 00eceunBaTh JTOCTYI TOIUINBA K (DYHKINOHAJIBLHOMY CJI010 aHoxga. 1lo-
9TOMY, OH JIOJI2KeH 00/1aJ1aTh Pa3BUTON CHCTEMON MarucTpasbHbIX 0P OOJIbIIOIO
mramMerpa (710 HeCKOJIBKIX MUKPOH). [ToMIMO 9TOr0, K TOKOCHEMHOTO CJIO0 TIPeJIb-
sIBJISIETCST TpeDOBaHMe HU3KOI0 CJI0EBOI0 cONpoTuByeHus. exons n3 aToro rpedona-
HISI TOJIINHA TOKOCHEMHOT'O CJIOS aHOJIa OOBIYHO cocTaBsgeT 0K0JI0 30-50 MKM.

B paborax [112,113| 661710 M0oKa3aHO, 9TO B KOMIIO3UTHBIX MaTeprajaxX Ha OCHOBE
NiO/10Sc1CeSZ HeckonevHbII KIaCTep ITPOBOMMOCTH 00PA3YeTCs YKe P COOTHO-
mennn dpaz 35:65. [To 3Toit npudmHe craHIapTHBIM COOTHOIIeHneM (a3 /1t (DyHKIIN-

OHAJILHOTO ¢J10s1 anojia stBJistercst cootrorerne NiO/10Sc1CeSZ = 40/60%06., a s
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trokocbemuoro — NiO/10Sc1CeSZ = 60/40%06. Coornorienne a3 dbyHKIMOHAb-
HOTI'O CJIOSI OKOJIO 1E€PBOI'0 MEKPOJIAIIMOHHONO TIPeJie/ia O3BOJISeT OJyINTh MAKCHU-
MaJIbHO BO3MOKHOE 3HaYeHNe aHMOHHOI IIPOBOJIMMOCTH, a COOTHOIIeHnEe (a3 TOKO-
C'bEMHOT'0 CJIOsI OKOJIO BTOPOT'O MEPKOJISIITMOHHOIO TIpeJiesia MO3BOJIAET JIOCTUYh MaK-
CUMAJIbHO BO3MOKHOI 9JIEKTPOHHOMI 1poBoguMocT. C IEeIbI0 JOCTHXKEHNUsT MUHU-
MaJIbHOI'O pas3Mepa arjioMepaToB U NOMOIeHU3aIni KOMIIO3UTa B (PYHKIMOHAJIHLHOM
cioe nexo bt moporok cocraBa NiO/10Sc1CeSZ = 40/60%00. mpoxo/ I JByXcTa-
JIUIHBIN Pa3MoJI B IJIaHeTapHOI MesbHuie. [Ipu 9ToM Ha 11epBoil cTaun IPOBOJIILI-
s pa3MOoJI [UPKOHUEBBIME IIapamu 60JIbIIoro guamerpa (@10 Mm) jist pasoreHust
KPYITHBIX arJIOMEpaTOB, a Ha BTOPOil — pa3MoJI [apaMi MaJjioro quaMerpa (¢2.7 M)
JIJIsT OKOHYATEJIbHOTO CHUYKEHUS pasMepa KpUCTaIMTOB. [IopOIIoK J1JIg TOKOChEM-
HOI'O CJIOST ITPOXOJIMJI TOJIBKO CTaJIMI0 Pa3MOJia HUPKOHUEBBIME HIapaMu OOJIBIIOrO
JuameTpa. bjarogapsi 9ToMy B HEM COXPAHUINCH arjioMepaThbl, JOCTATOYHbBIE JIJIst
CO3JIaHUsT MAIMCTPAIbHON IOPUCTOCTU ¢ OOJIBIITUM PA3MEPOM IIOP.

[Ipr u3roroBjeHUN M3 MCXOJIHBIX IIOPOIIKOB IIacTa Jiid TpadapeTHOi edaru
OBLJIO ONTUMHU3UPOBAHO COOTHOIIEHIE (a3 aHOIHOTO MOPOIIKA U CBA3YIOIIEro. DTO
COOTHOIIIEHUE SIBJISIETCST BaXKHBIM IAPAMETPOM, BJIMSIONINM Ha KA4eCTBO JIEKTPO/I-
HOTO cJiosg. OT J0JIM OPraHUYIeCKOro CBA3YIOIIEr0 3aBUCAT MUKPOCTPYKTYPa IIOJIY-
YEHHOT'O CJIOSI U €0 yCaJKa IIPU BBICOKOTEMIIEPATYPHOM OTKUTre. Y BeJIMIeHUe J10JI1
OpPraHUYecKoro CBSI3YIOIIEro MPUBOAUT K MOsIBJICHUIO 110JIOCTENl B c(OOPMUPOBAHHOM
1ocJjie crieKaHust 37eKTpojie. [IoMrMo 9Toro, OHO NMPUBOJUT K YBEJIMICHIIO ITPOIIEHTA,
yCaJIKI CIIEKAEMOI0 CJIOS, UTO COIIPOBOKIAETCsS BOSHUKHOBEHNEM U3rNMOOBBIX j1ehop-
Maluii B MeEMOpPaHHO-3JIEKTPO/IHBIX OJI0KaX.

it onTUMUBAIE COOTHOIIEHMS MTOPOIIKA, 1 CBSI3YIONIEro ObLIN IIPUTOTOBJIEHDI
macThl ¢ coorHormenneM da3z (NiO/10Sc1YSZ = 40/60%)/HeracusV-006A = 1:0.4,
1:0.6, 1:0.8, 1:0.9, 1:1. Ha pucynkax 4.1 npuboastcs SEM-uzobpakenue moreped-
HOTO cedernst KommosuionHoro Ni/10Sc1CeSZ anoma, MpUrOTOBIEHHOTO U3 MACT C
Pa3HbIM COOTHOIIEHUEM CBS3YIOIIEro U CyXOI'o MOPOIIKA 1 CIIEYCHHBIX MPU TeMIIe-
parype 1350 °C' B Teuenue 3 4acos.

3 pucynkos 4.1 BUJHO, UTO C yBeJMYEHHEM JIOJU CYXOI'O IIOPOIIKA B IIAaCTe
KOJINYECTBO W Pa3Mep KPYIHBIX ITOJIOCTENl B CIIEUEHHOM 3JIEKTPOJIe YMEHbIITaeTCs.
Taxkum ob6pazom, ObLIO OINpEJIeSIeHO ONTUMAIbHOE COOTHOINIEHNE CBA3YIOIIEIo U Cy-

XOT'0 TIOPOITKA B 3JIEKTPO/IHOII 1TacTe, KoTopoe coctasiser 0.4 : 1. [Ipu ymenbienun
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Puc. 4.1: COM-u300pazkeHust aHOIHOIO JIEKTPO/Ia ¢ Pa3HbIM COOTHOIIEHHEM II0PO-

mok:ces3yoiiee a — 1:1, 6 — 0.8:1, B — 0.4:1

JIOJIM OpraHnydeckoro cpszytoiiero Jo 0.33 : 1 ajiekTpogHast 1macta pe3Ko MeHseT
KOHCHCTEHIINIO, YTO BBIPAyKaeTCsI B CJ1a00M CMaYNBAHUU ITOBEPXHOCTH JIEKTPOJIATA
1 OTCYTCTBHH pacTeKaHud NacThl mocje Hanecenns. [lacta ¢ coornomennem 0.33 : 1
He IIPUIOJIHA JIJIsSI HaHEeCeHUsI MeTOI0M TpadapeTHOil rmedarTi.

[Ipu criekaHUM OTJIEJIBHBIX JIEKTPOJHBIX CJIOEB CJIOXKHO M30€¥KaTh M3rMOOBBIX
nedopmannii. B ¢Bsi3u ¢ 3TuM OBLIO IPUHATO pPellleHne N3I0TaBJINBATD JIBYXCJIONHbII
AHOJIHBII JICKTPOJI 38 OJIHO CIIEKaHUE.

C 1eJibl0 ONTUMU3AIUN TEMIIEPATYPHBIX PEXKUMOB CIIEKAHUSI OBbLIN ITPOBEICHBI
Ipe/IBapuTeIbHble TEPMOIpaBUMETPUIECKIE UCCIe0BaAHNS OPTaHNnIeCKOTr0 CBA3YIO-
mero Heraeus V-006A. B pesynbrare mncciieoBannii ObLI0 BbIICHEHO, YTO OCHOBHOE
CHUYKEHIE MACChI CBABYIOIIEr0 IMPOUCXOINT IPHU IPoxoxKaeHun Temueparyp 180 °C,

450 °C' n 750 °C'. Bepositao, npu Temieparype 180°C' mcrnapsiercst KUaKass KOM-
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nonerTa cs3yiomero (TeprmHeos), a npu JBYyX JAPYrUX TEMIEpaTypax — TBepias
opranmveckasi ocHoBa. Ha ocHOBe JTaHHBIX TepMOIpaBUMETPUYECKIX UCC/IEI0BAHUI
OBL/I UCIOJIL30BAH PEXKUM TEMIIEPATYPHOI'O CHEKaHUs aHOIHOTO 3JIEKTPOJIA, Mpe/l-

CTaBJICHHBIN Ha pucyHke 4.2.

1400

1200 3 I | | | I 7 \
1000 - / \V/ \\
800 : ,// \
% son. /| \
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200

2 4 B 8 10 12 14 16
time, h

Puc. 4.2: PexxuMm BbICOKOTEMIIEPATYPHOIT 00pabOTKI aHOIHOI'O 3JIEKTPO/IA

Jlo TemmepaTypbl epBoro BuicokoTeMieparypaoro otxkura (1330 °C') nmpoucxo-
JIAT Me/JI- JIEHHDIII HarpeB cO CHUZKEHHEeM CKOPOCTH JI0 3Hadenuii Huzxke 1°C'/MuH Ha
ydacTkax BoKpyT temmepatyp 180 °C', 450 °C' u 750 °C. Taxue 3ameji/IeHNs] CKOPO-
CTU HarpeBa HEOOXOJMMBI JIJIT MeJJIEHHOTO U MOJTHOT'O BBIKUTaHUS OPTaHMIeCcKOro
CBABYIOIIEro: cHavdaJja ero »KIJKOro KOMIIOHEHTa, a 1OTOM TBepjioro. Ilpu orxkure
Ha temneparype 1330 °C' npoucxoguT GpopMupoBaHue IPAHUI] 3¢PEH AHOTHOI'O Ma-
TepuaJia, HO He MPOUCXOJUT OKOHYATe/IbHOe cliekanue ciod. OXraxKIeHue 0 TeM-
neparypbl 900 °C' mocsie 1mepBOro BhICOKOTEeMIIepaTypHoro crekanust mpu 1330 °C
HEOOXOIMMO I CHATHUS MEPBUIHBIN MeXaHUIeCKNX HAITPSAXKEHN, BO3HUKAIONUX B
9JIeMEeHTe IIPH crieKaHun cjiosd. Kpome 3Toro, Takoe oxJiak/ieHrie OCTAHABINBAET Pas-
pacTaHue 3epeH, IPOUCXO/IIee P TIEPBOM BbICOKOTeMIIEpaTypHOM oTzkure. [Ipn
temriiepatype 1380 °C npoucxonut dpuHaJbHOE cliekaHue cios 3a 1 gac. [locse crie-
KaHs MPOXOJIUT MeJ[JIEHHOe OXJIazK/IeHne 10 KOMHATHON TeMIlepaTyphl.

@ororpadust MeMOpaHbl TBEPJIOTO JEKTPOJIUTA MPOU3BOACTBa KoMmmanun Fuel

Cell Materials ¢ maneceHHBIM 1 CIHEYECHHBIM aHOIHLIM CJIOEM IMOKa3aHa Ha PUCYH-
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ke 4.3.

Puc. 4.3: @ororpadust MeMOpaHbl TBEPOrO 3JIEKTPOJIUTA ITPOU3BOJICTBA KOMIIAHIH

Fuel Cell Materials ¢ naneceHHBIM U CIIEUEHHBIM AHOJIHBIM CJIOEM

Hanecennbliit cjioit OB UCCIeI0BAH METOJIOM CKAHUPYIONIEH 9JIeKTPOHHON MUK-
pockoruu. Mukpodororpadust npejicTaBicHbl Ha pucynke 4.4.

3 pucynka BHJHO, UTO TOJYYEHHBIH (DYHKIMOHAJIBHBIN CJI0I aHOJHOIO 3JIEK-
TPOJia UMeeT TOJIINHY 0K0JI0 15 MKM. OH cIiedeH 10 BBICOKOI IJIOTHOCTH, 9TO 00ec-
1evunBaeT OOJIBIIYIO ILIOTHOCTh TpeX(asHOil I'PaHUIlbl. 3epHa B (DYHKINOHAJIHLHOM
cJI0€ IMEIOT pasMep MeHee 1 MKM.

ToxkocbeMHbBII cy1oit nMeeT ToJuHy 0KoJio 30 MKM. B cj1oe mpucyTcTByeT cucre-
Ma pa3BUTBIX MarucrpasbHbIX mop. OHa obecriednBaeT XOPOIINX I0/IBOJ BOCCTAHO-
BUTEILHOI ra30Boil cMech K (DYHKITMOHAJILHOMY CJIOI0. 3epHa IMEIOT pasMep OoJIbIIe
1 MKwMm.

Taxum obpasom, IPpH U3MOTOBJIEHUN AHOJHOI'O CJIOsI ObLIN BLIIIOJIHEHBI BCE TPe-

OoBaHUsl, IIpeIbsIBJIIeMble K aHOIHBIM 3J1eKTpogam TOTD.
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Puc. 4.4: SEM-uzobparkenue JIByXCJIOMHOTO aHOIHOIO 3JIEKTPO/Ia

4.1.1.3 KaroaHbIili 3J1eKTPO/I,

[Tocsie HaHeceHUsI U CIIEKAHKSI aHOIHOIO JIEKTPOJIa Ha IIPOTUBOIOJJIOXKHYIO CTO-
poHY MeMOpaHbI TBEPIOIO JIEKTPOJJINTA HAHOCAT CJIOM KATOIHOIO 3jeKTpoia. Ka-
TOJHBII 3JIEKTPOJI, TAK»Ke COCTOUT U3 (PYHKIMOHAIBHOI'O CJI0sI U TOKOCHEMHOTO.

Ha dyHKImoHaIbHOM CJIoe KATOHOIO 9JIEKTPO/Ia IPOTEKALT PEaKIist BOCCTAHOB-
JIEHIs Ta3000pa3HOro KUCJI0POa 10 aHMOHOB. DTa peaklinsd IIpoTeKaeT Ha Tpexdas-
Hoit rpanuie «LSM-aHnoHHBIN TPOBOIHUK-Ta30Bast ¢dazay. st 1mo1Boja 3JIeKTPo-
HOB 1 OTBO/Ia MOHOB KUCJIOPOIA B 9JIEKTPOJUTUIECKYI0 MeMOpaHy Marepuas (pyHK-
[IIOHAJILHOT'O KATOIHOIO CJI0s JOJIZKEeH 00J1a/1aTh BHICOKIMMU MOHHOM 1 9JIEKTPOHHOIT
IIPOBOJIMMOCTBIO. [ToMUMO 3TOrO0, JIJIsd yBeJIMUYeHusl IO 1l Tpexdas3Hoii rpaHuIbl
HEOOXO/IMMO YMEHBIINTh pa3Mep KPUCTAJINTOB B HeM. Takum obpa3om, K (DyHK-
[IOHAJILHOMY KATOIHOMY CJIOIO IIPEIbABIISIIOTCS CAeAYIOIe TPeOOBaHUsI: BHICOKIE
9JIEKTPOHHAsI 1 MOHHAS [IPOBOAUMOCTD, MUHUMAJIBbHBII pasMep KPUCTAJINTOB.

TokocbeMHBI €10l JOJI2KEeH 00eciieunBaTh JOCTYI KUCJI0POoAa K (DYHKIIMOHAIb-
HOMY CJI010 KaToja. [ToaToMmy oH Jlo/zKeH 00/1a/1aTh PA3BUTO CUCTEMOIT MarucTpaib-
HBIX [IOP OOJIBIIOrO JraMeTpa (10 HeCKOJIbKIX MUKPOH ). [ToMIMO 9TOr0, K TOKOCHeM-
HOT'O CJIOIO TIPEbABIACTCS TpeboBaHUE HIU3KOTO CJIOEBOTO colpoTusienns. Vexoms

13 9TOIoO Tpe6OBaHI/IH TOJIIIINHa TOKOCBHEMHOI'O CJIOA KaToda OOBIIHO COCTABJISIET OKO-
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J1o 20-50 MKM.

Ucxons n3 TpeboBannii, MpeIbaBiIgeMblX K KaTogaM (PYHKITHOHAJIHHOTO U TOKO-
CHEMHOT'O CJIOEB, UCXOJIHBIE TIOPOIIKN OBLTN MPUTOTOBJIEHBI 110 PA3HBIM TEXHOJIOIU-
aM. JIg pyHKINOHATIBHOTO KATOIHOTO CJI0S ObLT MPUTOTOBJIEH KOMITO3UT U3 KATO/I-
HOTO MaTepuasa U aHMOHHOTO MpoBojHIKa ¢ cooTHomenneM da3z LSM/10Sc1CeSZ
= 60/40%06. CoorHomienne a3 MOTUBUPOBAHO HEOOXOIMMOCTHIO TOJIYIUTh OECKO-
HEYHBII KJIacTep 10 0O0MM KOMIIOHEHTaM KOMITO3UTa W HEOOXOIMMOCTHIO MOy YU Th
MaKCUMaJIbHO BO3MOYKHYIO 3JIEKTPOHHYIO ITPOBOJINMOCTD CJ10s1. B KavyecTBe MCXOIHO-
I'0 TIOPOIITKA, JIJIsT TOKOCHEMHOTI'O CJIOSI UCIIOJIb30BAJICA YUCTHIN KATOMHBIN MaTepual
LSM.

Ucexonst m3 TpedoBannii K pazMepam arJioMepaToB MOPOMIOK /i (DYHKITHOHA b
HOI'0 KaTO/IHOI'O CJIOZ HPOIIEJI JBYXCTAUIHDBIN IIepEeMOJI B IIJIAHETAPHOU MeJIbHUILE.
Ha mnepBoii ctajiun /1 nepeMoJia UCHOIB30BAIICH IMPKOHUEBBIE TTapbl OOJILITIOTO
muamerpa (610 mum). TTocsie 9T0ro OKOHYATEIBHBIN TTePEMOJI OCYIIECTBISICS [APH-
KaMH MEHBINero anamerpa (¢2.7 Mu).

[Toporok J1/1s1 TOKOCHEMHOI'O CJI0s He ITepeMaJibIBaJICS C 11eJIbI0 COXPAaHUTh arJio-
MepaThl OOJIBIIIOTO pa3Mepa, 0decIeInBaloNIe HAJTMINe MarnCTPAJILHBIX TIOP B TOKO-
CHEMHOM CJIOE JIJIsT TTPOX0/Ia OKUCTUTETBHOIO ra3a K (hyHKIIMOHAJIHLHOMY KATOIHOMY
coto. st HaHeceHnsT KATOHOTO CJIOS U3 MCXO/IHOT'O TIOPOTITKA, TOTOBUJIACK ITacTa Ha
ocuose cpsi3yioriero Heraeus V-006A. IIpu 570 Kax u B cirydae aHoa ObLIO OITHMU-
3UPOBAHO COOTHOIIIEHWE MOPOIIKA U CBA3YIONIETo. i 3TOro ObLIN TPUTOTOBJIEHDBI
MAcThl ¢ COOTHOIIEHNEM Iopormok-cea3yiomiee 1:1, 1:0.9, 1:0.8 u 1:0.6. [Tacta 1:0.6
y2Ke He ObLa IMPUTo/iHa K HaHECeHNI0 METO/IOM TpadapeTHoil TedaTn, TP Iepexo/ie
K 9TOMY COOTHOIIIEHHIO TTOPOIIOK:CBA3YIOIIEe MPONU30IILIO CYIEeCTBEHHOe M3MEHEHNE
koncucrenruu. [TosTomy macrta 1:0.8 ObL1a BeIOpaHa B KadecTBe ONTUMAJILHON JIIsd
HaneceHus (PYHKITMOHATLHOTO CJI0sT KATOHOTO 3JIEKTPOJIA.

Jl1s1 HaHeceHmsT TOKOCHEMHOI'O CJIOS U3 MCXOJIHOTO TTOPOITKa IOTOBUJIACH TACTA
¢ cooTHoIeHneM a3 mopoinok:cessyomee=1:1. CooTHoleHne 00bICHSIETCS TEM,
YTO TPU U3TOTOBJIEHUN TOKOCHLEMHOTO CJIOS MBI JIOJIZKHBI 00ECIIeunTh HAJIMINE CU-
CTEeMBbI MarUCTPAJILHBIX TTOP, OOJIbIIee KOJIMUECTBO OPTaHUIECKOTO CBABYIOIIEro CIIo-
cobcTByeT 3ToMy. JlaHHBIE TepMOrpaBUMETPUUIECKOr0 aHa/n3a cBa3ytomnero Heraeus
V-006A ObLI UCIIOIB30BAHBI JIjIsT ONPEJICICHIS TEMIIEPATYPHOI'O PEXKIMa, CIICKaHUsI

KaTOAHOI'O 9JIEKTPOJa. HarpeB J0 TeMIIepaTypbl CIIEKaHUA KaTOda OCYHICCTBJIAJICA
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110 IIporpaMMme, aHaAJIOTUYHON TporpaMMe, UCIOJIb3YEeMOil JIJIs aHOHOTO JIEKTPO/IA.
Jlo Temmeparypbl BbicokoTemieparypuoro otxkura (1100 °C') mpoucxour me/1jieH-
HBIfl HATPEB CO CHUYKEHMEM CKOPOCTH 10 3HadeHuil Hixke 1 °C'/MuMH Ha ydacTkax
BOKpyT Temieparyp 180 °C, 450 °C' u 750 °C'. Takne 3amejieHnsT CKOPOCTH HAarpeBa,
HEOOXOIUMBI JIJIsI MEJJIEHHOI'O M IIOJTHOTO BBIKUTAHUsI OPIaHMYECKOr0 CBA3YIOIIETO:
cHaJaJja ero »KUJIKOro KOMIIOHEHTa, & II0ToM TBepjoro. IIpu temmeparype 1100 °C'
IIPOMBBOINTCS CIIEKaHNd B TeUueHnu 3 Jacos. [locye cnekanms mpoxoanT Me I IeHHOe
oXJlazKJIeHne 710 KOMHATHOM TeMIiepaTypbl. TemiepaTypHbIil pexKuM IIpecTaBIeH Ha

pucynke 4.5.

1000 \

800

600 - / \

400 Vst

16

200

2 4 6 8 10 12 14
time, h

Puc. 4.5: PexxuM BBICOKOTEMIIEPATYPHOTO OTYKUTA KATOHOTO 3JIEKTPOIA

Qororpacdusg MeMOpaHbl TBEPAOro 3JEKTPOJIUTA IPOU3BOACTBA KoMIIaHnuu Fuel
Cell Materials ¢ nameceHHbIM 1 CITEYEHHBIM KATOJIHBIM CJIOEM IOKa3aHa Ha, PUCYH-
ke 4.6.

Hanecennbrit cjioit ObLT UCCIEI0BAH METOJIOM CKAHUPYIOINIEH 3JIEKTPOHHON MUK-
pockonuu. Mukpodororpacdun npejicraBiensbl Ha pucynke 4.7.

Huxnnii hyHKIMoHa bHbI ¢/10it uMeeT ToJmuny okojo 20 mMxM. Ero mopn-
cTocTh cocraiisier 0koJio 30%. BepxHuii TOKOChbeMHBII €107 BMeeT TOJIIUHY OKOJIO
30 mxm. Ero nopucrocts cocrasisger okoso 50%. Cion UMeEOT pa3inyHyo MUKPO-
cTpyKTypy. HupKHUiT €101t COCTOUT U3 3epeH CyOMUKPOHHOTO pa3Mepa, arJioMepaTh
B BepXHEM CJI0€ UMEIOT pas3mep Oosibiie 1 MKM. VI3 pucyHKa BUIHO, 9TO aJIre3us CJI0-
eB XOpoIlas. JTO 0decredInBaeT XOPOIINil MOMePeIHbIil TPAHCIIOPT B CJIosAX. Taknm
00pa3oM, MOJTyIeHHBIN KATO/T MTOJTHOCTHIO YIOBIETBOPAET TPEOOBAHUAM, TTPETHIBIs-

eMbIM K KarogaMm TOTD.
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Puc. 4.6: @oTorpadus MmeMOpaHbl TBEPOTO JIEKTPOJIUTA TPOU3BOJICTBA KOMIIAHIH

Fuel Cell Materials ¢ HaneceHHBIM U CIIEUEHHBIM KATOJHBIM CJIOEM

Taxkum obpazoM, obImas KOHCTPYKIUS cjoeB MIB, NpuroToBaeHHOr0 METOI0M

pa3/ieIbHOTO CIIeKaHUS 3JIEKTPOJIOB IIpeJicTaB/ieHa Ha pucyHke 4.8.

4.1.2 DaeKTpoxmMmUIecKne XapaKTepPUCTUKU

DIEKTPOXUMUUIECKNe UCHbITaHnss MIB, M3roToB/IeHHBIX METOIOM pa3IeabHO-
o CIeKAHUS 9JIeKTPOJIOB, IIPOBOIMIICH B META/INIECKOM HCIILITATeIbHOM MOJLYJIE,
onucanHoMm B pazgese 2.1.11.1.

[Tocsie cbopku Moyt MObB 6bL1 HAarper 10 pabodeit TemiepaTyphl, Ha HErO ve-
pe3 crucTeMy ra3opacipejeeHnst MOy ObLIN MOJIaHbl TOILINBHBIA 1 OKUCINTE -
HbIil raspl. [locsie BoccTaHOBJICHUST aHOHOTO 3JIEKTPOa ObLIT U3MEPEH MOTEHIUAJ

orkpbiToii nermu. Ou cocrapmwi 1.19B mpu remmneparype 800 °C'. Bbicokoe 3Hadue-
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Mag= 300K X 10w’ EHT = 5.00 kv Signal A = SE2 Dty 35 My 2093
WD= &mm | — Aperure Size = 3000 ym  Segnal B =inLens Time :11:44-18

Puc. 4.7: SEM-uzobpazkenue JByXCJIOHHONO KATOJHOIO 3JIEKTPOJIA

NiO/10Sc1CeSZ = 40/60

10Sc1YSZ

Puc. 4.8: O01mas KoHCTpYKIus cjioeB MIB, npuroroBjieHHOro MeTo10M pa3aeabHO-

I'0 CIIEKaHMAd 3JIEKTPOA0B

HUE MOTEHIaJIa OTKPBITON eI CBUJIETEIbCTBYET O BBICOKOII MepMETUYHOCTU KOH-
CTPYKIIMH IIPU TI0j[ade TOILJINBa B aHOJIHYIO KaMepy U MCKYCCTBEHHOH aTmMocdepbl
B KaTOJHYIO Kamepy. B paspaboTaHHOIl KOHCTPYKIIMU MOJLYJISI JIJIsi TeCTUPOBaHUSI

MeMOPaAHHO-3JIEKTPOJIHBIX OJIOKOB JIjIsT FePMETU3AIMH OBLIN UCIOJIH30BaHbI MLIN(O-

BaHHBIC IIOBEPXHOCTU B CUCTEME IIPUZKHNMa U TOKOCHEMaA..

Tak:ke ObLIN U3MeEpeHbl BOJIbTaMIIEDHBIE MW MOITHOCTHBLIE XapaKTEPpUCTUKN

MeMOPaHHO-3JIEKTPOIHBIX OJIOKOB C JIBYXCJIOMHBIMI KaTo oM 1 aHogoM. OHU mpuBe-

JleHbl Ha pucyHke 4.9.
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Puc. 4.9: DBoJspramiepable ¥ MOIIHOCTHbIE XapaKTEPUCTUKU  MeMOPAHHO-

QJIEKTPOJHBIX 6.HOKOB, HN3T'0TOBJIEHHBIX METOJ0M Pa3J€/IbHOI'O CIIEKaHWA 3JIEKTPOJ0B

3 pucynka BugHo, uto npu Temmeparype 800 °C' makcuMmabHas CHUMAaeMast
MOIIHOCTD ¢ 1 cM? paBHa 25 MBT.

[Tocsie nccaenoBanms BOJIBTAMIIEPHBIX U MOITHOCTHBIX XapaKTePUCTUK HaMU Obl-
JIN TIPOBEJIeHbl NMIIeIaHCHble UCCIeOBAHNS. XapaKTepHBII NMIIEaHCHBII CIIEKTP
MeMOpaHHO-3JIEKTPOJIHOTO OJI0Ka IpejicTaBiieH Ha pucyHke 4.10.

BricokodacToTHass OTcedKa rojorpada HMITEIAHCHOIO CIEKTpa, OTBevarolias
OMUYECKUM T0TepsiM Ha djiemenTe coctapiiser cabiie 1 Om (> 16 Omxcem?). Husko-
JaCcTOTHAsI OTCEUKa, OIPeIe/Isionias mosHoe conporusienne MOB npesbimaer 2 Oum
(> 32 Omxcem?).

Anaju3z rozgorpada 1mo3BoJisieT cKa3aTh, YTO HU3Kasl BeJIMYNHA CHIMAEMOI ¢ 9J1e-
MeHTa MOIITHOCTH OOYCJIOBJ/IeHa KaK BBICOKUM 3HAYEHHEM OMUYECKUX TOTEPhb, TaK 1
60110l MHTEepdEiCHOil YacTbio nMIleIaHca. DTOT (haKT MO3BOJIET CJIeJIaTh MPe/I-
MOJIOZKEHNE, UTO NP PadoTe dJIeMEeHTa UCIOIb3YeTCs He BCs TLIOMA/Ib IJEKTPO/IA.
Mpbr cBsI3bIBaEM JIaHHBIN PE3yJibTaT ¢ HEIJIOCKOCTHOCTHI0O MOB, BhIZBaHHOI pasHo-
CTHIO KO (DUIIMEHTOB TEIJIOBOTO PACIINPEHNS PA3IUIHBIX CJIOEB.

Bbumm m3Mepenbl CONPOTUBIIEHNS OT/IE/ILHBIX YIACTKOB Ielelt MOy /IS BbI-
SCHEeHNS TPUYNHBI HU3KOTO 3HAMEHNs y/IeJbHOI MOIHOCTH, CHIMAaEMoit ¢ 1 cM?.

B pesyibrare ObLIO YCTAHOBJIEHO:
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Puc. 4.10: XapakTepHblil UMIIEJAHCHBII CIIEKTP MeMOpaHHO-3JIEKTPOJIHOIO OJI0Ka,

N3roToOBJICHHOI'O METOA0M Pa3AdeJIbHOI'O CIIEKaHMA 9JIEKTPOJ0B

1 ﬂOHOﬂHI/ITGHBHOG COIIPOTUBJICHUE 0.3 OM, ITIOAKJIIOYECHHOE IIOCJICJOBATECJIBHO C
M6M6paHHO—3ﬂeKTpOﬂHblM OJI0KOM BO3HHUKAET I10 IIpu4InHE OTCYTCTBUA IIOTEHIIM-

AJIBHDBIX 9JIEKTPOIAOB JIJIA IIPAMOIO U3MEPEHUA ITOTEHIINAJIOB Ha KaTO/JA€ N aHO/JE.

2 3HAUUTEIbHYIO BEJIMUYMHY CONPOTUBJIEHNsT NMEIOT IPUKIMHBIE KOHTaKThI, 00eC-
IevynBalolie B KOHCTPYKIIMU U3MEPUTETbHOTIO MOJLYJs JIJIsl TECTUPOBAHUS TO-
KOCHEM C KaToJla M aHOjla. DTO HPUBOJIUT K CYHIECTBEHHOMY yXY/IIEHUIO N3Me-
psieMbIX 3HAUYEHMIl TOKa UM MOIIHOCTHU, CHUMAaEMbIX ¢ MeMOPaHHO-3JIEKTPOIHOTO

0JIOKA.

3 naHHBIX PE3yabTaTOB MOXKHO CJeJaTh BBIBOJI, UTO W3MepsieMble 3Hate-
HUg 00YCJIOBJIEHBI KOHCTPYKIIMOHHBIMEI MPOOJEMAMI MOJYJIsA JIJI TEeCTUPOBAHUS
MeMOPaHHO-3JIEKTPOJIHLIX OJIOKOB U OHM He SBJIAIOTCS PE3YJIbTATOM ILJIOXOI'0 Ka-
JecTBa, MEeMOpPAHHO- 9JIEKTPOJIHBIX OJIOKOB. LI MpoBEepKM 3TOro BBIBOJA HAMH Ha,
ocnoBe M39bos 0t nsrorosiens! gueitkn TOTI auamerpom 21 mm. Pesyibrars
U3MepeHuil BOJIbTaMIIEPHBIX I MOIIHOCTHBIX XapakTepuctuk sueitku TOTD auamer-
poM 21 MM ¢ JIByXCJIOMHBIMU KaTOJIOM M aHOJOM IIpuBeJleHbl Ha pucyHke 4.11.

13 pucynka 4.11 BugHO, 9TO IJIOTHOCTU MOIITHOCTHU, CHUMAaEMas ¢ 3JIEeMEHTa, IIPU

temnepatype 850 °C' na nanpsxennu 0.7 B cocrapiager 325 MBr/cm?. Do 3Hadenne
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Puc. 4.11: Pe3ynbrarsl n3aMepennit BoJIbTaMIIEPHBIX U MOITHOCTHBIX XapaKTEPUCTUK

staeiikun TOTD puamerpom 21 MM ¢ JIBYXCJIOMHBIMU KaTOJAOM U aHOIOM

O0TBE€49a€T MHUPOBOMY YPOBHIO M CBHUACTE/JILCTBYET O BBICOKOM Ka4d€CTBEC U3IOTOBJICH-

HbIX dYeeK.

4.2 MO3SDb, m3roTroBjJIeHHLIE METOAOM COBMECTHOI'O
CclieKaHUd 3JIEKTPOJOB IIPU IIOHU>KEHHOI TeM-
rneparype

PesyibTarThl ONTUMUBAINKE TEXHOJIOIUU H3roTOBJICHUS MO MeToj0M cOBMECT-
HOT'O CIIEKaHMUs 9JIEKTPOJIOB IIPU ITIOHUZKEHHOI TeMIieparype ObLIn OIyOJINKOBAHBI B
pabote [42,43].

st yBesIMueHus JI0JIM SJIEKTPOXUMUUECKH aKTHUBHON IIOBEPXHOCTH MeMOpaH
TOTS, orpaHnyeHHbIX KOHCTPYKIIMOHHBIME 3JIEMEHTAMHI U BBICOKOTEMIIEPATY PHBIM
repMeTHKOM, HeOOXOAUMO YBEeJUUIUTH ILIOIIA/lb TBEP/I03JIEKTPOJUTHON MeMOpaHBbI.
IIpu srom eé TosmuHa, Kak npasBmio, He mpesbimaer 150 Mxm. OpHoBpeMeHHOE
yBeJndeHrne reoMeTpUIecKoil IIJIOMAaAn M yMeHbIIeHne TOJIINHLI HecyIleil MeM-
OpaHbI CYIIECTBEHHO OIPAHNYNBAET BOZMOYKHOCTD UCIIOJIb30BAHISA METO/Ia ITOCIE0-
BaTeJIbHOTO (POPMUPOBAHUS JIEKTPOIHBIX CJI0EB, TPEOYIOIIEro CEPUU BHICOKOTEM-

HepaTypHbIX 00pabOTOK IMPH pas3IudHbIX TemIieparypax. IIpu mociemgoBarebHOM
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dopMUpOBaHUK 3JIEKTPOJIOB B JEKTPOJUTE BO3ZHUKAIOT MeXaHUYeCKHe HaIpszKe-
aust [114,115], KoTopble TPUBOJAST K 3HAYUTEILHON jiehOpMAIUN HECYIIeii OCHOBBI
BILUIOTH 710 €6 paspytienus [116,117]. Oganm u3 mogxo10B, MO3BOJSAIONIM H3T0TO-
BUTH MeMOpaHHO-371eKTPOIHbIH 6ok (MIB) smekTposmr-nojyiep:kuBarorieil KoH-
CTPYKIINH OOJILIION TeOMeTPUYECKON TIOMAIN, ABJISIETCS METOJI COBMECTHOTO CIIe-
KaHus 9J71eKTpoioB. Jlanublii MeTo1 3aKmodaeTcsd B hopmupoanun MIbB 3a onun
IIUKJT TeMITepaTypPHOl 00pabOTKM, KOT/Ia MeXaHnvecKne HallPIKeHnsl, BOZHIKAIOITIe
B MeMOpaHe TIPU CIIEKaHNH KaTOIHBIX W aHO/HBIX CJI0€B, KOMIICHCUPYIOT JIPYT JIPY-
ra [118,119].

ITpu sTom juist msrorossienuss MIB Tpebyercst onpeieuTh ONTUMAILHYIO TEM-
nepaTypy COBMECTHOTO clleKaHus 37eKTpo10B. C OHON CTOPOHDI, CIIeKAHIe KATO/I-
HOT'O 3JIEKTPOJia IIPU TeMIlepaTypax, CYIIeCTBEHHOE ITPEBBIMIAIONIITX ONTUMAJIbHbIE
Jist KaToHoro vjekrpoja (1000-1150 °C' [120,121]) npuBoauT K BBICOKOH MJIOTHO-
CTHU 3JIEKTPOJIA, YTO, B CBOIO OUEPE/ib, CYIECTBEHHO MOBBIIAET Ia30BOE COMTPOTHUB/IE-
nue. C Apyroit CTOPOHDI, CYIIIECTBEHHOE CHUYKEHIE TEMITEPATYPBI CIIEKAHUS aHOHOTO
9JIEKTPO/Ia OTHOCHTEIbHO onrtuMasibHofi (1300-1400 °C' [122,123]) npuBoauT K cyiie-
CTBEHHOMY CHUZKEHUIO TIJIOTHOCTU aHO/THOTO 3JIEKTPOJIA, CBAZAHHOMY CO CHUYKEHUEM
IJIOTHOCTH Tpexda3Hoil TpaHulle, a TakyKe yXYAIIEHUI0 MeXaHUIeCKOH MpOYHOCTH
I10CJI€ BOCCTAHOBJICHNU B TOILJINBHOI Ia30BOII CMECH.

B jannoit rjaBe MPUBOAATCS PE3Y/IbTATHI ONTUMU3AIUN TIOJTHOTO BHYTPEHHErO
conporusyiennsi MOB, M3roroBJIeHHOIO0 METOJIOM COBMECTHOI'O CIEKaHUs 3JIEKTPO-
JIOB TIPH TeMIiepaType, OJU3KOi K ONTUMAJLHOI TeMIlepaType CleKaHus KaToIHOTO

9JIEKTPOJIA.

4.2.1 MeTtoanKa M3roToBJIEHUA

st onTUMU3aINN IOJIHOTO BHYTpPEHHEro conporus/ienns MYB u nosbimenns
s dexkTuBrocTn padborel TOTD o0ba s/1€KTPoOja COCTOSLIN U3 JBYX CJIOEB, OTJIU-
YJAOIINXCsT COCTABOM 1 MHUKPOCTPYKTYpoil. Ilpmierarommit K HecymeMy 3JIeKTPO-
ATy CI0it (PYHKIMOHATBHDIH) ObLT ONTHMU3UPOBAH /I 9 MEKTUBHOIO MPOTEKa-
HUsI OKUC/JTUTEIbHO-BOCCTAHOBUTE/IbHBIX peakiuii. B 3a1aun BHenHero (ToKoChbeM-
HOT'0) 3JIEKTPOJHOTO CJIOsl BXOJUT DPACIpeJiesieHne Ia30BbIX [TOTOKOB DEareHTOB U

IIPOAYKTOB pe€aKIUM, a TaKzKE CHH2KEHME CJIOEBOI'O COIIPDOTHUBJIEHHA 3JIEKTPOHHOMY
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ToKy [42,43].

4.2.1.1 KaTogHbIil 3JIeKTPOo/]

4.2.1.1.1 OPyHKIMOHAJBbHBINI KaTOAHBLIN cJjoit DyHKIMoHAJbHBINA KaTO-
HBIIl CJIOIf MB3roTaB/MBa/ Ha OCHOBE KOMIIO3WTa U3 KaToAHOro marepuasa LSM
n Marepuaja aHmoHHoro mpopojHuka 10Sc1CeSZ ¢ BeCOBBIM COOTHOIIEHHIEM
LSM/10Sc1CeSZ = 60/40%. st onTuMusaiinu MUKPOCTPYKTYPbI CJIOSI U, COOT-
BETCTBEHHO, I'a30BOI'0 COIPOTUBJICHUS B COCTAB KOMIIO3UTA BBOAMIN 15 Mac.% Ka-
HaJIbHOI cayku, BBICTYIIaIONIEl B KadecTBe mopoobpasoBatessi. BoIOOp caxku B Ka-
YecTBe TIOpoodpasoBaTe s 00YC/I0BJIeH OJIN30CTHIO Pa3MEPOB YacTUIL TOPOOOpa30oBa-
TeJIsl 1 OKCUJIHBIX KOMIIOHEHTOB. DTO I103BOJIsieT n30eKarh MOsABICHUS B (PyHKIU-
OHAJILHOM CJIO€ KaToJa KPYIHBIX 10D, CHUKAIOIINX OOIIYIO MPOTIyKEHHOCTb TPeX-
dazHOil rpaHUIlbl MEXKIy JIEKTPOJIOM, TBEP/BIM JIEKTPOJIUTOM H ra30Boil (has3oil.
COM-uzobpazkenus dactutl mopomkos LSM, 10Sc1CeSZ u caxku npejicTaBieHbl Ha
pucynkax 2.6, 2.9 u 2.10 coorBercrBenno. [ljgg mpuroToBeHns KOMIIO3UITMOHHON
cMecu HaBecKn ncxomHbiX mopoimkoB LSM, 10Sc1CeSZ n KaHabHOI caxku 1ojaBep-
raJiich IpeJIBApUTEIbHOMY COBMECTHOMY TIOMOJIY B ILJIAHETAPHONH MEJIbHUIIE C TIOMO-
IIBIO MIAPOB JIJI TIOMOJIA JIMaMeTPOM 3 MM C TIOCJIeIYIOIIell roMoTreHn3alueil cMecn

B IBYXOCEBOM MHKCEDE.

4.2.1.1.2 TokocbeMHbII KATOMHBINA cjaoii /[y TpuroToBieHns: TOKOCHEMHO-
ro cjiost ObLI nCIoJIb3oBaH ducThiii LSM, He noapeprasimuiicss mpeaBapuTebHOMY
pa3MoJIy B IJIaHETAPHOU MeJILHUIIE C ITOMOIIHIO MEJTIONIUX MapoB JuaMeTpoM 10 M.

I3 nosry4eHHbIX TOPOIIKOB (DYHKIIMOHAJIBHOI'O U TOKOChEMHOI'O KaTOIHBIX CJIO-
eB ObL/IN TIPUTOTOBJIEHBI ITACTHI JJIsd TpadapeTHOil 1evaT Ha OCHOBE OPraHmIeCcKOTo
cBazyioniero. CooTHOIIEHNE OPOIIOK:CcBsi3yioliee cocrapiger 1:0.8 u 1:1 coorser-
CTBEHHO 1 OBLIO ONTHMHU3HPOBAHO [85].

[TonydyeHHble TTACTHI HAHOCUJINCH HA MEMOPaHbI TBEPJIOIO JIEKTPOJIHUTA C IIOMO-
mpio Tpadapero Ne 32 u 24 coorsercrBenHo. Ilociie HaHeceHMs CJIOU HIPOXOIUIIN

CYIIKY B CYyIIUJILHOM HIKaQYy.
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4.2.1.2 AHOIHBIIA 3JIEKTPO/,

AHoJHBIC CcJioM OBLIM HM3TOTOBJEHBI HA OCHOBE KOMIIO3UTA U3 MATEPHAJIOB
10Sc1CeSZ u NiO. Coornorrenne 3tux ¢da3 B HYHKIHMOHAJIHLHOM W TOKOCHEMHOM
cJ10sX anoja 6pwI0 onTHMu3npoBano panee [112,113] u cocrasmsio 40/60 u 60/40
mac.% cooTBeTcTBeHHO. B coctaB TokocheMHOrO €105 BBOI0CH 10 Mac.% pucoBoro

KpaxmaJia, BBICTYITAIONIEro B KauecTBe 0poodpa3oBaTeIs.

4.2.1.2.1 IloaroroBka mopoIikKa okKcuAa HukKejs lI3BecTHo, 9TO IJIOTHOCTD
TpexdaszHoil rpaHuIlbl, 00Pa30BAHHON 3JIEKTPOHHBIM IIPOBOJIHIKOM, aHUOHHBIM ITPO-
BOJTHUKOM, & TakKrKe ra30oBoil (has30il, CylecTBEHHO BJIMSET Ha JIEKTPOXUMUICCKUE
xapakrepuctuku TOTD [124-126]. Ojgaum U3 1M0JAX0J0B K YBEJUYEHUIO [LJIOTHO-
cTi TpexasHoil IpaHUIlbl SIBJISIeTCsl CHUXKEHUsT PasMepa JaCTULl UCXOIHBIX TOPOIII-
KoB [127,128]. [lomosHuTe IbHBIN TOJOKUTETbHBIN 3D MEKT CHUKEHNS pa3Mepa 3e-
peH OKcujia HUKeJIs — JIydllasg CIIeKaeMOCTh IOJIYIeHHOTO KOMIIO3UTa JazKe Ipu
HU3KUX TeMIlepaTypax, IPUBOJIAIIas, B YaCTHOCTH, K CHUXKEHNIO MEXaHUIEeCKIX Ha-
HpsizKeHU i, BOSHUKAOMNX 1Ipu criekanun. C Jpyroii CTOPOHBI, pe3KOe CHUYKEHNE Pas-
Mepa, JaCTHIl, UCIOJIb3YEMBIX JJIsT M3TOTOBJIEHUS JIEKTPOIHDBIX CJIOEB, MOYKET IPU-
BECTH K PE3KOMY M3MEHEHHUIO CBOICTB MaTepuaJioB U XapaKTEPUCTUK 3JIEKTPOJIA.
CKJIOHHOCTB K arjioMepalni, HAJIIue I0BePXHOCTHO-MOAUIIN(MUIIUPOBAHHBIX CJI0EB
1 ObICTPasi CKOPOCTb MUKPOCTPYKTYPHBIX U3MeHeHu il pu padbouunx ycaopusax TOTD
BJIUSIOT Ha IMPOIEYPY TPUTOTOBIEHUS IJIEKTPOJIOB U UX MTOBEIEHNE.

Kak ObL10 mokazano B pazjiesie 2.2.2.1, MCIOJb3yeMblil MOPOIIOK OKCHJa HU-
KeJisl BJIgeTCs OJHOMa3HbIM, CPEJIHNI pa3Mep 3epHa COCTaBJsSIeT OKO0JIO 13 HM 10
naaaeiM PCA u [I9M. Teopernueckn, ncrnoab30BaHne TaKOrO HAHOPA3MEPHOTO IO~
pOITKa JO?KHO TPUBOJAUTH K CYIIECTBEHHOMY YJIYUIIEHNIO XapaKTEePUCTUK aHOJl-
Horo cjiod. IIpu sToMm ObLIO IOKa3aHO, YTO IPU MCIOJIb30BAHUHU 3TOI'O IOPOIIKA B
OoTpabOTAHHON METOJUKEe M3TOTOBJIEHHS JIEKTPOJIOB IPUBOJUT K PACTPECKUBAHUIO
ciios [100]. @oTorpadust GyHKINOHAIEHOTO AHOIHOTO CJIOsI, B COCTAB KOTOPOI'O BXO-
JINT HaHOpPa3MEPHBIIl MOPOIIOK OKCH/Ia HUKEJIA I10C/Ie HaHeCeHNsl U CYIIKI ITOKa3aHa
Ha pucyHke 4.12.

BbL10 1okazaHo, 9To TpelnHbI, 00Pa30BaBIINeCs B IIPOLECCe CYIIKU, HE MOLYT
OBITH YJAJIEHBI C TIOMOIIbIO MOCJIEAYIOIINX BbICOKOTEMIIEPATYPHBIX O0TKUroB. Ciion

TaKOI'0 BHJla HE MOI'YT OBbITH UCIIOIb30Balbl B MOB 110 npuaunHoe [IJIOXOM CBZ3HOCTU
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Puc. 4.12: ®otorpacdus HyHKIMOHATHLHOTO AHOTHOTO CJI0SI, B COCTAB KOTOPOTO BXO-

AT HaHOpaBMeprIfI IIOPOIIOK OKCH/a HHUKEJIA ITOCJIC HaHECEHUA N CYIIKHN

u Oosibiux TpenuH. [Ipu ucrob30BaHIN MOPOIIKOB OKCUIA HIUKEIS ¢ MUKPOHHBIM
1 CyOMUKPOHHBIM Pa3MepoM YaCTHIl OIUCaHHBI 3] dekT He Had/ogaeTcss. Takmm
00pa3oM MBI MOXKET Ce/IaTh BBLIBOJ, YTO OH CBA3AH ¢ MOPQOJOTNIECKIMI 0COOEH-
HOCTSIMI HAHAPA3MEPHOTO TTOPOIIKA.

Hanubie ocoberrocTn ObLIN nccaegoBanbl MeTogom [I9M BP. Mzobpazkenue 1o-
KazaHo Ha pucynke 4.13

3 n306parkenus, 4TO 9aCTUIBI MaTepuaJia UMEIOT CTPYKTYPY "sjipo-000/109Ka .
[Ipeamnoaraercs, 9To amopdHOe s1/IpO TOJIINHOI OKOJIO 5 HM 00pa30BaHO CBEPXCTE-
XUOMETPUIECKIM KUCJOPOJOM U aJCOPOUPOBAHHOIN BOJIOI.

st ynanenust aJicopOMpOBaHHbBIX YaCTHIL OB MPUTOTOBJIEHBI MTOPOIIKH, TPO-
IeJiImne OTYKUT B BO3AYIIHON aTMocdepe mpu TeMiepatypax 300, 500, 700, 900,
1000 1 1100 °C' B Teuenun 1 gaca. Bece moporikn ObLin nccepoBanbl MeTogamMn POA
n POC. CpaBHenne peHTIeHOBCKUX CIIEKTPOB MCXOHOIO TIOPOIIKA 1 TOPOIIKA, TPO-
mresiiero omKur npu Temrepatrype 1100 °C' npueseno na pucynke 4.14.

3 pucynka BuJHO, 4TO pa3a OKCHUJA HUKEJIsSI OCTAaeTCsd CTAaDUJIbHONI BO BCEM
HCCJIElyeMOM TEMIIEpATyPHOM PEXKIMe OTKUTOB. TakyKe BUJIHO, UTO PEHTIEHOBCKHUE
IUKH, [IOJIyYeHHbIE OT OTOYKYKEHHOI'O MOPOIIKa 3aMETHO yrKe, UTO, KaK CJIejyeT 13

dopmysnr Hleppepa [89,90], cBugeresibeTByeT 0 pocTe pa3mepa 3epHa.
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Puc. 4.13: V3006pakenne 4acTui, HAHOPA3MEPHOTO OKCHUJIA HUKE/Is, TOJTyIeHHOe Me-

toxoMm IT9M BP

T
200

i — NIO nanopowder (as-received)
average grain size ~13 nm
- —— NiO annealed at 1100°C for 1h

220

Intensity (a.u.)
111

331
420

1 " 1 "

40 50 60 70 80 20 100 110
20

Puc. 4.14: CpaBHeHne pEHTTEHOBCKUX CIIEKTPOB HMCXOJIHOIO IOPOIIKA U IIOPOIIKA,

HpoIe/ero oT:Kur npu remieparype 1100 °C

[Ipenmonoxkenne o Hajgmane B aMOpHOI 00010UKe JaCTHUIl, aJIcoOpOMPOBAHHBIX
13 ra30Boil ¢asbl, OBLIO IPOBEPEHO € MOMOIIBIO HCCJIEI0BAHNIIT METOIOM SHEPIo-
JCIIEPCHOHHON peHTreHOBCKOM criekTpockorun (D/IPC). aBucumocts cojieprKanms

CBEPXCTEXNOMETPUYIECKOI'O KMCJIOPO/J4a OT TeMIIEpAaTypPbl OT2KHWI'a ITOPOIIIKa ITOKa3aHO
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Ha pucysnke 4.15.
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Puc. 4.15: 3aBUCHIMOCTD COJEPIKAHISA CBEPXCTEXIOMETPUIECKOI0 KICJIOPOIa OT TeM-

nepaTypbl or2Kura moporiika NiO

I3 3aBuCcMOCTH BUIHO, UTO COJEPrKAHIE CBEPXCTEXHMOMETPHIECKOIO KUCIOPOIa,
aJaeT ¢ POCTOM TeMIlepaTyphl IPeIBAPUTEILHOINO OTYKUTa 1 CTAHOBUTC HE CyIIe-
cTBeHHBIM 11pu TeMiieparypax Boire 500 °C'. Ilpu cieaytomeit Temeparype 700 °C'
pa3HuIla Me¥K,1y cojiepzKannueM KHUCJIOPOa B TOPOIIKE U CTEXUOMETPUYIECKIM COCTa-
BOM COCTAaBJISIET 3HAUYEHUE, MEHbIIee UYeM CTaTUCTHIeCKasd IIOIPEIIHOCTh U3MEePEeHUs
meTojiom D/IPC.

Jl1st ycTpaHeHusi HeOIpeIe/IeHHOCTH, BbI3BAHHOI OOJIBIION MTOI'PEITHOCTHIO Me-
toga DPC npu ncenegoBannn cojeprKaHus JerKuxX 3/1eMEHTOB ObLIN IPOBEIEHDI
yrounsifomne ncciaegoBanust merogoMm TT'A. Mexonnbiit mopomok NiO ObL1 ucciie-
JoBaH B armocdepax BO3/lyXa, aproHa U TeXHHIECKON cMecH BOJOpOJ/a U aproHa,
copepzkameii 4 06. % Bonopona. Bo Bpemst m3aMepenus B aprone TakzKe N3MepsICs
MaCC-CIIEKTPOMETPUYECKNiT curHaJi. Pe3ysibTarhl ncc/ieIoBaHus IpEJ/ICTaBICHbI Ha
pucynke 4.16.

I3 rpaduka BUIHO, YTO 3aBUCUMOCTH MaCChI, IIOJIyUeHHbIE B aTMOChepax aproHa
1 BO3JIyXa COBIAJAIOT ¢ TOYHOCTBIO JI0 MHCTPYMEHTAJILHON MOTPENTHOCTH U3MepH-

TEJIbHOHO MPUO0OpPa. TOT Pe3yJIbTaT CBUIETE/ILCTBYET O TOM, YTO B COCTABE MTOPOIIKA
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Puc. 4.16: Pesymnprar wucciemoBannit mcxomnoro mopoinka NiO wmeromom TTA
(cBepxy) B pasimdHbiXx arMocdepax, a TaKyKe caMble CHJIbHbIE HUKH Macc-

CIIEKTPOMETPUIECKOTO CUTHAJA (BHU3Y) TIPH MCCJIEIOBAHUSIX B aTMOChepe aprona

OTCYTCTBYIOT OpraHmYecKue aJicopdaThl, KOTOpPbIE Cropesin Obl B BO3AYXe U OCTAJIICH
cTabIIbHBEI B aTMocdepe aproHa.

Taxxke Hab/IIOMAIOTCA JIBA TEMIIEpATYPHBIX WHTEpPBa/a 0COOEHHO WHTEHCUBHOI
1oTepu Beca obpasia. Macc-crieKTpoMeTprudecKuil CUrHa I IOKa3bIBAET, UTO IIePBbIit
miar moTepyu Macchbl B TeMieparypuom auanasone 60-200 °C' ¢ norepeit 3.6% maccbr
OTBeYAET IpoIieccy JernapaTtainu. V3 morepn Macchl Ha 9TOM dTalle MOXKHO BbITUC-
JIUTH cojiepzkanne Bojbl. Ha dopmyibrayto epananmpl NiO npuxogures (0.16+0.03)
MOJIEKYJT BOJIbI.

Bropoil mar morepn Macchbl 10 MacCC-CIIEKTPOMETPUIECKOMY CUTHAJy OTBeJYaeT
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norepe Kucsopoja. O mpoucxoaut B Temieparyprom gauamnaszone 300-600 °C'. Mar
BUJIUM deTKuil kK m/e = 32 Ha pe3ysbTaTax H3MepeHHsl MacC-CIeKTPOMeTpa B
9TOM WHTepBaJe. PacdueTr cojiepKaHus CBEPXCTEXHOMETPHIECKOT0 KICJIOPO/Ia MOKa-
3BIBAET, IYTO Ha KayKIyio popMyabHyto eaunuity npuxogutesd 0.1840.04 aromoB Knc-
JIOPO/IA.

B caydae aHa/m3a JIAHHBIX TOJYYEHHBIX € HCIOJB30BAHUEM  BOJIOPO/I-
coJiepzKaleil Ta30BOil CMecH, BBIXOJ CBEPXCTEXHOMETPHIECKOTO KICJIOPOJIa COIPSi-
JKEeH C TOJIHBIM BOCCTAHOBJICHMEM OKCHU/IA HUKEJIsI JIO METAJJINIECKOro HUKest. Mbl
MOZKEM HCII0JIb30BATh 9TOT PE3y/bTaT KaK perep JJjis BhIYUCICHHs [TOJHOIO COJIep-
JKaHnsl KUCJIOPO/ia B COCTABE.

Pesynbrarer ncenenosanmnit meromamu I1I9M BP, 9/IPC u TT'A ortinuno coot-
HocsiTcst ¢ pedynabratamu u3mepenuii merojom KPC. Crnexkrper KPC, nosyuentbie
OT IOPOIITKOB, OTOXKXKEHHBIX IPU PA3JIMIHBIX TeMIepaTypax, IoKa3aHbl Ha PHUCYH-
ke 4.17

A, ﬂ%‘u
sha AN 700°C

M“"meﬁw.an@me

' i 500°C ]

Intensity (a.u.)

i 300°C |
B " 1 i L L " 1 " n 1 " " 1 ]
500 1000 1500 2000

Raman Shift (cm™)

Puc. 4.17: Cuexkrpsl KPC, nosiyueHHbIe OT IOPOIIKOB, OTOXK>KEHHBIX ITPU PA3TUIHBIX

TeMIepaTypax

3 rpadukoB BUJIHO, 4TO JIJjIsI IOPOIIKOB, OTOXKKEHHBIX IIpHU TemiepaTrypax 300-

500 °C xapakTepHbIe ITUKU OKCH/Ia HUKEJISI IPAKTUYIECKHN He pa3anduMbl. K mpumepy,

1

Ha 9TUX rpadukax He Pas3jguduM CUIbHBI MK 1100 cM™ ", cOOTBETCTBYIOMINIT IBYX-
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GOHOHHOMY paccesiHni0. DTOT PE3YJIbTAT MOATBEPKIACT MIPE/II0I0KEHNE O HAJIUIIN
aMOpP(HBIX TTOBEPXHOCTHBIX CJI0EB, 00PA30BAHHBIX BHEIPEHHBIMU MOJIEKYIAMEI BOJIbI
1 aTOMaMU KHICJIOPOJIA.

[Tepsriit ciekTp KPC, Ha KOTOpOM XOPOIIO pa3/juduMbl UK OKCHJIa, HUKEJIS
OBbLI ITOJIYYEH OT MOPOIIKAa, 0TOXKKeHHOoro 1pu Temiieparype 700 °C', koria ynajeHb
Bee ajcopbarsl (pucynknu 4.16,4.15).

Mopdostorust 0ToXKKeHHBIX ITOPOIIKOB OblL1a ncciieioBana Merogom COM. COM-
n300parkKeHus IpeJicTaBIeHbl Ha pucynke 4.18.

3 COM-u306parkenuii BujiHO, 9T0 OT2KUT 11pu TeMiepaTrype 700 °C' nmo3Boiser
paKTUIECKIe COXPAaHUTH CyOMUKPOHHBII pa3Mep 4acTHll, HO IIPU STOI TeMItepaType
y2Ke 3aMeTeH POCT pasmepa 3epeH. VIHTEeHCUBHBII POCT pasMepa 3epHa HadMHAETCS
pu or:kurax Boie Temieparypbl 900 °C. U3 ganubIxX, nosydeHHbix MeTogoM TTA
BuJiHO, uTOo Temieparypa 600 °C' saBjsieTcst JOCTAYHOM JI/Is y/laJeHusT BCex ajcop-
6aToB 3 razoBoit ¢gaswr [1o sToit npuunne Temmneparypa 650 °C' O6bL1a BeIOpana B
KadecTBe TeMIIEPATYPBI /I MPEABAPUTETLHOTO OTKHUTa MOPOITKA OKCUA HUKEId
JUUTsT U3rOTOBJIEHNsT (DYHKIMOHAJIHLHOTO aHOHOTO 3JIEKTPO/Ia, TTOCKOJIbKY OHA M03BO-
JIleT COXPAHUThL CYOMUKPOHHBIN pasMep JacTUIl MOPOIITKa OKCH1a HIKe I, He0OXO0 11~
MBI JIJIST ONTUMU3AINNA MAKPOCTPYKTYPBI, CBA3AHHON ¢ MaKCHUMEI3aIueil mI0THOCTH
Tpexda3Hoil rpaHuIlbl, Ha KOTOPOIl MPOUCXOAAT TOKOTEHEPUPYIONINE JIEKTPOJIHbIE
nporeccol. Temmneparypa 900 °C' Obl1a BbIOpaHa B KauecTBE TeMIIepaTypbl JIJId 10/
TOTOBKHU MaTepuaJia JijIsg TOKOCHLEMHOTO CJIOS, MOCKOJIbKY OHA TO3BOJISIET HE3HAYUN-
TeJIbHO YBEJUYINTH pasMep JacTUIll OKCHJIa HUKEJIs JI0 ONTHUMAJILHOIO JIJIsd JIaHHOTO

IIOJICJIOA 3HaAYCHNMA.

4.2.1.2.2 OyHKIUOHAJbHBIA aHOJAHBINA cJioit DyHKIMOHAIBHBIN AHOHBII
cJioit m3roraBiuBascs n3 kommosuta ¢ cocrapom NiO/10Sc1CeSZ = 40/60 mac.%.
[Toporok NiO mpoxoaui npeaBapuTebHbIil oTKur npu remmeparype 650 °C' B Bo3-
nyiiHoii armocdepe B Tedennu 1 waca (pazgen 4.2.1.2.1). COM-uzobpazkenue 1o-
pomika NiO nocyie orzkura mpu 650 °C' B Tedenne 1 yaca nmokasano Ha pucynke 4.19.

[Tocsie TepmoobpaboOTKK paszMep JacTHll OKcujia Hukess cocrapiger 50-100 HM,
qTO SIBJISIETCST CPABHUMBIM ¢ paszmepamu dactuty mopotika 10Sc1CeSZ (pucyHok 2.9).
1t IpUroToBJIeHNsT KOMITO3UITMOHHOM cMecH (PYHKIIMOHAJILHOTO c10oeB HaBecKn NiO

n 10Sc1CeSZ moasepraanch COBMECTHOMY TOMOJIY B IJIAHETAPHON MeJbHUIA C UC-
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Puc. 4.18: COM-n300pazkeHust IMOPOMIKOB OKCH/Ia HUKEJIS, OTOKYKEHHBIX B BO3JLYIII-

HOIT aTMocdepe MpH pa3InvdHoil TeMiiepaType

110JIb30BaHUEM MEJIIONINX MIapoB JUaMeTPOM 3 MM C IIOCJIe/IyIoNIel ToMoreHn3aliuei
B MUKCepeE.
3 mosrydeHHOro KOMITO3UTa Obljla IPUTOTOBJIEHA 3JIEKTPOJIHAs MacTa Ha Oase

OpPraHUvecKoro CBS3YIOIIEro ¢ COOTHONIEHNEM MOPOIIOK:cBs3ytoliee = 1:0.4. D10 co-
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Mag= 50.00 K X 300nm EHT = 5.00 kv Signal A= InLens Date :26 Feb 2014
WD= 6mm — Aperture Size =30,00 ym  Signal B = InLens Time :11:43:40

Puc. 4.19: COM-uszo6pakenne nopomika NiO, oroxkzkernoro mpu remmeparype 650 °C

OTHOIIIeHIE OBLIO ONTUMU3UPOBAHO paHee [85].

4.2.1.2.3 TokocbeMHBIII aHOAHBLIN  CJIO  aHOAHBIN  cjoii  Toko-
CHbEeMHBIII ~ aHOJHBIII  CJIOl  M3roTaB/MBaJICd N3  KOMIIO3UTa C  COCTaBOM
NiO/10Sc1CeSZ = 60/40 wmac.%. Ilopomoxk NiO mpoxoui mnpesapuTe/bHblii
omxkur mnpu temmeparype 900 °C' B BozjaymiHoit armocdepe B TedeHHH 1 daca
(pazmen 4.2.1.2.1).

11 OBBITIIEHNsT Ta30MPOHUIIAEMOCTH TOKOCHEMHOTO CJIOST aHOJIOB OOBITHO WC-
IIOJIB3YIOT MTOPOOOPA3OBATEIIN, IIPU CTOPAHUN KOTOPBIX B 3JIEKTPOJIHOM CJIoe (POPMU-
pyercs cucreMa MarucrpabHbix mop. Ha pucynkax 2.12 u 2.13 npusojsrcs COM-
n300parkeHus: MOPOIIKOB PHCOBOTO U KapTOMEeTbHOTO KpaxMaja COOTBETCTBEHHO.
DTH MaTepuasbl pacCMaTPUBAJIUCH JIJIST UCIOJIL30BAHUS B 9TOM KadecTBe. JacTu-
bl KapToheIbHOro Kpaxmasia (pucyHok 2.13) uMerT MMpOKoe PACIpe/ie/ieHue 1o
pasmepam; Mpu TOM MPUCYTCTBYIOT OT/Ie/IbHbIE JACTHUITHI pa3MepoM 10 70 MUKpPOH,
YTO CYIIECTBEHHO ITPEBBIMIAET TOJIIUHY TOKOCHEMHOIO CJIOA. JacCTHUI[LI PUCOBOTO
KpaxmaJia UMeoT (bopMy HeNpaBUJILHBIX MHOIOTPAHHUKOB, CPEJIHUI pasmMep KOTO-
PBIX COCTABJISET 3-5 MKM. DTOT pPa3Mep XOPOIIO TOAXOINUT JIJIsd CO3JIaHNs PA3BUTOM
CUCTEMBI MAruCTPAJIbHBIX TIOP.

s onpefesiennsd ONTUMAJIBHOTO KOJIMYECTBA PUCOBOIO KpaxMaJia, BBOJIMOIO
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B TOKOCHEMHBII CJI0fT anoja, Oblia IPUrOTOBICHA Cepus 0OPA3IOB € COACPIKAHIEM
kpaxmaja 0, 5, 7.5, 10, 12.5 u 15 mac.% [129]. COM-uzobpazkeHusi ONepevHOro ce-

YeHUs1 aHOHOTO 3JIEKTpojia ¢ cojeprkannem Kpaxmasa 0, 5, 10 u 15% npejcrapiiennl

Ha pucyHnke 4.20.

Mag= 500K X EHT = 5.00 kv Signal A=SE2 EHT = 500 &V Signal & = SEZ

3 X 1 -
WD= Smm Aperire Sipe = 3000 pm  Signal B = InLens WO= &mm — Apesture Slee = 3000 pm Signal B=lnlens Time 7:2003

Mag= EODK X Hm EHT= 5.00 kv Signal A=SEZ Dists 12 By 2315 EHT = 500 &V Signal A = SEZ Dt 12 Btay 2% :
Wo= Smm — Apedture Siee = 3000 um  Sgnal B=inlens Tima 72723 Apesture Slee = 30.00 um  Fgnal B =inLans. Tima i1t

T = ; B £

B)

Puc. 4.20: COM-nz00pazkenust 00pasIoB ¢ pa3sHbIM MACCOBBIM COIAEPIKAHIEM PIICO-

BOrO KpaxMaJa B TOKOCheMHOM aHojHoM cioe: a — 0%, 6 — 5%, B — 10%, r —
15%

3 pucyHKoB BHIHO, YTO B UCXOJIHOM 00OpasIiie, N3roTOBJIEHHOM 0€3 MCIT0JIb30Ba-
HIsI [10pO0Opa3oBaTeist, IPUCYTCTBYET PA3BUTasl CUCTEMA [IOp C XapaKTePHBLIM Pas-
MepoM okoJio 1 MM (pucyHok 4.20a). [Tpu mobasiaenun 5 mac.% pucoBoro Kpaxmasia
(pucynok 4.206) Hapsijly ¢ MEJIKOIl MOPUCTOCTBIO MOSB/IAIOTCS KPYIHBIE MOPBI Pa3-
MEpOM JI0 5 MKM, OJHAKO CHCTEeMa, KPYIHDBIX 10D HE SBJISIeTCsI CBA3HOMN. Y BeJIMIeHne
nosn prcoBoro kpaxmasa 1o 10 mac.% (pucyrok 4.20B) IPUBOIUT K IMOSBIEHHIO

CBABHOI pa3BUTON CHCTEMBbl MarucTpaJibHbIX Top. llpu gaJibHeiimemM yBemdeHnn
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cofiepKanusi kpaxmasa 10 15% (pucynok 4.20r) mpoucxoguT pocT Kak JOJIH, TaK
U CpeJIHEro pa3Mepa KPYIHBIX II0P, YTO MOYKET HPUBOJIUTDL K PE3KOMY YXY/IICHUIO
MEXaHUYEeCKUX U 3JIEKTPOIIPOBOJIHBIX CBOWCTB TOKOCHEMHOIO cJjosi. [lo 3Toit mpu-
YUHE ONTHMAaJJIBHOE MacCOBOE COJIEPyKAaHIEe PUCOBOTO KpaxMaJia B TOKOChEMHOM CJIOE
anoanoro saekrpojga TOTD cocrasisier okosno 10% macent. Cmech nopomkos NiO,
10Sc1CeSZ n KpaxmaJia TPOXOJiijia COBMECTHBII TTOMOJT B IIJIAHETAPHON MeJILHUIIE,
a 3aTeM I'OMOI'€HU3UPOBAJIACh B JIBYXOCEBOM MUKCEPE.

3 nosrydeHHOro KOMIIO3UTa Obljla IPUTOTOBJIEHA 3JIEKTPOJIHAs IacTa Ha Oasze
OpPraHUvecKoro CBSA3YIOIIEIro ¢ COOTHOMIEHNEM MOPOIIOK:cBs3ytoIiee = 1:0.5. D10 co-
OTHOIIIeHIe OBLIO ONTHMU3NPOBAHO paHee [85].

Taxum obpazom, obIasi KOHCTPYKIus cjaoeB MIB, npurorosjieHHOr0 MeTOI0M
COBMECTHOI'O CIIEKAHHUsI JIEKTPOJIOB IIPH MOHMKEHHOI TemIiieparype IIpejcTaBjeHa,

Ha pucysnke 4.21.

NiO/10Sc1CeSZ = 60/40 + Starch
nanoNiO/10Sc1CeSZ = 40/60
6ScSZ
10Sc1YSZ

6ScS”Z
dLSM/10Sc1CeSZ = 60/40 + Soot

Puc. 4.21: Obmas KoHcTpyKiust cjoeB MIB, npuroroB/ieHHOIO METOJIOM COBMECT-

HOI'O CII€KaHUA IJIEKTPOJOB IIPU [HOHU>KEHHOI TEMIIEPATypPE

4.2.1.3 Brbi6op pexxuMa TepMOOOPaOOTKMI

B ciydae ucrosib30Banmst MeTOa COBMECTHOT'O CIIEKaHUsT OCOOEHHO BayKHBIM CTa-
HOBUTCSI BLIOOD pexkuMa TepMoodbpaboTku. Jlesio B ToM, 9TO ONnTUMAaJIbHAs TeMIepa-
Typa CIICKaHNs aHOJIHOI'O U KATOIHOI'O 3JICKTPO/IOB CYIICCTBEHHO OTJINYACTCA, & 11PN
UCIIOJTE30BAHUN METOJIa COBMECTHOTO CIIEKaHUs TpedyeTcs NMPUBECTH TH TeMIlepa-
TYPbI K OJITHOII.

st onTuMm3aIuy cTain HarpeBa B Xoje BIOOpa perkKnMa BHICOKOTEMIIEPATY -

Horo orkura MObB pucoBslil KpaxMaJi, KaHaJIbHasl cayka 1 OPraHnIecKoe CBA3YIOIIee
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ObLIM MCCJIe0BAaHbl METOJIOM TEPMOI'PABUMETPUYIECKOr0 aHaju3a. 3Mepenns mpo-
BOJIMJINCH B BO3JLYIIHON arMocdepe pu ckopocT Harpesa 2 K /mMuH.

Ha pucynkax 4.22 u 4.23 npeacraB/ieHbI TeMIIepaTypHble 3aBUCUMOCTH MaCChl 1
ee TIepBOii TTPON3BO/IHON B cyvdae MCCAeI0BaHNs PUCOBOIO KpaxMaJia U CazKi MeTO-

oM TT'A coorBercTBEHHO.

| iy I . | I ]
E —
80 |
60 |
[=]
s | Heating rate
£ 2 K/min
40 |
20 |
0 -
| " | s | s | L | 1
100 200 300 400 500
T, C

Puc. 4.22: Pesyibrar uccienoBanuii prcoBoro KpaxmaJsia merojom TTA

JI1st TOJTHOTO CoKMI'aHMS PHUCOBOIO KpaxmaJia TpeOyeTcs TeMiepaTrypa He HU-
ke 480 °C'. Tlpu 3ToM MOYXKHO BBIJIEJINTH 3 3Talla 10Tepr Macchl. HezHauurebHOE
n3MmeHenne macchbl npu Harpese 0 200 °C', BeposaTHO, 00bsCHSIETCSI ITOTEpeil cop-
OupoBaHHOIT BO/ibI. KOMIIOHEHTBI KpaxMaJjia HHTEHCUBHO CIOPAIOT B TEMIIEPATYPHOM
unrepsaJje ot 250 1o 300 °C' u menee narencusao — ot 300 g0 480 °C.

KanaJyibHast caxka IOJIHOCTbIO cropaetr Ipu Harpese jo 720 °C. Ilorepst Macchl
HaUNHAETCs [Ipu TeMiepaTrype okosio 375 °C' u jaJee mporece HabUpaeT CKOPOCTD
110 600 °C.

Ha pucynke 4.24 npejcraBiieHbl TepMOTIPaBUMETPpHYECKHE JaHHbIE 10 CTOPAHIIO
ces3ytoriero Heraeus VO06-A. OcHoBHAs OTEPsT MACCHI TPOUCXOUT B TEMIIEPATyP-
noM Jimanasone or 100 go 250 °C. Ocrasmuecs 10% macchl cropaioT B HHTEpBaJe

110 400 °C.

CyMmMapHast 3aBUCHUMOCTb MACChl BCEX OPraHMYecKnx KommoHeHToB MSIbB B co-
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Pesyibrar nccienoBanuii KaHaabHO caxku MeTojgom TTA

Heating rate

2 K/min
B L 1 L 1 L 1 1 1
100 200 300 400 500
1.C

Puc. 4.24: Pesynbprar ucciepobanuit opranmdeckoro cpszyioiiero Heraeus-V006A

merogom TTA

OTBETCTBYIOIINX MaCCOBBIX IIPOIOPINAX ITOKa3aHa Ha pucyHke 4.25.

[To pesysbraTaM TepMOrpaBUMETPUYECKOIO aHaJsm3a ObLI OIpeJe/ieH OITHU-

MaJIbHBIIl PezKNM

HarpeBa BO BpPEMA BLICOKOTEMIIEPATYPHOI'O OTXKUI'a M6M6paHHO—
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Puc. 4.25: CymmapHasi 3aBICIMOCTb MacChl BCeX OpraHnYecKnx KomioHeHToB MOb

B COOTBETCTBYIOIINX MaCCOBBIX ITPOIIOPHUAX

971eKTpoiHbIX Os10K0B TOTD. Ilepsriit sTan nHarpesa 1o 250 °C' npoBoimIcs ¢ BbI-
COKOII CKOPOCTBIO 3a 1 9ac, MOCKOJIbKY JIeTydre KOMIIOHEHTHI cBA3ytomero Heraeus
V-006A npeaBapuTeIbHO YIAJSIOTCS BO BpeMst cyek Ha Bo3ayxe rnpu 130 °C', koro-
pble IMPOXOJIAT TOCse HaHeCeHns KazKI0ro n3 4X 3JIeKTPOHbIX c1oeB. ia ynanenns
TSIZKEJI0 KOMITOHEHTBI OPraHuvecKOro CBA3YIONIEro, a TaKKe ITOPOITKOB ITOpoodpa-
30BaTesIeil: pucoBOro KpaxmaJsia 1 KaHaJIbHOI cayxkiu, Harpes j10 TeMieparypbl 750 °C'
nponsBonicsa co ckopoctbio 100 K/gac.

Haubosiee BaKHBIM HTapaMeTPOM BBICOKOTEMIIEPATYPHOI'O OTYKHUTA IPH COBMECT-
HOM CIIEKQHWH 3JIEKTPOJIOB CTAHOBUTC BHIOOP MAKCUMAJILHOM TeMIIepaTypPhl TEPMO-
obpaboTku. B ciydae MCIIOJIB30BaHIS METO/Ia I10CJIeI0BATEILHOIO CIIEKAHUST JJIeK-
TPOJIOB TeMIlepaTypa OTXKHUI'a AaHOJOB, KaK IIPABUJIO, JIEKUT B 00JIACTH BBIIIE
1300 °C', aro no3BoJisier ¢chopMUPOBATEL XOPOIIO CIIEUEHHBII KepMeT, 00ecIiednBaio-
it B pabounx yeaopussx TOTD nocrarodHyio miI0oTHOCTH TpexdasHoil rpaHuilbl B
COYETAHUU C XOPOIIeil TPOYHOCTHIO.

[IpenBapuTenbible UCCaeI0BaHNA MOKA3a1d, UYTO TPU CHUMKEHNH TeMIIepPaTypbl
dopMupoBanns aHOIHOTO 31eKTpoda Hiuzke 1170 °C, 9/1eKTpOXUMIIEeCcKIe XapaKTe-

puctuku TOTD neMoHCTPUPYIOT OBICTPYIO JIerpaialiiio, 00bICHIEMYIO, OYeBUIHO,
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HU3KOII IJIOTHOCTBIO C(hOPMUPOBAHHBIX 9JIEKTPOJHBIX CJIOEB 1, KAK CJICJICTBHIE, YXYII-
IeHneM 3JEKTPOIPOBOJAIINX CBONCTB U BO3MOYKHBIM YXY/IIIIEHNEM JIOKAJLHBIX KOH-
TakTOB. Temieparypa (pOpMUPOBAaHUSA KATOJIHBIX CJIOEB CYIIECTBEHHO OI'DaHUYEeHa
BO3MOYKHOCTBHIO XUMUYIECKOT'O B3aNUMOJIEMCTBHUS KATOIHOIO MaTepraJia ¢ MaTepraioM
TBEPA03JIEKTPOJIUTHON MeMOpaHbI 1, KaK IIPaBIIO, He JI0JIzKHa peBbimarh 1150 °C'.
cronb3oBaHne KaTuoH-1eUIUTHONO MAHTAHITA JIAHTaAHA-CTPOHIINS [I03BOJISIET CY-
IIIECTBEHHO 110/IaBUTh Takoe B3aumojieiicTeue OgHako, KakK BUJIHO U3 pucyHka 4.20,
HOBBIINIEHNE TeMIIepaTypbl criekanust Boie 1150 °C' mpuBoANT K 3aMETHOMY CHIZKE-
HUIO IIOPUCTOCTH KOMIIO3UTHOT'O (PYHKIMOHAJIBHOI'O cJjiosd Karoja. 11o aToit npuunne
JIJIsl TIOBBIIIEHHSI TeMIepaTypbl (POPMUPOBAHMSI KATOJIHBIX CJIOEB Tpedyercs: 00siza-

TeJIbHOE BBeJleHUe 11opoodpa3oBaresieil.

Mag= 10.00 K X 3um EHT = 5.00 kv Signal A= SE2 Date 30 Clet 2013

WD= 6mm A Aperture Size =30.00 ym  Signal B = InLens Time 8:28:41
- - . - T - - . ~ - : ~
F ~ - -

Puc. 4.26: COM-uzobpaxkenne katoaaoro sjaekrpoja 1TOTD, npurorosierHoro 6e3

HCII0JIB30BaHUSI 1T0PooOpasoBaTeseil n ciedeHHoro npu remieparype 1155 °C'

Kak Buano uz pucynkos 4.27 u 4.28, ucnosnbsopanue 15% wmacchl KaHabHOI
caykil B KadecTBe MOPooOpazoBaTess B KOMIIO3UTE (DYHKIIMOHAJILHOIO CJIOS KaToJ1a,
IIO3BOJIFET CYIIECTBEHHO IIOBBICUTH JIOJIIO IO IPU CIIEKAHUU BILIOTH JI0 TeMIlepaTy-
por 1170 °C. Temmneparypa 1170 °C' ObL1a BbIOpaHa B KadecTBe ONTUMAJILHON TeM-
1epaTypbl BLICOKOTEMIIEPATyPHOTO OTKUTaA, JIJIsi COBMECTHOT'O CIIEKAHUsT 9JIEKTPOIOB
TOTDS.

[To pesysbTaTam TepMOTrpaBEMETPHYECKOIO aHAIN3a [IOpoodpa3oBaTe/ieil n CBsi-
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Mag= 1000KX  Spm EMT = 5.00 kW Signal A = SE2 Drage 21 New 201
Wh= 5mm i i fpertrs Size = 3000 pm  =xgnal B = inLens Time 18:09:37

. v o

Puc. 4.27: COM-u3o6pazkenusi kaTogHoro sjiekrpoga TOTD, mpuroroBjieHHOTO ¢

IpuMeHeHneM 1opoobpasoBaTeieil u credeHHoro npu remmeparype 1165 °C

1175°C:
¥ *_ ;:‘_.!. -

Mag= 1000KX  3pm EHT = 5.00kV Signal A = SE2 Erase 28 Ot 7013
Wh=  &mm — Apertire Size = 3000 pm  Signal B = inLens Tima 184225

Puc. 4.28: COM-uzodbpaxkenus xaTognoro snaextpoga TOTD, mpuroroBaeHHOrO ¢

IpuMeHeHneM IopoobpasoBaTeieil u credeHHoro npu remmeparype 1175 °C

3YIOIIETO, & TaKyKe 10 Pe3y/IbTaTaM ONTUMU3AIUN TeMIepaTypbl (pUHAILHOTO OT-
JKUTa OBbLT MMOCTPOEH ONTUMAJIbHBIN PEXKUM BBICOKOTEMIIepaTypHoro orxkura M3bB

TOTDS. 3aBucuMocTb TEMIIEPATYPHI OT?KUTA OT BPEMEHN MTOKa3aHa Ha pucynke 4.29.
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Puc. 4.29: Pexxum BeicoKOTeMITepaTypHOil oopadborkn MOB TOTD

4.2.2 MukpocTpyKTypHbIe U JIEKTPOXUMUYECKNE XapaKTe-

PUCTUKN

[Tocsie onTuMmsarmn MOPQOJIOITN NCXOHBIX MATEPHAJIOB, COCTaBa JIEKTPO/I-
HBIX KOMIIO3UTOB U PeXKHMa TeMIepaTypHoil 00pabOTKH ObLIa U3rOTOBJIEHA CEPUs
MeMOpaHHO-3J1eKTPOAHBIX 010K0B TOTD MeT0/10M COBMECTHOTO CIIEKAHUST 9JIEKTPO-

j10B. @ororpadun obpasno MOB TOTD npusenens: Ha 4.30.

4.2.2.1 MuKpocTpyKTypPHbIE HUCCJIeIOBAaHUS

[Tortepeunoe cedenne MoJI/IbHBIX 00pa31oB OBLIO UCCJIEIOBAHO METOJIOM CKa-
HUPYIOIIel 3/1eKTpoHHoil Mukpockornuu. COM-nzobpazkenne mokaszaHo Ha pPHUCYH-
ke 4.31.

113 pucyHKa BIIHO, YTO CJIOU UMEIOT PABHOMEPHYIO TOJIINHY. OYHKITMOHAIBHBII
KATOJHBIN CJION MMeeT TOJIIIHY OKOoJIo 10 MKM, a TOKOCHEeMHBII — 0KoJIo 20 MKM.
AHOJHBIN 9/IEKTPOJT COCTOUT U3 (DYHKINOHATHLHOTO U TOKOCHEMHOTO CJIOEB TOJIIIH-
HOIT 0KOJI0 20 MKM KaKJIbIi.

Ha pucynkax 4.32 n 4.33 npusousites CIM-u300parkeHnsi OTAeIbHO KaToa 1

aHOJa COOTBETCTBEHHO, II0JIYYCHHDLIC IIPpU OOJIbIIIEM YBEJINMYIEHUN.
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Puc. 4.30: ®ororpacdun meMopaHHO-31eKTpOoAHbIX Osi0K0B TOTD, N3roroBaeHHbIX

METOJO0M COBMECTHOI'O CIIEKaHHN:Ad 9JIEKTPOA0B

i

(W HKIHOBANBHEIT KiTOMHBIT CIION

h‘t{,‘hiﬁpﬂ]_{a TECPAOMD MICKTPOIHTS

(PYHKIHOHANLHBLIN AHOAHBIH CIIOii

TOROCHREMHEIL AHOAH BT COGH

Mag= 100K X Alyam EHT = 5.00 kY Signal A = SE2 D 25 Jon 2085
WD = Bmm fr—] Aperture Size = 5000 pm Signal B = InLens Tisa 1E4138

Puc. 4.31: COM-u3o0bpaxkenne nonepeanoro cedenusg MOB TOTS, usroroBieHHoro

METOJ0M COBMECTHOI'O CII€EKaHU:Ad 9JIEKTPOA0B

Kax camu QJIEKTPOAHBIE CJIOU, TaK N Me}K(baBHbIe I'paHUIbI JOCTATOYHO XOPO-

10 cliedenbl. B TOKOCHEMHBIX CJI0SX JIEKTPOAOB MMEECTCA pa3BUTad CUCTEMa Mal'l-
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Mag= 10.00 KX EHT = 5.00 kv Signal A= SE2 Date 25 Jun 2015,
WD= 8mm Aperture Sige =30.00 um  Signal B = InLens Time :11:45:2F

Puc. 4.32: COM-u3obparkenne karoanoro saexkrpoga MOB TOTS, usrorosierntoro

METOJ0M COBMECTHOI'O CIIEKaHU:A 9JIEKTPOA0B

Mag= 10,00 KX 3pm EHT = 500 kv Signal A= SE2 Date 25 Jun 2015
WD= 9mm L Aperture Size =30.00 um  Signal B = InLens Time :11:56:15

Puc. 4.33: COM-uzobpazkenune anoanoro sjiaexkrpojga MIb TOTSD, usrorosiertoro

MEeTOJOM COBMECTHOI'O CIIEKaHM IJIEKTPOJ0B

CTPaJILHBIX [TOP pa3zMepoM OoJiee 3 MKM, a (BYHKIIMOHAJIBHBIE CJIOM COOPMUPOBAHBI
JacTUIIAMI CyOMUKPOHHOTO paszmepa. CTOUT OTMETUTH, YTO MCIOTb30BaHNe KaHa h-

HOIl caykKi B KadecTBe 11OPO0Opa30BaTEsIsl MPU IPUTOTOBJIEHNN (DYHKIINOHAJIHLHOTO
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ciost kKarosioB TOTD mozBosnio n3bdexkaThb 3HAUUTE/IHHOIO yBEINYEHUs] CPEJIHEro
pasmepa 4JacTull MaHraHuTa JaHTaHa-cTpoHuns u 10Sc1CeSZ, ogHako 00beM IOp

MOXKeT ObITh HEeJO0CTaTOYHDbIM.

4.2.2.2 DeKTPpOXUMHUIECKNE NCITHITAHUS

DIEKTPOXUMUIECKNE XapaKTePUCTUKN MeMOpPaHHO-3/IeKTPOIHBIX OJIOKOB, U3-
FOTOBJIEHHBIX METOJOM COBMECTHOTO CIEKaHMUs 3JEKTPOJOB, MCCJIEIOBAJINCL IIPU
850 °C'. TomnuBHasi cMeChb COCTOsiJIa M3 BOJOPOJA M a30Ta C IapluaJbHLIMU JIaB-
jgeausamu 0.5 arm. B KadecTBe OKHCINTE/NIBHOI CMECH MCIOJIb30BAJIACH CMECH KIHIC-
JIOPOJIa U a30Ta ¢ MapuaJbHbIM JaBjerneM Kucaopojga 0.21 arM (HCKyCCTBEHHBIM
Bozyx) u 0.5 arm. Bossrammepusie n mornoctabie Xapakrepuctuku MOB TOTD

nokazaHbl Ha pucyHke 4.34.
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Puc. 4.34: Bosnbramnephnasi u MorHocTHas xapakrepuctuku MOB TOTD, usroros-

JICHHOI'O ME€TOJO0M COBMECTHOI'O CIIEKaHMA 3JIEKTPOAOB

[Ipu ucnosib30BaHUN BO3/IyXa B KAUECTBE OKUCIUTE ST MAKCHMAIbHAST MOIIHOCTb,
cianmaemast ¢ MOB, cocrasuia cebiie 3.6 Br (yaeabhast Momuocts 225 MBT/em?).
Crout obpaTuTh BHUMaHUE, YTO JJAHHOE 3HAUYEHNE CHUMAEMON MOIIHOCTH ObLIO JI0-
crurnyTo npu Hanpsizkernu 0.7 B, a conmporusiienne mogBosIIX MPOBOIOB U OCO-
OEHHOCTH M3MEPUTEIbHO CTAHINN He MO3BOJIIIN TPOHTH Yepe3 MaKCUMyM MOIIHO-

cru. [Ipn ucnospzoBanun 6ojiee 6OraToil OKMCJIUTEIBHON CMeCH CHUMaeMasl MOIII-
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HocTh 1pesbinaer 4.2 Br (260 MBr/cm?). 3amernoe yiiydiienue 3JeKTPOXHMUYe-
CKUX XapaKTepUCTUK IPH IOBBIIIEHNH TapIUaJbHOr0 JaBIEHHsT KUCJIOPOIa, BEPO-
SITHO, 00'bsICHsIeTCsT HatmaneM Judy3nOoHHBIX 3aTPY/IHEHN Ha KaTO/Ie TOILTIBHOIO
9JIEMEHTA.

[l1s1 orpeiesieHnsI COCTaBIAIOMNX 1oiHoro couporusiernss MOB TOTY B Tex
JKe pabovmX YCJIOBHUSIX OBLIN HCCJIEIOBAHbI Toforpadbl MMIEIAHCHONO CIEKTPA.

Hexkoropbre pesyiabrarhl mpuBeaeHbl Ha pucyHke 4.35.

= 8507C
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Puc. 4.35: T'ogorpadsr numiesancHbix ciiekTpoB MOB TOTS ¢ sjaekTpogamu 1io-

masbio 4x4 cm?

BugHo, 4To oMuveckas 4acThb UMIIEJAHCHOIO ClieKTpa cocTapsieT 0koJio 0.05 Om
(0.8 Om- em?), a nongpuzanuonnas — 0.06 Om (1.0 Om- cm?) B cityuae ucHoab30BaHusA
Goraroii okucmuTebHON evecn 1 0Kos10 0.07 Om (1.1 Om-eMm?) J1/ist HCKYCCTBEHHOTO
Bo3jyXa. [Ipum 3TOM ciiejlyeT OTMETUTb, YTO M3MEHEeHHe IapIuabHOIO JIaBJIEHUsI
KHCJIOPO/Ia OKa3bIBaCT CYIIECTBEHHOE BJIMSHUE MMEHHO Ha HU3KOYACTOTHYIO JacCTh
rojiorpada, 0ObIYHO CBA3BIBAEMYIO ¢ UMM Y3NOHHBIM BKJIAJIOM B MOJISPU3AI[IOHHOE
COIIPOTHUBJIEHNE. DTO TOJITBEPKJIACT paHee CAelaHHOe ITPEJIIOIOKEHIe O HAJMIUN
Jny3noHHBIX 3aTpyaHeHnii Ha KaTojge TOTD.

Juddy3monnbie 3aTpyHEHUSI CBS3aHbl ¢ N30BITOYHON IIJIOTHOCTHIO (PYHKITHO-
HAJILHOI'O KaTOJHOI'O II0JICJIOS, KOTOpasi, B CBOIO OYepejlb, CBsI3aHa C IOBBINIECHU-
eM TeMIlepaTypbl TePMOOOPAOOTKHN BBIIIE 3HAYEHUN, ONTUMAbHBIX JIJIsI KATOIHOIO
9JIEKTPOJIA.

MukpocTpyKTypa aHOJIHOI'O 3JIEKTPO/Ia He ONTUMAJIbHA 110 IPUIIHE TepMoobpa-
OOTKHU MpU TEeMIIEpaType, 3HAYUTEILHO OTJINYAIOIIeiics OT ONTUMAJILHON JIJIsT aHOIA.
B pesysibTaTe 3TOro 3epHa, BXOJAIINE B COCTAB 9JIEKTPO/Ia, HE JOCTATOYHO CICUYECHDI.

B npoiiecce paborsl MOB TokoBasi Harpy3ka IPUBOAUT K 3HAYUTEJILHOMY CHUZKE-
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HuIo cpejHero pasmepa 3eper NiO. B pesyibrare ¢ TedennemM BpeMeHn 3HAUUTEIHHO
YXYIIIAETCSA TPAHCIIOPT Uepe3 OECKOHEUHBI K/IacTep IIPOBOIMMOCTHI, 00PAa30BaHHbIIT
3epHAMU OKCHJIa HUKEJISI. DTO HPUBOJUT K TOMY, YTO JIEKTPOXUMHUIECKIE XapaKTe-
puctuku MSOB He cTabuIbHBI Ha BpeMeHax IOpsiJIKa HECKOJIBKUX CYTOK.

C 1e/bio ONTUMUBAIIH [TOJIHOTO BHYTPEHHEI'0 COIPOTUBJIEHUSI I IO CTabIIbHO-
CTU U, KaK CJIEJICTBUs, JIEKTPOXUMUIeCKNX XapakTrepucTuk MOB ObLia nposeena

OIITUMHM3alsA PEZKNMa COBMECTHOI'O CIIEKaHMA IJICKTPO/I0B.

4.3 OHTI/IMI/ISaI_[I/IH pezKnMa COBMECTHOI'O CIIEKaHMA

3J1eKTposioB M3b

B nanmoit ryraBe mpeacTaBIenbl Pe3YIbTATH ONTUMI3AIUN TIOJIHOTO BHYTpeHHe-
ro cornpotusiennss MOB u ero crabuibHOCTH 3a cYeT MPUOJIMZKEHUST TEMIIEPATY PhI
BBICOKOTEMIIEPATYPHOTO OTKUTA K ONTHUMAJJIBLHON TeMIepaType cleKaHnus aHoIHOTO

9JIEKTPO/IA.

4.3.1 Meroauka WH3roTOBJIEHUS U HUCCJIeJOBaHUSI MUKPO-

CTPYKTYPbI

4.3.1.1 OnruMusammus aHOIHOIO 3JIEKTPOJIA

B npenpayimeit riaBe 0TMeIaa0Ch, 9TO COBMECTHBIN BHICOKOTEMIIEPATYPHBII OT-
JKUT 9j1eKTpojioB MOB 1pu temieparype, 6M3Koi K ONTUMAJILHONI TeMIiiepaType
CIIEKAHUs KaTOIHOIO 3JIEKTPOA 1, COOTBETCTBEHHO, TeMIlepaType, 3HaUNTeJIbHO HU-
’Ke, 9YeM OITUMaJibHasl TeMIlepaTypa CIeKaHsd aHOIHOI'O 9JIEKTPO/Ia, MPUBOIKN K He
ONTUMAJILHOI MHUKPOCTPYKType anoga. 3epra NiO, mpormeiire TepMoodpadboTKy
npu Temieparype 1170 °C' He j10cTaTOYHO CIIEUYEHbI, IIPU TOKOBOI HAI'PY3Ke TPONC-
XOJIUT 3HAUYUTE/IbHOE CHUXKEHNE pa3Mepa 3epeH. B pesysibrare 3HaUNTEIbHO YXY/IIIa-
eTcsl TPAHCIIOPT 4epe3 KjacTep MPoBOAMMOCTH, obpazoBaHHbIil 3epHaMu NiO. 1o
HPUBOJIUT K TOMY, UTO 3JIEKTPOXUMUUYecKre Xapakrepuctuku MIB ne crabuibmb
Ha BpeMeHaX IOPsIKa HECKOJIbKIX CYyTOK.

C 1eJibio ONTUMHU3ALNN [TOJISIPU3AIIMOHHOI0 cotpoTuieHust MOB u ero crabuiib-

HOCTH IIO BpEME€HU TeMIIepaTypa COBMECTHOI'O CIIEKaHHNA IJIEKTPOAa ObLIA IO JHATA
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J10 3Hadenust 1350 °C' — remriiepaTypbl, OJIIM3KOI K ONTUMAJILHOMN JIJIsT aHOIHOT'O 9JI€K-
Tpojia. CocTaB aHOHOIO IJIEKTPO/IA [IPU STOM He IpeTeplieBasl N3MEHEHUs.
CpaBHenne MUKPOCTPYKTYPBI aHOITHOTO 3JIEKTPO/Ia, MPOIIIE/IINIEro TepMoodbpaboT-

Ky npu Temmeparypax 1170 u 1350 °C' nokazano na SEM-uzobparkeHusix Ha prCyH-
ke 4.36.

EHT = 500 W gl A= BET
Agerirns Siw s 3000 pm  Tegrsd 0= inlers

a)

Puc. 4.36: SEM-uzobpakenust aHOIHOIO 3jieKTpojia MIB, mporme/iero BbICOKOTeM-

lay= ESDEX
wili= i mm

mepaTypHBIil OTyKUT Tpu TeMiiepatypax a) 1170 °C' u 6) 1350 °C

3 SEM-u300pazkeHnii BUJIHO, UTO MPH HOBBIIIEHUN TEMIIEPATYPbl BHICOKOTEM-
neparyproro orxkura or 1170 mo 1350 °C' mioTHOCTH PYHKIIMOHAJIBHOIO aHOIHOIO
I0JICJION 3HAYUTEHLHO IIOBBIIIAETCS. DTO HPUBOJUT K TOMY, UTO 3HAUUTEIBHO IIO-
BBIIIAETCSI IJIOTHOCTH Tpexdas3Hoil I'PpaHuIlbl, Ha, KOTOPOIl IIPOTEeKAeT aHOIHAasI JJIeK-
TpoXuMHIIeckad peakinsd. B pesyiabrare majaeT MOJIAPU3AIMOHHOE COMPOTUBIIECHIE
peakinn U, Kak CJIeJICTBUE, IIOJHOEe BHYTPEHHee COlpOTUBIIeHNe deKTpoaa u MIB
B 11€JIOM.

[ToMmMO 3TOr0, MOBBIIIIEHNE JIOTHOCTH 3JIEKTPO/Ia TIPUBOIUT K YBEJINICHUIO CTa-
OMJILHOCTU KJIacTepa MPOBOJIUMOCTU 1, KaK CJIEJICTBHE, IOBBIIICHIIO CTaOUJILHOCTH

QJIEKTPOXUMHUIECCKUX XapPaKTECPUCTUK BO BPEMEHMU.

4.3.1.2 OnTtuMnsainudg KaToJHOTO 3JIEKTPOIaA

[ToBbimienne Temmeparypbl (hUHAJBHOIO BBICOKOTEMIIEPATYPHOIO OTYKHUIa OT
1170 no 1350 °C npuBOAUT K TOMY, UTO HEOOXONMO CYIIECTBEHHO MEHSATH COCTAB

1 KOHCTPYKIINIO KATOJHOIO 3JIeKTpojia. /leso B ToM, 4TO Ipu TeMiiepaTypax BbIIIEe
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1200 °C' mponcxoinT MHTEHCHBHOE XUMUYECKOe B3aNMO/IefiCTBIE KATOHOIO MaTepH-
aJla MaHTaHUTa, JJAHTAHA-CTPOHITUST ¢ AaHUOHHBIM ITPOBOHUKOM CTAOU/IN3UPOBAHHBIM
JINOKCUJIOM TUpKOHUs. B pe3synbrare B3amMo/eficTBIsA 00pa3yIOTCsd HEIPOBOIATINE
daszbl, 3HAUNTE/IHHO TOBBIMIAIOININE TIOJIHOE BHYTpEeHHee corpoTusienne MODB.

B patore [130] 66110 TOKa3aHO, UTO MPU UCCIICIOBAHIN B3AMMOJICHCTBUS B TBEP-
JI0#1 paze MeXKJ1y pasIMIHBIMEI COCTABaMK KaToHOro Marepuasa LSM n aHmoHHOro
poBoiHNKa 8Y S7 BTOPUIHbIE HEPOBOAAIINE (ha3bl JeTEKTHUPYIOTCA YrKe ToC/Ie OT-
»Kura B Tedennn 1 daca npu temreparype 1350 °C' wim mocsie TepmMoodpaboTKu B
teuennu 13 gacos upu 1200 °C'. B pesyibrare B3auMoeiicTBust (OPMUPYIOTCSI CJie-
Jytomne HerpoBojgdiue dasbl: Las ZroOr7, SrZrO3.

B pabore [131] mposoguinchk uccaenoBanusi (hopMupoBanusi (a3 B3anMo/Ieii-
crBust Merogamu COM u D/IPC. Bouio nmokazano, 4To BropudHbie (asbl GOpMU-
pytores nociie 120 gacoB npu oT:kure Ha TeMieparype 1200 °C' u y:xke nocse 1 gaca
na 1350 °C.

[To »T0it npuunHe aHUOHHDIN TPOBOIHNK B (DYKHITMOHATHHOM KATOIHOM ITOJICJIOE
OBLIT 3aMEHEeH Ha OKCHUJL [IepHs, omupoBanubiii okcuom rajgoaunaust (GDC, 80 mosr.%
CeOy + 20 Mo % GdsOs3). U3 ureparypbl He U3BECTHO O (haKTaxX XUMUIECKOIO
B3anmoseiicreust Mexk ity LSM u GDC [132,133].

[TommMmo 3TOrO M3MEHEHNS, HETOCPEICTBEHHO Ha MeMOpaHy aHHOHHOT'O MPOBO/I-
HUKa 10 (PYHKINOHAJIBHOI'O KATOJHOIO IIOJICI0ST HAHOCHJICS JOIOJHUTE/bHBI 3a-
muTHBIN 11oj1cs10it coctaBa GDC j1s nmpetoTBpalienns B3auMoIeficTBIs KATOIHOIO
marepuaia LSM n MarepuaJia aHHOHHOTO TPOBOJHIKA U3 MEMOPaHHI.

s onTuMu3amy MUKPOCTPYKTYPbI (DYHKITMOHATLHOTO KaTOIHOTO CJIOS TIOPO-
obpasoBare b KaHa/IbHasl carka ObljIa 3aMeHeHa Ha YaCTUI[bl aKTUBUPOBAHHOTO YIS,
uMelolre cyiecTBeHHo 0oibimil pasmep. Cpasaenne COM-um300pazkeHnii 4aCTHIL
KaHAJILHOW CayKil U aKTUBUPOBAHHOTO VIV MPEJICTaBIeHo Ha pucynke 4.37.

3 nzobpazkenuit BUIHO, YTO YaCTUIBI KAHAJIBHOM CayKi MMEIOT pa3Mep OKOJIO
100 uM, a 9acTUIIBI TOPOIIKA aKTUBUPOBAHHOTO YTJIsI — OKOJIO 3-0 MKM. Taxkum obpa-
30M, YaCTHUIIbI AKTUBUPOBAHHOIO VIV JIYUIIE TOIXOAAT JIIsT ONTUMU3AINN MIKPO-
CTPYKTYPBI KATOJIHOTO 3JIEKTPOIA, 9TO CTAHOBUTCS 0OCOOEHHO BayKHO TIPU (PUHATLHOIM
TepmoobpadboTke MIB mpu remmeparype 1350 °C.

Cpasuenne SEM-u300parkeHne KaToHOIO 3JEKTPO/Ia, CIEYEHHOrO MPU TeMIle-

parypax 1170 u 1350 °C' nokazano Ha pucynke 4.38.
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B . 1 > s
Mag= 50.00KX  300nm EHT = 10.00 kv Signal A= InLens Dm:JunzMsl Mag= 250KX  1oum EHT = 10.00 kV Signal A= SE2
WD= &§mm | Aperture Size = 30,00y Signal B = InLens Time 16:36:15 | WD= Smm A Aperture Size = 30,00y Signal B = InLens

Yy

BT & S0 Sigrad &= SET
Bpwfie S = M0 00w Tpeal L el e

a)

Puc. 4.38: SEM-nu3zo0paxkenus KaToIHOTO 3jieKTpoga MIB, mporreiiero BbICOKO-

TeMIIEPATYPHBIH OTXKUT TIpu Temrepatypax a) 1170 °C' u 6) 1350 °C'

Takum obpazoM, obmas KOHCTPYKIWs caoeB MIB, npuroroieHHOro MeTo10M
COBMECTHOI'O CIIEKaHUsI 3JIEKTPOJIOB IPK ONTUMAJBLHON TeMIlepaType Ipe/icTaB/ieHa

Ha pucyHke 4.39.

4.3.1.3 OnrtuMusamnus pexknMa BbICOKOTEMIIEPATYPHOI'O OT>KUTa,

MemOpaHHO-3JIEKTPOHBIE OJIOKN TPOXOININ BHICOKOTEMIIEPATYPHYIO 00pabOTKY
upu temueparype 1350 °C' B Teuennn 2 gacos. [locse orKura mpoBoIuIOoCh OXJa-

JKJIeHHEe ¢ BbIpaBHUBaIONIUMU oTKuramu 1pu temieparypax 1200 u 1100 °C' g
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Puc. 4.39: Obmas KoncTpykiust cjaoes MOB, IpuroroB/ieHHOIO METOIOM COBMECT-

HOI'O CIIEKAQHUS 3JIEKTPOJOB IPU ONTUMAJIbHOI TeMIlepaType

CHATHUA OCTaTOYHBIX MEXaHN4YECKUX H&HpH}KGHHﬁ. Pexknum BbICOKOTeMHepaTypHOﬁ

obpaboTku nokazan Ha pucynke 4.40.

1400 EErTTIREREEEN)
' 1200 °C
1200 +
O _
o 1000 F
é— |
© 800}
(]
g— 600 +
()]
= 400t
200
0.|.>|.|.1.|.|.|.|.
2 6 8 10 12 14 16 18
Time, h

Puc. 4.40: Pexxum BoicOKOTEMIIEpaTypHOit 0OpaboTrku MIb
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4.3.2 DaeKTpoXmMUYeCcKUe MCCJIeJOBAHNIS
4.3.2.1 N ccaemgoBaHne BOJbTAMIIEPHBIX W MOIITHOCTHBIX XapaKTEPUCTUK

BosbramiepHbie 1 MOIIHOCTHBIE XapakTepuctuku MOB mokasanbl Ha pHuCyH-
ke 4.41. UccnepoBanust npoBojuanuch 1npu pabodeit Temieparype 850 °C'. B kaue-
CTBE OKHUCJIUTEJISI MCII0JIb30BaJICS BO3JIYX, & B Ka4ecTBe TOILINBA — CMECh BOJIOPOJIa
1 a30Ta ¢ paBHBIMU HapIaJbHBIMU JaBieHusaMu. Ha pucynke mokaszaHbl NCXO/HbIE

XapaKTePUCTUKH, a TakxKe m3Mmepenns mocse 100 gacoB padorsl MOB 1101 TOKOBOI

Harpy3KOii.
850°C, Air, H,:N,=50:50
T T T T T T T T T T T Il = ] 5
(117 R SR st A 4
"\.\h‘ ” | -U
s o]
> 09} S A 43 S
D P, ) <
0.8 —— Start oSl
—=—+"100R 4
0.7V
0,7 frogfimemrimemimim i im e D ]
1 2 3 4 5 6
I, A

Puc. 4.41: BonbraMiiepable 1 MOITHOCTHBIE XapakTepuctuku MIB. Okuciurens —
BO3/IyX, TOILIMBO — CMeCh BOJIOPO/a U a30Ta ¢ PABHLIMU IIaPIUAJIbLHBIMU JaBJICHHSI-

mu, pabodasi Temreparypa — 850 °C'

3 xapakTepucTuK BUJIHO, YTO IJIOTHOCTH MOIIHOCTU IPU HaIPSIPKECHUU Ha dJIe-
menta B 0.78 B cocrapisier 320 MBr/cm?, annpokenmMaiust 10 pabouero HalpsizKeHus
B 0.7 B naer miornocrs caumMaemoit moraoctn B 380 MBT/ cM?.

Tak>ke MbI MOKEeM Ha0JI10/1aTh, YTO cHUMaeMasi ¢ MIB molHocTh pacTeT 110 uc-
teduennu 100 9acoB — majiaeT IOJIHOE BHYTPEHHEE CONMPOTHUBJIeHNe. Mbl CBI3bIBacM
9TOT Pe3yJIbTAT CO 3HAUNTETbLHBIM CHIDKEHHEM pa3Mepa YacTUll OKCHJIa HUKeS B
npoiiecce paborbl MIB 1o TokoBOit Harpyskoii. B pesyisbrare Takoro cyinecTBeH-

HOT'O CHUMKEHHUsI pa3Mepa 3epeH CYIIeCTBEHHO TOBBIIIAETCs IJIOTHOCTH TPeXdasHoil
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I'PAHUIIBI, ITO PUBOJNUT K CHI?KEHUIO MOJISTPU3AI[MOHHOIO COIPOTUBJICHUST aHOHOTO
JIEKTPOJIA.

1t MpoBepKN 9TOr0 MpeInoiozKenns: ObLn motydensbl SEM-nzo0pazkenus 1o-
MEPEIHOTO CeYEHUs aHOHOIO JIEKTPOJIa J0 U 1ocjie padboTsl B TedeHnn 100 gacos.

CooTBeTcTBYyIOIIIEe N300PaskKeHusI MoKa3aHbl Ha pucyHKe 4.43.

Majs GEIKX  Zum EHT = 10,00 KV Sigral A = SE2 Cinte 22 Mar 2098
Wh= {0 mm = Aparss Sze = 3000 m S9N B = InLen Tima 03704

Mag= BDOKE EHT = 5,00 KV Signal A& = SET
WD= iBmm Aparture Size = 3000 pm  Signal B = inLens

Puc. 4.42: SEM-n300pazkeHnusi TonepevHoro ceUeHust aHoHOTO JIEKTPOJIa JI0 1 110-

cie pabotsl B TeyeHun 100 gacos

I3 pucyHKOB BHJIHO, 9TO pa3Mep YacTHUIl OKCHJIa HUKEJIs 3HAUYNTEJIHHO YMEeHb-
IIAJICST, 9TO IIPUBEJIO K CYIIECTBEHHOMY YBEJINYEHUIO ILJIOTHOCTH Tpexdas3Hoii rpa-
Hunbl. PazMep gacTull crabuIm3upoBaHHOIO JUOKCH I IUPKOHUSI IIPH STOM OCTAJICST
[IOCTOSTHHBIM.

Bouee nogpodrnoe SEM-m300pazkenne momnepeqHoro cedennst 00/1acTi Ha aHOIHOM
9JIEKTPOJIE 110C/Ie KPATKOCPOUHBIX PEeCYPCHBIX UCIBITAHUII 110/ TOKOBOII HAIPY3KOii B

Tedenun 100 gacos 1okazano Ha pucynke 4.43.

4.3.2.2 MHWccaenoBanme rojorpadoB nMIegaHCHBIX CIEKTPOB

C menbio ompejiesieHus MapaMeTpoB /i JajbHefIneifl ONTUMUBAIINI TOJTHO-
ro BHyTpeHHero corpotusjienuss MOB Oblin u3mepenbl rojorpadbl MMITEIAHCHBIX
creKTpoB obpasia. CpaBHeHue rojiorpadoM IMIIeJaHCHBIX CIIEKTPOB B HAaUaJ e KpaT-
KOCPOYHBIX PECYPCHBIX ncbITannii u mocje 100 yacoB paboThI 10/1 TOKOBOI HATPY3-
KOIT MoKa3anbl Ha pucynke 4.44.

13 IIPpUBEAECHHOI'O CpaBHEHUA FO,ZLOFpa(bOB NMII€JaHCHBIX CIIEKTPOB BM/JIHO, 9TO
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Puc. 4.43: BoJjiee nogpodbroe SEM-u300pazkenne monepedHoro cedeHust 00JIacTu Ha
AHOJTHOM 3JIEKTPO/Ie 1I0C/Ie KPATKOCPOUHBIX PECYPCHBIX UCIBITAHUI 110/] TOKOBOI Ha-

rpy3koit B Teuenun 100 gacos

0,01 . . ; .
— Start
——100h

-ImZ, Ohm

0.03 0.04 0.05 0.06

ReZ, Ohm

0.02

Puc. 4.44: CpaBrenue rojiorpadom NMIIEIaHCHBIX CIIEKTPOB B HadaJje KpaTKOCPOU-

HBIX pecypcHbIX ucinblTanuit u nocse 100 gacoB paboThl 110/ TOKOBOI HAIPY3KOil

yaydinenne xapakrepucTuk MIB mocie KpaTKoCpOYHBIX PeCypPCHBIX HCIBITAHMI
IIPOM3OIILIO 10 JIBYM OCHOBHBIM IPUYNHAMI.

Bo-11epBhIX, HE3HAUNTEIHLHO COKPATHIACH BHICOKOUACTOTHAST OTCEUKA, CIIEKTPa —
OMHYECKOEe CONMPOTUBJICHIE 0Opasiia. SHAUCHIEe OMUYIECKOIO CONPOTUBJICHUS COKPa-
tusock ot 0.018 Om (0.288 Omxcem?) j10 0.017 Om (0.264 Omxem?).

Bo-BTOpBIX, 3aMETHO YMEHBIIIIOCH MOJIApU3aInontHoe cornporusienne MObB, xa-

paxkTepusyiomiee padbory asiekrpogo TOTD. [oxsspusalmonnoe copoTuBIeHNne U3~
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menmioch ot 0.037 Om (0.592 Omxcem?) 0 0.033 Om (0.528 Omxcem?). Mbl cBsi-
3bIBAEM YKA3aHHOE CHIZKEHHE C CYIIECTBEHHBIM CHHKEHIEM pa3sMepa 3epeH OKCHJIA
HIKEJIST B KOMITO3UIIMOHHOM aHO/IHOM 3JIEKTPO/Ie. B pesysbrare CyIecTBeHHO pacTer
IJIOTHOCTB TpexdasHoil IPAHNIIBI I COKPAIIACTCS TTOIPU3AIINOHHOE COTPOTHBIICHNE
32 CUeT YMEHBIEeHNsT COPOTUBIICHIST PEAKI[IN CMEHBbI HOCUTEJsT 3apsi/Ia.

J1J1st BBISIBIICHUS TTApAMETPOB, TPEOYIONIIX JATbHEHIIeH ONTHMI3aIni, ObLTa Hc-
CJIe/I0BaHA 3aBUCHMOCTD TO0rPad OB NMITEIAHCHBIX CIIEKTPOB OT COCTaBa, TOIIHBHOI
¥ OKHCJUTEIBHOf ra30BbIX cMeceil. B Tabumiie 4.1 mpe/icTaBIeHbl NCC/IeJOBAHHOE Ta~

30BbI€ CMECH.

Tabsmia 4.1: CocraB TOIJIMBHON 1 OKUCIUTENILHOI ra30BBIX CMecell IIpu UCCIe10Ba-

HUN FO,[LOFpaCbOB NMII€JaHCHBIX CIIEKTPOB

OkucJuTe b

TommBo

Bosayx (21%05 + 79% Ns)

Bogopon (100%Hs)

50%032 4+ 50% Ny

Bomopos (100%Hs)

50%03 + 50% No

25%0Hy + 75% N

['oorpadbr nMITETAHCHBIX CIIEKTPOB, M3MeEPEHHbIEe B yKa3aHHLIX B TabJnIe Ta-

30BbIX CMecsdX I0Ka3aHa Ha pucyHke 4.45.

0,01 . . ‘
E — Air 100% H,

=

o ——50% O, 100% H,

- ——50% 0, 25%H,

0,63 0,54
ReZ, Ohm

0.02 0.05 0.06

Puc. 4.45: CpapHenue ronorpadoB IMIEJAHCHBIX CIIEKTPOB, N3MEPEHHBIX C UCIIOJIb-

30BaHieM Pa3HbIX OKUCJTUTEJILHON M TOIIMBHON ra30BbIX CMeceil

Jlerko BUIOEThb, 9YTO BbLICOKOYaCTOTHas OTCECYKa CIIEKTPOB — OMMUYECKOE COIIPO-
TUBJICHUE — HE MEHAETCA IIPU CMEHE I'a30BbIX CMGCGfI, ITOCKOJIbKY MX COCTaB BJINAET

TOJIBKO Ha IIOJIAPU3alMOHHYIO 9aCThb CIIEKTpPa.
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I3 criekTpoB BIJIHO, 9YTO CMEHA COCTaBa, OKUCINTEIbHOI Ira30BOii CMECH ¢ BO3/LyXa,
Ha CMeCb KHCJI0PO/ia ¢ A30TOM C DABHBIMU HAPIUAILHBIMU JaBJICHUAME ([Iepexo]] OT
YepHOI K KPACHON KPUBOIi) IIPUBOJIUT K CYINIECTBEHHOMY U3MEHEHUIO TT0JISIPU3aINOH-
Hoit yactu crextpa — ot 0.038 Om (0.602 Omxcm?) 10 0.035 Om (0.554 Omxcem?).
YKazaHHbIN pe3y/abTaT CBUJIETEILCTBYET O TOM, UTO KaTOJHBLIN 3JIEKTPOJ Tpedyer
najbHeiimein ontTuMu3anu. Mbl ¢BI3bIBaeM JTaHHYIO OCOOEHHOCTH KATOIHOIO 3JIEK-
TPOJ/ia ¢ HEOIITUMAJbHOCTBIO €10 MUKPOCTPYKTYPHhI, BBI3BAHHOI TeMIIepaTypoil Tep-
MOOOPabOTKH, JIAJIEKOH OT OITUMAJIbHON JIjIsl KaTo/a, Juala30Ha.

[Ipu aTOM JIerKO BUJIETH, YTO CMEHA TOILIMBHOI ra30BOil CMECH C YUCTOIO BOJO-
pojia Ha cMeCh BOJOPOJ/A M a30Ta ¢ NapluajJbHbIM jJaBjieHneM Bojgopoja 0.25 aTm.
(HepexozL OT KpacHOW K CuHel KpHBoﬁ) HEe [IPUBOJUT K CYIIECTBEHHOMY HU3MeHe-
HUIO rojiorpada nMIrelanca. ITOT pe3yJibTaT CBUACTEIbCTBYET O TOM, UYTO AHOIHBII

9JIEKTPOJ OJIN30K K ONTUMAJIBLHOMY COCTABY M MUKPOCTPYKTYPE.

4.4 BpiBOIbI

B nanHOil riaBe IpejcTaB/eHbl Pe3yJbTaThbl M3yUeHUs B3aUMOCBSI3U COCTaBa,
MUKPOCTPYKTYPhI U PEXKIUMa BBICOKOTEMIIEPATYPHOI'O OTXKHUI'a U IOJHOIO BHYTPEH-
HEro COIPOTHUBJICHUST MEeMOPAHHO-3JIEKTPOIHBIX OJIOKOB TBEPIOOKCUIHBIX TOILIIB-
HBIX 3JIEMEHTOB C I1€JIbI0 MUHIMU3AINI COIPOTUBIEHHSI IIPU n3roToBiennn MYBos
METOJaMI Pa3/IeJIbHOTO CIIEKAHUS 3JIEKTPOJIOB, COBMECTHOI'O CIIEKAHUSI 3JIEKTPOIOB
IIPU IIOHUKEHHOI TeMIlepaType, a TaKyKe COBMECTHOTO CIIEKAHMUsI IIPH OITUMAJILHOI
TeMIepaType.

Meto pa3iebHOIO ClieKaHusl 3JIEKTPOJIOB ObLI BRIOpaH KaK IIE€pPBBI BapHaHT,
IIOCKOJIbKY OH II03BOJISIET IIPOBECTU HE3aBUCHUMYIO OITHMU3AIUIO COCTaBa, MHUKPO-
CTPYKTYPBbI U PEXKIMa, BBICOKOTEMIIEPATYPHON 00pabOTKN KATOIHOTO U AHOIHOIO
saexkTpooB TOTD. Bruta nposejiena HezaBucuMas ONTUMU3ANNN U o1y derHsl MOB
pasmepom H0x50 MM, U3rOTOBJIEHHBIE METOJIOM Pa3/eJIbHOTO CIIEKAHUS SJIEKTPOJIOB.
Uccnenosanust merojgom COM mokaszajiu, 9To JBYXCJIOMHBIE 3JIEKTPOJIbI UMEIOT OIl-
TUMAJIbHYI0 MUKPOCTPYKTYPY U YIOBIETBOPSIIOT BCEM HEOOXOIMMBIM TPEOOBAHIISM.
[Ipu 5TOM HCCIe0BAHMS 9JIEKTPOXUMIIECKIX XapAKTEPUCTUK B METALINIECKOM MO-
JLyJIe I0Ka3aJii, YTO HEILJIOCKOCTHOCTH MeMOPaHHO-3JIEKTPOIHBIX OJIOKOB He 1103BOJISI-

eT MOJIyYUTh TPedyeMYyI0 IO/ b KOHTaKTa, PaBHYIO ILJIOIa 1 3J1eKTpoa. Hermoc-
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KOCTHOCTH BBbI3BaH& PA3HOCTHIO KOIMMUIMEHTOB TEIJIOBOIO PACIHINPEHUS, TTPUBO-
JiAIeil K MexanndecKoil gedpopMalrum 1o BpeMs BICOKOTEMIIEPATYPHOIT 00padOTKN
M9B.

J11s1 IpoBepKM KadecTBa MHOIOCJIOWHBIX 3JIEKTPOJIOB ObLIN ITPOBEJICHBI 9JIEKTPO-
XUMIYECKHIe UCCJ/IeIOBAHUST MOJIEJIbHBIX 00Pa30B MEHbIIeH IO, MeHee I10]1-
BEPYKEHHBIM MEXaHUYeCKUM JIepOPMAIMAM 38 CUeT MEHBIINX JIMHEHHBIX Pa3MepOB.
BbL1o mokazaHo, 4To 00pasibl UMEIOT HU3KYIO BeJIMUYNHY IIOJJHOIO BHYTPEHHErO CO-
IIPOTHUBJIEHNUS, YTO MPUBOJUT K IJIOTHOCTU CHUMAaeMON MOITHOCTU IIPU TeMIlepaType
850 °C' u nanpskenuu Ha obpaste 0.7 B na yposne 330 MBt/cm?,

OcHoBHOIT MeTOJ| CHM2KEeHUsI MexaHndecKux jedopMmanuit MOB n yBennuenus
ILJIOCKOCTHOCTH — COBMECTHOE CIIeKaHMe 3J1eKTpoJoB. [Ipu sTroM Tpedyercs: BbIOpaATh
ONTUMAJBLHYIO TEMIIEPATYPY OTKUTA, JIEXKAIILYIO B JIMalla30He MEKJLy TeMIIepaTypa-
MU, ONTUMAJILHBIMU JIJIs1 KATOJHOTO U aHOJIHOT'O 3JIEKTPOIOB.

Brlna nmpoBegeHa onTUMU3AIUS COCTaBa, MUKPOCTPYKTYPBI 1 TeMIIepaTyPhl COB-
MECTHOI'0 OTYKHUI'a IIPU IIOHUXKEHHOI TemIiieparype, OJIM3KOI K ONTUMAJIbHOM JIJIst
KaTOJIHOTO 3JIeKTpojia. [Ipm 3ToM OBLIM TOJIYYEHBI IJIOCKHE 00pasllbl pa3MepoM
50x50 MM. DJIEKTPOXUMUUIECKHIE HMCCJIEOBAHUs [T0Ka3a/1, UYTO IIJIOTHOCTH CHUMa~
emoit morHocTu 1pu Temieparype 850 °C' u nanpsizkeHun Ha obpasine 0.7 B co-
crasiister 220 MBr/ cM?. Bostee HU3KHE XapaKTEPHCTUKH OObACHAIOTCS TEM, UTO U
KATOJIHBIN, 1 aHOHDBIN 3JIEKTPO/Ibl HAXOIATCI B HE ONTUMAJIBHBIX YCJIOBUIX BBICOKO-
TeMIlepaTypHoii 00paboTKu. XapaKTepUCTUKN HecTabu/IbHBI Ha BpeMeHaX IOpPsIIKa,
HECKOJIBKUX CYTOK I10 IPUYHHE HU3KOM TeMIepaTyphbl ClIeKaH!s aHOIHOI0 JIEKTPO-
Jia.

Takxke ObLa TpPOBejIEHA ONTUMMU3AINs IOJHONO BHYTPEHHErO COIPOTUBJICHUS
MBSBE 1pu coBMECTHOM CIIEKAHUU 3JIeKTPOJOB IIPH Temieparype, OJIM3KOH K OIl-
TUMAJIbHOI TemIeparype jisi aHOIHOIO 3JeKTpoja. IIpu 9Tom ObLIM IOJIyUeHbI
60Jiee BBICOKHE XapaKTEPUCTUKH — ILJIOTHOCTH CHUMAEMON MOIIHOCTH Ha yPOBHE
380 MBt/cm? npu Temneparype 850 °C' u nanpszkenun Ha oopasiue 0.7 B. IIpu srom
9JIEKTPOXIMUYECKIE XapaKTePUCTUKN CTaOUIbHBI BO BPEMEHH.

Takum obOpasoM, ObLIa IPOBedeHa ONTHUMU3AINSA COCTaBa, MUKPOCTPYKTYPHI U
peKrMa BbICOKOTEMIIEPATYPHOTO OTYKUTa MHOIOCJIOMHBIX MeMOpPaHbI TBEPJIOTO 3JIeK-
TPOJIUTA U 3JIEKTPOJIOB C MEJIbIO TOJTYUeHNsT HU3KOT'O 3HaYeH U TTOJTHOTO BHY TPEHHET'O

COIIPOTUBJIEHUsT 00pa3Ia U cTabUJIHLHBIX XapaKTePUCTHUK.
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SaKJ/JII0YeHHue

B nannHoit pabore mpejacTaBiIeHbl PE3YIbTATHI ONTUMU3AIUMN TIOJIHOI'O BHYTPEH-
HEro COIPOTHUBJIEHUsT MeMOpPaHHO-3/1eKTPO/IHbIX 0J10K0B TOTI: ommdeckoit u 1moJisi-
PU3AIMOHHON YacTu.

B I'naBe 3 npejicraBiieHbl Pe3y/IbTaThl UCCJIEJI0BaHNsT KHHETUKI BOCCTAHOBJICHUSI
OKCH/JIa, HUKEJIsI B YCJIOBHUSIX TOIJIMBHON KaMepbl TBEPIOOKCU/IHBIX TOILIMBHBIX 3JIe-
MEHTOB.

VccnepoBanust MPOBOIN/INCH C IIOMOIIBIO HOBOM 9KCIIEpUMEHTAJIBLHON MeTOINKH,
IIO3BOJIATOIIEH ITPOBOINTH OJHOBPEMEHHbIE UCCJIEIOBAHUS KAK C IIOMOIIbIO TPaIUIIN-
OHHBIX JIEKTPOXUMUYIECKUX METOJIOB HCC/IEI0BAHNsI, TAK U C MMOMOIIBIO CIIEKTPOCKO-
My KOMOMHAIIMOHHOTO paccesinust cBeta. Jljist ipoBejieHns uccjenoBanuii odacrei
Ha uHTepdeiice "syekTpos | mexTposut" Oblia paspaboTaHa CHeruaJbHas reoMeT-
pust 00pas3moB Ha 0a3e MOHOKPHUCTAINIECKIX MeMOpaH TBEPIOrO JIEKTPOJINUTA C
IIPOTUBOJIEKTPOJIOM CIEIUAIBLHON KOJIbIIEBOI (DOPMBI.

C 1noMmoIIpio MprUMeHeHUs HOBOM METOJMKN U IeOMETPUN MOJETbHBIX 00Pa3IoB
ObLiIa MCCJIeloOBaHAa KUHETUKA BOCCTAHOBJIEHHUSI OKCUJIa HUKEIS B KOMIIOBUIIMOHHOM
anoje TOTD B ycoBusIX TOIJIMBHOI KaMepbl. BbLIO 1OKa3aHO, YTO IEepBOE BOC-
CTAHOBJICHUE TTPUHITUITNAIBHO OTIMYAETCA OT TOC/IEIYIONINX 38 CUET CYIIeCTBEHHO
HePEeCTPONKOI MUKPOCTPYKTYPhI BO BpeMsi TIEPBbIX IUKJIOB BOCCTAHOBJICHMS.

Tax>ke ObLIO IOKA3aHO, YTO IIPOIECC BOCCTAHOBJIEHUSI OKCHJIa HUKEJISI B YC/IOBHU-
six TornBHOI Kamepbl TOTD xoporro onuckBaercs: Mojeabio ABpaMu J1/ist TBEP-
nocdasubix peaxnuit. OCHOBHOI HapaMeTp MoJiein ABpaMu He IpeTeplieBaeT Cy-
IIECTBEHHBIX M3MEHEHUil Mpu U3MEeHeHUH pabodeil TeMiepaTypbl. DTOT Pe3y/bTar
CBUJIETEJILCTBYET O TOM, UTO XapaKTep IPOIecca CYIIeCTBEHHO He MEHSETCH.

B I'nmaBe 4 npejicraBjieHbl Pe3y/IbTaThl ONTUMU3AINN TIOJIHOI'O BHYTPEHHETO CO-
IIPOTUBJIEHUsT MEeMOPAHHO-3JIEKTPOJIHBIX OJIOKOB TBEPJIOOKCUHBIX TOILIUBHBIX 3JIe-

MEHTOB IIpu u3roronyiennn MOBoB MeTogaMu pa3ieibHOIO CIIEKAHHSI 3JIeKTPOIOB,
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COBMECTHOI'O CIIeKaHUsI 9JIEKTPOJIOB IIPU ITOHUYKEHHON TeMIlepaType, a TaKzKe COB-
MECTHOT'O CIIeKaHUsl IIPU ONTUMAJbLHOI Temieparype.

Jlj1st IpoBepKU KadecTBa MHOI'OCJIONMHBIX 9JIEKTPOJIOB, U3MOTOBIEHHBIX METOJ/IOM
Pa3JIeIbHOTO CIIEKaHUs 9JIEKTPOJIOB, ObLIN ITPOBEJCHBI SJICKTPOXUMIYCCKUE HCCJIe-
JIOBaHUs MOJIEJIbHBIX 00pa30B MEHbIIEH IO/, MeHee IO IBEPKEHHBIM MeXaH!-
YecKUM JiecpopMaliisiM 3a cueT MEHBINUX JUHEIHBIX pa3sMepoB. BbLIo nmoka3aHo, 9To
00pasIbl UMEIOT HU3KYI0 BEJUYNHY COINPOTUBJIEHUS, YTO HPUBOJUT K ILJIOTHOCTU
cHEMaeMoii MomHocTn 1pu Temieparype 850 °C' u manpsikenun Ha obpasie 0.7 B
Ha yposze 330 MBT/cm?.

Brblia ipoBejieHa ONTUMUBAIINS COCTaBa, MIKPOCTPYKTYPbI U TEMIIEPATyPhl COB-
MECTHOTO (/15T KOMIIEHCAITIN MeXaHNIeCKIX HAIPSYKEeHNIT ) OT?KITa [IPU TOHNYKEeHHO
TeMIiepaType, OJIM3KONH K ONTUMAJIbHON JIJIsT KATOHOTO 3JEKTPO/Ia. DJIEKTPOXUMU-
YecKue MCCJIEIOBAHNS OKA3aJ/IH, YTO IJIOTHOCTh CHUMAEMOM MOITHOCTH IIPU TeMIIe-
parype 850 °C' u nanpsizkenun na obpasie 0.7 B cocrasister 220 mMBr/cm?. Bosee
HUBKHE XapaKTePUCTUKU O0bACHAIOTCS TEM, UTO M KATO/HbBI, 1 aHOJIHbINI 9JIEKTPO-
JIbI HAXOJISITCS B HE OITUMAJIbHBIX YCIOBUSIX BHICOKOTEMIIEPATYPHON 00paboTKM. Xa-
PAKTEPUCTUKN HecTabUJILHBI Ha BpeMeHax IOpsiKa HECKOJbKUX CYTOK I10 IPUIHHE
HUBKOI TeMIIepaTypPhbl CIIEKaHUsI aHOJIHOIO 9JIEKTPO/IA.

Tax>ke Oblia IIPOBEJEHA ONTHUMHU3aINs IIOJHONO BHYTPEHHErO COIPOTUBJICHUSI
MBSb 1npu coBMECTHOM CIIEKAHUU 3JIeKTPOJOB IIPH TeMmileparype, OJM3KOi K OIl-
TUMAaJIbHOI TeMIlepaType Jiid aHOJHOrO 3JieKTpoja. [Ipu 9ToM ObLIM ITOJIyYeHbBI
00J1ee BBICOKHE XapaKTEePUCTUKHU - IIJIOTHOCTb CHUMAEMON MOIIHOCTH Ha, yPOBHE
380 MBt/cm? npu Temmeparype 850 °C' u nanpsazxenun Ha oopasiue 0.7 B. IIpu stom
JEKTPOXUMUIECKIE XapAKTEePUCTUKN CTAOUILHBI BO BPEMEHH.

Takum obpasoM, OblIa MpoBegeHa ONTUMHU3AINSA COCTaBa, MUKPOCTPYKTYDPHI U
pPerKrMa BbICOKOTEMIIEPATYPHOI'O OTYKUT'a MHOIOCJIOMHBIX MeMOpaHbI TBEPJIOIO JJIeK-
TPOJINTA U 3JIEKTPOJIOB C IEJIbIO MOy YeHUsT HU3KOI'0 3HAYECHUS ITOJTHOTO BHYTPEHHETO

COIIPOTUBJICHU A 06pa3ua 1 CTaOUJILHBIX XapaKTEpPpUCTUK.
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e TOTD - TBepI0OKCUTHBII TOIJIMBHBII 31€MEHT

e MDD - MeMOpaHHO-3JIEKTPOJIHBIN OJIOK

o T®DI' - Tpexdasznas rpanuma

e TTA - TepmorpaBumMerpudecKnii aHan3

e /ITA - nuddepenimanbablii TepMUIECKIil aHAIN3

e COM - ckanupyiolas 3JIEKTPOHHAS MUKDPOCKOIIHSI

e D/IPC - sueprojucnepcrnontasi peHTI€HOBCKAs CIEKTPOCKOIIHSA
e P®A - penrrenodaszoBblii aHam3

e PCA - peHTreHOCTPYKTYPHBII aHa N3

e II9M - npocseunBaromiast 3J1eKTPOHHAS MUKPOCKOIIHSI

e II9M BP - npocseunBarolias 3JIeKTPOHHAsI MUKPOCKOIINsT BBICOKOTO pa3peliie-

1504871
e KPC - koMOUHAIIMOHHOE pacCesHusT CBETa

e 8YSZ - maTepua/i aHOHHOI'O IIPOBOIHIKA, cocTaBa 92 Mos1. ZrOy + 8 Moit. Y903
e ScSZ - marepuas aHMOHHOTO NPOBOJIHKIKA cocTaBa Z1(0y + ScaOs

e 65cSZ - MaTepuaJ AHMOHHOTO TPOBO/THIKA cocTaBa
94 mos. ZrOy + 6 Mo, ScaO3
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e 10Sc1YSZ - MaTepual AHUOHHOT'O IIPOBOJIHUKA cOCTaBa
89 Mmout. ZrOy + 10 Mo, ScaO3 +1 Mot Y505

e 10Sc1CeSZ - MaTepual AHIOHHOI'O IIPOBOJIHIKA, COCTaBa
89 most. ZrOsy + 10 mom. ScaO3 +1 momn. CeOy

e GDC - marepuas annonnoro npopojauKa coctaBa C'eOy + GdyOs

e LSGM - marepuas anmonHoro mposojiauka cocrasa (La, ST)(Ga, M g)Os_;

e SDC - marepuas annoHHOro 1poBojHIKa coctasa (Sm, Ce)Os_g

e LSM - marepuas OKcuJl MaHTQHUTA JlaHTaHa-CTPOHIA, (LaggST0.2)0.05MnOs3
e LSTM - marepuas okcus, (La, Sr)(Ti, Mn)Os

e SmSrCoO3 -  wMmarepumaj  OKCHJ  MAaHIMaHUTa  JIaHTaHA-CTPOHIINSI,

(Sm, Sr)CoOs3_;
e SSCo - mMarepuas oKcuJ[ MaHraHUTA JaHTaHa-crponius, (Sm, ST)CoOs_g

o IOTT PAH - ®enepanbHoe rocy1lapcTBEHHOE OO IZKETHOE YUPErKIeHIE HAYKI

Uncruryr dusukn tBepaoro tena Poccuiickoit akageMnn Hayk

o JIIIK NPTT PAH - Jlaboparopus npodunnposatubiii Kpucrtajios UOTT
PAH

e OCOM UDPTT PAH - Otjyien crienmasibioii obpadorku marepuaio UOTT
PAH

e 1IO® PAH - DejniepasibHoe rocyIapCTBEHHOE OIOJIZKETHOE YUpEXKIeHne HayKn

UncturyT obmeit huzuku um. A.M. [Ipoxoposa Poccuiickoit akajgemun Hayk

e JI3OC - AO "JIpiTKapuHCcKuii 3aB0JI ONTHIECKOTO cTeKsa"
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baaromapuocTn

ABTop BrIpazkaet Oarojgapaocts Ceprero IBanosuuy Bpenuxuny 3a Heore-
HUMBIIl BKJIaJ[ B BBIIOJIHEHUE JaHHOI paboThl. besycioBHo, pabora He Morja Obl
OBITH BBINIOJTHEHA €3 yCJI0BUil 1 MpubOpPHOIt Oa3bl, CO3IaHHbIX B JlabopaTopun criek-
tpockonnn gedekTHbxX cTpyKTyp UPTT PAH 1o ero pykosomcrsom. Cepreii VBa-
HOBUY 3a/1aBaJl 001Iee HaITpaBJIeHIE 1 KOPPEKTUPOBAJI XO/I NCCIEIOBAHUI, ITPUHUMAT
HEIOCPEJICTBEHHOE yUIacTHe B 00CYXKJIEHUN PE3Y/IbTATOB U UX MHTEPIIPEeTaINN.

Hannasi pabora He Obli1a Obl BbilosHeHa 6e3 yuactus Mapm HukosaeBmya
Bbypmucrpona. g Hukonaesnda npunnMas HEOCPEACTBEHHOE YIacTHE BO BCEX
9TalaxX BbIIOJIHEHUsI PA0OTHI: B BEIOOpE OOIIEro HalIpaBJIEHHsI UCCJIeI0BAHNI, cO3/1a-
HUU HOBOII MCC/Ie/I0BATE/ILCKOI METO MK, pa3paboTKe HOBOI reOMeTpPUN MOJICTbHBIX
00pa3IoB, NCCIEIOBAHINI JIEKTPOIHBIX IIPOIECCOB METOIOM CIIEKTPOCKOIINI KOMOU-
HAITMOHHOI'O PaCCEsHUS CBETa, ONTUMMU3AINN [TOJTHOIO BHYTPEHHEI'O COIPOTUBJICHUST
MeMOPaHHO-31eKTPOAHbIX 010K0B TOTD.

[Tomumo 3TOrO0 aBTOp BBIpazKaeT OJIArOAAPHOCTH KOJJIEKTUBAM J1abopaTOpHil
JICIIC u JIMIT, 6e3 KOTOPBIX BBIIOJHUTEL PA0OTY OBLIO TakKe HeBO3MOXKHO. Oco-
O6eHHO XoTe i0ch Obl 1obJ1arojiapuTh Hatanbio Binagumuposry /lemeneBy 3a Ha-
HEeCEeHMe 3aIlUTHBIX TOKPBITUI Ha JIeTAN METAJJINICCKOTO MO/IY/IsT JIjIsi TeCTUPOBa-
HUsI 9JIEKTPOXUMIIECKIX XapaKTePUCTUK MeMOPaHHO-3IEKTPOIHBIX 0JI0KOB, AJIieK-
ced UropesBmda VBaHOBa 3a CHHTE3 UCXOJHBIX COEIUHEHUI 3JIEKTPOIHBIX Ma-
TepuasioB, Butanusa BiaagmvupoBuda KBemepa 3a 1171010TBOpHOE 00CYKICHUE
PEe3YJIbTATOB UCC/IeIOBAHIIT 9JIEKTPOIHBIX IIPOIECCOB METOJIOM CIIEKTPOCKOIINN KOM-
OMHAILIMOHHOT'O paccedHusl cBera, BaamuciaaBa AHapeeBmda KousoTeirmHa 3a
CHUHTE3 U MCCJIeJ0BaHIe CBOWCTB HOBBIX JIEKTPOJHBIX MaTepuaJson, EBrenuss Ba-
cutbeBnYa KopoBKMHA 3a HEIOCPEICTBEHHOE YYacTHe B IIPOEKTHPOBAHUKI U CO-
3JQHII M3MEPUTEbLHBIX CTEHJIOB U BBICOKOTEMIIEPATYPHBIX BCTABOK, a TaKKe 13-

MepeHnn MeXaHn4deckux cBoiicTB MaTepuasioB, ipuny EBrenbeBny Kypuiibiny
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n Exarepuny AJjiekceeBHy CTernmaHoBY 3a pPa3pabOTKy METOJUKH U HEIOCPE/I-
CTBEHHOE HMCCJIEJI0OBAHNE BLICOKOTEMIIEPATYPHOI ITPOBOIMMOCTH KEPAMUIECKUX 1 MO-
HOKPUCTAJITNICCKITX 00Pa3IoB aHHOHHOIO MPoBOIHNKOB, Jlanmiay BukropoButia
MatBeeBa u EBreanio FOpbeBHy IlocTHOBY 3a 11poBejeHne nuccjieoBaHmil 1mo-
POIIKOB MCXOIHBIX COCJIMHEHNI 1 9JIEKTPOIHBIX CJIOEB METOJIOM CKaHUPYIOIIEi 9/1eK-
Tponnoiit mukpockonuu, Hukosas I'eopruesuya Mozzxkyxuna n Urops Bopu-
coBn4ia KoHapammHa 3a co3manne BbICOKOTEMIIEPaTyPHBIX BCTABOK U UCCTICT0BA-
reabekux creroB, FOpuga Cepreesmua PemoToBa 3a pacdeT HapaMeTpoB IIPO-
TeKaHUs ra30B, PACIpe/Ie/IeHIsI TEMIIEPATYP U TOKOB B F€OMETPHUHI TOKOBBIX KOJIJIEK-
TOPOB METAJIINYECKOIO MOJIYJIS JIJIsT TECTUPOBAHUS JIEKTPOXUMUIECKUX XapaKTepP-
CTUK MeMOPaHHO-3JIEKTPOIHBIX 0J10K0B, BiaanciaaBa Bagnmosnda XapToHa 3a
ILJIOJIOTBOPHOE 00CY KJIeHIE Pe3y/IbTaTOB Ha BCEX dTallaX BbIOJIHEeHNsT paboThl, Pe-
nopa MuxaitnoBuda IlpIiOpoBa 3a Herocpe/ICTBEHHOE ydacTue Bo Beex paboTax,
CBSIBAHHBIX C UCCJICJIOBAHUSAMEI METOJIOM CIHEKTPOCKOIMI KOMOMHAIIMOHHOIO pacce-
sauug cseta, Iruiist Jdvurpuesuda Iy 3a pazpaboTky s71eKTpOHHON cocTaB/Is-
IoIEell nceseIoBaTe/IbcKuX creH0B, Jdmvutpus Baaguvuposnda f1oBeHKO 3a
HEIOCPEJICTBEHHOE yUYacTHe BO BeeX pabOTax, CBA3AHHBIX C ONTUMU3AIMEH TOJTHOIO
BHYTPEHHErO CONPOTUBJICHIA MEMOPAHHO-3JIEKTPOIHBIX OJIOKOB.

OtnenbHo  xoTesioch Obl  nobjarogaputh Kojulektus  3AO0 «HIB3-
Kepamukcy» (ocobenno FOpusi KomaparbeBuua HemouaroBa, Oubry
Bacunbesny TuynoBy m Ouabry FHOpbeBHy 3a/IopoxkHYI0) 3a pa3paboTKy
M3rOTOBJICHNE JIACTHH aHUOHHOTO TTpoBojiHIKa, Kojutektus MMO® PAH (ocobenno
Eneny EsBrenbeBhny JIOMOHOBY) 3a ONTUMH3AIMIO PEKUMa W3TOTOBJICHUS 1
1pejocTaBieHne 00pa3oB MOHOKPHUCTAJINICCKOTO CTaOM/IN3UPOBAHHOIO JIMOKCHIA,
nupkonusi, KouiekTus OCOM MOPTT PAH 3a 06paboTKy KepamMuUIecKux Hu
MOHOKpHCTa/ITIecKnX MmemoOpaH, a Takxke kKojuiektus JIIIK W®TT PAH 3a

POCT KOHCTPYKIMOHHBIX MOHOKPHUCTAJIJIOB IJIAd UCCJIEA0BATE/IbCKUX YCTaHOBOK.
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