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B pabome uccnedosanvl npoyeccol, npomexaioujue npu 31eKmpoXumMuiecKom oucnepzu-
posanuu zpaghuma ¢ pacmeope cepnoii kuciomol. Ilokazana 603mM0HCHOCIb NOAYYEHUA KOAI0-
UOHBIX PACMEOPOE 2paghena nocpeocmeom couemaHnusn INeKmpPoOXUMUIEcKo20 u yaibmpa3eyKoso-
20 Oucnepzupoeanusn zpajuma. Ycmanoeneno, umo yeenuyenue padouezo HANPANCEHUA HA
AueliKe NPUBOOUM K 00PA306AHUI0 00IbULE20 KOTUUECHEA NOBEPXHOCHIHBIX KUCI0POOCOOepIca-
wux zpynn. 3mo no3eonaem yeeauuums 6blxX00 HAHOPA3ZMEPHLIX Yacmuy. Yabvmpazeykoeasn 0o-
pabomka npueooum K 0ONOTHUMENbHOMY PACULENTIEHUI0 2PAEeH08bIX NIACHUH U OMOeNeHUI0
HAHOPA3ZMEPHBIX YACMUY, OM HEOOCHMAMOYHO OKUCIEHHbIX Yacmuy cpaguma. Memooom penm-
2EHOCMPYKMYPHO20 AHAAU3A UCCIe006AHA MOJWHHA YACMUY 2paduma Ha Kaxcoou cmaouu
HONYYEeHUA HAHOUACMUY. Ycmanoeaeno, umo 6 pe3yavmame INEKMPOXUMUUECKO20 PACCIAUBA-
HUsA 00pazyemcsa cmech KPYRHBIX, HEPAZOUGUIUXCA wacmuy, zpaguma u HAHOPA3MEPHBIX NIA-
cmun zpaguma. Ilocpedcmeom yiompaszeykoe020 Oucnepzuposanus ¢ nocaedyiouieli Kuaccugu-
Kayueil yacmuy yoaemcsa noayuume Koai0uonsle pacmeopbl ManocioiHoz0 cpagena ¢ moauiu-
Houl naacmunwl nopaoka 1 um. Ipu padouem nanpaxcenuu auenxu pasuomy 10 B docmuzaemces
6b1x00 Hanouacmuy 10%, uzmenenue paGouezo HANPANHCEHUA He OKA3LIGACHL CYULECMEEHHOZO0
GNIUAHUA HA KOHUEHMPAyuio noayuaemozo Koanouoa. Hecnedosano enuanue 000a6Kku noeepx-
HOCHHO-AKMUGHBIX 6€U{eCME HEUOHO2EHH020 U AHUOHOZEHHOZ0 MUNOE NpU Y1bMpPazeyKoeoil
00padomke INeKMpPOXUMUYECKU OUCREPZUPOBAHHO20 2paduma HaA 6bIX00 HAHOPAIMEPHOI ha3bl
U KOHUEeHmpPayuo noayuaemozo koanouoa. Ilpumenenue neuonozennozo INAB (OIl-10) neza-
MUGHO 61UAEM KAK HA 6bIX00 HAHOUACMUY, MAK U HA KOHYEHMPAYUIO NOIYHaAeMO20 KON10Uod.
Ilpumenenue oOodeyuncyirvponama nampus HaA CMAOUU YIbMPA38YKOE020 OUCNHEPLUPOBAHUA
no360713aem ygeauuumsy 6bix00 Hanowacmuy 00 22% u KonyeHmpayuro zpagenosvix uacmuy 6
Konnoude 00 2,7 2/n. Iloayuennvie Konn1ouonvle pacmeopvl cmaduibHvl Oonee 2004, 3a IMo épe-
M He HaOAI0aAN0Ch KAKO20-TUbO0 6bINAOEHUS 0CAOKA.

KiioueBble cioBa: rpa(beH, KOJUIOMIHBIC PACTBOPBLI, SJICKTPOXUMUYCCKOC pacCClauBaHNEC

INVESTIGATION OF PROCESS OF ELECTROCHEMICAL GRAPHITE DELAMINATION
L.V. Bratkov, T.F. Yudina, A.G. Melnikov, A.V. Bratkov

Iliya V. Bratkov*, Tatiana F. Yudina, Aleksey G. Melnikov, Artyom V. Bratkov

Department of Technology of Electrochemical Production, Ivanovo State University of Chemistry and Technology,
Sheremetievskiy ave., 7, lvanovo, 153000, Russia
E-mail: bratkov37@bk.ru*, yudina@isuct.ru, originalraccoon@gmail.com, goalkeeper37ru@gmail.com

In this work, the processes occurring during the electrochemical dispersion of graphite in
a solution of sulfuric acid are investigated. The possibility of obtaining colloidal graphene solu-
tions by combining electrochemical and ultrasonic graphite dispersion is shown. It is established
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that an increase in the operating voltage on the cell leads to the formation of a larger number of
surface oxygen-containing groups. This allows increasing the yield of nanoscale particles. Ultra-
sonic treatment leads to an additional splitting of graphene plates and separation of nanosized
particles from insufficiently oxidized particles of graphite. The thickness of graphite particles at
each stage of obtaining nanoparticles was studied by X-ray diffraction analysis. It is established
that as a result of electrochemical stratification a mixture of large undecomposed graphite parti-
cles and nano-sized graphite plates is formed. By ultrasonic dispersion with the subsequent classi-
fication of particles, it is possible to obtain colloidal solutions of low-layer graphene with a plate
thickness of the order of 1 nm. At a working voltage of the cell equals to 10 V, the yield of nano-
particles is 10%, the change in the operating voltage does not significantly affect the concentra-
tion of the resulting colloid. The effect of adding nonionic and anionic surfactants to ultrasonic
treatment of electrochemically dispersed graphite on the yield of a nanosized phase and the con-
centration of the resulting colloid is studied. The use of a nonionic surfactant (OP-10) negatively
affects both the yield of nanoparticles and the concentration of the resulting colloid. The use of
sodium dodecyl sulfonate in the stage of ultrasonic dispersion makes it possible to increase the
yield of nanoparticles to 22% and the concentration of graphene particles in the colloid to 2.7 g/l.
The obtained colloidal solutions are stable for more than a year. During this time there was no

precipitation observed.
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BBEJEHUE

I'paden npexacrasnseT cobol MIEHKY, COCTO-
SAIMYI0 M3 aTOMOB YIIEPOJa B COCTOSHUM Sp° THOpH-
JMU3allii TOJIIIMHOM B OAMH aToM. JTOT Marepual,
OJiarofapsi CBOMM YHUKaJIbHBIM 3JIEKTPOHHBIM, OIITH-
YECKUM M MEXaHHUYECKHM CBOMCTBaM, MPEJCTABIISET
c000¥1 BO3MOXKHYIO OCHOBY 3JIEKTPOHHKH OYIyIIETO.
OH sBisieTcsl MpeJMEeTOM HeocIadeBaroIero BHUMa-
HUSI HCCIIeZoBaTeNIeld, a YuCiIo MyOJMKyeMBbIX padoT
MO0 TEOPETHYECKUM M DKCIIEPHUMEHTAIBHBIM HCCIIEI0-
BaHHSM CBOWCTB TpadeHa MoCcTOsHHO yBeinauBaetes [1].

BakHbiM  (QakTOpoM IS TPOMBIIUICHHOTO
NMpUMEHEHUsT TpadeHa SBISETCS BO3MOXHOCTH €r0
CUHTE3a B OONBIIUX 00bEMax, a TAaKKe HCIOJIb30Ba-
HHUE U HaHECEHHE ero Ha OOJNBIIUX TUIOIIAMIAX U Pa3-
JUYHBIX BUJAX NOJJI0kKeK [2]. Ha ceromusinHuil AeHb
CYLIECTBYET pPsI METOJIOB CHHTe3a rpadeHa, cpeau
KOTOPBIX MOKHO BBIJICJINTH OCHOBHBIE:

* MHUKPOMEXaHUYECKOe OTClanBaHue Tpadura
(cxotu-meron) [3-5];

* XUMHIYECKOE paccianBanue rpadura [6];

* BhIpalllMBaHUE TpadeHa METOIOM XHUMHUYE-
CKOT'O OCaXKJIEHHS U3 ra30Bou (assl [7];

* xuaKo(ha3Hoe paccianBaHue rpaduTa ¢ uc-
0JIB30BaHUEM yabTpasByka [8-11].

HenaBHO K XOpOIIO HM3BECTHBIM H YK€ Je-
TAJIBHO ONHMCAaHHBIM B JIUTEpaType MeToAaM Ipuoda-
BWICS elle OJWH, MOJYyYUBIIUH HA3BaHHE HIIEKTPO-
XUMHUYecKkas dkconuanus. ITOT METOJ OCHOBaH Ha
WCTIOJIb30BAaHUH 3JIEKTPOXUMUYECKUX PEAKIIHid, Mpo-
UCXOMSIINX B IPOCTPAHCTBE MEXIY CIOSMH rpaduTa,
3aMOJIHEHHOTO JJIEKTPOJIUTOM. BpblneneHue razos,
00pa3yroIuxcsi B pe3ysibraTe MPOTEKaHUsI TaKUX pe-
aKIWH, TPHUBOAWT K pacileIUIeHHuto (dKchonmamnmn)
rpad)eHOBBIX JIUCTOB, KOTOPBIE MPH 3TOM OKHCIISIFOTCS
BBIJICJISIFOIIMMCS B TIPOLIECCE aHOAHBIX PEaKIUil KuC-
moponoM [12]. Takum o0Opa3om, 3MEKTPOITUTHIECKOE
OTIIETYIIMBaHHE coYeTaeT B ceOe MpenMyliecTBa
XUMHYECKOTO M MEXaHMYECKOTO METOJIOB MpOBEne-
HUS TIpo1iecca.

B nienom anekTponuTHiecKoe TUCIeprupoBa-
HHE MOKET OBITh MMPOBEJIEHO B CMECH PACTBOPUTEIIEH,
coJiepKalield JKUAKOCTh C Y3KHM DJIEKTPOXHMHYE-
CKMM OKHOM (HampuMep, BoJa) U *KHUJIKOCTb C LIMPO-
KHUM 3JIEKTPOXUMHUYECKUM OKHOM [13].

CymiecTByeT MHOXECTBO PadOT, B KOTOPBIX
aBTopbl [14-18] uccieayroT BIMSHUE OCHOBHBIX Ia-
paMeTpoB, TAKUX KaK TUI AJIEKTPOJIUTA, PEKUM 3JIEK-
TpOJM3a ¥ TEMIIEpPATypa, Ha BBIXOJ M CTPYKTYpy HO-
Jy4daemoro marepuana. lMcnone3yercs orpomHoe
pa3HooOpa3ue 3JIEKTPOJIUTOB, TAKUX KaK CepHas KUC-

Izv. Vyssh. Uchebn. Zaved. Khim. Khim. Tekhnol. 2018. V. 61. N 11 97



1.V. Bratkov, T.F. Yudina, A.G. Melnikov, A.V. Bratkov

JI0Ta, XJIOpHAsk KUCJIO0Ta, a30THAas KUCIIOTa U COOTBET-
CTBYIOIIME COJH, CaxaphH HaTpus, OEH30aT HATpH,
IIATPAT HATPHUSA, THAPOKCU HATpus, TeTpadTopdbopaT
1-6ytun-3-metnnumunazomst  ([BMIM][BF4]), we-
twicynbdar TpudTHIMeTHwIaMMoHus (TEMAMS) u
T.A. OTH 3JEKTPOJHUTHL MOTYT HMHTEPKaJHpPOBaTh WU
OTCJIauBaTh CIOUCTO-CTPYKTYPHUPOBAHHBIM MaTepual
aHoya B nByMepHbie HaHociou [14]. CoOCTBeHHBIC
CBOICTBa 3JIEKTPOJIMTA MOTYT CYIIECTBEHHO BIIHSTH
Ha Ka4yeCTBO PACCIOCHHBIX JBYMEPHBIX HAHOCIOEB H
s dexTrBHOCTD OTmIETymIBaHuA. COrjlacHO HaOIO-
JeHusM aBTopa [14], mpu mpoTeKaHWU AIIEKTPOIH3a
Ha AJEKTPo/ie 00pa3yloTcsi THAPOKCHUIILHBIA M KUCIIO-
ponHbIi pagukansl. Kucinoponasie pagukaibl HHALH-
UPYIOT KOPPO3HIO TPAPUTOBOTO aHO/AA W TIPHUBOMST K
OTKPBITHIO TPaHWYHEIX clo€B rpadura. XKuakocTts ¢
OOJNBIINM 3JEKTPOXHUMUYECKUM OKHOM HMHTEPKaIHPY-
eT KpaiiHue ciiou TpaduTa M BBI3BIBACT WX OTIIEILIe-
Hue. Hakonern, ormieruienne rpaUTOBBIX CIOEB MPH-
BOJUT K 00pa30BaHuio Irpah)eHOBBIX YACTHII.

B xozxe nanHO# paboTHI, oNMpasich Ha MPHUBE-
JICHHBIE BHIIIE UCCIIEAOBaHUs, ObLT NCCIIEIOBAH MIPO-
[[eCC MOIYYEeHHS KOJUTOUIHBIX PacTBOPOB OKHCIIEHHO-
ro rpadeHa.

METOJUKA SKCITPUMEHTA

B xadecTBe anexkTponuTa AN 3IEKTPOXUMHU-
Yyeckol akcdonuanuu ucnonb3oBanack 2,5% HSO4
(x.1.) (TOCT 2184-77). B kavecTBe CTaOHIH3HPYIO-
el 100aBKH KOJUIOMIHBIX PACTBOPOB HCIIOJIb30BAIN
pactBopbl ammuaka 25% (IF'OCT 24147-80).

Pabounm syekTponoM ciykuiu rpaduToBbIE
MaTepHasbl Pa3IMYHOW TUIOTHOCTH. B ponm karona
BBICTyIAJIa HHUKeleBas (onbra. B kadecTBe moBepx-
HOCTHO-aKTUBHBIX BEIIECTB, NOOaBISEMBIX Ha 3Tare
V3 06pabotku, ucnonb3opanuck OI1-10 (TOCT 8433-
81) u nonenmicynbgar Hatpus (TY 6-09-07-1563-86).

[Iponiecc 3IEKTPOXMMUYECKOTO pacciianuBa-
HUS OCYIIECTBIISUIN B 2% pacTBOpPE CEPHOM KUCIOTHI
IpY MOCTOSHHOM 3HAYE€HUH HAIPSKEHUS Ha BIIEKTPO-
nu3epe. B kauecTBe pabouero anextposaa (aHom) uc-
MOJIb30BaIH TPa(QUTOBBIA CTEPKEHb, BCIIOMOTATENb-
HBIM DJICKTPOIOM CIykmia rpadurosas ¢onbra [19].
Bravane B TeueHue 2 MUH. IPUKIIAIBIBATIA HaIPshKe-
HUE paBHOE 2,5 B, 3aTeM MOBBIIANIM HANIPSHKCHHE 10
pabouero 3Hauenwus, pasHoro 7-10 B. IlomyueHHsrii
0cajIoK MPOMBIBAIIM Ha BOpOHKe BroxHepa oT KHCIO-
TBI, TIEPEHOCWIM B KBapLEBbIH COCYA W NO0aBIsUIN
pactBop ruzapokcuna ammonus ¢ pH paBueiM 10-12.
[anee mpoBommin ynpTpa3ByKOBYI0 OOpabOTKy TMO-
JY4eHHON CYCIIEH3UH C MPHUHYIUTEIbHBIM OXJIAXe-
HUEeM, JactoTa uanydenus 22,1 x['1, yaenbnass mMor-
HOcTh 4 B1/™Mn. HepaszOuBimiuecss KpyIHBIE YacTHIIBI
rpaduTa OTACHANN UEHTPUPYTUPOBAHHEM MIPH
4000 06/mMuH B Teuenue 60 MuH.

98

Kpucramnuueckyto  cTpykTypy  oOpas3nos
OTNPENENISUTH C TIOMOIIBIO aHalHM3a PEHTTCHOBCKHX
mudpakTorpamMmM, IMOMydeHHBIX Ha mpudope JJPOH-
3M (CuK,-u3nydeHue), CKOpoCTh ChEeMKH COCTABIISIIA
2 °/mMuH. MeXCIIOeBbIE PACCTOSIHUS OIPEIEISUTUCH 110
HEHTPY THKECTH TUPPAKIUOHHBIX JIMHHUM, MOJyYeH-
HBIX 00pabOTKOW  HSKCIEPUMEHTATBHBIX JTaHHBIX
PearsonVI1.

CpellHIOI0 TOJIIIMHY TIEPBUYHBIX YaCTHI] Tpa-
¢uta ompenensm coriacHo ypaBHeHHIO CensKkoBa-

Hleppepa mst kpuctamiorpaguueckoi miockocty 002:
- a

P cos Oxbg’
rze o — aavHa BosHbl u3nydenus (s CuK, n3nyuenus
paBHas 1,54 HMm), ® — yron MakcumyMa Ha AU(paKiu-
OHHOH KapTuHE, bs — ymmpenue npodust oopasma.

B kxauecTBe 3TajgoOHa MCIOIB30BAJICS O-OKCH
QTIOMUHHS.

Cpenuuii TuaMeTp CIOKEHHBIX OJIOKOB Tpa-
¢uta (Dcp) onpenensinu cornacHo ypaBHennto Ces-
koBa-llleppepa nns 2D-kpucrannorpaduueckoi
mwiockocty 10, k03ddunreHT YoppeHa NpuHUMATH
pasubeM 1,84 [20].

CrerneHpb rpauTanyy y yriepoIHbIX MaTepu-
QJIOB PaCcCYUTHIBAIIH O (OpMyIIE:

v = (dt — 2-doo2)/(dt — dc),
rae dopz — MEKIUIOCKOCTHOE PacCTOSHUE, COOTBET-
CTBYIOIIlEE OCHOBHOM IIockocTH rpadura (002); dt —
MEepUoJi peHIeTKu clabo  YHopsIOYeHHOTo (Typ-
60CTpaTHOro0) yriepoaHoro Marepuana (6,88 A); dc —
HepHOJI PELIETKH «IIeHIoHcKkoro» rpadura (6,708 A).

HccnenoBanue 3J1€MEHTHOTO COCTaBa TOPOII-
KOB JIUCIIEPTHPOBAHHOTO rpaduTa ONpEeAeNsuid MeTo-
JIOM PEHTTEHOBCKOM 3HEProANCIICPCHOHHON CIEKTPO-
cxormu (EDS) na npu6ope TESCAN VEGA3.

Pa3mep wacTHIl B KOJUTOMTHOM pacTBOpE OIIpe-
JEJSUTH METOJIOM THHAMUYECKOTO pacCeHBaHMs CBETA,
Ha aHanmm3artope Zetasizer Nano ZS (Malvern Instru-
ments). Pe3ynbraTel 00paboTaHbl C MOMOMIBIO TIPO-
rpamtoro obecrieuenusi Dispersion Tecnology Software
(Malvern Instruments).

PE3VIJIBTATBI 1 X OBCYXJEHUE

[Ipornecc AMEKTPOXUMHUYECKON IKCPOTHANN
MPOBOJUJICS B ICEBIOMOTEHIIMOCTATUYECKOM PEKHU-
Me, B JIB€ cTajguu. Ha nepBoii craiuu Ha sSYEHKY T0-
JlaBajoch HampspkeHue B 2,5 B ¢ menbro o0ecnednTh
CMa4yuBa€MOCTh TOBEPXHOCTH YTJIEPOJHOTO aHOAA,
YBEIIMYUTHh MEXKIUIOCKOCTHOE PACCTOSTHUE, YTOOBI 00-
JIETYUTH ANBHEUIITYI0 HHTePKAJSAIHIIO Kuciopoaa. I1o
npomectBud 10 MUH TpenBapUTENHFHOTO OKHUCIICHUS
rpauTOBOrO aHO/A, YCTAHABIUBAJIOCH pabouee 3Ha-
YeHUE HampsDKeHUs Ha sueiike. McciemoBan nuama-
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30H HampshkeHu# Ha sueiike ot 3 no 12 B. B nuama-
30HE HampspkeHui oT 3 10 7 B He Habmiomanock 3Ha-
YUTENBHOTO pacciamBaHus rpaduroBoro anona. llpu
npesbimennn 10 B mponcxoanT upesMepHbIid HarpeB
Y BCKUIIAHHE DJIEKTPOJINTA, MPENATCTBYIOMmHE ddek-
THBHOMY JHCHIEprHpoBaHmio rpaduta. B cBss3u ¢ atum
HCCIIE0OBAHNE TIPOBOIMIIOCH B nara3one ot 7 mo 10 B.

BnusiHue HampsbkeHHs Ha sSUeHKe Ha COAep-
JKaHWE KHCJIOpoAa B oOpaslie U, CIeJOBaTeIbHO, CTe-
MeHb OKWCIIEHHOCTH 00paslia MCCIeIOBAIA METOJI0M
PEHI€HOBCKON 3HEProJAUCIEPCUOHHON CIIEKTPOCKO-
nuu. [lo pe3ynbpraram 31eMEHTHOTO aHalu3a ONpese-
JICHbI aTOMHBIE COOTHOIICHUS YIIIepoa U KUCIopoaa,
HaXOZSIIErocss B BUAE Cynb(aT HMOHOB W B BUJE
(hyHKIIMOHANBHBIX TpymII (Tabm. 1).

B pesynbraTe M3MeHeHHsT COOOLIAEMOro CH-
CcTeMe HaNpsDKeHHs 3HAYUTETHhHO MEHSETCS ColepIKa-
HUE KHuclopona B oOpasmax rpadura. C pocrom
HanpsoKeHUsT HaOmrogaeTcs 3HAYUTENbHOE YBelIuye-
HHUE KHCIOPO/a, KaK O0IIETo, TaK ¥ B BUJE KUCIOPO/I-
conepkamux (pyHKIIMOHATBHBIX TPYIII, YTO OCOOEH-
HO XapaKTEpHO BHIPaXEHO B CiIydae oOpasia, Mmoiry-
yerHoro npu U,, = 10 B. Takum 00pazomM BUIHO TPoO-
TCKAHUEC IMPOUECCOB M MHTCPKATALMHU WU OKUCICHUA
rpaduroBoit moBepxHOCTH. C pOCTOM HAIPSKEHUS Ha
sSYCKEe MPOUCXOAUT YBEIMYEHUE JOJIU PpPeaKiuil
OKHUCJICHUs TpaduTa.

Tabnuua 1
Pe3yabTaThl 3/1eMEHTHOI0 aHAJIM3A 00Pa3LO0B, 0JIYyYeH-
HBIX MIPA Pa3/IMYHOM HANPHKEHUU, 1 AaTOMHOE COOTHO-
HICHHUE YIJIE€poaa U KUCJI0POoaa, HAXOAAIIErocsi B BU/1€
CyJb(aT HOHOB U B BH/J¢ QYHKIHMOHAIBHBIX TPy
Table 1. The results of elemental analysis of samples
obtained under various voltages and the atomic ratio of
carbon and oxygen in the form of ion sulfate and in the
form of functional groups

U B C, % S, % 0, % C:0 C:O
’ Macc Macc Macc (ITdT) | (O6m)
7 87,6 1,93 10,36 18 11
8 84,65 1,16 13,92 10 8
9 86,33 0,9 12,55 11 9
10 85,45 0,85 13,39 10 9

MOXHO TpeanoaoXuTh (EHOMEHOJIOTHYe-
CKYI0 MOJIeNIb MpOTeKarolux npoueccoB. Ha nepoi
CTaJIuu TIpoliecca MU HaNpsDKEHUHW Ha sdeiike 2,5 B
OCHOBHBIMH PEaKIUAMHU OYIyT SIBISTHCSA SJIEKTPOXH-
MHYECKOE OKHCJIeHHE rpaduTa ¢ 00pa3oBaHHEM HH-
TEPKAJIMPOBAHHBIX COCMHEHUI PA3NMYHBIX CTyNIEHEN
BHEJIPEHUS, a TAaKKe BbLIEIECHUE HEOONBIIOr0 KOJH-
YyecTBa MOJIEKYJISIPHOTO KHcioponaa. B pesynsrate 00-
pa3oBaHMs MHTEPKAJHMPOBAHHBIX COEAMHEHHWH ITPOHC-
XOIUT CIIEAYIOLIEe: YBEINYEHHE MEKIIIIOCKOCTHOTO
paccTosiHUSl MEXIy T'paQeHOBBIMH CIOSIMH, a TaKkKe
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yBeNnnUYeHre THAPO(PIIFHOCTH MOBEPXHOCTH. 3a CUET
9TOro, NpH YBEIUUCHUH HANpsHKEHHA 1O pabouero,
CTaHOBHUTCS BO3MOXKHBIM  aJCOPOIMS THAPOKCH-
MOHOB B MEXIUIOCKOCTHOM DAaCCTOSHHM KpHUCTajia
rpaduTa, 1€ IPOUCXOAUT €ro OKUCIIEHHE 10 MOJIEKY-
JIIPHOTO KHUCIIOpoJa. DTH MPOLIECCHl MPUBOAAT K Me-
XaHUYECKOMY OTILIENYIIMBAaHUIO TPa(EeHOBBIX YaCTHIL
Y TaNbHEHIeMy OKUCIIEHUIO TPpaUTOBOTO MaTepraia.

Crnenyromieil cragueil moaydeHHs KOJIOWI-
HBIX PACTBOPOB SBIISIETCS YIbTPa3BYKOBOE TUCTICPTH-
poBanme. Ilon mefictBuem Y3-H3IydeHUS MPOUCXO-
IUT 00pazoBaHWE KaBUTAIIMOHHBIX BOJH, T.€ OOIa-
CTEM BBICOKOT0, HU3KOTO M CBEPXHM3KOTO JaBICHUS,
YTO CIOCOOCTBYET MOTOIHHUTEIHHOMY IHCIIEPTHPO-
BAHHMIO OKHUCJIEHHOro Marepuana. B pesynbrare Y3
00paboTKH 00pa3yeTcs CYCIEH3Us, COCTOsSIIAs U3
KPYIIHBIX U MCJIKHUX YaCTUl, MPAKTUYCCKHU HE pa3ac-
JISFOMIUXCS TIOJ JeicTBHEeM CHITBI TsbkecTH. s a¢-
(bCKTI/IBHOFO BBIACIICHUA HAHOPA3MEPHBIX YaCTHUI HC-
T10JIb30BaJIM METO]I TPAaBUTALIMOHHOTO Pa3/IeleHHUs.

B xonme mepedncrneHHBIX BbIE (PHU3UKO-
XUMHYECKAX BO3JEHCTBHI Ha TpaduT TPOUCXOTUT
CIWJIbHOE U3MEHEHHE ero KPUCTAJUINYECKOW CTPYKTY-
pst (puc. 1, Tabm. 2).

3500 A
3000 A
2500

2000 A

I,umn/c

1500 4

1000 4

500 ~

O T T T T T T T 1
24,0 245 250 255 26,0 265 270 27,5 280
20, rpaa

Puc. 1. CpaBHeHue qudpakTorpaMm OTpaKEHHS OT KPUCTAIIIO-
rpadmueckoit miockoctu 002 06pa3noB: 1 - HCXoaHbIH TpaduTo-
BBII MaTepua 10 MPOBEIeHHs Tporiecca dkchonuanun 2 - rpadu-
TOBBII Marepuall 1ocJie MpoOBEACHHUA IpoLecca 3K(1)0Il]/IaIlI/II/I 3- OCaZloK
IOCJIE€ CCIMMEHTAIMOHHOI'O pa3aCICHUA 4- MOJTyd€HHas 1OCJI€ Cean-

MEHTAIIMK HaHOpa3MepHas (asa okcuaa rpadeHa

Fig. 1. Comparison of diffraction patterns of reflection from the
crystallographic plane of 002 samples: 1 - initial graphite material
prior to the exfoliation process 2 - graphite material after the pro-
cess of exfoliation 3 - sediment after sedimentation separation

4 - nanodimensional graphene oxide phase after sedimentation

B pesynbpTaTe 3meKTpOXUMHYECKOH 3KC(OIH-
anuy HaOJronaeTcs Pe3Koe CHIKEHHE WHTErpalbHON
WHTEHCUBHOCTH AU(PPAKIUOHHOTO MaKCHUMyMa, COOT-
BercTBytolero miockoctu 002, a Takke yMEeHbIIIEHHE
pa3MepoB 00JaCTU KOTE€PEHTHOTO PACCEsHUsI, CBU/JIE-
TEJILCTBYIOIIEE 00 YMEHBLICHUH Pa3MEPOB BBICOTHI
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KPHCTAUINTOB, T.€. YMEHBIICHUE KolIudyecTBa rpade-
HOBBIX CIIOEB B IUIACTHHE. MaTepuan mocie cTaguu
UIEKTPOXUMHUUECKONH 3Kc(hOIUanuu  MPEACTABISIET
co0oil cMech pa30OMBIIMXCSI M HE Pa3OMBIIUXCS Ya-
ctuul. [Tox aeiicTBreM yiIbpTpa3ByKOBOW 0OpabOTKH U
LHEHTpU(YTUPOBAHUS HPOUCXOAWUT pa3lesieHHE Ha
HaHOpa3MEPHBIE YaCTHULIBI U IPAKTUYECKN HE JUCTIEP-
rupoBaHHYIO (pakuuio. Takke CTOUT OTMETHTH, YTO
najieHue CTEeNeHu rpaduTanny MaTeprana CBS3aHO C
MOBPEXICHUEM TE€KCarOHAIBHON CTPYKTYpHI 3a CUET
BHEJpEHUs KHuciaopona U paspeiBa cBsizu C-C. Penr-
TEeHOCTPYKTYpPHBIA aHaNM3 TOKa3all, YTo yJIaeTcs Mo-
JYyYUTh MaJIOCTIOWHBIA Trpa)eH ¢ KOIWYECTBOM CIIOCB
He Ooutee 2.

Taonuua 2
PeHTreHocTpyKTYpHBIii aHAIM3 00Pa3L0B AMCIIEPTUPO-
BaHHOIO rpagura
Table 2. X-ray diffraction analysis of samples of dis-

persed graphite
20, rpag | ooz, BM | Hep, HM | N, cioeB | y, %
O6pazent 1 | 26,48 0,336 38,6 96 89,4
O6pazent2 | 26,31 0,338 15,8 39 64,6
O6pazen 3 | 26,32 0,338 15,1 37 66,1
Ob6paszer 4 - - <1 1-2 -

JlarepanbHble pasMepbl YacTHLl B KOJUIOHI-
HOM pacTBope OBbUIH MpOaHaIM3UPOBAHBI METOJOM
JTUHAMHYECKOTO paccesHusl CBeTa. AHanM3 MOKasal,
YTO CpPEeOHHMH AUaMeTp HSKBUBAJICHTHOW cdepsl co-
craBnger 430 M. IlpucyTcTBYIOT Ba HE3HAYUTEIb-
HeIx nka Ha 100 M 1 5 MxMm. Hanmuume xpymHBIX
YacTHUI] MOKET TOBOPHUTH KaK O €IMHUYHO BCTPEYaro-
MIUXCSl Hepa3OMBIIMXCS YacTHUIAX TpaduTa, TaKk U 00
00pa3oBaHWU JOBOJILHO KPYMHBIX MJIACTUH HaHO-
rpadwura.

[lony4yeHHble 3Ha4YEHUS! XapakTEpHBI IJIs ya-
ctrll rpadeHa, IoIyd4aeMbIX METOJJAMH XUMHUYECKOTO
Y 3JIEKTPOXUMHUYECKOTO JUCTIEPTUPOBAHUSI.

Baxnoll 3agauell mpu MOIYYEHUH KOJUIOUI-
HBIX PacTBOpOB rpadeHa SBISETCS MOJTYYEHUE Kak
MOXXHO 0oJiee KOHIICHTPHPOBAHHBIX PAacTBOPOB. 3a-
Jady MOXKHO PEILIUTh HECKOJBKHMH CHOCO0aMu:
MPUMEHEHUEM HEBOJHBIX OpPTraHHMYECKUX PACTBOPUTE-
Jel, TaKuX Kak JUMETHI(OPMAMUJI H TIp., WIH K
MPUMEHEHHEM TIOBEPXHOCTHO-aKTHBHBIX  BEIIECTB
IIpU JUCIIEPTHPOBAHUU B BOJHOW cpene. Buay no-
CTaTOYHO BBICOKOM TOKCHYHOCTH OPTaHMYECKHUX pac-
TBOpUTENEH W HEOOXOAWMOCTH IOJyY€HHUS CIElH-
QIBHOTO pa3pellieHrss Ha padoTy C HUMH, MOJTydalld
TOJIBKO KOJUIOMIHBIE pacTBOPHI B BOJHOMU cpexe. s
NOBBIIICHUS BBIXOJlA UM KOHLIEHTpPAMU HaHOpa3Mep-
HBIX YacTull Obuin npumeHeHsl [TABBI nByX THMOB:

100

HenoHoreHusle (OI1-10) 1 aHMOHOAKTHBHBIE (HATPH-
eBas comp goneruicynbdonar). IloBepxHocTHO-
aKTHBHBIC BeIlecTBa JOOABISUINCH HA CTaIUH YIIBTPa-
3BYKOBOHM 00paOOTKY B PaBHBIX MOJISAPHBIX NPOIOPLIHSX.

Z_
4 .13
& L
0 4 &
= H
& 1041

u,8
Puc. 2. CpaBHeHI/Ie 3aBHUCUMOCTH BbBIXOJ4a KOHEYHOI'O IPpOAYyKTa OT
HanpspkeHus: 1 - oOpaser 6e3 106aBok; 2 - odpaserr + 1 MMOJIB/1
OI1-10; 3 - o6pazer; + 1 MMoIB/1 HogenMIICyIb(pOHATA HATPHS
Fig. 2. Comparison of the dependence of the yield of the final
product on the voltage: 1 - sample without additives; 2 - sample +
1 mmol/l of OP-10; 3 - sample + 1 mmol/L of sodium dodecyl-
sulfonate

BBenenne nopermicynspoHaTa HaTpUs NpU-
BOJHUT K YBEIMYCHUIO KOHLECHTPAIMU KOJIOMIHOTO
pacTBOopa B 3 pasza mo CpaBHEHHIO ¢ O0pas3imom Oe3
no0aBku. BeIXon mpopykTa Takke yBEIHMYHBACTCS B
2,5 paza (puc. 3).

BBIBO/IbI

B xozxe wmccrenoBarenbckoii pabOTHI MpOBe-
JIEHO M3y4YeHHE MPOIECCOB, MPOTEKAIIUX MIPH IEK-
TPOXVMHYECKOM  JIUCIIEPTUPOBAHUH  TPaQUTOBBIX
AJIEKTPOJIOB B PacTBOpe cepHoW KucioTel. [Ipemio-
JKEHBI CIOCOOBI MOJMYYeHHsI KOJUIOMIIHBIX PacTBOPOB
rpadeHa. YCcTaHOBIIEHO, YTO:

1. VYBenuueHwe paboyero HampsDKEHUS Ha
s;lYEHKE MPUBOJAUT K POCTY CTENEHU OKUCIEHHOCTH
MMOBEPXHOCTH TpaduTa, BhIpAKAEMOE B YBEITUYCHUHU
cootHomenus C:O ot 18 mo 10;

2. VYnabrpasBykoBas 00paboOTKa CYCHEH3HH
AIIEKTPOXUMHUYECKH JTUCIIEPTUPOBAHHBIX TPadUTOB
crocoOcTByeT OoJice TIyOOKOH dKC(hOIHAIMH CII0SB
rpadena, BBejeHHe aHMOHOAaKTUBHOTO [TAB mo3Bo-
JISET YBEJIIMYUTh KaK KOHIIGHTPALMIO YacTuI] rpadeHa
B MOJTy4a€MOM KOJIJUIOMJIHOM PacTBOPE, TaK ¥ MOBBI-
CUTDH BbIXOJ HAHOPA3MECPHBIX YaCTHIL;

3. Hambosnpmiasi KOHIEHTPAIUS TOTYYEHHBIX
pacTBOpPOB JIOCTUTAETCA TpU paboueM HampsHKeHHH
Ha siueiike paBHOMY 10 B 1 picionis30BaHuM TOAETIHII-
cyandaTta HaTpUs Ha cTaguu Y 3-00paboTKy;
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4. Pa3zMmepsbl 4acTHIl B MOJyYSHHBIX KOJUTOU/I-
HBIX pacTBOpax JOCTUTAIOT pazMepa mopsiaka 1-3 Hw,
YTO COOTBETCTBYET MAJOCIOWHBIM IpadeHaM, Mak-
CUMaJIbHAsI KOHIIEHTPAIIUS IMOJTyYSeHHBIX PAaCTBOPOB
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