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Mpou3BOACTBO U NOCTABKa NPUGOPOB ANA 3/1IEKTPOXMMUYECKUX UCC/1€40BaHUI

Electrochemical Instruments

MeToabl uccnenoBaHUmn:
Linknuuyeckasi pa3BepTka HanpshKeHus;

CTaumoHapHasi BofibTaMnepoMeTpus (MoTeHumMocTaTuyeckas, NoTeHUMoOMeTprYecKas);
MMnynbCHble MeToabl;

MMnegaHcomeTpusi cTaumoHapHast (B TOM YMCIE C NMOCTOSIHHBIM TOKOM, TPEX3/IEKTPOAHbIN
peXum);

Wccneayembin 06beKT:
DNeKkTpoa TOM/IMBHOro anemeHTa (T12):

NoHomep - Nafion® NRE-212, k

aTtanusatop - E-TEK® (20% Pt on Vulcan);
rAC — Toray;
Pabouas nnowaab katanusatopa 0.3cM?, 3arpy3ka nnatuHbl 0.5 Mr/cm?,

O6opynoBaHue:
MNoteHumocTaTbl P-30S (2A, 15B), P-150S (10A, 15B);

NmnepaHcmeTp Z-500PX (0,5MIu-14 Mly);

M3mepuTenbHas XMAKOCTHas nonysderka (u3rotosneHa Elins);
dneKkTpoA CpaBHEHMSI — BOAOPOAHbIN;

DNEeKTPOsUT — cepHas KucioTa 1M.

YcnoBusi NnpoBeAEHUs SKCNEPUMEHTOB!
Bpemsi yCTaHOBNEHMSI CTaLMOHaPHbIX 3HAYEHMI TOKOB Nepes U3MEPEHNEM CTALMOHAPHOMO

uMnegaHca ot 45 go 70 MMH (KOHTpPONb MO BOCMPOU3BOAMMOCTU MNOCNEeA0BaTENbHbIX
CNEeKTpoB wMneaaHca He xyxe 1 % B HY ob6bnactu). YCTaHOBNEHME LMKIMYECKUX
BO/IbTaMneporpamm - 6onee 10-Tn LMKNOB.

MMnegaHcMeTp 6bl1 NpeaBapuTENbHO OTKaNMOpPOBaH Ha WM3MEPUTENbHYIO SYENKY
ANS KOMMEHcauMn napasuTHOM MHAYKTMBHOCTM A0 0.5 MU nporpamMMHbIMKM MeToAaMM.
AMNNnTyaa nepeMeHHoro curHana 3-9 mB.

HacTtosilumMm  OOKYMEHT HOCUT  O3HAaKOMUTENbHbLIN  XapakTep. [pvBeaeHHas
NMHbOPMaUMs AEMOHCTPUPYET BO3MOXHOCTU UCMOMb3yeMoro 06opyaoBaHus, a Takxke
MOXeT OblTb MCMoNb3oBaHa Ans Bblbopa MeTOAuK TeCTUPOBaHMSA 3MeKTpoaoB T2 npu
HeobX0AMMOCTM M3YyYEHUS W OMNpeaeneHust 3N1EKTPOKaTaIUTUYECKOM aKTUBHOCTU W
CTabuUnbHOCTM KaTannsaTopos T2.
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Mpoun3BoACTBO M NOCTaBKa NPM6OPOB A/1A 3/1EKTPOXUMUYECKUX UCCeA0BaAHUIA

Electrochemical Instruments

Bce naHHble npuBeaeHbl 6e3 kKakon MO0 OUMCTKM, PUALTPALUKN WU YCPEAHEHUSI.
CxeMa U3MepUTENbHOW SIHENKN M OCHOBHbIE 3/1IEMEHTbI €€ KOHCTPYKUNW NpUBEAEHDI
Ha puc. 1. Takme SYENMKU LIMPOKO WCMOMb3YIOTCS NpPW MPOBEAEHUM WUCCNEAOBaHUN

SJIEKTPOKATANN3aTOPOB, UCMOJIb3YEMbIX B TOMJIMBHbIX 3JIEMEHTAX [1, 2].
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Puc. 1. CxeMa XnakocTHou ra3oanddy3noHHON Nonysyenku.
1-Kopnyc AYenkn, 2-XXUAKUIA 3NEKTPONUT, 3-3/1EKTPOKATANM3aTOP, HAHECEHHbIN Ha
razoanddy3noHHbIN cnoit 4, 5-Tokonoaeoa paboyero 3nekTpoaa C ra3oBbiMM KaHanamu 8,

6-Kanunngap anekTpoaa CpaBHEHUS, 7-BCOMOraTeNbHbIN SJ1EKTPOA.

NS M3MepeHust  3NeKTPOKaTa/IMTUYECKOM  aKTMBHOCTM  perncTpupoBanm
LUMKINYeCKMe BOMbTAaMMNeporpaMmbl MpU PasfiMyHbIX CKOPOCTSIX pa3BepTKM MOTeHumana
(Puc. 2) Ha Bo3ayxe (C MpoayBKOM BO3Ayxa 4Yepe3 rasonoasoaswme kadanbl). Mocne
perncTpaumm UMKIMYECKUX BOSibTaMneporpamMM pernctpyMpoBany CTaumoOHapHble TOKW B
NOTEHUMOCTAaTUYECKOM pexnme. CTaumMoHapHble TOKM yCTaHaBnmBanucb 3a 10-20 MuH.
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Mpoun3BoACTBO M NOCTaBKa NPM6OPOB A/1A 3/1EKTPOXUMUYECKUX UCCeA0BaAHUIA

Electrochemical Instruments

Puc. 2. Luknnmyeckne BonbTaMneporpaMMbl Ha BO3A4yXe Mpu pasfiMyHbIX CKOPOCTSIX
pa3BepTku noteHumana (MB/c).

OnpeneneHHbIM HEAOCTAaTKOM WCMOMb3YEMON SYENKU SABNSIETCS BKIAA OMUYECKMX
notepb, O0OYCNOBNEHHbIN HenaeanbHOCTbIO MOABOAA HOCMKA 3N1EKTpoAa CpaBHEHMS K
paboueMy anekTpody. DTO SIBfieHMe Bbi3BaHO MaZeHMEM MoTeHuMasna Ha 3TOM y4yacTke
3NEKTPONNTA, YTO OYeHb CYLEeCTBEHHO CKa3blBAaE€TCH HA MCKaXEeHUW MoTeHumana npu
Tokax 6onee ~100 MA. Tlo3TOMy OMMYECKME MOTEPU PErncTpupoBany MMMYAbCHbIM
ranbBaHOCTaTUYECKUM MeToAOM. [Mpn 3TOM pabounii aneKkTpoa cHavana CtabunnsmpoBanu
npu noTeHUMane OTKPLITON Lienu, Nocne Yero noaaBann CTyrneHb UMMynbca NoTeHumana
[0 HEKOTOPOro 33alaHHOrO 3HAYeHWst MPU KOTOPOM MPOTEKAET UCCNEAyEMbIN Mpouecc U
perucTpuvpoBanm M3MeHeHMe TOKa BO BpeMEeHUM C BbICOKMM (6 MKC) paspelueHveM Mo
BpeMeHW. [lpu 3TOM MaKCMManbHOE 3HayeHWe TOoKa B MEPBbI MOMEHT pPerncTpaumm
OrpaHNUYEHO TOMBbKO OMMYECKMM MOTEPSIMM, MPUCYTCTBYIOWMMU B UCCIIEAYEMOW CUCTEME.
MNMocnegHwe panee MoryT 6bITb AOCTAaTOMHO TOYHO paccyMTaHbl NO 3akoHy Oma:

Rom. = |Eo.‘ Exl/limaKc.|/ (1)

Fne Row — OMMYeckoe conpoTuBfieHne, E, — noTeHuuMan oOTKpbITOA uenn, Ex -
NPUNOXEHHbIM NOTEHUMAN, ivake. — MAKCUMaAsIbHOE 3HAYEHNE TOKa, U3MEPEHHOE KaK MOXHO
bbICTpee nocfne YCTaHOBMEHWS WMMynbCca MoTeHuMana. ToK Mpu 3TOM  HeobxoauMMo
N3MepsATb C AOCTAaTOYHO BbICOKMM pa3pelleHreM no Bpemeru (B AaHHOM criydae ~6 MKC.),
TaK, Kak cpa3y nocfie YCTaHOBMEHMS MMMynbCa MOTEHUMana nNpouUCXOAUT MageHue Toka

n3-3a nepesapsaa eMKOCTM ABOMHOMO Cosi U yCTaHOBNEHWUS AMPEDY3MOHHbBIX MPOLIECCOB
(puc. 3).
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Puc. 3. U3MeHeHMe ToKa BO BPEMEHM MpU UMMY/IbCHOM U3MEHEHMM NOTEHUMana ot
noTeHumWana oTkpbiTon Lenu ao 0, 300 n 600 MB.

3HaYyeHMs1 OMUYECKMX MOTEPb AN TPEX HAMPSHKEHUA MMMYNbCHBIX M3MEPEHUIN B
noTeHUMocTaTnyeckoM pexunme coctasmnm: 0,457 om (0 mB), 0,459 Om (300 mB), 0,471
Om (600 MB) n oTnuyatoTca Apyr oT Apyra He 6onee yeM Ha 3%, TO eCTb, U3MepeHbl
[AOCTaTOYHO TOYHO B paMKax 3TOro TUMa M3MEpPEHUN.

[anee pernctpupoBann UMKINYECKME BOMbTaMNeporpaMMbl  NpU  npoayeke
ra3oanddy3MoHHOro0 CNnosi MHEPTHbIM ra3oM (a3oT 99.99% BMecTO BO3A4yxa). ITOT
3KCMEPUMEHT HeobxoaMM [Ansi pacyeTa KONMYeCTBa 3/1EeKTPOAaKTUBHOM MNIATUMHbI Ha

NOBEPXHOCTWN 3M1eKTpOKaTann3aTopa no 3apsay aacopbuposaHHoro sogopoaa [3].
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Mpoun3BoACTBO M NOCTaBKa NPM6OPOB A/1A 3/1EKTPOXUMUYECKUX UCCeA0BaAHUIA

Electrochemical Instruments

Puc. 4. Unknuyeckme BoNbTaMmneporpaMmMbl B UHEPTHOM aTMocdepe npu pasnnyHbIX

CKOPOCTSIX pa3BepTKu noTeHumana (MB/c).

MNocne npoBeAeHMsI WMMYAbCHBIX WM3MEPEHUA C MNOCNEAYIOWMUM  BblYUCIEHNEM
OMWYECKUX MNOTEPb, BOSbTAMMEPHble KpuBble MOryT OblTb MCNpaBAeHbl U MNpuBeAeHbl K
nonsapmsaumoHHelM  KpmebiM  (Puc.  5). CnegyeT 3aMeTUTb, 4YTO  pacyMTbIBaTb
3N1EKTPOKATA/IMTUYECKYIO AKTUMBHOCTb CTOMT WMEHHO MO MONSPU3AUMOHHBIM  KPUBLIM,
KOTOpblE Y4YMTBLIBAIOT OMMYECKMe noTepu (Tak Kak, Hanpumep, npu Toke 200 MA M
conpotmerieHnn 0.5 OM nageHwe HanpspkeHust Ha Hux coctasnser 100 mMB, 4To CUNbHO
NCKa3UT NONSAPU3aLMOHHYIO KpUBYIO). NpuBeaeHHble Ha puC. 5 nonsipu3aumoHHble KpuBble
npuBeAeHbl K MOTEHUMany OTKpbITOM uenu (HOMb NepeHanpshKeHUsl COOTBETCTBYET
noteHumany 850 MB, nonoxurtenbHble 3Ha4YeHWs — OTKJIOHEHWIO MOTeHuuana B MeHee
MOSIOXXMTENbHYIO CTOPOHY). OnmucaTenbHO, BHEWHWWA BUA MONSIPU3ALMOHHBLIX KPUBLIX He
CUNbHO OT/IMYaeTCca OT camux LUBA gnarpamm.
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Puc. 5. MNMongapusaumoHHble KpuBble Mo AaHHbIM LIBA npu pasnnyHbiX CKOPOCTSX Pa3BEPTKU

noteHumnana (MB/c).
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Puc. 6. CTaumnoHapHasi BonbTamneporpamMma (1), ctaumMoHapHasi BosibTaMreporpaMma
ncnpaeneHHas Ha IR (2), umMkimMyeckas BONbTaMneporpaMmMa 10 CTalMoHapHbIX

namepenui (3) n nocne (4) (ckopoctb pa3sepTkn 10 MB/c).

N3 puc. 6 BMOHO OYeHb CYLIECTBEHHO OT/IMYME CTALUMOHAPHBIX U AMHAMUYECKUX
(LIBA) mMeTOOoOB peructpauum 31eKTpoKaTanMTUYECKON aKTMBHOCTW. Bo-nepsbix, 6onee
SIBHO MNPOSIBUICA BbIXOA4 Ha AUPEPY3MOHHbIe orpaHunyeHnss (U3 LBA akcnepvMeHTa
npuywnocb 6bl caenatb BbiBOA 06 MX OTCYTCTBMM), TOKM B KOTOPbIX 3aMETHO HWXKE, YeM
JaXe Ansi CaMOWM Maslod CKOPOCTM pa3BepTKM. BO-BTOpPbIX, MMEKOTCS pasnnuusi U B
oCTanbHOM obnactu noteHunanoB (nonoxuTensHee 300 MB). 3HauuTenbHo 6onee
NpaBWNbHO MPOLIECC OMUCLIBAETCA CTaLMOHAPHOW MONSPU3aLMOHHON KPUBOM Mnpu y4deTe
nonpaBkM MageHust noTeHuMana Ha omuyecknx coctasnsowmx (IR). Habnwopaetcs
XapaKTEPHOE HENMHENHOE YCKOPEHME Mpouecca COrnacHO 3KCMOHEHUMAnbHO-NoA06HOM
3aBMCMMOCTU TOKA OT MEepeHanpsikeHus npu yBenuueHuu nocnegHero; 6onee sBHO

HabnoaaeTca 1 Bbixoa Ha ANG@Y3NOHHbIN TOK.

000 “3auHc” AN1-Potentiostat-common, ctpanuua 6 us 9
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Puc. 7. F'oporpadbl MneaaHca nNpu pasnnyHbIX NoTeHUManax B CTaLUMOHAPHOM pexunMe
npw npoayske '[IC BO34yXOM, CTPEsNIKM COOTBETCTBYIOT YBEIMYEHUIO HArpy304YHOro TOKa; a
— rogorpadbl nMnegaHca npu Hanpshkermax ot 800 go 200 MB — oxaTtue rogorpada ¢
yBenuyeHneMm Ttoka; 6 — rogorpadbl uMneaaHca npu HanpshkeHusix ot 200 ao 0 B —
pacwmpeHne rogorpada ¢ AanbHENLWNM YBEIMYEHNEM TOKa.

Ha rogorpadax umnegaHca npu Bcex noTeHumanax HabnogaeTcs oyeHb Manas
BbICOKOYACTOTHas MOJYOKPY>KHOCTb COOTBETCTBYIOWASA MMMNEAAHCY rpaHuubl 31eKTpoa-
3NEKTPONUT. 3HAYEHNE COOTBETCTBYIOLLEMO €/ COMPOTUBIIEHNS pacCUUTaTb C/IOXHO BBUAY
TOro, 4YTO B [aHHOM C/lly4ae OHO COCTaBuio BenuunHy MeHee 0.01 Om. [danee
HabnoaaeTcs HebONbIUOA JIMHEMHBIA Y4acTOK, TakXke OTHOCALMIACA K MMMedaHCy
rpaHuubl. M3-3a  Hero BbICOKOYACTOTHasi 061acTb  HM3KOYacToTHOM  (60nbLuoK)
MONYOKPY>XHOCTU OKa3blBAETCS HECKONbKO MCKAXXEHHOM, MO3TOMY pacyeT COMPOTUBEHWN

nepeHoca 3apsaa (COOTBETCTBYIOLIErO 3TOM 6OONbLIOM MOMYOKPYXHOCTM) cneayet
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ﬂ Mpoun3BoACTBO M NOCTaBKa NPM6OPOB A/1A 3/1EKTPOXUMUYECKUX UCCeA0BaAHUIA

Electrochemical Tntruments

Npov3BOAWUTbL MO HM3KO M CPeAHEYaCTOTHOM YacTM HM3KOYACTOTHOWM MOSYOKPY>XHOCTU. Ha

HU3KMX 4YacToTax Habnopaetrca Hebonblias WMHAYKTMBHONOAOOHAsE 0CO6eHHOCTb. Takum

06pa3oM, BCe CMEeKTpbl MMMNEeAaHCa XOPOLWO YK1aablBalOTCS B OAHY MOAENb C MEPEHOCOM

3apsiaa yepe3 HebnoKMpyoLWwyo NOBEPXHOCTb (B MMMNPOTHOM nuTepaTtype - Transmissive
boundary) anektpoaa [4].

Juddy3uonnple orpaHMyeHdss TOABOJA KHCIOpPOAa U3 ToaorpadoB HMIIETaHCA

MPAKTUYECKH HE BUIHBI. 3HAYCHUE OMUYECKUX compoTuBieHui coctasisieT 0,447 Owm, 4TO OYEHb

OIM3KO K 3HAUYCHUWIO, MOJyYCHHOMY paHee W3 HMITYJIbCHOTO METoaa JUIsl JaHHOH COOpKH

U3MEPUTEIbHOM STYCHKH.

MNMoapobHoe onucaHne Hay4dHbIX pe3ynbTaToB U 6onee AeTanbHOe MCCneaoBaHue
anekTpoaoB TD MeToAOM UMMNEeAAHCOMETPUM B COYETaHUWU C ApyrMMM MmeTogamm byaet

paccMOTPEHO B Hay4yHbIX Nybnukauusix Jlabopatopun MoHuku Teepaoro Tena UMX® PAH.
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