YK 541.138

YCTAHOBKA UIA U3YYEHUSA DJIEKTPOJHBIX IMPOLHECCOB
HA CUHYCOUJAJIBHOM NNEPEMEHHOM TOKE

A.b. Knaumuuk, E.1O. Huxkndgoposa

Kagheopa «Xumusn, FOY BIIO «TT'TY»;
chemistry@nnn.tstu.ru

KuroueBble ci1oBa U (ppa3bl: reHepaTop HU3KOIACTOTHBIX CUTHAIIOB; KOMIIBIO-
tep; momyns «ALIT-ITAIT 16/16 Sigma USB»; nepemenHsIii ToK; motennuocrat EP-22;
JIEKTPOJL CPABHEHHUS; HNEKTPOAHBIH IIporiecc.

AHHoTaumsi: Ha Gase reHeparopa HH3KOYAaCTOTHBIX curHaiaoB 1'3-118, moreH-
uuocrata EP-22, monyns «ALII-IJAIT 16/16 Sigma USB» u nepcoHaibHOT0 KOMIIbIO-
Tepa pa3paboTaHa YCTaHOBKA JUIS U3yYCHHS MEXaHH3Ma AJIEKTPOAHBIX IPOILIECCOB Ha
METAJUIMYECKHUX IIEKTPOAaX Ha CHHYCOHMIAIBHOM IIEPEMEHHOM TOKE Pa3IUYHON 4acTo-
ThL. [loKa3aHO, YTO MpH MMOJa4Ye CUTHAIOB OT MOJSPU3YIONICH YCTAaHOBKH U OT IOTCH-
urocrata EP-22 na Bxons! 1 u 2 moayns «ALTI-ITAIT 16/16 Sigma USB» B pexume
«ocumtorpad — X, Y» B namMaTh KOMIIbIOTEpA OHOBPEMEHHO 3aIMCHIBAIOTCS B IU(PPO-
BOM BHJI€ 3HAUCHISI BPEMEHH T, JJIEKTPOJAHOTO TOTEHITHANA £ 1 3IEKTPUIECKOTo TOKa 7,
MIPOTEKAIOIIET0 Yepe3 U3MEPUTENIbHYIO siueiKy. [lonyueHHble 3HaueHusl UCII0JIb30BaHbI
JUTS TIOCTPOSHHS ¢ TTOMOIIBI0 TIporpamMMbl Microsoft Excel HeoOXomuMBbIX UTst Hecieno-
BaHMsI DJIEKTPOJIHOTO Ipoliecca rpagukoB 3aBucumMocreit [ — E, E—t n [ -t

BBenenue

B nuteparype [1, 2] umerorcst cBeJJeHUs] 0 NPUMEHEHUH OCLMILIOrpadUuecKoro
MeTOZa U aHAUTHYSCKUX IeNiel M M3yYeHUs MEXaHH3Ma AIIEKTPOIHBIX peaknuil Ha
TBEPABIX MHUKpOAJIeKTposiax. B pabore [1] omucana cxema JUisi CheMKHA OCIUILIOTPaMM
KaTOAHBIX NpOLeCCOB B KoopauHatax E — ¢, dE/dt — t wim dE/dt — E. ABTopamu mipea-
JIOXKEHO HCIOJIB30BATh ANEKTPOHHBIN ocummiorpad D0-7 A MOMyYeHHS OCIHILIO-
rpaMM C PYYHBIM KONMPOBAHHEM KPUBBIX C 3KpaHa ocuuiuiorpada. OTIHYuTeTbHON
0COOCHHOCTBIO JIPYTrOil yCTaHOBKU [2] sIBJSI€TCS HMCHOJB30BaHUE IM(POBOH KaMepsbl
Nikon m mepekirouarenei, MO3BOJISIOMINX M3MEHSTh HAIpaBICHUE TOJISIPU3ALMU HC-
CJIeTyeMOro 3JeKTpoa (aHOAHAS WM KaTOAHAs) U OCYIIECTBIIATh PA3INYHBIC PEKUMBI
n3mepenns. OHako 00e CXeMbl UMEIOT HEeJIOCTATOYHYIO TOYHOCTh IIEPEHOCA OCIHILIO-
rpaMM Ha OyMaXXHBIN WIH 3JIEKTPOHHBI HOCHUTENH (B TIEPBOM ClTydae HETOYHOCTBH CBSI-
3aHa C TPYJHOCTHIO KOIMPOBaHWS KPHBOW Ha KaJbKy C 3KpaHa ocipuiorpada, a
BO BTOPOM — CJIOYKHOCTBIO FOCTHPOBKU LU(POBOI Kamepsl M 3KpaHa ocumuiorpada).
B pabote [3] omnmcana ycraHOBKa AJIsl OCHMIUIOrpaUYEeCcKUX HMCCIIEIOBAHUH Ha Iiepe-
MEHHOM Toke. HemocTaTkoM 3TO# CXeMBblI SIBIISIETCSI TOJTyYeHIE NCKOMBIX 3aBUCUMOCTEH
C MPUMEHEHUEM JBYXAJIEKTPOAHON JEKTPOXUMHUUECKON stuerku. [IpakTuyeckuit uHTe-
pec mpeacTaBisieT co00i BO3MOKHOCTh MOMy4eHus 3aBucuMoctet [ — E, E—tul—1
B TPEXDJIEKTPOAHON siUCHKE OTHOCUTENLHO ITOTEHIINANIA JIEKTPO/Ia CPAaBHEHUSL.

Hemnpro marHO#M paboTHI OBIIO Pa3paboTaTh YCTAHOBKY IS M3YYECHHUS MEXaHH3Ma
9JIEKTPOHBIX MPOIIECCOB HA TBEPABIX JIEKTPOJax Ha 0aze reHepaTopa HU3KOYAaCTOT-
HeIx curHanoB [3-118, morenmmocrata EP-22, momyns «ALII-IIAIT 16/16 Sigma
USB» u nepcoHalbHOT0 KOMIBIOTEPA, JIUIIEHHYIO YKa3aHHBIX BBIIIE HETOCTATKOB.
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3KCHepI/lMeHTaJILHaﬂ HacTb

Amnanmu3 texHudeckux xapakrepuctuk moayist «ALIT-LIAIT 16/16 Sigma USB» un
roteHocTara EP-22 mo3Boimi HaM TpeayioKUTh CXeMy YCTaHOBKH, ITOKa3aHHYIO Ha
puc. 1. Ee 0coGeHHOCTBIO SIBIISIETCSI MCIIOb30BaHKe noteHuuocrata EP-22, cornacyto-
IIEeTo pa3aenuTenbHoro Tpanchopmaropa u momyis «ALII-LIAIT 16/16 Sigma USB» B
KOMIIJIEKTE C IEPCOHAIBHBIM KOMITBIOTEPOM.

Kak HamMu ycTaHOBJIEHO, HEOOXOAWMOCTH B COTJIACYIOIIEM pPa3ICIHTEIEHOM
TpaHcdopmarope 00YyCIIOBIEHA TEM, YTO BBIXOJIbl FEHEPATOPAa HU3KOYACTOTHBIX CUTHA-
noB, noteHnuoctata EP-22 u moxyms «ALII-LIAIT 16/16 Sigma USB» mmMerot 3azem-
JICHHbIE BBIXOJIHbIE M BXOJHBIE KOHTAaKTHL. B OTCyTCTBHE pasaenuTenbHOro tpaHchop-
MaTopa Pe3nucTop R; 3aMBIKAETCsI HAKOPOTKO, YTO IMPHBOAUT K HEBO3MOXKHOCTH PETHCT-
pammy TOKa, MPOTEKAIOIIEro 4Yepe3 M3MEpHUTENbHYI0 s4YeiiKy. Mcmonb3oBaHue MmoTeH-
LMOCTaTa B PEeXHMME M3MEPEHMs CTAI[IOHAPHOT'O MOTEHIMAaja BBI3BAHO TEM, UYTO IS
3aMepa AJIEKTPOJHOTO MOTEHIMaNa HEOOXOJUM MPHOOP C BBICOKUM BXOJHBIM COIPO-
tuienueM. [lorenmmocrar EP-22 oTBevaeT s3TtoMy TpeOoBaHuI0. B kauecTBe AnekTpoaa
CpaBHEHUs IpUMeHeH xiopuzacepedpsiubiii anekrpox (AglAgCl| naceim. KCl).

PaboTocrocoGHOCTE Mpe/yIoKEeHHOH HaMU yCTaHOBKH (pHc. 2) Oblila IpoBepeHa B
HCCIICIOBAHMAX 3JIEKTPOXUMHYECKOTO TIOBEACHUS HUKEJIEBOTO AJIEKTPOAA B IEIOYHOM
cpene. OMnbITl TPOBOJWIMCH MO U3BECTHOM METOIUKE [3] ¢ HCIOIB30BAHUEM TPEXIIIEKT-
POJTHOM DIIEKTPOXUMUYECKON STUSHKH. PaGodmii 2JIeKTpoa MMeN oMb TOBEPXHOCTH
3,14 MM’, a BCIOMOTaTENbHbIH MIIATHHOBBI — 16 MM°. B paGoTe mpuMeHeH XUMHYECKH
YUCThIM TuApokcu HaTpus. [loTeHuuanbl NpuBeneHbl MO CTaHAAPTHOM BOJIOPOJIHOM
IKare.

[
1 QS 2 (= 3 4
)| ¢ C;— —>

° k USB-Bxony
l T | R0 " PBM

Puc. 1. CxeMa yCTAaHOBKH /UISI HOTyYeHHUs] HUKINYECKHX BOILTAMIEPHBIX KPHBBIX
HAa CHHYCOM/JAJIBHOM IepeMEHHOM TOKe ¢ H3MePHTEIeM 3JIeKTPOHOI0 MOTeHI A A S
1 — reHepatop HU3KOUACTOTHBIN 1'3-118; 2 — snekTpoxuMuyeckas ss4eika ¢ JIeKTPOoAOM
CpaBHEHHUS U Pa3IeICHHBIMU OTCeKaMu; 3 — moteHuuocratr EP-22;

4 — monynb «ALITT-ITATI 16/16 Sigma USB»

I

Puc. 2. YcraHoBKa /19 MCCJIeIOBAHUS TPOLIECCOB
Ha CHHYCOHJAJILHOM TOKe
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Pe3yJ’leaTbI IKCICPUMEHTA U UX 06cymeﬂne

Ocmmmnorpammsl (I — E, E — t, I — 1), oTydeHHbIE HA HUKEJIEBOM JJIEKTPOJE B
17 M NaOH npu pa3ziargHBIX YaCTOTaX CHHYCOMIAIBHOTO TOKA M TEMIIEPaTypax BOIHO-
ro pacTBOpa, MOKa3aHbl Ha puc. 3—6.

ITorenumanel Hayana nojabeMa ToKa Ha ocuuiiorpammax / — E v E — T MOXHO cO-
MOCTABIIATH C TEPMOJIMHAMHICCKIMHA JAaHHBIMH TUarpaMMel [1yp0s u enaTh BRIBOABI O
MPHUPOJIC MPOLECCOB, MPOTEKANINX HA JEKTPOJE MPH PA3INIHBIX YCIOBHAX (COCTaB
pacTBopa, TeMIiepaTypa, 4acTora mepeMeHHoro Toka). Ha ocummiorpammax HaOmroma-
FOTCSl YYaCTKH, OTBEYAIOIINE MPOIeCCaM OOHOBJICHHUS MOBEPXHOCTH AJIEKTPOAA, OKHC-
JICHUSI HUKEJIS, BBIJCIICHUS KHACIOPO/Ia, a TAKXKE BOCCTAHOBJICHHUS KHCIOPOAa, OKCUJIOB,
THIPOKCHUIOB HUKEJISI K MOJICKYJI BOJBI 10 ra3000pa3HOro BOJAOPOA.

[Ipu wactorax 50 I'nm u HIKEe 0Opasyetcs 6ompmie okcuaa Ni,Oz;, 4eM IpH gacTo-
tax BeIme 50 I'm, Tak kKak B MOCIEAHEM CiTydae moTeHInan oopazoBarus NiyO; He moc-
turaercd. [Ipm MeHpIIMX YacTOTaX MPOUCXOAUT CMEILEHUE B OTPULIATENILHYIO CTOPOHY
KaTOJHOTO THKA BOCCTAHOBJICHHUS MIPOILYKTOB, 0OPA30BABIINXCS B aHOIHBINA MOIYTICPHOL
TOKA, YTO CBHACTENHCTBYET 00 YIPOYHEHHUHU CBSI3M 0OPa3yIOUINXCS OKCHAOB C TIOBEPX-
HOCTBIO DJICKTPOJa MPU TMOBBIIMICHHH YacTOTHI TOKa (cM. puc. 3). B 3aBucumocTtu ot
YaCTOTHI IEPEMEHHOTO TOKa M3MEHSETCS IIBET MPOAYKTOB Pa3pyLICHNs HUKEIS. DIIeKT-
ponmu3 Ha dactote Oonee 50 I’ mMpUBOAMT K MPOIYKTaM 3E€JIIEHOBATOTO OTTEHKA, UTO
SIBIISICTCS. TIOATBEPKICHHEM oOpa3oBaHus cMmecu okcumoB Hukens NiO u NizOy. IIpu
MEHBIIIUX YaCTOTaX MPOUCXOUT OCHIMTAHUE YSPHOTO MOPOIIKa OKcHIa HUKeIs NiyOs.

110°, A
300 1 2
%
7
-3000 2000 3000
E, MB

—-300 -

Puc. 3. Hukanveckne BoJbTaMIepPHbIe KPUBBIE, CHATbIE HA HUKEJIEBOM JJIEKTPO/Ie,
(cpeHeKBagPATHYHAS ILIOTHOCTH CHHYCOMAAIbHOTO Toka 0,5 A/cm?) B 17 M NaOH
NIPH Pa3JIMYHBIX YACTOTAX NepeMeHHOoro Toka, I'n:

1-20;2 —30;3-50;4-70;,5-100; 6 —200
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[Mpyu HU3KMX TeMieparypaXx MaKCUMalbHOE 3HAYCHHE MOTCHIMATa CMEIICHO B
AQHOJHYIO 005acTb (cM. puc. 4, kpussie /, 2). B aTux ycnoBusx ¢hopmMupyercs mioTHas
TUIEHKA OKCHJIa HUKENS ¢ OOJBLIMM JJIEKTPUYECKUM CONPOTHBIIEHHEM. [Ipu moBbliie-
HUM TEMIIepaTypbl MOTEHIUAN, KOTOPbIH IOCTHIaeTCs B aHOIHBIM MOIYNEPUO]| TOKa,
CMEIIICH B OTPHUIATEIbHYIO CTOPOHY (cM. puc. 4, KpuBbie 3, 4), a 00pa3oBaBIIHecs Ha
MOBEPXHOCTH AJIEKTPO/IA PHIXJIbIE CJIOW OKCHJIOB JIETKO YAAISIOTCS BOJOPOIOM.

3aBUCHMOCTh TOKA OT BPEMEHH Ha HUKEJIEBOM JJIEKTpoJie (CM. pHC. 5) MO3BOJISIET
HAWTH KOJMYECTBO DJICKTPUYECTBA, 3aTPAYCHHOIO HA 00pa30BaHUE M BOCCTAHOBIICHHE
oKcHuIIoB HuKels. O0IacTh BpeMEHH, OTBEYArOIIas 00pa30BaHHUIO MIIM BOCCTAHOBIICHHIO
COOTBETCTBYIOIIETO OKCHJIA, YCTAHABIMBACTCS HA OCHOBAHWH IMKJINYCCKHX BOJBTAM-
TIEPHBIX KPUBBIX (KpuBas / Ha puc. 3, KpuBas 5 Ha puc. 4) U 3aBUCHMOCTH MOTEHIIHAIa
OT BpeMeHH (CM. puc. 6).

OO6nacTy TOTEHNIMAIOB M TOKOB, COOTBETCTBYIOIINE O0Pa30BAHHUIO TEX WIIM HHBIX
OKCHJIOB HUKEJSI B COOTBETCTBHHM C auarpammoii [Iyp0a, omnpenensirorcsi mo xapaxkrep-
HBIM U3MEHEHHSIM (M3JI0MaM) Ha KPUBBIX (CM. puc. 3—6).

I10°, A 3
300 1

200 1

~3000  ~2000,# 1000 2000
R E, MB
’ :
/ -
LY - _.:':-

Puc. 4. lluxiinyeckue BoJbTaMIIePHbIe KPUBBIE, CHATbIe Ha HUKese B 17 M NaOH
(CpeHeKBagpATHYHAS IIOTHOCTH CHHYCOMAAILHOro Toka 0,5 A/cm?, yacrora 20 ')
NPHU pa3THYHBIX TeMIepaTypax, °C:

1 —-25;2-40;3 —60;4 —70;5 —90

I10°, A
300 1

200 1

100 T

0 T T

0,01 0,02
—100 7

—200 1

—300 -
Puc. 5. 3aBucumMocTh TOKa 0T BpeMeHH Ha HUKeJeBOM djiekTposae B 17 M NaOH
npu yacrtore 20 ' u Temnepartype 90 °C
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E, MB
1000 1

500 A

0 T T r

0,01 0,02 0,03
-500 -

—1000 A

—1500 -

Puc. 6. 3apucumMocTh NOTEHIMAIA OT BPEMEHHU
npu yacrote 20 I'u u remneparype 90 °C

3akjouenue

Takum oOpa3zom, Ha 0a3e reHeparopa HU3KOUYACTOTHBIX curHanmoB ['3-118, corma-
CYIOIIETro pa3zienuTenabHoro tpancdopmaropa, norenmuocrara EP-22, monymns «ALITI-
IIAIT 16/16 Sigma USB» 1 nepcoHaibHOIO KOMIIbIOTEpa pa3paboTaHa yCTaHOBKA JIJIst
cheMKU 3aBucumoctei [ — E, [ — 1 u E — T HAa CHHYCOMJAJIbHOM [IEPEMEHHOM TOKE MpHU
Pa3IMYHBIX YacTOTaX M TEMIIEPaTypax pacTBOpa AIIEKTPOJINTA, IMO3BOISIONIAS N3YYaTh
MEXaHHU3M 3JIEKTPOTHOTO MPOIlecca Ha MeTaJUIax U CIijaBax.

Paboma nposedena ¢ pamrax peanuzayuu DII1 «Hayunvie u nayuno-nedazocu-
yeckue kaopwl uHHosayuouHou Poccuuy na 2009-2013 200v1.
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Device for Studying Electrode Processes
on the Sinusoidal Alternative Current
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potentiostate EP-22; reference electrode.
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Abstract: On the basis of the generator of low-frequency signals GS-118, the
potentiostate EP-22, module «ACP-CAP 16/16 Sigma USB» and personal computer the
device for studying the electrode processes on the metals electrode on the various
frequencies sinusoidal alternative current is developed.

It is shown that when applying signals from polarization set and from potentiostate
EP-22 to inputs 1 and 2 of module «ACP-CAP 16/16 Sigma USB» in the mode
«oscillograph — X, Y» the values of time 1, electrode potentials £ and electrical current 7,
flowing from measuring cell is recorded in digital format into the computer memory.

With the help of Microsoft Excel package the produced values are used to
construct the plot / — E, E — T u [ — T necessary to examine the electrode processes.

Anlage fiir das Erlernen der Elektrodenprozesse auf dem
sinoidalen Wechselstrom

Zusammenfassung: Auf Grund des Generators der Niederfrequenzsignale
GS-118, des Potentiostates EP-22, des Modules « ACP-CAP 16/16 Sigma USB» und des
Personalcomputers ist die Anlage fiir das Erlernen des Mechanismus der Elektrodenpro-
zesse auf den Metallelektroden auf dem sinoidalen Wechselstrom der verschiedenen
Frequenz erarbeitet. Es ist gezeigt, daf3 bei der Zufithrung der Signale von der Polarisa-
tionsanlage und vom Potentiostat EP-22 auf die Eingédnge 1 und 2 des Modules «ACP-
CAP 16/16 Sigma USB» im Regime «Oszillograph — X, » in den Computerspeicher in
den Zahlenangaben die Zeitwerte 1, des Elektrodenpotentials £ und des elektrischen
Stromes [ aufgeschrieben werden. Die erhaltenen Werte werden fiir den Bau mit Hilfe
des Programms Microsoft Excel der fiir die Untersuchung des Elektrodenprozesses
notigen Schaubildabhingigkeiten / — E, E — t und I — T benutzt.

Installation pour I’étude des processus électrodes sur un courant
sinusoidal continu

Résumé: A la base du générateur des basses fréquences GS-118 du potentiostate
EP-22, du module «<ACP-CAP 16/16 Sigma USB» et du PC est élaborée une installation
pour I’é¢tude du mécanisme des processus électrodes sur les électrodes métalliques sur
un courant sinusoidal continu de la fréquence différente. Est montré que lors de
I’application des signaux a partire de 1’installation polarisante et du potentiostate EP-22
sur les entrées 1 et 2 du module «ACP-CAP 16/16 Sigma USB» dans le régime
«oscillographe — X, ¥» dans la mémoire de ’ordinateur sont simultanément enregistrées
dans une vue numérique les grandeurs du temps 1, du potentiel électrode £ et du courant
continu /, écoulant a travers la cellule de mesure. Les grandeurs regues sont utilisées
pour la construction a I’aide du programme Microsoft Excel des graphiques des
dépendances I — E, E — 1 et [ — T nécessaires pour 1’étude du processus électrode.

ABTOpBI: Kunumuuk Anexcandp bopucosuu — NOKTOp XUMHMYECKHX HAyK, Ipo-
theccop, 3aBemyronmii kKadenpoit «Xumusy; Hukugopoea Enena FOpvesna — acumpant
kadenpsr «Xumusny, [OY BIIO «TT'TY».

Peuensent: I'amanosa Hamanvsa I[ubuxkoena — IOKTOP TEXHUUYECKUX HAYK, MPO-
(heccop, 3aBenyromas kadeapoit «Xumuaeckas urmxereps», [ OY BITO « TTTY».
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