Mpon3BOACTBO M NOCTaBka NPUBOPOB AN

ANEKTPOXUMUYECKUX MCCﬂeﬂ,OBaHMl)’I
ELECTRO

CHEMICAL
INSTRUMENTS

iccnenoBaHMe 3MeKTpoAoB TOM/IMBHOMO 3/1EMEHTA B
XXUAKOCTHOM Monysyenke ¢ MoAenbHbIM
ra3oaAnddy31MoHHbIM C/10eM.

AN7-GDS cell Z++

AcraghpeB E.A., Apcaros A.B.

“Electrochemical Instruments”

MHCTUTYT Nnpobnem xmmnyeckon ¢usnkm PAH

NabopaTtopus MOHMKK TBEPAOro TeNa

YepHoronoska 2008



MeTtoabl uccnenoBaHUmn:
Linknuueckasi pa3BepTka HanpshKeHus;

CraumoHapHasi BonibTaMnepoMeTpusi (MoTeHumMocTaTMyeckas, NnoTeHUMoOMeTpuYeckas);
MMnynbCHble MeToabl;

MMnegaHcomeTpusi cTaumMoHapHast (B TOM YMCe C NOCTOSIHHLIM TOKOM, TPEX3/IEKTPOAHBI
peXunMm);

Wccneayembin 06bEKT:

DNeKTpoA TOM/IMBHOro anemeHTa (T12):

NoHomep - Nafion® NRE-212, katanusatop - E-TEK® (20% Pt on Vulcan);
rAC — Toray;

Pabouas nnowaab katanusatopa 0.3cM?, 3arpyska nnatuHbl 0.5 Mr/cm?.

O6opynoBaHue:

MoTteHunoctaTtsbl P-30S (2A, 15B), P-150S (10A, 15B);

NmnepaHcmeTp Z-500PX (0,5MIMy-14 mlu);

N3mepuTenbHas xuakocTHas nonysadeiika (“Electrochemical Instruments”);
OneKTpoA CpaBHEHMS — BOAOPOAHbIN;

DNeKTponuT — cepHas kucnota 1M.

ycnoBusi nposBeAeHna 3KCNepuMEHTOB:
BpeMs ycTaHOBNEeHUS CTaunoHapHbIX 3HaYeHUN TOKOB nepeg naMepeHMeM CtaumMoHapHOro

nMnegaHca ot 45 o 70 MMH (KOHTPOMb MO BOCMPOM3BOAMMOCTM MOCHeA0BaTeNbHbIX
CNeKTpoB uMnedaHca He xyxe 1 % B HY obnactu). YcCTaHOBNEHWE UMKINYECKMX
BOSMibTaMneporpamm - 6onee 10-Tn LUMKNIOB.

MMnegaHcMeTp 6bin NpeaBapuTENlbHO OTKaMOpPOBaH Ha M3MEPUTENBbHYHO SYEnKY
ANS KOMMEHcaUMn napasuTHOM MHAYKTMBHOCTM Ao 0.5 MU mporpaMMHbIMKM METOAAMM.
AMnNnnTyaa nepeMeHHoro curHana 3-9 mB.

HacTosilumMin  AOKYMEHT HOCUT O3HAaKOMUTENbHbIN  XapakTep. [pvBeaeHHas
MHbOpMaUMa OEMOHCTPUPYET BO3MOXHOCTM MCMOMb3yeMoro obopyaoBaHus, a Takxke
MOXeT ObITb MCnosib3oBaHa Ans Bblbopa MeTOAMK TeCTUPOBaHMSA 3MeKTpoaoB TD npu
HEOOXOAMMOCTM WU3YYEHUS] W OMPEeAENeHnst 3NEKTPOKATAIMTUYECKOA aKTUBHOCTU U
CTabuUnbHOCTM KaTannsaTopos T2.

Bce paHHble npuBeaeHbl 6e3 Kakor b0 OUNCTKK, DUIbTPaLMK MU YCPEAHEHUS.



Cxema VI3MepVITeJ'IbHOl\/’I SAYENKN M OCHOBHbIE 3N1EMEHTHI ee KOHCTPYKUUN NPUBEAEHDI
Ha puc. 1. Takue AYENKN LUMPOKO WUCNOJIb3YKOTCA MpU NpoBeEAEHUN nccneaoBaHUm

3M1eKTPOKAaTaIM3aTopoB, UCMOb3YEMbIX B TOMIMBHBIX aNieMeHTax [1, 2].
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Puc. 1. CxeMa XnakocTHou rasoanddy3noHHON NONysiYenku.
1-Kopnyc SYenkn, 2->XKUAKUA 3NeKTPONUT, 3-3N1eKTpoKaTaNM3aTop, HAHECEHHDBIN Ha
razoanddy31oHHbIN cnon 4, 5-TokonoaBoA paboyero 3NeKTpoaa C ra3oBbiMU KaHanamu 8,

6-Kanunnsip aNeKTpoaa CpaBHEHUSI, 7-BCOMOraTeNbHbIN 3N1EKTPO/.

Ans  M3MepeHust  3NeKTPOoKaTa/IMTUYECKOM  aKTMBHOCTM  perncTpupoBani
LUMKNNYECKWe BONbTAMMEpPOrpaMmbl MpU PasfiMyHbIX CKOPOCTSAX pa3BepTKM MNoTeHuuana
(Puc. 2) Ha Bo3ayxe (C MpoayBKOM BO3[yxa 4Yepe3 rasonoasoaslime kadanbl). Mocne
perucTpaumMm LMKIMYECKUX BOJSIbTaMneporpaMM perncTpupoBany CTaumoHapHble TOKM B
NOTEHLUMOCTaTUYECKOM pexkume. CTaumMoHapHble TOKM yCTaHasBnnBanmcb 3a 10-20 MuH.
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Puc. 2. LUnknmyeckne BoNbTaMNepPOrpaMmbl Ha BO3YXe NPY Pa3nnyHbIX CKOPOCTSIX

pa3BepTku noteHumana (MB/c).



OnpefeneHHbIM HeAoCTAaTKOM MUCMONb3YEeMON SYENKU SIBISIETCA BKIQA OMUYECKUX
noTepb, OOYCNOBMEHHbIN HeMAEaNbHOCTbIO MOJABOAA HOCMKA 3MEKTPOAA CPaBHEHMS K
paboyeMy 3nekTpoay. DTO SIB/IEHME BbI3BAHO MafAeHWEM MOTEHUMana Ha 3TOM Yy4yacTke
3N1EeKTPOSINTA, UYTO OYEHb CYLLECTBEHHO CKa3blBAaeTCd Ha WCKaXXeHWW roTeHuuana npu
Tokax 6onee ~100 MA. [lo3TOMYy OMWYECKME MOTEPU PErNMCTPUPOBANN UMMY/bCHBLIM
ra/lbBaHOCTATUYECKMM MeTOAOM. Mpy 3TOM pabouunii aneKTpoa cHavana ctabunusmpoBanm
Npu noTeHuuane OTKPbITON Lienu, nocne Yero noaaBanun CTyneHb UMMNyfbca NoTeHuuana
[I0 HEKOTOPOro 3aAaHHOr0 3HAYEHWS NPV KOTOPOM MPOTEKAET MCCNEAYEMbIN MPOLECC U
perncTpupoBanm W3MEHeHMe TOKa BO BPEMEHM C BbLICOKMM (6 MKC) pa3pelueHneM Mo
BpeMeHU. [pn 3TOM MaKCMManbHOE 3HayeHMe TOoKa B MepBbIA MOMEHT perncTpaumu
OrPaHMYEHO TONIbKO OMUYECKUM MOTEPSIMU, MPUCYTCTBYIOWMMU B UCCNIEAYEMOWN CUCTEME.
MNocnegHue ganee MOryT 6bITb AOCTAaTOYHO TOYHO paccynTaHbl MO 3akoHy Oma:

Rom. = |Eo.' Ex|/|imaKc.|/ (1)

Fne Row — OMMYeckoe conpoTuBneHne, E, — noTeHuman oOTKpbiTon uenun, Eyx -
MNPUNOXEHHbIM NOTEHUMAN, ivakc. — MAKCUMalbHOE 3HaYeHMe TOKa, U3MEPEHHOE KaK MOXHO
bbICTpee nocne YCTaHOBNEHMS WMNyNnbCa MOTeHUuana. TOK npu 3TOM Heobxoanmo
N3MepsTb C AOCTAaTOYHO BbICOKMM pa3pelleHneM rno BpemMeHn (B AaHHOM ciyyae ~6 MKC.),
TaK, KaK cpasy nocne yCTaHOBMIEHUSI MMMyNnbCa MNOTEHUMana npoucxoamT nafeHue ToKa

n3-3a nepesapsiga €MKOCTM ABOMHOrO C/osi U yCTaHoBNEHMS ANdY3MOHHBIX MPOLIECCOB
(puc. 3).
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Puc. 3. nsMmeHeHue Toka BO BpeMeHu rnNpu UMMynbCHOM U3MEHEeHUU noTeHuunana oT

noTeHumMana oTkpbiTon uenu ao 0, 300 1 600 MB.



3HauYeHUs1 OMUYECKMX MOTEPb AN TPEX HaMpsKEHWUM WMMYNbCHBIX WU3MEpPEHUl B
noTeHuMocTaTnyeckoM pexmme cocrasunm: 0,457 om (0 MB), 0,459 Om (300 MB), 0,471
Om (600 MB) n otnnuatotca apyr oT Apyra He 6onee yeM Ha 3%, TO €CTb, U3MEpPEHbDI
[IOCTAaTO4YHO TOYHO B paMKax 3TOro Tuna U3MepeHun.

[anee perncTtpupoBann UMKNNYECKME BONbTAMMNEporpammbl NpU  nNpoayBke
ras3oanddy3MoHHOr0 CNnosi MHEPTHbIM rasoM (asoT 99.99% BMecTo BO3ayxa). ITOT
3KCMEPUMEHT HeobxoaMM [Ansl pacyeTa KOMMYECTBA 3MEKTPOAKTUBHOM MNNIATUHbI Ha

NOBEPXHOCTW 3MIEKTpOKaTanmM3aTopa no 3apsiay agcopbuposaHHOro sogopoaa [3].
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Puc. 4. Uuknmyeckne BonbTaMneporpaMmbl B MHEPTHOM aTMocdepe Npy pasnnyHbIX

CKOPOCTAX pa3BepTku noteHuunana (MB/c).

Mocne npoBeAeHMsI WMMYNbCHbIX W3MEPEHUA C MOCNEAYHOWMM  BblYMUCIEHNEM
OMUYECKNX MNOTEepb, BONbTaMMNeEpHble KpuMBble MOryT 6biTb UCNpPaBfeHbl U NPUBEAEHbI K
nonspusaunoHHbiM  KpmebiM  (Puc. 5). CnegyeT 3aMeTuTb, 4TO pacyuTbiBaTb
3N1EKTPOKATANIMTUYECKYIO aKTUBHOCTb CTOMT MMEHHO MO MONASIPU3aUMOHHBIM  KPUBbIM,
KOTOpble Y4YMTbIBAIOT OMMYeckue noTepu (Tak Kak, Hanpumep, npu Toke 200 MA wu
conpotueneHmnn 0.5 OM nageHue HanpskeHus Ha Hux coctaBnset 100 MB, 4TO CuNbHO
NCKA3NUT MONsSipn3aUMOoHHYI0 KpuBYto). MpuBeaeHHbIe Ha puc. 5 nonsipnsaumMoHHbIe KpuBble
NpuBeAEeHbl K MOTEeHUMany OTKPbITON uUenu (HOMb MepeHanpsiKeHUsl COOTBETCTBYET
noteHuyunany 850 MB, nonoxuTenoHble 3HA4YeHWA — OTK/IOHEHWUIO MOTeHUuMana B MeHee
MONOXUTENbHYIO CTOPOHY). OnmucaTenbHO, BHELHUA BWA MONSPU3ALIMOHHbBIX KPUBbLIX He

CU/IbHO OT/I4YaeTcsa oT camux LIBA anarpamm.
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Puc. 5. NonapusaunoHHble KpyBble Mo AaHHbIM LIBA npu pas3finyHbIX CKOPOCTSX pa3BEPTKU
noteHumnana (MB/c).
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Puc. 6. CtaunoHapHasl BonbTamneporpamma (1), ctaumoHapHasi BosibTaMneporpamMmma
ncrnipaBneHHas Ha IR (2), umMknmnyeckas BonbTaMneporpaMma 0 CTaLMOHapHbIX

namepenui (3) n nocne (4) (ckopoctb passeptku 10 MB/c).

N3 puc. 6 BMOHO OYEHb CYLLECTBEHHO OT/IMYME CTAUMOHAPHbLIX U ANHAMUYECKUX
(LIBA) mMeToAoB peructpauum 3neKTpoKaTanMTUUECKOM aKTMBHOCTU. Bo-nepBbix, 6onee
SIBHO MPOSIBANICS BbIXOA4 Ha AUPEPY3nOHHbIe orpaHuyeHns (M3 LBA 3kcnepuMeHTa

NpULLINOCH 6bl caenatb BbiBO4 06 MX OTCYTCTBMVI), TOKM B KOTOPbIX 3aMETHO HWXE, 4YEM



JaXe [Ansi caMoOWM Manod CKOPOCTM pa3BepTKU. BO-BTOpPbIX, MMEKOTCS pa3nunuusi U B
ocTanbHOM obnactn noteHumanoB (nonoxuTtensHee 300 MB). 3HauutensHo 6onee
MpaBUIbHO MPOLIECC OMUCHIBAETCSA CTALMOHAPHOW MOMSPU3aLMOHHON KPUBOW MpU y4yeTe
nonpaBkM NafAeHUs noTeHuMana Ha omuyecknx coctasnaiowmx (IR). Habniopaetcs
XapaKTEPHOE HENMHENHOE YCKOPEHME MpOoLIecca COrNacHO 3KCMOHEHUManbHO-NOA06HON
3aBMCMMOCTM TOKa OT MepeHanpsbpkeHus Mpu yBenuyeHuu nocneaHero; 6onee sBHO

HabntogaeTca u Bbixoa Ha ANGdY3NOHHBIN TOK.
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Puc. 7. T'oporpacdbl MNegaHca npu pasinyHbIX NOTEHUManax B CTaUMOHAPHOM pexume
npv npoayske 'AC BO34yXOM, CTPENIKM COOTBETCTBYIOT YBE/IMYEHUIO HAarpy304HOro ToKa; a
— rogorpadbl uMneaaHca npu HanpsxeHmax ot 800 go 200 MB — oxaTtue rogorpada ¢
yBenuyeHnem Toka; 6 — rogorpadbl uMneaaHca npu HanpsxeHusix ot 200 ao 0 MB —

paclmpeHue rogorpada C AanbHENUNM YBENTMYEHNEM TOKaA.



Ha rogorpadax umnegaHca npwu BCeX MoTeHuManax HabnwgaeTcss o4veHb Manast
BbICOKOYACTOTHas MOJTYOKPY>KHOCTb COOTBETCTBYIOLWAA WMMNEAAHCY rpaHuubl 3M1eKTpoa-
3NEeKTPONUT. 3HAYEHME COOTBETCTBYIOLLEMO €/ COMPOTUBIEHNS pacCUMTaTb C/IOXHO BBUAY
TOro, 4YTO B [JaHHOM C/lydae OHO CcocCTaBuno BenuuuHy MeHee 0.01 OM. [anee
HabnogaeTcs HeGONbILIOW JIMHEMHBIA Y4acTOK, TakXe OTHOCALMACA K MMMedaHcy
rpaHuubl. W3-3a Hero BbICOKOYACTOTHasi 06/1acTb  HM3KOYAcTOTHOM  (60nbLuoK)
MOMYOKPY>XHOCTN OKa3blBAETCSl HECKOMbKO MCKA)XEHHOM, MO3TOMY pacyeT CONpOTUBMIEHUM
nepeHoca 3apsaa (COOTBETCTBYIOLWIEro 3TOM 6ONbLIOM  MOMYOKPYXHOCTM) crneayet
NPOM3BOAUTbL MO HM3KO M CPEeAHEYaCTOTHOM YacTM HU3KOYACTOTHOW MOSYOKpPY>XHOCTU. Ha
HU3KMX YacToTax Habniogaetcsa Hebonbwass MHAYKTMBHOMOAOO6HAst OCOHBEHHOCTb. TakuM
ob6pa3oM, BCe CneKTpbl MMNeaaHca XOpOoLO YKIaabiBaloTCa B OAHY MOAENb C NEpPeHOCOoM
3apsiaa yYepe3 HebNOKMPYIOLWY0 MOBEPXHOCTL (B MMMPOTHOW nuTepatype - Transmissive
boundary) anektpoaa [4].

AnddysnoHHble orpaHnyeHns noasofda Kuciopofa u3 rogorpadoB MMMNefaHca
MNPaKTUYECKM He BMAHbI. 3HAYEHNE OMUYECKMX CONMpOoTMBNEHNI cocTaBnseT 0,447 OM, 4yTo
O4YeHb ONM3KO K 3HAYEHWIO, MOSIYYEHHOMY paHee M3 MMMYSbCHOro MeToda Ans AaHHOW

CcOOpPKM N3MEPUTENBHON SUENKM.

MoapobHoe onucaHWe Hay4HbIX pe3ynbTaToB M 6onee [eTanbHOe WCCeaoBaHUE
3NeKTpoAoB TD METOAOM MMMEAAHCOMETPUU B COYETAHUWM C ApYrMMuM MeTodamu 6yaet

pacCcMOTPEHO B Hay4dHbIX Nybnukaumnsx Jlabopatopumn MoHnku Teepaoro Tena UMX® PAH.
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