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HccnenoBaHa KMHETHKAa BOCCTAaHOBJIEHUS M Mopdonaornyeckux usMeHeHuit Hukesss B Ni—10Sc1CeSZ
KOMMO3UIIMOHHBIX aHOJaX CpeaHeTeMIepaTypHbIX TBEPAOOKCUIHBIX TOIUIMBHBIX 35ieMeHTOB (TOTD) me-
TOIAMU CIIEKTPOCKOITMY KOMOMHAIIMOHHOTO PACCESTHUST CBETa C TOMOIIBIO IPUMEHEHUST ONTUIECKU TTPO-
3pavyHbIX MOHOKPUCTAITMYECKUX MEMOpPaH TBEPAOTO JIEKTPOJIUTA, & TAKXKE METOIOM TEPMOTPABUMETPU -
yeckoro aHayim3a. [TokazaHo, 4YTO TepBblii LIMKJI BOCCTAHOBJICHUS CYIIECTBEHHO OTJIMYAeTCsI OT BCEX MO-
CJIEAYIOIINX, YTO CBSI3aHO C MOPMOJOTMYECKUMU U3MEHEHUSIMU 3epeH HUKENs, TPOUCXOISIIMMU BO
BpeMsi iepBoro BocctaHoBiieHUs. [1pemioxeHa o6111asi cxeMa MpoXoXXIeHUsI TTpoliecca IMpUu UCCeI0BaHUN
MOJIEIbHBIX 3JIEMEHTOB METOJIOM CITEKTPOCKOTIUM KOMOMHAIIMOHHOTO pacCesTHUSI CBETa, a TAKKe B Cllyyae
TepPMOTPaBUMETPUYECKOTO aHaIM3a MOPOIIKOB, KOTOpasi OOBbSCHSIET TIPUYMHBI 3HAYMTEIbHBIX OTIUYMIA
MOJTHOTO BpEMEHU Mpoliecca, MOJIyYeHHOro pa3HbIMU MeToAaMu. Pe3yabTaThl paboThl MOTYT OBITh UCTIOb-
30BaHBbI JJIS1 ONITUMM3ALIMY PeKrMa HayaJIbHOTO BOCCTAHOBJIEHUSI aHOIHOTO 3yieKTpoaa TOTD.

Karoueesbie cao6a: TBepIOOKCUIHBINA TOIUIMBHEIN 3JIeMEHT, cpemHeTeMIiepaTypHbeie TOTD, aHom, paMmaHOB-
CKasl CIEKTPOCKOMUS, LIMKJIMPOBAHUE, TEPMOTPaBUMETPUSI
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BBEAEHWE

TBepnookcuaHbie TOIUIMBHBIE 271eMeHTHI (TOTD) —
MEePCNEKTUBHBIE 2JIEKTPOXUMUYECKUE YCTPOICTBA,
HampsMy[o npeodpas3yionie XMMUIECKYI0 SHEPIUIO
TOILJIMBA B 2JIEKTPO3HEPTUIO U TEIUIOBYIO DHEPIUIO.
JJ1s1 MOBBILIEHUSI CpOKa CIY>KObI 3JIEKTpOreHepaTo-
poB Ha 6aze TOTD HeoOXOomMMO CHMXKATH PabOUyIO
TeMmriepatypy siaemeHToB [1—3]. Ilpum moHMXeHUMN
pa6oueit Temnepatypbsl TOTD no 500—800°C Tpedy-
FOTCSI HOBBIE DJIEKTPOIHBIE MaTepraibl, 00ecIIieuBa-
oire 3pGeKTUBHYIO padOTy B JaHHOM TeMIepaTyp-
HOM Auara3zoHe. [lepcrieKTUBHBIMU KaTOAHBIMU Ma-
TepuajdaMu UISI  cpegHeTemmepaTypHbeix TOTD
SIBJISIIOTCSI MaTepHrajibl ceMecTBa KOOaIbTUTa—dep-
puta nantaHa—ctpoHus (LSCF) [4—6]. Onu co-
XpaHSIOT BBICOKME 3HAaYeHMs IPOBOAUMOCTH, CTa-
OMJIBbHBI B KOHTAKTE C MaTepraaMy TBEPIOIO JIEKTPO-
JIUTa, a TakKke UMEIOT OJU3KUI K HUM KO3 dUIIMeHT

! IMy6nukyercs o marepuainam I11 Beepoccuiickoii KoHbepeH-
1y “ToIUIMBHBIE 3JIEMEHTHI M 9HEPrOyCTaHOBKU Ha UX OCHO-
Be”, UepHorosoBka, 2015.

TerioBoro paciuvpeHust. [Ipyu 3ToM TpagulIMOHHBII
AHOIHBINM Martepuan Ha ocHoBe Ni—YSZ (92 mon. %
ZrO, + 8 moin. % Y,0;) kepMmerta [ 7—9] ocTaeTcst omHUM
U3 HauboJiee BEPOSITHLIX BApDUAHTOB U B ClIyvae Io-
HIDKeHUs padboueii Temriepatypbl TOTD, TOCKOIBKY
MPOBOAUMOCTD APYTMX U3BECTHBIX aHOIHBIX MATEPU-
aJIOB CYIIECTBEHHO HIXE, 2 TOMUMO 3TOT'0 B HUX TT0-
MpeXXHeMYy MCTOJb3yITCS 100aBKM Ha OCHOBE Me-
TaJIJIOB, TAKUX KaK HUKeENb U Xkee3o [10—12].

I1pu mepexone K cpemHeremIiepatypHbiM TOTD
BaXXHO MCCJIENOBaTh KWHETUKY IE€pPBOHAYAIBLHOTO
BOCCTAHOBJIEHMSI aHOJHOTO 3JIEKTPOJA IIPU BHLIXOIE
BJIEMEHTA Ha pabouMii peXXuM, MOCKOJIbKY MpU T0-
HIDKEHHBIX TeMIleparypax 3TOT MpPOLecC MOXET 3a-
HUMATh CYILIECTBEHHOE BpPeMsI, BIUIOThb IO JECSITKOB
yacoB. B Tekymieit paboTe mpuBOIITCS OIEHKH KHU-
HETUKU BOCCTAHOBJICHUSI aHOIHOTO 3JIEKTpoaa Mpu
temrepatrype 500°C ¢ momMolnplo MeToma in-situ
CHEKTPOCKOITMY KOMOMHALIMOHHOTO PacCesTHUS CBe-
Ta, a TAaKXe C MOMOIIbIO TEPMOIPAaBUMETPUUECKOTO
aHaM3a, MPOBEIESHHOTO B BOCCTAHOBUTEILHOI aT-
Mocoepe.
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Puc. 1. Cxema uccienoBareabCcKoil yCTaHOBKY TS in-situ nccienoBaHust JIEKTPOIHbBIX MTPOLIECCOB METOJOM KOMOMHALIMOH -

HOI'O pacCce€sgaHus CBETAa.

OKCITEPUMEHTAJIbHAA YACTb

YcraHoBKa 11 MCCIIENOBAaHUI  BJIEKTPOIHBIX
MPOLIECCOB in-situ METOOOM KOMOMHAIIMOHHOTO pac-
cesiHUSI cBeTa ObLIa TToApOOHO omnucaHa paHee [13].
OO0mas cxema IpeacraBiieHa Ha puc. 1.

YcTaHOBKa COCTOMT M3 Ta30-TEMIIEPATYPHOTO
CTeHa, 00EeCIIEYNBAOIIETO0 KOHTPOIL pabodeil TeM-
MepaTyphbl M COCTaBa ra30BbIX CMeCei, CIeMaIbHOTO
JepKaTesst It 00pa3loB, a TAKKe ONTUYECKOM cxe-
MBI JIJIsl PETUCTPALIMM ONTUYECKOIO U3IYYEHUS MPU
WICCIIENOBAHMSIX METOIOM CIIEKTPOCKOITMY KOMOMHA-
LIMOHHOTO PacCesTHUS CBETA.

l'azo-TemmeparypHBIii CTEHA COCTOUT M3 KOH-
TPOJUIEPOB Ta30BOr0 IMOTOKa ITpoM3BOACTBa Bron-
khorst (Hunepmanasl), a Takxke BbICOKOTeMIIEpaTyp-
Hoii neuu, msroropieHHoil B UDPTT PAH. I'azoBast
cucreMa o0ecIieurBacT Noaady B TOIUIMBHYIO KaMepy
BOIOpOJA, a30Ta, MOHOOKCHUAA YIJIEPOIa, CEPOBOIO-
poda M MeTaHa ¢ MaKCHMMaJIbHBIM IIOTOKOM KaXKIOro
13 KoMnoHeHToB B 100 My1/MuH. BeicokoTeMmiepaTyp-
Hasl I1eYb oOecIieunBaeT KOHTPOJIb padoueii TeMIiepa-
Typbl 10 1000°C 1 ckopocTb Harpesa a0 400°C/u.

CnenuanbHbI AepKaTelb g o0pa3lioB Mpel-
CTaBIISIET cO00il TPyOKY M3 MOHOKPHUCTA/UIMYECKOTO
cariupa, Ha TOpell KOTOPOI 3aKpeIisieTcss o0paselr
C MIOMOIIBI0O T€PMETU3IUPYIOIIETO CTEKJIa, a TaKXKe
MNPYXKMHHOTO MeXaHW4ecKoro npmxuma. Ha tpyoke
3aKpeIyieHbl TUIaTUHOBBIE MPOBOIA MIJIsI U3MEPEeHMIA
JIBYX3JIEKTPOIHBIM YEThIPEXKOHTAKTHBIM METOJIOM U
JIBE TepPMOIIapHhl IJISI KOHTPOJIS TEMIIEpaTyphl BHYTpU
TOIUIMBHOI KaMephl U CHApYX1 TPYOKM B HETIOCPE -
CTBEHHOI1 OJIM30CTH OT oOpasia.

OnTuueckasi CUCTeMa COCTOUT M3 ITOJCUCTEMBbI
JIa3epHOI HaKayKu Ha 0a3e (hOKyCcCHUpyeMoro coomnpa-
JOLIeH TUH30M Ja3epa MOIIHOCThIO 30 MBT ¢ minHoI
BOJIHEI 532 HM, a TaKKe CUCTeMbI PETUCTpallMK pac-
cestHHOTro usnydyeHusi. Cucrema perucrtpaiuu I10-
CTpoeHa Ha 6a3e mapbl COOUpPAIOIIUX JTUH3, (DOKYCH-
pyloImnx n300paxkeHrne MHTepecyolieil 00jacTi Ha
o0paslie Ha CKPEIleHHYIO ONITUYECKYIO 1eb IS TIe-
pegayy ¢ ITOMOIIBIO TTOABMXKHOTO 3epKaia Ha CCD-
KaMepy, 3aKperuIeHHYIO Ha ONITUYECKOM MUKPOCKO-
ne. I1pu ygajeHun IMOABUKHOTO 3epKaja M300paxe-
HHME MHTepecylolleil o0JacTh C MOMOIIBIO BTOPOM
napbl COOMpaloNIUX JWH3 IepenaeTcss Ha OITHUYe-
CKyI0 111e1b MOoHOXpoMaTtopa MJIP-12 nmpon3BoacTea
Jlomo (Poccus) ¢ rmocaeayiolieil perucrpauueii ¢ mo-
mompio CCD-kamepsl rponsBoactBa Princeton In-
struments (CLIIA).

O6pa3subl TOTD 11t 3J1eKTPOXUMUYECKUX UCCIIe-
JOBAaHUI OBLIM U3rOTOBJIEHBI HA OCHOBE MOHOKPU-
cTajuimyeckux  meMOpaH  coctaBa  10Scl1YSZ
(89 mon. % ZrO, + 10 mon. % Sc,05 + 1 moi. % Y,05)
npousBoactsa MO® PAH [14, 15]. KpucTaibl TBEp-
JIOTO 3JICKTPOJIMTA OBLJIM U3TOTOBJICHBI METOIOM BBI-
COKOYACTOTHOTO HarpeBa B XOJOMXHOM Turie. Janee
n3 Hux B UOTT PAH ObUIM M3rOTOBJICHBI IUCKU
nuameTpoM 21 MM tommuHoi 250 1 500 mxM. Panee
JOKJIaAbIBAJIUCh PE3YJIbTAThl MCCIECIOBAHUM 3JIeK-
TPUYECKUX CBOMCTB MOHOKPHUCTANIMYECKUX MEM-
opad [16]. I1pu 850°C noHHas IIPOBOANMOCTh MEM-
6paH npebiaeT 0.12 CMm/cM, 4TO rapaHTUpPYeT Ka-
yectBO TOTD, N3roToBIEHHBIX HA X OCHOBE.
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KNMHETUKA BOCCTAHOBJIEHHUA NiO

AHOIHBIIT 3JIEKTPOA HAHOCWICSI Ha MeMOpaHbI
TBEPIOTO 3JIEKTPOIUTAa METOIOM TpadapeTHOI1 rmeva-
1 [17]. B KauecTBe NCXOOHOTO COSANHEHMS UCTIOIb-
30BaJICSI MOPOIIOK OKCHUAA HUKEJsl TPOU3BOJCTBA
Sigma-Aldrich (CIIIA). Panee 6b111 onyOJIMKOBaHbI
pe3yabTaThl pabOoT 110 ONTUMMU3ALNU IpeIBAPUTEIIb-
HOM MOATOTOBKU OKCHUIA HUKEJIS IJIsl U3TOTOBICHUS
KOMITO3UIIMOHHBIX aHomoB TOTD [18]. B coorBeT-
CTBMU C pe3yJibTaTaMu JaHHbBIX pabOT MOPOIIOK ITPO-
XOIUJ TIpeIBapUTEIbHBIA OTXUT TIPU TeMIiepaType
650°C mist meruapaTtallii U YOAJCHUST CBEPXCTEXUO-
METPUYECKOro KMCIopoaa U3 aMopdHOI 000JIOUKHU
JacTUIl, MMEIOINX MUKPOCTPYKTYPY “SImapo—o0060-
snouka”. ITocite 3TOro IMopoIIOK CMEIIMBAJICS C aHUOH-
HbIM TTpoBogHuKOM 10Sc1CeSZ (89 mon. % ZrO, +
+ 10 mon. % Sc,05 + 1 mon. % CeO,) npousBoaCcTBa
DKKK (Snonust) B cootHomeHun NiO/10Sc1CeSZ =
=40/60% w™maccel. HaBecka mpoxomwiia TepeMoil B
UPKOHMWEBOM 4Yalllke IUIaHETapHOM MeJIbHUIIBI
Fritsch Pulverisette 5 classic line mpou3BoacTBa
Fritsch (I'epmaHus) ¢ UCOIb30BaHUEM IUPKOHME-
BBIX 11IapOB IMaMETPOM 3 MM, B KQU€CTBE CpeIbl IS
MOMOJIa BBICTYIIaJIa CMECh TOJyoja/OyTaHosa/nu-
STUJAAUINIMHATA C COOTHOILIEHUEM I10 O0beMy
70/30/2 ¢ mobaBieHHEM TMAaMWHOIIPOINAHA, BBICTY-
MAaIIEeT0 B POJIM IOBEPXHOCTHO-aKTHMBHOIO Bellle-
cTBa, B KonmmuecTBe 3% Macchl cMecH TTopomkoB. [1o-
clie TepeMosia CMECh ITOPOIIKOB BBICYIIMBAIN MHPU
temnepatype 130°C 1 cMellnnBaIn ¢ ABYXKOMITIOHEHT-
HBIM OpraHmdyeckuM cas3yommM Heraeus V006-A
npousBoacTBa Heraeus (I'epmaHusT) B COOTHOLIEHUU
1: 0.4. CooTHOIIEHHE CyXO€ BEIIECTBO/CBS3YIOIICE
ObLTO onTUMU3MpoBaHO paHee [19]. [TomyyeHHas na-
cTa HaHOCWJIach Ha MeMOpaHBI METOIOM TpadapeT-
HOI TTIeyaTH ¢ ucrosb3oBaHueM ctaHka Ekra Mat S45
npousBoacTBa Ekra (I'epmaHus) yepes TpadapeThl C
IUIOTHOCTBIO IJIeTeHUs 32 HUTU HAa 1 ¢M mpou3BoOI-
crBa A-muzaitH (Poccust). Ilocine HaHeceHUsT 00pa3-
LBl cynninch B mkady npu temneparype 130°C u
MPOXOIUJM BBICOKOTEMIIEPATypHbIA OTXUI B II€4U
HTC 40/16 npousBoactBa Nabertherm (I'epmanus)
npu Temriepatype 1250°C B TeueHue 2 4.

Mopdhonorno KOMMIO3UILIMOHHBIX ITOPOIIKOB 0
M TIOCJIE CEpUM BOCCTAaHOBJEHUI U OKHUCJIEHUI, a
TakXKe MUKPOCTPYKTYPY MOHOKPUCTAINIMYECKUX
MeMOpaH 1 3JICKTPOIHBIX CJIOEB UCCAEI0BaIM C TO-
MOIbIO CKAHUPYIOIIETO 3JIEKTPOHHOTO MUKPOCKOIIA
(COM) c¢ moneBbIM amutHpyiommM Katomom LEO
Supra 50VP, mpubop obopymoBaH CUCTEMOIT SHEPTO-
JIUCIIEPCUOHHOIO PEHTTeHOBCKOIO MMKpOaHaIu3a
INCA Enery—+.

TepmorpaBuMeTpUUECKUE UCCIETOBAHUSI KOMITO-
3ULIMOHHBIX aHOAHBIX ITOPOIIKOB IO IIpOrpamMMam,
BKJTIOYAIOIIIMM CEPUIO BOCCTAHOBJICHUM Y OKMCICHUIN
TIPY Pa3IUYHBIX TEMIIepaTypax, MPOBOIWINCH C TIOMO-
11IbIO0 TEPMOTPABUMETPUUYECKOTO aHaIM3aTopa Setaram
Setsys EVO 16/18 npousBoactsa Setaram (M®paHiius)
C MOOYJIIMU TEPMOrPaBUMETPUYECKOTO aHaau3a
(TT'A) 1 mnpdepeHIMaTbHOro TEPMUIECKOTO aHAIM3a
IJIST  WCCJIEIOBAaHUSI TeMIIEpaTypHOl 3aBUCUMOCTU
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1, oTH. ef.

-\ NiO/10Sc1CeSZ (40/60 mac. %)
- Temmnepatypa 500°C

Howmep nuxia
BOCCTaHOBJICHUSI

0.2 0.4
Bpewms, u

Puc. 2. 3aBUCHUMOCTb HHTEHCUBHOCTH Monock 615 cm™ ! B
CIEeKTpe KOMOMHAIIMOHHOTO pacCesTHUSI CBETa OT BpeMEeHU
B XOJI€ LIMKJIOB BOCCTAHOBJIEHUSI aHOIHOTO 3JICKTPO/Ia.

MAacCChl U TEIUIOBOI'O IMOTOKA COOTBETCTBEeHHO. [Tprbdop
OCHallleH Tra30BOi CUCTEMOI ¢ KOHTPOJUIEpaMU PacXo-
J1a, TIO3BOJISIIOLLE TPOBOIUTL U3MEPEHMS B aTMOChe-
pax KUCIIopoa, BO3AyXa, aproHa, TEXHUUEeCKOM CMecU
aproHa u Bogopona (4% Bonopoja), YrieKHUCIIoro rasa,
a TaKXe B BaKyyMe.

DNEKTPOXUMHNYECKUE UCCIIeTOBAHUSI MOIEIbHBIX
TOT3 npoBoaAUIM C TIOMOILBIO Fa30-TEMIIEPATYPHO-
TO CTEHIAa W CHElHUAIbHOTO IepsKaTeis Ui oOpas-
LIOB, TIOAPOOHO OIMMCAaHHBIX B padoTtax [19, 20]. B kaue-
ctBe moneibHbIX TOTD wucnoap3oBanuchk 00pasLbl
3JIEKTPOJIUT-TIOIIEP>KUBAIOIIEH KOHCTPYKIIMU Ha Oase
KepaMUYeCKUX MeMpaH TBEpIoro ajiekrponuta 8YSZ
(92 mon. % ZrO, + 8 mon. % Y,0;3) ¢ aHOIHBIM 3JIeK-
TpomoM Ha ocHoBe kepMmera NiO/8YSZ = 40/60%
Macchl [21, 22], a Takke o0pa31bl HA OCHOBE MOHO-
KpucTaJuIn4ecKoii MeMopaHbl coctaBa 10SclYSZ u
IBYXCJIOMHBIM aHOMHBIM 3JIEKTPOIOM, COCTOSIITUM
n3 ¢yukumonansHoro (NiO/10Sc1CeSZ = 40/60%
maccel) 1 TokocbeMHoro (NiO/10Sc1CeSZ = 60,/40%
Macchl) MOACIIOEB.

PE3YJIbTATBI 1 OBCYXIEHHUE

M 3roToBaeHHBIN aHOTHBIN 2J1€KTPO1 ObLI BOCCTa-
HoBJIeH npu TeMrniepatype 5S00°C B cMecH Boopoaa u
a30Ta C NapuuajbHBIMM IAaBJIEHUSIM KOMIIOHEHTOB
o 0.5 atm. ITocne 3Toro oH OBLT OKMCIEH B BO3IYIII-
Hoii atmocdepe mpu Temneparype 900°C. Boccra-
HOBJIEHUE 1 OKMCJIEHUE ObLIY MTOBTOPEHBI B TEUCHUE
3 pa3. B mpoiiecce BoccTaHOBIEHUST (hUKCUPOBa-
JIach BOJIIOLMS CIEKTpa KOMOMHAIIMOHHOI'O pac-
CesIHUSI CBETa, IIOJIy4eHHOro OT yJ4acTKa Ha MHTEp-
delice aHOOHBIN BIJIEKTPOA—TBEPABIII 3IEKTPOJINT.
Ha puc. 2 nipencraBieHbl 3aBUCUMOCTA MHTEHCUB-



Puc. 3. COM-u3o00pakeHrs] KOMIIO3UIIMOHHOTO aHOII-
HOTO MOpOIIIKa 10 (a) U MOCJe CEpUU BOCCTAHOBIICHUI 1
okuciaeHui (6).

HOCTU JIMHUU 615 cM~! oT BPEMECHU IJId TPEX INKIIOB
BOCCTAaHOBJICHUA aHOAHOTO 2JIEKTpOoJa.

HavanbHblil BBICOKMII ypOBEHb MHTEHCUBHOCTH
CBSI3aH CO CTaaueil mpoliecca, Korma ClekKTp KoMOu-
HaIlMOHHOTO paccessHUsI CBETa COOTBETCTBYET OKCHU-
Iy HUKEJIS, a KOHEYHbIA HU3KUI YPOBEHb — MOJHO-
MY BOCCTAHOBJIEHUIO OKCHJIa HUKEJSL 1O MEeTajinye-
ckoro Hukens. I3 puc. 2 BUAHO, YTO MEPBBINA UK
BOCCTaHOBJIEHUSI KapAMHAJIBHO OTJIMYAeTCsl OT ABYX
nocnenywomux. s mepBoil 3aBUCUMOCTU CYIlie-
CTBEHHO OTJIMYAeTCd KaK HayajbHas 3aaepxkKa 10
Hayajia Tipollecca BOCCTAHOBJIEHMsI, TaK U 0OOIIast
cKopocTb npoliecca. HauanbHas 3aaepxka st nep-
BOI'0 BOCCTaHOBJIEHUS cyllecTBeHHO OoJbiie (0.2 1
nmo cpaBHeHu1o ¢ 0.05 4 11T BTOPOTro BOCCTaHOBJIE-
HUST), a 00111ast TPOAOJIKUTEIbHOCTD MPOoliecca — BbI-
mie (oxouo 0.1 9 mo cpaBHeHuto ¢ 0.05 mis1 BToporo u
TpeThero). BbUIo BHIABUHYTO IIPEAIIONIOXEHUE, YTO
00a 5TU U3MEHEHUS CBSI3aHbI C CYLIECTBEHHBIMU W3-
MEHEHUSIMU MOPMOJIOTrUM YaCTULl OKCUIA HUKEs,
BXOISIIMX B COCTaB aHOAHOTO 3JIEKTPOAA MOJEJb-
HbIX TOTD.

ATAPKOB wu ap.

Puc. 4. COM-uzobpaxeHust aHogHoro ayiektpoaa TOTD
B KOHTaKT€ C MOHOKPUCTAJIMYECKOIT MeMOpaHOil TBep-
JIOTO 3JIEKTPOJIUTA TIOCJIE CEePUM BOCCTAHOBJICHUN U
OKMCJICHUA.

11 mpoBepKM 3TOrO IIPEAIIOIOXEHUST ObUIA U3-
TOTOBJIEHBI KOMIO3UIIMOHHBIE MOPOIIKM aHAJIOTHY-
HOIro COCTaBa, MPOIIEAIINe Yepe3 Ty XKe IporpaMmy
BOCCTAaHOBJIEHUI M OKUCJIEHUI B KaMepe TepMorpa-
BUMeTpUYecKoro aHanu3aTopa. [Topoliku ObLIM rc-
CJIEIOBAaHbl METOAOM CKaHUPYIOLIEH 3J€KTPOHHOM
MuKpockonun. McxogHoe M KOHEYHOE M300paxke-
HUe TIoKa3aHbl Ha puC. 3.

W3 puc. 3an 30 BumHO, 9To pasmepsl 3epeH NiO u
10Sc1CeSZ B ucXoIHOM ITOPOIIKE CPAaBHUMBI U CO-
craBisiot okoJio 0.3—0.5 mxMm. ITocne cepun BoccTa-
HOBJIEHUI W OKHCJIECHUI pa3Mep YacTUI TBEPHAOIO
BJIEKTPOJINTA HE UBMEHWJICS, a pa3Mep YaCTUL] OKCU-
Jla HUKEJSI B CBOIO Oo4Yepeab CYIIECTBEHHO ymaj N0
3HauYeHUs 0KoJIo 50—100 HM.

COM-uzobpaxenue (puc. 4) aHOTHOIO 3JIEKTPO-
na TOTD mociie 2J1eKTPOXMMUYECKUX UCTBITAHUA,
COBMEIIIEHHBIX C UCCICTOBAaHUSIMUA METOIOM KOMOH-
HAIIMOHHOTO pacCesSHUs] CBeTa, ITOATBEPKIAIOT
TIPENTONIOKEHEe O MEXaHU3Me CHIDKEHUSI BpeMEHU
BOCCTaHOBJICHMSI.

W3 puc. 4 BugHO, 9YTO pa3Mep 3epeH OKCHAa HUKE-
JIsl, BXOASIIUX B COCTAaB KOMITO3UIIMOHHOTO aHoIa
CYIIECTBEHHO HUXE, YeM pa3Mmep 3epeH TBEepAoTo
anekTpoauta 10Sc1CeSZ, XoTs TIpu U3rOTOBJIEHUU
KOMITO3UIIMOHHOTO TTOPOIITKA MCITOJIb30BAJINCH 3ep-
Ha CpaBHMMOTO pa3Mepa.

AHAJIOTUYHBIE MCCIENOBAHUSI OKUCIUTEIIBHO-
BOCCTAaHOBUTEILHOTO HUKJIMPOBAHUS ObLIA IPOBE-
JIEHBI C KOMITO3UIIMOHHBIM ITOPOIIIKOM B KaMepe Tep-
MOTPaBUMETPUUYECKOTO aHaIuM3aTopa. 3aBUCUMOCTHU
Macchl HaBeCKU OT BPEeMEHU JJIsI TIEPBBIX TPeX BOC-
CTaHOBJICHU MpeACTaBJICHBI Ha pUC. 5.

Bunno, uto MeTton TI'A KadecTBEHHO MOATBEP-
XKIAaeT pPe3ylabTaThl UCCICIOBAHNI METOIOM KOMOM-
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Puc. 5. Pe3ynbTaThl TEpMOTrpaBUMETPUUYECKOTO aHaIM3a
KOMIO3UIIMOHHOTO aHOJHOTO IOPOIIIKA B 3aBUCUMOCTH
OT HOMepa BOCCTAHOBJIEHUSI.

HAIIMOHHOTO paccesiHus cBeta. IlepBoe BoCcCTaHOB-
JIeHUe TIPOXOIUT 3a CYIIECTBEHHO OOJblliee BpeMs,
yeM nocienyooiue. [Ipy 3ToM clienyeT OTMETUTD,
YTO TIPU U3MEPEHUSX C ITOMOIIBIO CIIEKTPOCKOIUUN
KOMOWHAIIMOHHOTO pacCesHUs CBETa IPOLIeCC 3aHM-
MaeT 0ko0J10 0.05 9 1j11 BTOporo 1 NocaeAyIoNInX IINK-
JIOB, a IIPU MCCJICAOBAHMUSIX METOIOM KOMOMHAIIMOH-
HOT'O paccessHUsI cBeTa — He MeHee 2—3 4.

KauectBeHHO IIPOLECC BOCCTAaHOBJICHHUA B Cliydac
MCCJIENOBAaHWII MeTOodaMM CIICKTPOCKOITNHA KOMOU-
HaITMOHHOTO paCCe€AHUA CBE€Ta 1 TCPpMOTIPaBUMETPU-
YECKOTI'0O aHaJIM3a IMopolIKa ITokKa3aH Ha pucC. 6.

B ciyyae mcrosib30BaHUST paMaHOBCKOM CITEKTPO-
CKOITMY CUTHAJI PETUCTPUPYETCS C Y3KOM 001aCTU UH-
Tepdeiica aHOTHBIN BIIEKTPOI—3IEKTPOIUT. UMeHHO
C OTUM CBSI3aHa 3aJ1epkKa, IPUCYTCTBYIOIIAs Ha BCEX
3aBUCUMOCTSIX MHTEHCUBHOCTb—BpEMS: OHa TpeOy-
eTcsl IJIsI TOro, YTOObl (DpOHT BOCCTAHOBJIEHUS O-
IIIeJT OT BHEITHEM TpaHULIBI 3JIEKTPOAA 10 MHTEpEii-
ca aHOA—3JIeKTpoauT. C 3TUX K€ MO3ULIMK Tpel-
CTaBJISIeTCS BOBMOXKHBIM OOBSICHUTH pa3HOE BpeMd,
TpedyeMoe IJISI IIPOXOXKIACHMS MOJHOIO LIMKIa BOC-
cTaHoBJIeHUs. B ciydyae MCIoib30BaHUSI TepMOTrpa-
BUMETPUUYECKOrO aHajiu3a WCCIeayeTcsi Mpolecc
MOJIHOTO BOCCTAHOBJIEHMS BCEro oopasiia, a B cirydae
M3MEPEHU METOIOM CIIEKTPOCKOIIMU KOMOWHAIIM-
OHHOTO pacCesHUs CBeTa — TOJbKO BOCCTAHOBJIEHUE
HEOOJIbIIION MPUTPAHWYHOI 00J1acTH, Ha IIUKJ BOC-
CTaHOBJICHUSI KOTOPOIi TpedyeTCs ropa3no MeHbIIIee
BpeMsl.
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Puc. 6. CxeMatnyeckoe n300pakeHne mpoliecca BOCCTa-
HOBJICHUSI KOMITO3uLIMOHHOTO aHona TOTD npu uccie-
JIOBaHUSIX METOJIOM KOMOMHAIIMOHHOTO paccesiHusI CBeTa
(a) ¥ TIpu TepMOTpaBUMETPUIECKOM aHasM3e (0).

Ha puc. 7a moka3aHbl 3aBUCUMOCTH HaIIPSTKEHUS
Ha MomenbHOM TOTD or BpeMeHU IS Ciydast Ha-
YaJIbHOTO BOCCTAaHOBJIEHUS 3JIeMEHTa MpY TeMIliepa-
Type 900°C, a Ha puc. 76 — 3aBUCUMOCTHU HaIIpsiKe-
HHUA OT BpEMECHU IJI IIEPBOIoO M1 BTOPOIo IIMKJIa BOC-
CTAHOBJICHUSI aHOTHOTO BJIEKTPOA.

W3 puc. 7a BUTHO, 9TO TTePBHIN IIMKII BOCCTAHOB-
JIEHUsI MOXET 3aHUMAaTh CYIIECTBEHHOE BpeMsi, Ha-
npsiKeHue MpeBblaeT ypoBeHb 1.1 B 3a 1—2 4 npu
temrepatype 900°C. IIpu nepexone K cpeaHeTEMIIE-
patypHbiM TOTO Bpemsi Ha4aJIbHOTO BOCCTaHOBJIE-
HHUA CYIIECTBEHHO YBCJIMYUTCA 3a CUHCT 3aMCIJICHUA
KWUHETUKU BOCCTAHOBJIEHUSI OKCUJAa HUKEJIS.

W3 3aBucnMocTeit, TIpeacTaBIeHHBIX Ha puc. 70,
BUOHO, UYTO KWHETMKA BOCCTAHOBJICHUS aHOIHOTO
BIIEKTPOJIA CYIIECTBEHHO 3aBUCUT OT HOMepa LIMKJa
BOocCTaHOBJIeHU. [Ipy mepBOM IUKIIE IS MPEOAO-
sneHus ypoBHs 1.05 B tpedyercst okojio 0.5 4, a ipu
BTOpOoM — 0Ko0J10 0.25 4. Takum o6pa3oM, pe3yabTaThl
HUCCIeIOBAaHUS KUHETUKHU BOCCTAHOBJICHUS OKCHUIA
HUKEJSI MOTYT OBITh MCITOJIb30BaHbI [IJIsI ONITUMM3a-
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Puc. 7. 3aBucumocTb HanpsixkeHUst Ha MonebHbIX TOTD
BO BpEMsI HA4yaJbHOTO BOCCTAHOBJIEHUS] KOMITO3UIIMOH-
HOTO aHOIHOTO 2JIEKTpoJa (a), a TAaKKe 3aBUCUMOCTU Ha-
MPSIKEHUSI U151 IEPBOTO U BTOPOT'O LIMKJIOB BOCCTAHOBJIE-
Hus (0).

LMY HAa4aJIbHOTO peXKMMa BOCCTAHOBJICHUSI aHOIHO-
ro anexkrpoga TOTD.

SAKJIIOYEHUE

B paGote ucciaegqoBaHa KMHETUKA BOCCTaHOBJIE-
HUS U MOP(DOIOTUYECKNE U3MEHEHUS 3epeH HUKES
B KOMITO3MUMOHHBIX aHonax TOT3. Ilpu uccieno-
BaHUSIX METOAAMU CIHEKTPOCKOIIUU KOMOWHAILIMOH-
HOTO pacCesiHUsSI CBeTa U TePMOrPaBUMETPUUECKOIO
aHajin3a ObUIO TTOKAa3aHO, YTO TEePBHIM LIMKJI BOCCTa-
HOBJIEHUSI CYILIECTBEHHO OTJIMYAETCSl OT MOCJEayIO-
X KaK HaYaJIbHOM 3aaep>KKOi, TaK 1 OOIINM Bpe-
MeHeM MPOXOXIeHUS mpoliecca. MccmenoBaHus Me-
TonoM COM 11oKa3aiu, 4TO 3TU N3MEHEHUS CBI3aHbI
C KapauHaIbHBIM MOPQOJIOTMYECKUM TMTePECTPOECHU -
€M, IPOXOISAIINM BO BpeMsl IIEpBOTO LIMKJIa BOCCTa-
HOBIIEHMSI: pasMep 3epHa OKCHUAAa HUKENST CYIIe-
CTBEHHO CHMXXAETCS 110 CPABHEHUIO C UCXOIHBIM.

0611_[8.51 cXeMa IMpOXOXKIACHUA IMpouecca B Ciaydac
ucciaeaoBaHud MOICIbHBIX 3JIEMEHTOB METOJOM
CIIEKTPOCKOITNUN KOMOWHAIIMOHHOTO pacCce€aHusAa CBEC-
Ta, a TAKXKE B CJ1y4dac TCpMOIrpaBUMETPUYICCKOIO aHa-
JIn3a IOPOIIKOB ACMOHCTPUPYET IIPHUYMHBI CYIIC-
CTBCHHOTO OTJIMYUA ITIOJJHOIO BPEMCHM IIpolecca,
IIOJIYYEHHOI'O pa3HbBIMU METOJaMMU.

Pesynprarhl mcciaenoBaHMsT KWHETHMKM BOCCTa-
HOBJICHUSI OKCHUIA HHUKEJIsI, BXOASIIEro B COCTaB
KOMITO3UIIMOHHBIX aHonoB TOTD, MoryT ObITh HC-
TTOJTL30BaHBI IJIST ONTUMU3AIINH peskMa HadaJIbHOTO
BOCCTAHOBJICHMSI aHOTHOTO 3JIEKTPOJA MPU BBIXOHE
MOAENbHBIX cpeagHeTemMnepaTypHbix TOTO Ha pabo-
yue yCIOBUSL.

Pa6orta BrITIOTHEHA TIpK noAepxkKe rpaHTa [TpaBu-
TeascTBa Poccuiickoit @enepatym Ne 14.B25.31.0018
“HoBble MaTepHaiibl U TEXHOJIOTUH TBEPIOOKCHUITHBIX
TOIJIMBHBIX 3JIEMEHTOB, KEpAMUYECKUX MeMOpaH U
BBEICOKOTEMIIEPATyPHBIX 3JIEKTPOJIM3EPOB Ta3oB”,
rpadToB POOU 14-29-04031 u 13-03-12408.
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