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B paGote BriepBbI€ IMOKa3aH JIEKTPOXUMUYECKHUIA ITOIXOM K ITOIYYEHHUIO TpadeHOIMOMOOHBIX YaCTHUII C 3a-
IaHHO# Mopdoiorueit. BBUIO IPOIEMOHCTPUPOBAHO, YTO ITAPAMETPhI DJICKTPOXMMMUYECKOTO CUHTE3a 103~
BOJISIIOT KOHTPOJIMPOBATh CTENEHb OKUCIEHHOCTH 1 JIATEPAIBHBIN pa3Mep B CUHTE3MPYEMOM IpadeHoIT0-

I0OHOM MaTepuale.

Knroueeovie crosa: 3NeKTpOXUMHUUECKOE pacciaanuBaHue, BAUsIHUE padoyero HanpsiKeHus, rpadeHonogo0-

HbIe MaTeprabl
DOI: 10.31857/52686953521030067

Oxcup rpadeHa (OI') — mepcneKTUBHAST POU3-
BoJHas rpadeHa — SIBJIsIeTCS MaTeprajioM HECTEXUO-
METPUUYECKOTO COCTaBa C BBICOKHMM CONEpXaHUEM
kucyiopoga (coorHourenue C/0O < 4), cogepKalero-
csl B (DYHKUMOHAJIbHBIX IpyMniax (FUIAPOKCUJIbHBIX,
SIOKCUIHBIX, KapOOHWJIBHBIX U KapOOKCUIBHBIX)
[1]. ITpu aToM cuHTe3 Ol ¢ pa3IMYHBIM COAEPKaHU-
€M KHCJIOpoJa aeT BO3MOXHOCTb BapbUPOBAaTh €0
dU3MKOo-XxuMMYECKUE CBOICTBA B IIUPOKUX Mpele-
Jax [2]. Tak, XuMU4YeckKoe UJIu TEPMUIECKOE BOCCTa-
HOBJIEHUE KUCIOPOACOAEPXKAIIMX T'PYIH MO3BOJISIET
MOJIyYUTh BOCCTAHOBJIEHHBIN OKcul rpacdeHa, KOTo-
pBIii 00IagaeT BBICOKOI 3JI€KTPOHHOI MPOBOAUMO-
CTbIO O1aroapsi CUCTEME Tt-COTPSIKEHHBIX CBsI3ei, B
TO Bpemd Kak OI saBisieTcst IU3JIeKTpUIECKUM MaTe-
puanoM. BapbupyeMocTb CBOCTB B IIUPOKUX Mpee-
Jiax 1o3BoJisieT paccMmarpuBaTh Ol u ero Mpor3BoIHbIE
B IIIMPOKOM CIIEKTPE NMPUMEHEHUIA: B ra300CYIIUTEb-
HBIX MeMOpaHax |3, 4], MempucTopax [5], TpoBOASIIMX
Jo6aBKax B aKKyMyJIsiTopax [6] u 1p.

B HacTostimee BpeMst Hanbosee pacnpoCcTpaHeH-
HBIM CITOCOOOM TTOJTYYSeHUS OKCcHIa rpadeHa sIBsieT-
CcsI XMMHUYECKOE OKHUCJIeHHUE rpaduTa C UCIIOIb30Ba-
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HueMm MeTonoB Xammepca (Hummers) u bpoau (Bro-
die) [7], ocHOBaHHOE Ha IIPUMEHEHHUM CHJILHBIX
OKMCJIMTENIE U KOHLIEHTPUPOBAHHBIX KMUCJIOT. [1pu
TaKMX YCIOBUSIX CUHTE3a 00pa3yloTcs HeoOpaTUMBbIe
nedekThl B TpadUTOBOM MaTpUIIE, UTO ASIaeT HEBO3-
MOKHBIM CHUHTE3 rpadeHOIOTOOHBIX YaCTUL] BBICO-
KOTO CTPYKTYpPHOTO COBepIlIeHCTBa. Takke XuMuye-
CK1€ METOIBI OKHUCJISHMS U pacciiauBaHus rpaduTa B
IMIPOM3BOACTBEHHBIX MacllTabax HAHOCSAT 3Ha4u-
TEJILHBIN Bpel OKpyKalollleit cpeie BBUIY UCTIOIb30-
BaHMs OOJIBIIOTO KOJIMYECTBA KUCIIOT.

B mocnenHee BpeMsi MepCHEKTUBHBIM IIMPOKO-
MacCIITaOHBIM CUHTETUYECKUM TMOAXOJI0M K TOJydye-
HUIO TpadeHONOOOOHBIX MAaTEpUaJIOB SIBJISCTCS
2JIEKTPOXMMHUYECKOE paccilauBaHue TrpadruToOBOIO
npekypcopa [8]. IIpu 3ToM cBoiicTBa MOJy4aeMBbIX
YacTUll, HaIlpUMep, CTeIleHb OKWCJICHHOCTHU, [Ie-
(bEeKTHOCTU 1 3JAEKTPOHHAsI MPOBOAMMOCTD, 3HAYM-
TEeJIbHO OTJIMYAIOTCSI KaK OT CBOMCTB XUMUYECKU
CUHTE3UPOBAHHOIO OKcHuaa rpadeHa, TaKk U OT
cBoiicTB rpadeHa. [ToaToMy mmoaygaeMbIil MaTepra
Jajiee OydeM Ha3bIBaTb JIEKTPOXMMUYECKUM OKCU-
mom rpapena (ECGO, electrochemical graphene
oxide). /laHHBII CIOCO0 MMEET PsIA IIPEUMYIIECTB: HE
TpebyeTcs 1oporocrosiiee 000pyI10BaHUE, ECTh BO3-
MOXXHOCTb KOHTPOJIS IIpoliecca paccaanuBaHMs 31eK-
TPUYECKHUM I10JIEM, SKOJOTUYHOCTD U MacIITabupye-
MocTh [9]. IlepBbie uccaenoBaHuUs C UCIIOJIb30BaHU-
€M DJIEKTPOXUMHYECKOIO ITOOXOMa 3aKJII0YaJiuCh B
OKMCJICHHMM M pacclanBaHUU IpaduTa 3a CYET IIEK-
TPOJIM3a 3JIEKTPOJUTOB HA OCHOBE BOIHBIX PACTBOPOB
KWCJIOT, CoJieit 1 MOHHBIX xuakocTeii [10]. KimtoueBbiM
HEIOCTaTKOM JaHHOTO CITOC00a SIBISIMCH HU3KUI BbI-
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XOJI TT0 TOHKOC/IOMHBIM YyacTuiiaM (<10 c1oeB) 1 ux ma-
JIBI JTaTepayibHbIN pa3zmep. CaemyrolmM 3TarioM Mo-
IU(UKALIUM  DJIEKTPOXUMHUYECKOTO CHUHTe3a CTall
JIBYXCTaIWMHBIIA MeTOI, OCHOBAHHBIN Ha MpeaBapu-
TEJbHOW 3JIEKTPOXMMMUYECKOM WHTEepKaIsALUU Tpa-
¢uTa B KOHLIEHTPUPOBAHHOI CEPHOIl KMCJIOTE IIO
MEPBON CTYNMEHU C TIOCIHENYIOIIUM OKWCIEHUEM W
paccianBaHueM B pacTtBopax cojieif [11]. JlaHHBI
METO/I MTO3BOJIMJI 3HAUYUTEIBHO TOBBICUTH BBIXO 11O
ToHKOocnoMHBIM yacTniaM ECGO 1 ux maTepanbHBIiT
pa3mep. OgHako B pesysibTaTe TOro, YTO paccjauBa-
HUE 1 OKHCJICHUE IIPOUCXOISIT BO BCEM 00ObeMe DJIeK-
TpoIa, IPOLIECC CTAHOBUTCS CIIOXHO KOHTPOJIUPYE-
MBbIM Ha BTOPOIi CTanuu BBUIY HEKOHTPOJMPYEMOIO
pacimpeHust padodero 3JIeKTpoaa M yXyIIICHUST ero
KOHTaKTa C TOKOCh€MHHUKOM. DTO [eIaeT HEBO3MOXK-
HBIM CHHTE3 4YacTHUIl OIlpeAesieHHO Mopdosoruu
(TONMIIMHBI, JaTepaibHOTO pa3Mepa). AKTyaJbHOM
pa3pabOTKOM JIEKTPOXUMMNYIECKOTO CHHTE3a SIBJISIET -
csl OMHOCTaAuiiHOE pacciiauBaHue rpaduTa B 3JEK-
TpOJINTE Ha OCHOBe (hTasieBoit KUcaoThl [12]. B pe-
3yJbTaTe MeXaHM3Ma, 3aKII0YaIOIIerocss B OCaxie-
HUM OpraHUYeCcKoil KUCIOTHl Ha rpadTOBOM aHOE
B ITpoliecce 3JeKTPOoJIn3a, OTCIauBaHUE U OKUCIIEHUE
IIPOMCXOMAT TOJBKO Ha IMOBEPXHOCTHU IpaduTa, 4To
MO3BOJISIET MOJYy4aTh TOHKOCJOWHBIE YacTHUIIBI (<3
CJIOEB) C OOJIBIIINM JIaTEPAILHBIM pa3MepoM. BaxxHo
OTMETHUTh, YTO JAaHHBIM METOI He TpeOyeT UCII0Ib30-
BaHUsl crieliu@pUUecKoro o00OpyIoBaHUSI U JOPOro-
CTOSIIINX IIPEKYPCOPOB.

B manHoi#1 paboTe BIiepBhIC MTpeaCTaBiIeH YHUBEP-
CaJIbHBIN CITOCO0 MOTydYeHUs rpadeHOMOTOOHBIX Ma-
TepHaIoB, ITapaMeTPhl KOTOPOro (pabouee HAIIpSKeE -
HUE) OIpeAcsssioT MOp(hOoJIoruio (TOIIMHY U JaTe-
paJIbHBIN pa3Mep) U OKUCIEHHOCTb YaCTHII.

Cunre3 ECGO mpoBOIMIM B TPEXAIEKTPOIHOM
2JIEKTPOXUMMNYECKOI stueiike. B KadecTBe aHoma mc-
MOJIb30BaAIM rpacduToByIo ractuHy 1.0 X 0.7 x 0.15 cm?
KauecTBa “x. 4u.” (Alfa Aesar, [epMaHus1), MIPOTUBO-
3JIEKTPOAA — IIATUHY YUCTOTH 99.99% (2.0 x 2.0 x
x 0.05 cM?), anekTpona CpaBHEHUS — XJIOpPCEPEOPs-
vl anektpon DCp-10101 (Poccus). PaccrosiHue
MEXIy paboyuM U MPOTUBORJIEKTPOIOM COCTABIISIIIO
2 cM. Il IpUTOTOBJIEHUS BJIEKTPOJIUTA UCTIOIb30-
Baim 0.66 r drTajeBoil KMUCJIOTHI B HNPUCYTCTBUU
1.23r KOH u mnonydyeHHyl0 cMeCh pPacTBOPSUIA B
80 mi1 Bompl. Bce peareHTH MMeIM KavyecTBO “X. 4.”
(Acros). CuHTe3 ONpOBOIWIM B ITOTEHIIMOCTAaTUYE-
CKOM pexXuMe MpY pa3HOCTH MOTEHIIMAJIOB B TUarna-
30He oT 2 10 10 B 10 nosiHOrO paccianBaHusl aHOA.
IMpu 2 B muioTHOCTHL TOKa cocraBisuia 1.1 MA MM 2,
npu 4 B — 4 MA mm~2, ipu 6 B — 8.4 MA MM, ipu
8B — 12.7MA MM 2, ipu 10 B — 17.8 MA MM~2 coOT-
BETCTBEHHO. B mpoliecce cuHTe3a 1IBET 3JeKTPOJUTA
MOCTENEHHO MEHSLJICS OT MPO3PauyHOTIo Yepe3 CBETIIO-
KEJITBIi M KOPUYHEBBI 10 TEMHO-KOPUYHEBOTO.
IMomyyenHsrii oopaszerr ECGO nonBepraau yabpTpa-
3BYKOBOI1 00paboTKe B TeueHUe 30 MUH JJIST yBETIE-
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HUS BBIXOJA MO TOHKOCJIOMHBIM YacTHUIIaM. 3aTeM
MOJIYUEHHYIO CYCIIEH3UIO HEeHTPUPYTUPOBaIu CO
ckopocTbio 3000 06. MUH ™! [UIg ynaneHns He MOJTHO-
CTBIO paccjouBIIerocsl mpoaykra. st oTaeneHus
vyactuli, ECGO no marepanbHOMY pasmepy (HM OT
MKM) 30JIb ITIOABEprajii LEeHTPUGYTHIPOBAHUIO CO
ckopocTbio 9000 06. MUH™!. 3aBepLIAIOIIM 3TArIoM
OYMCTKU MPOAYKTa ObUI IUANN3 B BOAEC B TeUCHUE
10 oHeiA.

Tommuny yactuir ECGO u ux 1aTepaibHbIA pa3Mep
OITpENEeISUT METOIOM aTOMHO-CUJIOBO MUKPOCKOITUH
(ACM) ¢ ncnonb30BaHEM CKaHUPYIOIIETO 30HA0BOIO
MuKpockoria MultiMode SPM co ckaHupyIOImMm Mo-
nyneM MMAFM-2 u kontpomiepom NanoScope-IIla
(CIIA) B pexxume “tapping mode” ¢ KaHTUIeBEpaMu
npousBoacTBa NanoWorld (IlIBeiiiapust).

Ompenenenre MOpMOJIOTUN W KPUCTAIIINICCKOM
CTPYKTYpBbl TpadeHOINMOJAOOHBIX YaCTUIl TPOBOININ
METOIOM MPOCBEUMBAIOIIECH SJIEKTPOHHON MUKPOCKO-
muu (IT9M) na npudope JEM-2010 (JEOL, Anonus).

Conepxanue 1e(eKTOB U CTeTIEHb OKMCICHHOCTH
00pa3loB M3ydyaad METOAOM CIICKTPOCKOIIHNU KOM-
ounamuoHnHoro paccessHus (KP). KP-crexTpsr peru-
CTPUPOBaJIM C TIOMOIIIbIO crieKTpomeTrpa Renishaw
InVia (BenukoOGpuTaHus), MCHOJb3YySl aproHOBBII
Jlazep ¢ IJUHON BOJHBI 633 HM M MOIIHOCTBIO
20 MBT. AHanmu3 mosrydeHHBIX HAHHBIX NPOBOIWIHN
MpY MOMOIIY TporpaMMHoro obecneyeHust Wire 3.4
Renishaw (Beanko6puranms). CrieKTpbl OBLIN 00Opa-
OoTaHbl cBepTKOi pyHKuMi [aycca u JlopeHua s
omnpeenecHUsI UHTeHCUBHOCTeM nmukoB G u D.

st KauecTBEHHOro CpaBHEHUSI CTENEeHU OKMC-
neaHocty Jactull, ECGO mcnoib30Baan CIIEKTPO-
MmeTp UVmini-1240 (Shimadzu, fAnonust). Hopmu-
POBKY CIIEKTPOB MPOBOIUIN OTHOCUTEIBHO MaKCH-
MyMa MOIJIOIIEHUs B CIIEKTpe o0pasiia.

BDeMeHTHBIN cocTaB 1Jis1 oopa3noB ECGO, momy-
YEeHHBIX ITpU HampsekeHuu 6 B, ompenensuin MeTo-
JIOM PEHTI€HOBCKOM (POTO3JIEKTPOHHOM CHEKTPO-
ckormuu (P®HOC) ¢ ucnonb3oBaHEeM CIIEKTPOMETpPa
ESCALAB Xi+ (Thermo Fisher Scientific, CILIA).
[Mukyn anmpoKCUMHUPOBAINU CBEPTKOM (PYyHKIINIA
I'aycca u Jlopenua (pseudo-Voigt) ¢ otTHOBpeMEeHHOM
onTuMmM3alnmeil mapameTpoB ¢oHa. ONTUMU3ALIUIO
nmapaMeTpoB (oHa OCYIIECTBISIIM II0 AJITOPUTMY
HIwnpamn.

Ha ocHoBaHuu pe3ynbTaToB 00pabOTKU M300pa-
xeHuit ACM (puc. 1) MOXHO clIenaTh BBIBOI, YTO
IpU M3MEHEHUHU HanpsKeHus oT 2 1o 6 B natepaib-
HBI pa3Mep YacTUll 3HAYUTEIbHO BO3pacTaeT OT Ha-
HOMETPOBBIX O MUKPOMETPOBBIX 3HAUEHUIA, a TOJI-
IIMHA YMEHBIIIAETCSI OT HECKOJIbKMX A0 OIHOTO HM.
ITpu nanbpHelieM MoBbIIIIEeHUU HanpsixkeHust 10 10 B
pa3Mep YacTull CHUXKAETCs 10 COTEH HM, a TOJIIIIMHA
YBEJIMYMBAETCS BIUIOTH 10 ECATKOB HM. Takke cTo-
UT OTMETUTD, UYTO B pe3yJIbTAaTe 3HAYUTEIILHOTO U3ME-
HeHUsI MOP(OJIOTUM YACTULL TP Pa3IUUHbIX HATIPSI-
JKEeHMsIX ObLIM BBEIEHBI UX HaMMeHOoBaHus. Tak, mpu
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Puc. 1. Janusie ACM u pe3ynbTathl UX 0OpabOTKH IO TOJILIMHE U JIaTepalbHOMY pa3Mepy Ha OCHOBAHUM aHajM3a MHOTUX
ACM wuzo6paxenuii mjis yactuli ECGO, nojlydeHHBIX B 3JIEKTPOJIUTE Ha OCHOBE (hTajIeBOii KMCIOThI IPU HANpsKeHUsx 2 B
(y1eBast KoJIoHKa), 6 B (ieHTpaibHas kosonka) u 10 B (mpaBasi kosioHKa).

HarpsiskeHUM 2 B Bce 1monydeHHBIE YacTUIIBI MMEIOT
JIaTepaiabHbIil pa3mep mMeHee 200 HM, MO3TOMY AaH-
Helii Tun ECGO cootBeTcTByeT HaHOGMpPaKIIMH.
IIpu 10 B xpoMme HaHOYACTHUII TaKXKe MPEUMYIIEe-
CTBEHHO 00pasyloTcsl MaTepuajibl C JaTepaibHbIM
pa3smepom B guarazoHe oT 200 mo 1000 HM, TO3TOMY
JaHHas (PpaKLus SBJIsIeTCs MpoMexXyTouHoii. [1pu 6 B
MaKcUMaJieH BKjIaa Mukpodpakuuu. I1pu 4 u 8 B He
HabIogaNochk IIpeobagaHusd (Gpakud YacTHIL
omnpeeneHHOro pasMepa. st JaHHbIX HalpsDKEHUIA
XapakTepHa 3KBUBAJICHTHasl TI0 MacCOBOMY COJlep-
XKAHUIO CMECh YacTHI HAaHO- M IIPOMEXYTOYHOM
dpaknuii (tabn. 1). Takum o6pazoM, Haubonee UH-
¢hopMaTUBHBIMMU B IJIaHE paclpeaceaeHUs] YaCTUIL 10
pasMepaM SIBISIOTCSI pe3yiabTaThl Tipu 2, 6 u 10 B,
MMO3BOJISIONIYE TTOJIYYUTh HAaUOOJBIIIN MO BETUYMHE
BBIXOJI YaCTHUII OpeaeIEeHHOM MOP(hOIOT M.
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JlaHHBIC U3MEHEHHUSI MOP(OJIIOTUM C POCTOM pa-
0ouero HampsKeHUsS MOXKHO OOBSICHUTH HaKOILIE-
HHEM Hepryuu yIIpyroii nepopMaliny B TpaHAYAIINX
C 2JIEKTPOJUTOM IpapUTOBBIX CJIOSIX B MPOIECCE UX
OKMCJIEHUS U, KaK CJeACTBUE, U3rndanus (puc. 2).
Takum o6pa3oM, IpyU NOABEACHUM W3OBITOYHOMN
BHEIIIHE 3HEPIUU K pabodyeMy 3JEKTPOIY IIPU BHICO-
KOM pa3sHOCTU IMOTEHLIMAJIOB 3a CUET BBICOKOI(deK-
TUBHOTO 3JIEKTPOJIM3a MPOUCXOOUT OTHOBPEMEHHOE
TPEIIMHOOOpa30BaHNE HECKOIBLKUX TPa(dUTOBBIX JIH-
CTOB C nocJienymwlieil nuddy3ueit Kuciaopoaa U K1c-
JIOPOIHBIX paarKajaoB B INIyOb rpapUTOBOro aHOAA U
JMaJIbHEUIIIMM OTCIauBaHMEM YaCTHUII C OOIBIIINM KO-
JIMYECTBOM CJIOEB.

IIpenebperas BBIACIIEHUEM TeIja, MOXHO CUM-
TaTh, YTO JHEPrusl gedopManuyd MOXET PacXolio-
BaThCsl HAa YBEJIMUEHUE MEXCIIOEBOTO PACCTOSHUS
MEXIy JUCTAMM U TpelmHooOpa3oBanwue [13]:
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79

Hanpsixenue, B | Beixon ECGO, macc. %

ConepxaHue
HaHoppaKIIMU
(<200 um), mac. %

ConepxaHue
MPOMEXYTOUYHOM
dpakuu (200 um < d <
<1000 um), mac. %

ConepxaHue
MUKpodpakumn
(>1 Mxm), mac. %

2 56 100 — -
4 58 45 46 9
6 67 20 17 63
8 63 43 45 12
10 64 38 62 —
Erpew + AEyex = Epeg TOJILKO HU3KOSHEPTETUYECKUX TPELUH HEGOJIBLIOTO
pa3Mepa, KOTOpbIE U OTPAHUYMBAIOT Pa3Mep M0JTyda-
rie ., — 9Heprust obpasoBaHus TpemuH (~1.26 x  embix yactuil 10 200 M. laHHo# sHepruu nedopma-

X 1072 Ik M~2), AE, ., — SHEPTHsI K3MEHEHUS MEXC-
JIOEBOTO MPOCTPAHCTBA, £ .4 — SHEPIUs YIIPYTOM ne-
¢dopMaliu. 3HaYCHMSI SHEPIUU YBEIUUYEHUS PACCTO-
STHUSI MEXIY CI0SIMU B JIMTEPaType OLICHUBAIOTCS U3-
MEHEHVEeM 3HEpPruu paspbiBa BaH-Aep-BaajbCOBbBIX
cBs3eii U cocTaBisoT ~1 X 10~* JIxx M~2, 4TO 3HAYU-
TeJIbHO HUXE 9HEepTUur oOpa3zoBaHusl TpeluH. OmnHa-
KO cJ1a0ble OpraHUYEeCKUE KUCIIOTHI, UCIIOIb3yeMbIE B
KauyecTBe 3JIeKTPOJIUTA, MPEMNSITCTBYIOT PACIIMPEHUIO
MEXCJIOEBOIO MPOCTPAHCTBA, TaK KaK OCaXIaloTcs
Ha TTOBEPXHOCTU IpaUTOBOrO aHOAA B MOJIEKYJISIp-
Holt popme [12]. [ToaTomy nuddy3ust BHyTpb aHOOA
KMCIIOpOJia, BBIIEJSIOIETOCS B MPOLIECCe 3JIEKTPO-
JIn3a, 3aTPYAHSIETCS, O YEM CBUICTEIBCTBYET OTCYT-
CTBUE U3MEHEHUsI 00beMa pabovero 3jeKTpoaa. JTo
MOATBEPKIAET, YTO MPOIIECC YBEIUYEHUS PaCCTOsI-
HUS MexXAy TrpadUTOBbIMU CJIOSIMU CTaHOBUTCS
DHEPreTMYEeCKM 3aTPyIHEH, B CBSI3U C YEM BEPOSIT-
HOCTb Tpollecca Kak o0pa3oBaHUs TPEeLIMH, TaK U
OKUCJIEHUS Ha TIOBEPXHOCTU aHOAA CYLIECTBEHHO
Bo3pacraeT. Tak, npu 2 B nmpoucxoaut ciaboe oKuc-
JIEHUE JIUCTOB, YTO TIPUBOIUT K UX HEOOIBIIIOMY U3-
ru6anuio. [ToaToMy cooTBeTCTBYIOIIAS SHEPTUS JIe-
dopMaliuu CIocCOOHa MPUBOAUTHL K OOPAa30BaHUIO

@ oranesas kuciora

LMK JIUCTA TaKKe HETOCTAaTOYHO ISl 3HAYUTEIbHOTO
YBEJIMUEHUST MEXKCIIOEBOIO MPOCTPAaHCTBa, U, Kak
CJIEACTBUE, OTCIAaMBaHUS OMHOCIOMHBIX YaCTHIIL.
ITosToMy yepe3 obOpa3zoBaBIINECS TPEIIMHBI JICK-
TPOJUT TPOHUKAET B INIyOb rpacdura, 4To CHOCOO-
CTBYET paccjavBaHUIO 3JIeKTpoJa ¢ oOpa3zoBaHUEM
MHOTOCJIOMHBIX 4YacTull. ToJIIrMHAa 00pa3yloIIuXxcs
YacTUIl cocTaBuiia ~5 HM (puc. 1, 1eBas KOJIOHKA).
ITpu 6 B sHepruu nedopMaliiy yke JOCTATOYHO ISt
00pa3oBaHUs KPYHHEIX TPEIIUH, YTO CIOCOOCTBYET
MOJy4EeHUIO MUKPOMETPOBBIX YacTull. JIaHHO HEp-
MY TAaKKe TOCTaTOYHO, YTOOBI MOBIMSTH HA BEIUYM-
HY MEXCJIOEBOI'O IIPOCTPAHCTBAa, HA YTO YKa3bIBacT
YMEHBIIIEHWe TOJIIMHEI YacTUL] BIUIOTH IO ~1 HM
(puc. 1, ueHrpanpHas KojioHka). [1pu 10 B mpoucxo-
JUT BBICOKO MHTCHCHMBHOC BbIACJIICHNE KHUCIIOpOAa U
paIuKaJioB Ha €ro OCHOBE BBUIY OKMCJIEHUS BOIBI,
YTO BBI3BIBAET 3HAYMUTEIbHOE HAKOIUICHUE SHEPTUU
nedopMallMM U pacTpeCKMBaHUE TPadUTOBBIX JIM-
CTOB Ha OTHOCUTEJIbHO MajleHbKUE YaCTUIIbI C JlaTe-
paiabHBIM pa3mepoM 1o 500 M. JlaHHasI dHeprus ne-
¢opMalii JIMCTOB HACTOJBKO BEJIMKa, YTO IIPUBO-
JUT K 3HAYUTCJIbHOMY ITIOBBIIICHUWIO TOJJIIIWHDBI
YacTull BILUIOTh 10 ~20 HM (puc. 1, paBasi KOJIOHKA).

WcxonHbiit rpacut

6B

® KUCJIOpOL,
>

@

TpelInHa

50 8

OoTcCjioUuBLIAACA
JacTuua

. @
900.9:.°6

.rf.’h.

oTcjiouBLIaACA
yactuua

— Mauiasi sHeprus aepopmauuu;
— MaJible ¥ [y0OKKe TPEIHbI;
— MaJiblif pa3mMep YacTHil,

— OosbLIas TOJIIMHA YaCTULL.

— cpenHsisi aHeprus aedopmanuu;
— OOJIbLIME TPELIMHBI OHOTO CIIOST;
— OOJIBLION pa3Mep YacTulL;

— MaJjiasi TOJIIMHA YaCTULL.

— OoJsblas aHeprus aedopmannu;

— MHOTO TEPILMH CPa3y B HECKOJIBKUX CJIOSIX;
— MaJiblif pa3mMep YacTuii,

— OosibLIas TOJIIMHA YaCTULL.

Puc. 2. BiussHue HanpsokeHUs HA MHTEHCUBHOCTD TpelmHooOpa3oBaHust 1 Mopdosoruto yactuiy ECGO.
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MHTEeHCUBHOCTD, OTH. €/1.

KHWUPBAHOBA u np.
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nano 2 VPTA

nano 6 VPTA

micro 6 VPTA

graphite
1 1

1000 1200

1400 1600 1800 2000
PamaHOBcKUit caBur, cM~!

2200

Puc. 3. [IDM-uzo6paxkeHust IpoayKTa, MojiydeHHOro 1pu 6 B (a), 1 criekTpbl KoMOMHALIMOHHOTO paccessHust yactull ECGO pas-
JIMYHOTO JIATePATLHOTO pa3Mepa, IMOTydeHHBIX IPpY HarpspkeHustx 2 B (micro 2V PTA) u 6 B (micro 6V PTA 1 nano 6V PTA) (6).

Takum o6Gpasom, HampsikeHUe 6 B gBisieTcst onTu-
MAaJbHBIM 1JIS TOJYyYEeHUSI MUKPOYACTUIL C MUHU-
MAaJIbHOM TOJIIMHON M HAMOOJBIINM JaTepalbHbIM
pasMepoM, YTO aKTyaJabHO [IJIsI MHOTHUX TEXHUYECKUX
U HAyYHBIX IPUMEHEHUA.

Ilocne mu3ydyeHust pa3nuuuii B MOp(dOJIOTUM 4Ya-
ctuly ECGO B 3aBUCHMMOCTU OT YCJIOBHUII CHUHTE3a
ObLT onpeaesieH KaK OOIIMii BBIXOM MTPOAYKTa, TaK 1
BBIXO[I I10 ONpeAe/IeHHBIM pa3MepaM JacTull (Tadi. 1).
Kaxk BugHo u3 nanHsix ACM (puc. 1), ECGO nocne
CUHTE3a TMPU HAMpPSLKeHWU B 6 B MMeeT KOMITO3UT-
HYI0 MUKPOCTPYKTYPY, COAEPKAIIYI0 HAHO-, MUKPO-
W TIPOMEXYTOUYHYIO (dpakiuu. s OLleHKU BBIXOHA
peaKkiy M0 KaXXKIOMY TUITY YACTUL] OHU OBbLIN pase-
JIeHBI LIeHTpUudyrupoBaHueM. [loaydeHHBIE pe3yiab-
TaThl MOATBEPKIAIOT, UYTO UCIOJIb30BaHUE HAIIPSIKE-
HUs1 6 B 03BOJISIET MTOJTYYUTh MAKCUMAaJIbHBIN BBIXOJI
no mukpoyactuuiaM (63 mac. %). I[1pu 3ToM coaep-
KaHue HaHodpakmuu =20 Mac. % xapaKTepHO IS
Bcex 00pa3loB.

ITo pesynbraTtam I1OM (puc. 3a) rpadeHOII0m006-
HBIi TPOAYKT, MOJYYEHHBbIN 3JIEKTPOXUMUYECKUM
pacciranBaHueM NIpU HamnpsckeHUH 6 B, mMmeeT Han-
MEHBIIYIO TOJIIMHY YacTull, MPU 3TOM Audpakiys
3JIEKTPOHOB YKa3bIBA€T HA XapaKTEePHYIO IS rpade-
Ha TeKCaroHaJIbHyl0 KPUCTANIMYECKYIO CTPYKTYpY.
ComnacHo nuTepaTypHbIM JaHHBIM [ 14] m1st rpacdeHa
HauOoJbIIas UHTEHCUBHOCTb AU(MPaAKIIMOHHOM Kap-
TUHBI Xapaktepusyercs (0 — 1 1 0) muiockoctsto. J1s
MHOTOCJIOHOro rpadeHa, HaoOOpOT, BO3pacTaeT
nHTeHcUBHOCTD 1J1st (0 — 2 1 0) mnockoctu. COOTHO-
IIeHUEe JAHHBIX UWHTEHCUBHOCTEN MOKa3bIBaeT, UTO
nonydeHHble yacTnibl ECGO <3 cioeB nipenmyllie-
CTBEHHO, YTO comtacyercs ¢ fTaHHbIMU ACM.

JOKJIAIBI POCCUMCKOM AKATEMUU HAYK. XMW, HAVKU O MATEPHAJIAX

Mt rpadmTa, okcuma rpacdura u okcuma rpageHa
XapaKTepHBI pa3HbIe CIIEKTPBI KOMOMHAIIMOHHOTO pac-
cegnus. Tak, B ciekrpe rpadpura G-mona (1580 cm™')
cywecTBeHHO Boime D-moner (1350 cM~!), g okeu-
nIa rpacduTta 1 okcuaa rpadeHa xapakTepHBl paBHO-
3HauHble 1o BeauuuHe Monbl G (1580 cm~!) u D
(1350 cM™!), 4TO yKasbIBaeT Ha pa3pylleHUE KpU-
CTAJUTMYECKOM CTPYKTYpHl TpaduTa B IIpoliecce
okucieHus (puc. 36). B pesynbraTte 06pabotku KP-
CTeKTpoB (puc. 30) ObLJIO YCTAHOBJIEHO, YTO B MpPO-
necce nmonydeHuss ECGO ¢ yBeanmyeHneM pabodero
HaIIPSIKEHUST BO3pPACTaeT CTENeHb Ae(PEeKTHOCTH U
OKHWCIICHHOCTH TIOJTy4eHHOTO MPOMyKTa, Ha 4TO yKa-
3bIBaeT POCT cooTHolueHus: Ip/l; (Tabn. 2). Takxe
MpY OTHOM 3Ha4eHUU paboyero HarpskeHus (6 B)
cooTHoleHue I/l BBINIE UII HAHOYACTWII, YeM
MUWKPOYACTHII, YTO CBUIETEITLCTBYET O OOJIee BBICO-
KOI CTETIeHW OKWCIIEHHOCTH M OOJIBIIIEM comepsKa-
HUU 1e(hEeKTOB 151 YaCTULL C MEHBIIIMM JaTepaIbHbIM
pasMepom.

CoracHO MoJIyYeHHBIM JaHHbIM (puc. 4a), mis
BCEX CIIEKTPOB XapaKTepeH SIPKO BhIPpaXKE€HHBIN MUK
TIOTJIONIEHMST OKOJIO 275 HM, TUITAIHBIN I n—*-
nepexona B apomarudeckoit ceg3n C=C. Bxkian an-

Tabauua 2. CooTHOLIEHUS] UHTeHCUBHOCTE Ip/I5 criek-
TpOB KoMOMHaLIMOHHOTO paccesHust ECGO

Ip/1 Ip/1,
Y — Hanpskenue, o/l /I
B HaHOYACTUL] | MUKPOYACTHLL
2 1.2 —
PTA 6 1.4 1.2
10 1.5 —
TOM 498 2021
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(@)

n—n* n-m*

micro 6 VPTA

nano 2 VPTA

HOI‘.HOLL[CHI/IC, OTH. €.

nano 6 VPTA

(6)

MHTEeHCUBHOCTD, OTH. €.

200 250 300 350 400 450

JInvHa BOJIHBI, HM

500 294 292

290 288 286 284
DHeprus cBs3u, 5B

282 280

Puc. 4. Criektpsl nnomioueHust B YP-BuanuMoii obiactu 3o0jeii Ha ocHoBe yactull ECGO, mmo1ydyeHHBIX IIPY HanpsokeHusx 2 B
u 6 B (a), u POB-criektp Cls ECGO, comepkaiiero cmech HaHO- 1 Mukpodactull ECGO, nonyueHHBIX ripu 6 B (0).

COpOLIMOHHOrO mukKa ~231 HM, KOTOPBEII COOTBET-
CTBYyeT nepexony T—n* onmHapHEIX cBsi3eit C—C, ma-
JaeT Ik HaHOoMpaKILIMU Mpu Iepexone or 6 Kk 2 B, a
TaK3Ke IIPU IIePexo/ie OT HAHO- K MUKPOMPaKIIMU I
6 B. D10 ykasbiBaeT Ha 0oJiee BBICOKYIO OKMCJIEH-
HOCTb U 1e(PEKTHOCTh HAHOYACTUIIL, YTO COINIACyeTCSsI
¢ pesyabraTamMu KP-cnekTpockonuu. Takxke OTCyT-
CTBME SIBHO BBIPAXKEHHOTO MKKa MOMIOIIEHHUS OKOJIO
300 HM, XapaKTepHOIO IJIsI TIepeXOI0oB n—T* CBsI3eid
C=0, noka3sbIBaeT, 4YTO BCE CMHTE3MPOBaHHLIE 00-
pasiibl coAepKaT Majloe KOJIMYECTBO KapOOHMILHBIX
1 KapOOKCWJILHBIX TPYIIM, U, CAeA0BaTEILHO, XapaK-
TepU3YIOTCs 00Jiee HU3KOM CTEIEHBIO OKUCIIEHHOCTU
B CPaBHEHMHU C XUMNYECKMM OKCHIOM rpadeHa.

B pesynbrate pasnoxenus POD-criekTpa Ha KOM-
nmoHeHTHI Cls-criekTpa (puc. 40) MOXKHO CIelaTh BbI-
Box, uTo o6pa3ubl ECGO copepkaT aTOMBI yriiepoja
B sp’-rubpuausanuu (284.8 5B), a Takke B BuUIE
SMOKCUIHBIX/TUAPOKCUIBHBIX (286.6 3B) 1 kap6o-
HWJIBHBIX/KapOOKCUIbHBIX (288.8 »3B) rpynn. Ilpu
9TOM JJIsI CMECU MUKPO- Y HaHOMPAaKIIMil COOTHO-
menne C/O HKe, 9YeM 11 MUKPOYaCTHUIL OTAEILHO
(Tabi. 3), yTo yKa3bIBaeT Ha 60jiee BLICOKYIO CTEIIeHb
OKHCJIEHHOCTH HAaHOYAaCTUII. DTO ComIacyeTcs ¢ pe-
gyapraTamMmu KP-cnekrpockonmuu 1 crieKTpodoTo-
MmeTpuu. BaxkxHo otmeTuTs, uro 11t ECGO 3HaueHus
C/O 3HaYUTENBHO BbIlIE (>7), 4YeM IJis OKCUaa rpa-
¢eHa, CHHTE3MPOBAHHOTO METOIOM XaMmepca
(C/O ~ 2). 910 yKa3bIBaeT Ha HU3KYIO CTeTIEHb OKMC-

Ta6muua 3. CootHouenue C/O miss ECGO Ha ocHOBaHUM
JAHHBIX 371eMeHTHOro PPOC-ananu3a

Onekrponaur |Hanpstkenue, B| CocraByactui | C/O
6 MMKpPO- M HaHO- | 7.8
PTA
6 MUKPO- 8.7

JOKJAIBI POCCUMCKOM AKAJTEMUU HAYK. XUMUS, HAVKU O MATEPHAJIAX

JIEHHOCTU MPOAYKTA, B pe3yJibTaTe Yero JaHHEIE Ja-
CTULBI MOXHO MCIHO/Jb30BaTh B KayeCTBE IIPOBOISI-
el 1o6aBKU 0€3 NOIMOJHUTEIBHOIO BOCCTAHOBIIE-
HUSI, B OTJIMYME OT OKcHaa rpacdeHa, MOJydeHHOIo
XAMWYECKUM METOIOM.

B pesynbrate mnpopeaaHHOII paboOThI BIIEpPBHIE
MPOAEMOHCTPUPOBAHO BIMSHUE MapaMeTPOB OTHO-
CTaIUITHOTO B3JIEKTPOXMMUYECKOT0 CUHTE3a Ha CO-
CTaB U MOP(MOJIOT1I0 KOHEYHOTO rpadhe HONMog0OHOTO
Mmatepuaia. BapbupoBaHue pabGodyero HarpsKeHUS
MO3BOJIMJIO CUHTE3UPOBATh MUKPO- (C JIaTepabHBIM
pasMepoM >1 MKM), HAHOYACTULILI (C JIaTepabHbIM
pa3zmepom <200 HM) ¥ KOMITIO3UTHBIIA MaTepHual Ha
X OCHOBE, KOHTPOJIMPOBATh CIOHHOCTh U CTEIIEHb
OKWCJICHHOCTU ITOJIyYEHHBIX YIJIEPOAHBIX YACTUII.
OntuManpHasi BeJIWYMHA PA3HOCTU NOTEHIIMAJIOB
cocraBwia 6 B. Ilpu ee mpuiaokeHUW yaaaoch O0O-
CTUYb MAaKCUMAaJILHOTO BBIX0Aa mMpoAyKTa (67 mac. %)
MaJioit ToamuHe (1—3 HM). DTO ITO3BOJISIET OTHOCH -
TeIbHO HEJIOPOTUM CITOCOOOM ITOJIydaTh rpadeHono-
JOOHBIE YACTUIIBI C KOHTPOIUPYEMBIMU (PU3UKO-XU-
MUYECKUMHU CBOMCTBAMU, YTO 3HAYUTEJILHO PaCIIy-
pset criekTp npumeHeHuit ECGO.

BJIIATOOJAPHOCTHA

ABTOpPBI BBIpaXaroT 0JIaroJapHOCTh HAyYHOMY COTPY/I-
Huky KartaeBy DibMapy m3 YHuBepcurTeTa DpilaHreHa-
Hiop6epra (Friedrich-Alexander University Erlangen-
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SCALABLE ONE-STEP ELECTROCHEMICAL SYNTHESIS
OF GRAPHENE-BASED MATERIAL WITH CONTROLLED MORPHOLOGY
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For the first time, electrochemical synthesis of graphene-based particles with a specific morphology has been
demonstrated. It was revealed that electrochemical synthesis parameters make it possible to control the
degree of oxidation and lateral size of graphene-based particles.

Keywords: electrochemical exfoliation, operating potential effect, graphene-like materials
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