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AuHorauus. [IpeyioxkeH OpUrHHAIBHBIN C10Cco0 moyueHus qucnepcubix Pt/C marepuanos moc-
PEICTBOM IEKTPOOCAKICHHS TUNIATUHBI HAa HAXOAAIIHECS B CYyCIICH3UH YaCTUIIBI YTIIEPOIHOTO HOCH-
Test. Matepuainsl H3ydeHbl METOIaMU PEHTIeHOTpad Uy, TPABUMETPUH, ITUKINIECKON BOIBTaMIIe-
POMETPHH ¥ CKaHUPYIOILEH IeKTPOHHON Mukpockornuu. [lonyuenusie Pt/C marepuainsl comepxar
ot 9 1o 14 % wmacc. Pt. CpenHuii pa3mep 4acTHIl IWIATUHBI COCTABISET OT 7 110 15 HM, a AIIeKTpoxu-
MHYECKH aKTHBHAs IUIOMIAJb e€ MoBepXHOCTH — OT 23 10 56 M?/r (Pt). [lonyuyeHHble MaTepuaribl
MIPOSIBJISFOT KATAIMTHUCCKYIO aKTHBHOCTh B PEAKIIUH JJICKTPOBOCCTAHOBJICHHUS KHCIOPO/Ia, KOTOpast
MIPEUMYIIIECTBEHHO MPOTEKALT MO 4X-3JIEKTPOHHOMY MEXaHU3MY.

KiroueBble cjioBa: IEKTPOOCAKACHNUE, TNIATHHA, TOTUIMBHBIC 3JIEMEHTHI, DJICKTPOKATAIN3, JICKT-
poBoccTaHoBIIeHHE KuCIoposa, Pt/C, HaHouacTUIIBI.

BBEJEHHE

HaneceHHble NIAaTMHOYIIIEPOAHBIE MaTepHabl
BBI3BIBAIOT OOJBILION MHTEPEC, B TIEPBYIO Ouepe/ib, B
CBSI3U C UX IPUMEHEHUEM B Ka9eCTBE JICKTPOKATAIIH-
3aTOPOB B HU3KOTEMIIEPATYPHBIX TOTTUBHBIX DJIEMEH-
tax. Hanbosee pacnpocTpaneHHbIe ClIOCOOBI HaHECE-
HUSl HAHOYACTHII TUIATHHBI HA TIOBEPXHOCTD JHUCIIEPC-
HBIX YIJIEPOIHBIX HOcHTeNel (ca)xa, HaHOTPYOKH,
HAHOBOJIOKHA U JIP.) OTHOCATCS K XUMHYECKHM METO-
JlaM, 3aKJII0YaloMIMMCs B BOCCTAHOBJICHHMH IIJIaTHHBI
13 €e COCAMHEHUH TeMH WJIM MHBIMH XUMHUYECKUMHU
pearearamu [1-4]. XuMudeckue METOABI CHHTE3a B
JKUIKOH (pasze SBISIFOTCS JOCTATOYHO MPOCTBHIMU U HE
TpeOyIOT JTOPOTOCTOAIIET0 00opynoBanusa. B To ke
BpEMsI OHU TPYJOEMKH, KaK MPaBUIIO, XapaKTepu3y-
IOTCSI HU3KOH BOCIIPOM3BOANMOCTBIO, HE IO3BOJISIIOT
YeTKO KOHTPOJIMPOBATh POCT HaHOYacTHuIl [5]. BBexe-
Hue B coctaB pacTBopa I[IAB unu opranunueckoro
COpaCTBOPUTEIISI HETAaTHBHO BIHSET HA XapaKTEPUCTH-
KM monydaeMbix Pt/C karamm3aTopoB BCIIEICTBUE
a7copOLUHU OPraHNYECKUX MOJIEKYJ Ha HOBEPXHOCTH
U B MOpax YIJIEpPOJHOTO HOCUTENS U MOCIEAYIOIIETO
BJIMSIHUS HA 3JIEKTPOXUMHUYECKUE PEAKIINH.

BecbMa epcrieKTHBHBIMH, C TOYKH 3PEHUS YIIPAB-
neHust Mop¢oJoruell MOBEPXHOCTH KaTajau3aropa H
YUCTOTHI MOJy4aeMOIo IPOAYKTa, MPEACTABIISIOTCS
AMEKTPOXUMHYECKUE CIIOCOOBI MOTYyYESHHUsI HAHOYACTHII
TUIaTUHBI [6—7]. DIeKTpOoXuMHUYeCcKre TIPOIECChl MO-

I'YyT OCYIIECTBJIATHCS C MPUMEHECHUEM Pa3IU4HbIX
PEXMMOB JIEKTPOJIH3a: TallbBAHOCTATHYECKOTO, T10-
TEHI[MOCTAaTUYECKOT0, PeXHMa MEPEMEHHOTO TOKa U
T.A. 17151 KOHTPOJIS POCTa HAHOYACTHUL] METAJIJIOB 1IN~
pOKHE BO3MOYKHOCTH TNPEJCTABIsAET BapbHUpOBaHUE
MOTEHIMAala U IUIOTHOCTH HpoIyckaemoro Toka. K
COKaJICHUIO, TIPU 3JIEKTPOOCAXKICHUH TUIATHHBI Ha
MOPHUCTHINA YINEPOAHBIN ol (opMHUpPOBaHHE HAHO-
YaCTUIl IPOUCXOIUT TOJBKO HA €ro IOBEPXHOCTH, HO
He B miyoune [8-10]. B xoneuHoM utore QyHKUIUH
KaTaJIM3aTopa BBIOJHSET JIUIIb OTHOCHUTEILHO He-
0oJbIas «IOBEPXHOCTHAS» YACTh CJIOS MOPUCTOTO
JIEKTpOoAa. YUYUTHIBAS, YTO HPHU MOJYyUYECHUH TaKUX
MaTepHaJIOB MCIIONB3YIOTCS MUKPOKOJINYECTBA yIyie-
POJHOTO MOPOIIIKA, KOTOPBIN 3aKPENIsSeTCs Ha SIEKT-
PO, B pe3yibTaTe IEKTPOIH3a 00pazyroTcst He0OIb-
IIMe KOIMYEeCTBa KaTainu3aropa. JJaHHbIi (hakThl CTaBsIT
II0J] BOIIPOC TEXHOJIOTHYHOCTH MTOXOOHBIX METOHK.
OpurrHAILHBINA JICKTPOXUMHIYECKUI METOJ, pa3-
paborannsiit H. B. CmupHoBoii ¢ cotp. [11-15], mos-
BosieT nony4uth Pt/C matepuaibsl myTeM JAucCIepri-
poBaHus miuaruHel. [Iponecc ocymecTsisercs B 1ie-
JIOUHBIX pacTBOpax MOA BO3ACHCTBHEM IEPEMEHHOIO
TOKa. ABTOPBI METOAMKH OTBOJAAT OCHOBHYIO POJIb B
Ppa3pyLLIEHNH TIATHHBI SIBICHUIO HHTEPKAJISIIMU KaTh-
OHOB IIIEJIOYHBIX METAJUIOB TI0 MEK3EPEHHBIM T'PaHU-
1am miatuHbl. O0pasyromuecst HAHOYACTULBI 3aKpetl-
JSIIOTCSI HAa TIOBEPXHOCTH YITICPOJHOI'O HOCHUTENS U
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umeroT pasmep ot 5 10 80 um [12-14]. Crour 3ame-
TUTb, YTO, pa3pyllasch, MIaTHHA 00pa3yeT YaCTHIIbI
KyOudeckoi (OopMBI ¢ IPEeBATUPYIOLIEH KPUCTAIIIOT-
paduueckoit opuentanueii Pt (100) [11]. K coxkae-
HUIO, JIEKTPOXUMUYECKH aKTHBHAs IUIOLIA b IIOBEP-
xHoctu (OXAII) Pt/C marepuasos, MOJy4YEeHHBIX Ta-
KuM crocoboM, He mpesbimaer 20-25 m?/r (Pt), uro
HEJOCTATOYHO JUISA UX IIPUMEHEHHS B KaYECTBE DIICK-
Tpokaranuzaropos B HTO.

Lesnp HacTosie# paboTHI cocTOsIa B pa3paboTke
HOBOT'0 METO/1a EKTPOXHUMHUUECKOTo moy4denust Pt/C
3JIEKTPOKATAIN3aTOPOB, B PaMKax KOTOPOTO 3JIEKT-
POKPUCTAIUIN3ALHS YACTHULL IUIATHHBI IIPOMCXOANIIA ObI
HETNOCPEACTBEHHO Ha MOBEPXHOCTH AUCIIEPCHBIX Yac-
THII yriiepoaHoro Hocurens (Vulcan XC-72), Haxoms-
LIMXCSI B YIJIEPOJIHOM CYCIIEH3HH, BBITIOIHSIOIIEH POIb
KaTOJIUTA.

JKCHHEPUMEHTAJIBHASA YACTb

Jlitst nonmy4uernsi PH/C anekTpokaTain3aropos dJeK-
TPOJTN3 IPOBOAVIIN B TaJIbBaHOCTATHUECKHX YCIOBHSX
IIPY HHTEHCHBHOM II€PEMELIMBAaHNH YIJICPOIHOM CyC-
ME3UH B TUIATUHO COJICPIKAIIIEM DIICKTPOIIUTE (PacTBOP
H,PtCl,). B mpouecce nepemenmmpanust MUKPOYACTH-
bl yIJIEpPOZa BpeMs OT BpeMeHH (BEpOSTHOCTHBIN
Mpo1iecc) COMPUKACAINCH C TOBEPXHOCTHIO Karoza. B
MOMEHT COTIPHKOCHOBEHUS U TIOTIaIaHHs B IPUKATO-
HEIN CIIOH, 00€CTICUNBAOIINN TTOIBOM MJICKTPOHOB K
YacTHLAM YIJIEPO/Ia 3a CYET MEPKOIALUOHHOTO 3 dek-
Ta, MUKPOYACTHIIBI YIIIEPOa KIPEBPAIIAIIICH» B YACTh
KaToza, BCIEICTBHE YETO MPOLECC BOCCTAHOBICHUS
Pt(IV) mporekan u Ha WX MOBEPXHOCTH. 3a BpeMs
ANIEKTPOIIH3a KaXK/1asi YaCTHIIA YTIIIEPOIHOTO HOCUTEJISI
HEOJHOKPATHO COINPUKACATACh CO CTAlMOHAPHBIM
KaToJIOM, B Pe3yJIbTare Yero Ha ee MOBEPXHOCTH MPo-
HCXOIWJIM MPOLECCHl HYKJIGAIMH/pOcTa YacTHIl TuIa-
THHEL. [locTOSIHHOE OOHOBIIEHHE MUKPOYACTHIL yTiIe-
poAa B 3JEKTPOHOIIPOBOSIIEM MPUKATOAHOM CJIOE,
00yCIIOBIICHHOE HCKYCCTBEHHON KOHBEKIIMEH, IPUBE-
JI0 K ©0JIee W MEHee paBHOMEPHOMY Pacipe/IeTICHUIO
ANEKTPOOCAKICHHON IITATHHBI I10 TTOBEPXHOCTH MHUK-
POYACTHUIL YIIIEPOAHOTO HOCUTENS (CMOTPHUTE Jaiiee).
Iporiece popmuposanus Pt/C marepuana cxemaru-
YecKH 0TOOpaXkeH Ha puc. 1.

Cycnensuro nonydanu nyrem cmemenus 0.5 ¢
yrnepoanoii caxu Vulcan XC-72 (Cabot Corporation,
yaenbHast mwiomas nosepxaoctu 270 M2 1) u 20 M
1 M pactsopa H,SO, ¢ mocnenyromum aucneprupo-
BaHHEM Ha YIIBTPa3ByKOBOM IOMOIeHH3arope SONics
B TeueHue 1.5 MuH, mocie 4ero s COXpaHeHHs OJl-
HOPOJHOCTH CyCIICH3UU HENPEPHIBHO IIEPEMEIHBAIIN
Ha MarHUTHOM Mmemanke. HenmocpencTBeHHO nepen

Ha4gaJlioM JJIEKTPOJIM3a CYCTIEH3HUIO TIEPEHOCHIIN B
JIBYX3JICKTPOJTHYO SIUEHKY € pa3ielICHHBIMH 3JICKTPO-
JTHBIMH ITPOCTPAHCTBAMH, ITPOJIOIDKAS TIEPEMETITHBAHIE
C IIOMOIIBI0 MarHuTHOU Memnaiku. Ilociie yero koH-
LEHTPUPOBAHHON CEPHOM KUCIOTON AOBOAMUIU €€
KOHIICHTPAI[MI0 B PacTBOpEe KarojuTa 10 1 MOoJb/i.
AHOIHOE TIpOCTpaHCTBO 3anoiHsiu 1 M pactBopoM
H,SO,. lanee B KarogHOE NPOCTPAHCTBO BHOCHIIH
2 mn 0.01 M H,PtCl.. B xagecTBe KaTosa MCHOJIb30-
BaJI MEJTHYIO MTPOBOJIOKY, B Ka4eCTBe aHO/a — rpadu-
TOBBIN CTEPKEHD. DJICKTPOJIN3 BEJIU B PEIKUME ITOCTO-
STHHOTO TOKa. [y momjepaHusi IOCTOSIHCTBA KOH-
ueHtpaiuu Pt(IV) B pacTBOpe B NMPHKATOIHOE MPO-
CTPAHCTBO B TEUEHHE DIICKTPOJIHM3a MEPUOIHYCCKU
no6assumu o 2 i1 0.01 M H2PtC|6. O01ree Kommyec-
180 0.01 M pacteopa H,PtCl; no6asnentoro B mpo-
1ecce EKTPOOCAKACHHUS, COCTABIISIIO 8 MIL

TToce OKOHYAaHUS BIEKTPOIH3a cycrensuio Pt/C
(uIBTpOBaM, 3aT€M MHOTOKPATHO MPOMBIBAINA OU-
MACTHJUTIPOBAHHON BOMOM. OCYIIIKY BEH B DKCHKA-
Tope Hax P,O, Ipu KOMHAaTHOH TEMIIEpaType.

Jist onipeieneHus cocTaBa MoTy4eHHBIX 00pa3IioB
Pt/C u Hannuus B HUX HAHOYACTHIL [IJIATHUHBI UCIIONIb-

+ . -C
8 - [PCIP

O-pt

2

Puc. 1. CxemaTrueckoe n300pakeHUE YCTAHOBKH (d) 1
nporecca (b—c) anexrpoxumuyeckoro nomyuenus Pt/C

MaTrepuajioB
[Fig. 1. Schematic representation of the electrochemical
cell (a) and the process (b—c) of electrochemical
preparation of Pt/C materials]
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30BaJId PEHTreHO(a30BbIHi aHaIU3 U TEPMOIPaBUMET-
puto. ITopomkoBbie TupakTorpaMMbl METaJITyIIIE-
POAHBIX MaTepHaIoOB PETUCTPUPOBAIM Ha aBTOMATHU-
gyeckoM audpakromerpe ARL X TRA (reomerpust o
Bbperry-bpenrano, paguyc 260 MM, BepTUKaIbHBIN
TeTa-TeTa TOHUOMETP) ¢ ucnosb3oBanneM CuKao-us-
nyuenns (A = 1.5418 A). Tunuunsle ycranoBxu:
40 kB, 30 MA, mrar ckaramupoanus 0.02 Teta. CkopocTh
CBhEMKH 8 rpagycoB B MUHYTY ISl IPOCTOTO PEHTTe-
Ho(azoBoro anaimza. B kauectBe KaarOPOBOYHOTO
CTaHJapTa MCIOIb30BaH CTAHAAPTHYIO TUIACTHHY
MOJIMKPUCTAIITUYECKOTO ajib(a-KBapua.

I1o nomy4eHHBIM AU paKTOrpaMMaM OIIPEAEIIsUIIN
HaJIMYMe TUTAaTHHBI B Marepuaie U CPeAHUN pa3Mep
(mmametp) e€ kpuctaimmuToB — D. Pacyer D mpoBoau-
1 1o popmyiie Lleppepa (1), B KOTOPYO HOACTABIIS-
JM 3HaueHWe mupuHBI nrka 111 Ha momoBUHE ero
BBICOTHI:

D = KM(FWHM-cus 0), )

r7ie A — JUTMHA BOJIHBI MOHOXPOMATHIECKOTO 3Ty ICHHS],
E; FWHM — mmmpuHa nvka Ha moityBbICOTE (B paiuaHax);
D — cpennwmii pa3mep KpUCTAILIUTOB, HM; O — yroi oTpa-
xenus, paananbl, K= 0.89 — nocrosanas Lleppepa.

Maccogyto noso miarusbl (o(Pt)) B8 Pt/C onpene-
JISUTA METOJIOM TEPMOTPAaBUMETPHH 110 Macce 0CTaTKa
(Pt) mocne cxxuranus (800 °C, 40 mun).

Jlnst onpenenieHus 3eKTPOXUMUYECKOM aKTHBHOM
rtomaay nosepxHocty (DX AII) miaTuHbl HCHONB30-
BaJIM METOJ IMKJINYECKOH BoJIbTamrepomMerpuu. Ton-
kuit (oxoso 4 MkMm) cioit kaxmoro Pt/C marepuana
HaHOCHJIM Ha TOPEIl BPAIAIOIIErOCsl IUCKOBOTO AJICK-
Tpoma. st aroro 6 M cycrnensun Pt/C B cmecu
BOJIa — M30MPOIIAaHOJ, cofepKalield J00aBKy NoauMe-
pa Nafiur, HaHOCWIH Ha TOPEI] CTEKIOTrpadUTOBOTO
Bpalamerocs TuckoBoro sekrpoaa (BD). IMocne
CYLIKH JJIsI 3aKPEIUICHUs! CJI0S HAHOCUIIN emie / MKI
0.05 % pactBopa Nafiuil, ocse 4ero 3JaeKTPOoI BBICY-
IIMBaJIM 5 MUHYT IpU KOMHaTHOW Temmeparype. C
momotnpio motennuoctara AFCBP1 (Pain Applied
Instrumentation) 3agaBanu pa3BepTKy MOTEHIHMAA U

(bukcupoBanu 3HaueHUs Toka. [lepBOHAYANBLHO IS
CTaHIapTH3aIM1 TIOBEPXHOCTH Pt 1 oHOTO yaaieHus
npumecei mpoBoay 100 nUKIIOB pa3BepTKH MOTEH-
rraia co ckopocthio 200 MB-¢™ B quanasone moreH-
nuaioB ot 0 1o 1.2 B (otHocutensHo CBD). [Jlanmee
PETUCTPUPOBAIH 2 IUKIHYSCKUX BOJBTAMIIEPOrpaM-
Mbl (LIBA) B nmuanazone noreniuanos 0-1.2 B npu
ckopoct passepTiu 20 MB-¢™L. 3areM 110 KOJIHYECTBY
ANIEKTPUYECTBA, 3aTPAYCHHOMY Ha DJIEKTPOXUMHUYEC-
KYIO aJICOPOIIUIO 1 IECOPOIINIO aTOMAPHOTO BOIOPOJIA,
npoBouin pacuer IXAII, kak 3To onucaHo B [16].

Jist OLIeHKM aKTHBHOCTH KaTaJn3aTOPOB B Peak-
LMK AJIeKTpoBOCccTaHoBIeHHs Kuciopoaa (PBK) mpo-
BOJMJIM M3MEPEHUE CEPUU BOJBTAMIIEPOTPaMM C JIU-
HEWHOU pa3BepTKoi moTeHnuaia B auanazode ot 0.02
10 1.2 B u ckopoctsio pa3septku 20 MB-c™ mpu cko-
poctsax Bpamenus snextpona 400, 900, 1600 u
2500 06-muH™.

MuKpOCTpYKTYpy 00pa3LoB M3ydadd METOAOM
CKaHHUPYIOIIEH JIEKTPOHHOM MUKPOCKOITUH C MOJIEBOM
smuccuert (FE-SEM) Ha »neKTpOHHOM MHUKpPOCKOIE
Hitachi SU8000. CremKy n300paskeHHU# BEIN B PEKH-
Max PEeruCTPali BTOPHYHBIX U OTPaKEHHBIX AIICKT-
POHOB IPH YCKOPSIIOLIEM HanpsbkeHnH 5 KB 1 pabouem
paccrostauu 9-10 mm, kak 310 onmcano B [17].

PE3VIIBTATBI 1 OBCYXKJIEHUE

Jli1st u3ydeHust MUKpOCTpyKTypbl Pt/C marepuaos
1 MX 3JIEKTPOXMMHUUECKOTO OBEACHHUS ObLIIM BEIOPAHBI
Tpu 00pasua, MpH MOJYYEHUH KOTOPBIX JIIEKTPOIIU3
poBoOAMIIM TIpH TeMneparypax 35, 50, 65 °C, npormyc-
kast 900 kyrnoH anekrpudecTBa. Beixon mo Toky (KyImo-
HOBCKast 3QPEKTUBHOCTB) MPU MOIYUYCHUH TPOAYKTa
cocrasisut ot 10 mo 18 %. Otmerum, 4To B mporiecce
AIEKTPOJIN3a Ha Karone HabIromanock OypHOe BhIe-
JeHue Bopopona. [1o3ToMy Henb3sl HCKIIOUUTD, YTO
HEKOTOpast 9acTh IUIATHUHBI, OCAXKICHHON Ha ITOBEPX-
HOCTB YIJIEPOJHOTO HOCUTEJIsI, MOIJIa 00pa3oBaThCs B
pe3yibpTaTe XuMHueckoro BoccranoBieHus Pt(1V)
BBIJICIISTFOLIIMMCSI BOJIOPOJIOM, & HE 32 CYET AJIEKTPOBOC-
craHoBieHus. Hike npuBeneHs! cBenenns (Tadmn. 1) o

Ta6amua 1. Hexotopele XxapakTepucTUKH mony4deHHbIX Pt/C marepuanos
[Table 1. Some characteristics of Pt/C materials]

Temneparypa 31eKTpoauTa nIpu Cpenuuit quaveTp
ANIEKTPOOCAKACHUY IIJIaTUHBI 0 DXAITI, m? ri(Pt) D
[Temperature of the electrolyte in o (PY),% [ESA, m? g(Pt)] P HSTaMHT(;th' M
the electrodeposition of platinum] (B, nm ( )
65 14 23 15
50 13 45 10
35 9 56 7
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HEKOTOPBIX XapaKTEPUCTUKAX II0JIyYEHHBIX KaTaln3a-
TOPOB.

Ha penTtrenorpamMmmax CHHTE3HMPOBAaHHBIX 00pa3-
OB (pucC. 2) 4eTKO BHJIHBI XapaKTEPHbIC JJISl TOJIH-
KPUCTAJUIMYECKOM TUIaTHHBI OTPAXXCHMs, YTO MOJ-
TBEpXKJaeT Hauuue (pa3bl METAUTMIECKON TJIATHHBEI.
Pacuer, npoBenennsii o gopmyne Llleppepa, noka-
3a11, yTo D KpUCTAIUINTOB IUIATHHBI B 3aBUCUMOCTH OT
yCIOBUH (TeMmeparypsbl) SIEKTPOOCAKACHUS COCTaB-
nseT ot 7 1o 15 M (Tadm. 1).

MaccoBast 10J1s1 TUIATHHBI B IOTYYSHHBIX 00pa3nax
pacret ot 9 10 14% macc. o Mepe yBeITHUCHUN TeM-
neparypsl 3aekrpoiuTa ot 35 710 60 °C (tadm. 1). Dto
MOXET OBITh OOYCIIOBIICHO KaK HEIOCPEICTBEHHBIM
BJIIMSHUEM TEMIIEPAaTyPHOTO peXnMa, TaKk U U3MEHe-
HUEM CHJIBI TOKa IpH dJIeKTpoiu3e. [leno B ToM, 4To
YBEJIMUYCHUE 3JICKTPONPOBOJHOCTH IEKTPOJIUTA C
POCTOM TeMIIepaTypbl MO3BOJIMIO YBEIHUUTH CHITY
toka ot 4 A (ripu 35 °C) 10 9.5 A (ipu 60 °C), cokpa-
THUB TIPH 3TOM BpeMs 3JIeKTponn3a. B pesysnsrare mo-
BBICHJICS BBIXOJI IO TOKY M, KakK CIIE/ICTBHE, 3arpy3Ka
wiarusbl B Pt/C marepuare.

IBA mosmy4eHHBIX 00pa31i0B UMEIOT XapaKTEPHYIO
s Pt/C marepuanoB ¢opmy, HO pa3inyaroTcs MO
a0COJIFOTHBIM 3Ha4YEHUsIM CHJIbl TOKA (puc. 3). CpaBHH-
TENTbHO HEOOJNbIINE 3HAYCHHUS TOKOB B BOJOPOIHON H
KHCIOpOHOM obnactsx [IBA B codeTaHny ¢ IMpoKon
JIBOMHOCIIONHOM 0011aCThIO (OTHOCUTEIEHO BEICOKUMH
3HAUYCHUSIMHM CHJIBI TOKA B IHAara3oHe MMOTCHIHAIOB
npumepHo oT 0.3 no 0.7 B) oOycioBieHbl HU3KOM
MaccoBoi nosieil Pt u, kak ciencrsue, 3HAYUTENILHBIM

-

MHTEHCUBHOCTD, OTH. €]1
" [

i LY T TP N PP

BKJIQJIOM B CyMMapHOE 3Ha4€HHE CHIIBI TOKa MPOIiec-
COB, MpoTeKaroUMx Ha ymepone. Bemnunna DXAII
cuHTe3npoBaHHAIX Pt/C MaTepraioB, pacCunTaHHas 1o
BonoponHou oonactu LIBA, BapsupyeTcs B peenax ot
23 110 56 M?/r (Pt) B 3aBUCHMOCTH OT YCIIOBHIA ITOITyYe-
HUSI MaTePHAJIOB U 3arPy3KHU B HUX TUIATHHBI (Tab. 1).
3Ha4YeHUS CHJIbI TOKA, OTHECEHHBIE K MACCE OCAKICHHON
Pt (A/r(Pt)), kak u clie10BajIO OKUIaTh, MAKCHMAJIbHBI
JUISL DIIEKTPOKATAJIN3aTOpa C HAMMEHBIIEH 3arpy3Koi
Pt u HanGomemieit OXAII (puc. 3). D10 03Ha4aeT, 4To
y/IeNTbHAS KaTaIMTHYECKasi aKTHBHOCTB IIOBEPXHOCTH Pt
0J113Ka BO BceX MOJTyYEHHBIX 00pa3Lax, Io3TOMy Macc-
AKTUBHOCTB OTIPEIEIAeTCS IMEHHO BemmarHON DX AT
JleliCTBUTENBHO, IPY PETHCTPALIMU CEPUH BOJIBTaMIIC-
porpaMM ¢ JIMHEHHOH pa3BepTKoi noTeHurana Ha BJ[2
CKOPOCTB PEAKIMH dJIEKTPOBOCCTAHOBIICHHS KCIIOPO/Ia
(Macc-akTHBHOCTH KaTaju3aropa) ObLTa HarOOJbIIeH
B cllyuae Karanusaropa, momyuaeHsoro mpu 35 °C (puc.
36). Pacuer xonmvecTBa IEKTPOHOB, YYACTBYIOIIUX B
peaxIyy, MPOBOAMINA C WCTIONB30BaHUEM ypaBHEHHUS
Koyrenkoro—JIesuua [18]:
1 =1n_+1h=1h + 1Z&"® (2)
Z =0.62 nFD?3 8¢, 3)
rie | — TOK Ha TUCKOBOM JIEKTposie, A-cM ™, | — KuHe-
Tuueckuit Tox, A-cMm?; I, — nuddy3uonHslil TOK,
A-cM™%; (0 — CKOPOCTb BpAILICHHUS JUCKOBOTO 3JIEKTPO-
na (pam-c™?); 1 — KOJIMYECTBO IICKTPOHOB, YYaCTBYO-
HIMX B PEAKIUH DJIEKTPOBOCCTAHOBIICHUSI MOJICKYJIBI
kuciopona; F — mocrosiunas ®apanest, Ki-monp™,
D — xoadpdunuent aupdysuu, cM?-¢t; v — KHHEMaTH-

M

.. .
- J'r ., -
RO N B L A

Bl TETTPN

m

10 30

S0 70 920

2rera, rpajayc

Puc. 2. JTudppakrorpammsr Pt/C o6pasios
|[Fig. 2. XRD patterns of Pt/C samples]
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Puc. 3. a — llukindeckue BOJIbTaMIIepOrpaMmBbl, 3apErHCTPUPOBAHHBIC HA CTAHJAPTU3UPOBAHHOM MOBEPXHOCTH 00Pa3IoB
Pt/C karanusaropos. 0.1 M HCIO,, arm. Ar. CxopocTs passeprku notennuana — 20 mB-c™; b — BonsrammeporpamMmmel ¢
JMHEHHON pa3BePTKOM MOTeHIHMaa NpH aeKTpoBoccTanoBnennu kuciopozaa. 0.1 M HCIO,, atm. O,. Crxopoctu BpaieHus
nuckoBoro anekrpona — 1600 06 mun. CkopocTh pa3BepTku notenimana — 20 mB-¢
[Fig. 3. a — Cyclic voltammograms recorded on a standardized surface of Pt/C catalysts. 0.1 M HCIO,, Ar atmosphere. A
potential sweep rate is 20 mV:-s7; b is voltammograms of oxygen electroreduction with the linear sweep rate of potential
20 mV-s™. 0.1 M HCIO,, O, atmosphere. RDE rotation speed is 1600 rpm]

YyecKast BSI3KOCTh DJIEKTPONINTA, CM%C™; ¢ — KOHIIEHT-
parysi KUCIIOPO/a B PaCTBOPE, MOJb-CM .

Mo pe3ynbraram pacueTa Ha BCEX UCCIICOBAHHBIX
Pt/C karanuzaropax BeJIM4YHHA N HAXOAWJIACH B JHa-
nazone 3.5-4.0, 9To CBUAETENECTBYET 00 3JICKTPOBOC-
CTaHOBJICHHH KHCIOPOJa MPEUMYIIECTBEHHO IO
4-X 3JIEKTPOHHOMY MEXaHU3MY.

COM wu300pakeHHs MONYYEHHBIX MaTepHaIoB
(puc. 4) cBUIETENBCTBYIOT O PABHOMEPHOM pacipee-

JIEHMH HAHOYACTHII TUIATHHBI 110 TIOBEPXHOCTH MUKPO-
YaCTHIL yIIIEPOJHOTO HOCUTEs. ONPeaeuTh TOYHBIN
pasMep 1 pasMepHOE pacripeieieH e YaCTHIT TUIATHHEI
1o aHHbIM COM-MUKPOCKOITUH TPEICTABIACTCS 3a-
TPYIHUTEIBHBIM, OJJHAKO OUYEBH/IHO, YTO B MaTepHasie
MPUCYTCTBYIOT YaCTHIIBI, Pa3Mep KOTOPBIX 3HAYUTEIb-
Ho mpessiniaer 10 HM. MMeroTest Takke arperarsl
Ha”HouacTHll. Beicokue 3HaueHus DXAIIl miatnHbl
(46-55 m? rY(Pt)) npu Takoit MopGoIOTHH OcaKa
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Lo
1.00um

5.0kV 9.4mm x100k P

Puc. 4. ®ororpadus moBepxuocTH 06pasiia Pt/C, monyueHHass METOIOM CKaHHPYIOIIEH SIEKTPOHHOW MUKPOCKOTIHA
B PeXKUME ChbEMKH BTOPUUHBIX (&) U oTpaskeHHbIX (D) 31eKkTpoHOB
[Fig. 4. SEM photographs of the Pt/C sample surface, obtained in the modes of secondary ()
and reflected (b) electrons]

MOXXHO O6T)$ICHI/ITI) JIMIIb B IPCAIIOI0XKCHNNU O pa3BUu-
TOW MOBEPXHOCTH YACTHI], COCTOSIIINX M3 HECKOIBKHX
CpOCIIUXCSI KpUCTATITUTOB. OTMETUM, YTO pa3BUTAs
MMOBEPXHOCTH C BBICOKOM MIEPOXOBATOCTHIO XapaKTep-
Ha JUTS SJEKTPOJIMTHYSCKUX OCAJKOB TUIATHHBI. Tak,
Hanpumep, B [10, 19] meTonoM rajibBaHOCTaTHUECKO-
IO 2JEKTPOOCAXKICHHS HA 3aKPEIUICHHBIA CIIOW Auc-
mepcHoro yriaepoanoro Hocures Vulcan XC-72 6pim
MOJTyYEeHBI HAHOYACTHIIBI TUIATHHBI XJIOMbEBHIHOM
(hopMBI ¥ CHEPOTHUTHI C Pa3BUTON IMTOBEPXHOCTHIO.

3AK/IIOYEHHUE

[IpennoxeH OpUTHHAIBHBI METOJ TOTYUYCHUS
aucnepcHbix Pt/C marepuanoB mocpeacTBOM SJIEKT-
POOCaXIeH!s IUIATHHBI Ha HAXOSIUECS B CyCIICH3UI
YacTHIIBI yIiepoaHoro Hocutens. [lonyuennsie Pt/C
Matepuaibl cofepxar oT 9 no 14 % macc. Pt u mposis-
JISIOT KaTAIMTHYECKYI0 akTUBHOCTH B PBK. Dnexrpo-
BOCCTAaHOBJICHUE KHCIIOPOAA HA MOJTYYECHHBIX KaTaJlu-
3aTOpax MPEUMYLIECTBEHHO IPOTEKAET 10 XapakKTep-
HOMY JJIsl TIJIATUHBI 4X-2JEKTPOHHOMY MEXaHU3MY.

Pa3mep 0ONBIIMHCTBA YACTHIT OCAXKICHHOM IJIATUHBI,
3HAYUTENIbHAS YaCTh KOTOPBIX COCTOUT U3 HECKOIBKIX
CPOCIIMXCS KPUCTAJLIUTOB, TipeBbimiaet /—10 um. Tem
He MeHee, BeJmunHbl DXAIT ocagkoB BecbMa BEICOKH
(23 1o 56 m?/r (Pt)), uT0 00OYCIOBIEHO PA3BUTO MTO-
BEPXHOCTHIO YACTHII [JIATHHBI.

Y4uThIBast MIUPOKHE BO3IMOKHOCTH METOJIOB JJICK-
TPOKPHUCTAJUTH3AINH IO YIPABICHUIO TPOIECCaMu
HyKJIeannu/pocta HOBOU (ha3bl U, KaK CICICTBUE,
Mopdosorruei ocamka, MPEIIoKESHHBIA HAMH METO
MPEJICTABIISCTCS BEChMa MEPCIEKTUBHBIM IS MOJTY-
YyeHust aucrepcHbix Pt/C Marepuaiios, B TOM YHCIIE U
AJICKTPOKATAIU3aTOPOB ISl HU3KOTEMIICPATyPHBIX
TOTUTUBHBIX 3JICMEHTOB.

Paboma evinonuena npu ghunarncosoi noodepoicke
[Oocnoz0 pedepanvroco ynusepcumema (epanm
213.01.-07.2014/10114YBI"). Aémopwl 6aacodapsm
omoen cmpykmypHuix ucciedosanuti MOX PAH 3a
uccnedosanue oopazyo8 Memooom CKaHupylouetl
NEKMPOHHOU MUKPOCKONUUL.
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Abstract. The original method for the preparation of dispersed Pt/C materials by means of platinum
electrodeposition on the carbon particles in suspension has been proposed. The electrolysis was carried
in galvanostatic conditions with vigorous stirring carbon suspension in platinum electrolyte. In the
process of mixing microparticles of carbon occasionally have been in contact with the surface of the
cathode. At the time of contact and getting into the cathode layer, providing a supply of electrons to the
carbon particles due to the percolation effect, the microparticles of carbon “turned” into a part of the
cathode, owing to what process of restitution of ions of platinum proceeded on their surface. The materials
were studied by X-ray, thermogravimetry, cyclic voltammetry and scanning electron microscopy. The
resulting Pt/C materials contain from 9 to 14 wt.% Pt. On the diffraction patterns of the synthesized
samples clearly expressed characteristic reflections for polycrystalline platinum, which confirms the
presence of the metallic phase of platinum. The calculation showed that the average size of the crystallites
of platinum, depending on the conditions of the electrolysis is from 7 to 15 nm. The value of
electrochemically active surface area of the synthesized Pt/C materials, designed for the hydrogen region
of the cyclic voltamperometry, ranging from 23 to 56 m?/g (Pt), depending on the conditions of obtaining
materials and load platinum in them. The resulting materials exhibit catalytic activity in the oxygen
electroreduction reaction which predominantly flows through 4-electron mechanism. Given the
opportunities of the methods of electrocrystallization management processes of nucleation / growth of
a new phase and, as a consequence, morphology of precipitate, our proposed method seems very
promising for obtaining a dispersed Pt/C materials and electrocatalysts for low temperature fuel cells.
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