I'OPEHUE U [I/TASMOXUMHA, 2013, mom 11, Ne 1,¢c. 76 - 82

YK 539.216; 620.3
HNOJYYEHHUE I'PA®EHOBBIX CTPYKTYP B 'PA®UTE C BEH30JIOM
TP BO3JAEMCTBUU YJIBTPA3BYKA

B.A.BaiituméeroBa’, B.M.BepMeaneBl, 10.A Ps6ukun’, 3.A.Mchyp0133
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AHHOTAIUA

PaCCManI/IBaeTCH HOBI)II71 3(1)(1)6KTI/IBHLII7[ METOA CHUHTE3a rpa(beHa. MeTO)I OCHOBAaH Ha XUMHUYECCKOM
BO3/ICHICTBUM OPraHMYECKUX peareHTOB (OEH30J1, TOJYO0J) Ha YHCTHII rpadUT B IPUCYTCTBUH YJIBTPa3BY-
KOBOT'O 110J1s. B cTarbe paccMOTPEHO XMMHUYECKOE B3aMMOIENCTBUE OPraHUYECKOTrO pacTBOPUTENsS OeH-
30i1a ¢ rpaduTOM, MPHUBOASIIIEE K Pa3pyLICHUIO CIa0BIX YIIIEPOIHBIX CBS3eH MEXAY TpadUTOBBIMU
IUTOCKOCTSIMH. YIIBTPa3ByKOBOE IIOJIE CHOCOOCTByeT Oosiee 3¢ (eKTHUBHOMY pa3pyIICHHIO BaH-Iep-
Ban'ILCOBCKI/IX CBﬂSCﬁ. ﬂaHHBIfI METOA C UCITOJIB30BAHUEM 66H30J’Ia B KQUECTBE paCTBOpI/ITCJ'IH B OTJINHYUC
OT IPYTHX METOAOB, HCHOJB3YIONINX KUCIOTHI, PaCTBOPHI IIenouei odecneunBaet Oonee 3 PEeKTHBHEIH
MyTh MOJYy4YEeHUs] TPa)eHOBBIX CTPYKTYD. B craree mpuBeseHa MeTOAMKa MOJSY4YEeHUs Tpad)eHOBBIX
CTPYKTYp M HCCJICJOBaHUS CTPYKTYPHBIX OCOOCHHOCTEH METOJaMU CHEKTPOCKONHMH KOMOWHAI[HOHHOTO
paccesiHusl CBeTa, CKaHUPYIOUIEH PacTpOBOM MHUKPOCKOIIMM U IIPOCBEYMBAIOLIECH JIEKTPOHHONW MMKPO-
CKOIIMU BBICOKOTO pazpemieHus. [IpuBoasaTcs pe3yapTaThl HCCIEJOBAHUH MOTyYE€HHBIX 00pa3lioB 10 3TOH

METOJIUKE U MX 00CYKIIeHUSI.

Kuarouessle ciioBa: rpadeH, 6eH30:1, yIbTPa3ByK,
CIIEKTP, YIIIEPO.

BBenenne

B nHacrosmiee Bpems rpadeH paccMaTpuBacT-
Csl KaK NEPCIEKTUBHBIN MaTepuan HAaHOTEXHOJIOTUH,
CHOCOOHBIM BO MHOTHX OOJIACTSX TEXHHKH 3aMe-
HUTH YTJIEPOAHbIE HAHOTPYOKH, @ B HAHOIJIEKTPO-
HHKE COCTaBUTh KOHKYPEHIIHMIO KpeMHuIo [1].

Kak mexaHumyeckue, Tak M 3JIEKTPUUYECKUE
CBOHCTBa TI'pad)€HOBBIX KOMILIEKCOB CYIICCTBEHHO
3aBHCAT OT JIeTaJlel UX CTPYKTYphl HA HAHOYPOBHE,
KOTOpBIE, B CBOIO OYEPENb, OMPENECIAIOTCI CIOCO-
0OOM TIOJTy4YeHHS STOTO MaTepraa.

I'paden mepcrnekTHBHBIN MaTepuan MpU pe-
IICHUH Psiia TpoOJieM B 00JIACTH HAHOZJICKTPOHH-
KM, a TaKKe IPU CO3JaHUHU BBICOKOI((EKTHUBHBIX
HaKONUTENEN BOJIOPO/A B BOJAOPOIHON SHEPIreTHKE
[2-3].

Lenbto HacTosimmeil paboThl SBIAETCS TONY-
YeHUs! TPaeHOBBIX CTPYKTYpP IIyT€M BO3JIEHCTBUS
OeH30J1a ¥ HEKOTOPBIX JPYI'MX PacTBOpPHUTENEH, He-
HCIIONIB3YEMBIX paHee APYTMMH aBTOpaMH, Ha Tpa-
(UTOBBIE CTPYKTYPHI Ul PACCIOCHUS UX TUIOCKO-
CTEH CIAafHOCTH M UCIIOJIb30BAHMSI YJIBTPa3BYKOBO-
TO OIS 7151 yeuseHus 3¢ deKTa pacciIoeHus.

Metoauka IKCIIEPUMEHTA

[Ipennoxen cmocob momydenus rpadeHOBBIX
CTPYKTYp, KOTOpBI O0ecreunBaeT COXPaHHOCTh
CTPYKTYpBl MOHOCIIOEB HCXOTHOTO Tpadura M HC-
KII0YaeT MPOLECCHl UX KUCIOPOAHOTO OKUCIICHHS.
B kauectBe pacTBOpHTENS OBUT B3AT OEH301 Kak
HanOoJiee TPEANOUYTHTENLHBIA B TPEANOIONKCHUN
XMUMUYECKOro paspylleHuss Hanbojee cladbIx CBs-
3ell MeXay CIOosIMH B IrpadUTOBBIX CTPYKTypax. B
TUTEJIEK 3arpyXajcsi MOPOIIKOOOpa3Hblid Tpadur
BBICOKOM YHCTOTHI M 3ajJHUBaJIC OEH30JI0M. 3aTeMm
TUTEJIEK YCTaHABIMBAJCS C IOMOILBIO CETYATOrO
JiepKaTelis B yJabTpa3BykoBod BanHe Elmasonik
100H, dactoTa oOiyueHHs TeHEpaToOpa YIbTPa3By-
ka cocTtaBisgeT 37kI'1, momHocTth — 150BT, 00BEM
BaHHHI -9,51. BozneiicTBue yiabpTpasByka Ha TpaduT
¢ OeHzosoM ycuiuBaeT 3Q(EeKT paccioeHus rpa-
¢urta. OOnydeHHE HCXOIHBIX OOpAa3lOB MPOBOIH-
Jock B TeyeHue 5 MuH, 10 MuH 1 120 MuHyT.

CTpYKTYpHBIE HCCIIEIOBaHUSI TPOBOIMIHNCH
Ha aneKTpoHHOM MuKpockorne JEM-100CX ¢ pas-
petmennem 1o aunuam 2 A gupmer JEOL (SInonus)
U Ha HHU3KOBAaKyyMHOM DacTPOBOM 3JEKTPOHHOM
MHUKPOCKOIIE C CHCTEMOH JHEproJUCcIepCuOHHOTO
PEHTreHOBCKOro MukpoaHanuza Jeol JSM-6490
LA. B kauectBe 3(dexTuBHOrO mMerona 3Kcrepu-
MEHTAJBHOTO WCCIIEC/IOBAHUS TOJYYEHHOTO MaTe-
pHana xopomo cedst 3apeKOMEH/I0Bal METOJ KOM-
ounanmonHoro paccesHus cera (KPC), mosso-
JSAIONIMHA OTPEAEIATh HE TOJIBKO YUCIOM CIOEB, HO
TaKKe B3aMMHOE PACIHOJIOKEHHE CIOEB B rpadeHo-
BOH CTPYKTYpE.

© UHcTUTYT 1p0o6JIEeM rOpeHUs
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O6pasen (6enzoua+rpadur)

AepRaresib

BOa

YabTpa3BykoBasi BaHHA

Puc. 1 — Cxema npoBeJeHUS SKCIIEPUMEHTA I10 TIOJTyYEHHUIO TPa)eHOBBIX CTPYKTYP

—

O6paboTKa yNbTpasByKOM
B 6eHzone (CgHy)

——— e

Puc. 2 — Cxema MexaHn3Ma pacciioeHus TpaUTOBBIX IIOCKOCTEN
IIPY BO3/ICHCTBHUHM yJIBTPA3BYKOBEIM I10JIEM B O€H3071€

[ony4yeHHbIe CTPYKTYpPBI HCCIIEAOBAINCH Ha
mpubope MT-MDT Ntegra Spectra mpu koMHaTHOIA
TemIeparype.

CriekTpsl  BO30YKJANCh TOTYITPOBOIHUKO-
BBbIM J1a3epoM (A=473 HM).

Pe3y.m,TaT1)1 4 oﬁcyme}me

PamanoBcKasi ciekTpockonusi Jaet OOJbIIYI0
nHpOpMAIMI0O O KoNeOaTeIbHBIX CBOWCTBAX H
CTPYKType OJVDKHEro IMOpsijiKa YTICpPOJHBIX MaTe-
pHAJIOB, SBISIFOIIMECS MOJE3HBIM HCTOYHUKOM HH-
¢dopmannu 00 mccnenyemMbx Marepuanax. Ms3sect-
HO, YTO KOMOMHAITMOHHOE PACCESTHUE YHOPSIOUYeH-
HOTO TpauTa COCTOUT U3 ABYX mosioc BOImM3m 1582
cm™ (Tak HaswiBaeMas monoca G) u 42 cM™, coot-
BETCTBYIOIIMX JIBYM THIIAaM pPEIMIETOYHBIX Kojeba-
HUIA cuMMeTpuM Ep; B MIOCKOCTAX rpadeHOBBIX

CJIOEB C sz — FI/I6pI/II[I/ISI/IpOBaHHLIMI/I BAJICHTHBIMH
CBsI3IMHU [4].

Hekortopoe pa3symopsmoueHue rpaduroBoro
OCTOBa MOTYT NPHUBOJUTH K HEOOJBIIOMY CIBHUTY
nosiocsl G B Ty WIK UHYIO CTOpOHY. M3BecTHO [5],
YTO IPU U3MEJBYCHUU TPaQUTOBBIX 3€peH A0 pas-
MepoB ~25A nonoca G ymmpsercs U caABHTaeTCs B
CTOpOHY 00Jiee BBICOKMX HYacTOT BIUIOTH a0 1593
cm™. B o6nactu monocst G B CIIEKTPax YriIepoIHbIX
HaHOCTPYKTYp M HAaHOTPYOOK,  MOYKHO OXKHIATh
HECKOJIbKO mHCKpeTHhIx mox (1571, 1585, 1586,
1587 u 1593 cm™). B MONBIX HAHOKIIACTEPHBIX yT-
JIEpOJHBIX CHUCTEMaX, TaKUX KaK HaHOTPYOKH pas-
HBIX MOAH(DUKAIMHA, paMaHOBCKUE CIIEKTPHI 3HAYH-
TeNbHO ciiokHee. OCHOBHBIE MUKH COOTBETCTBYIO-
1ye yriiepoIHbIM MaTepuaiaM cieayrouiee:

1341 u 1350m™ —pononnsIe Mozp! (D-30Ha),
KOTOpBIE CBSI3aHBI C MOAOU T'panHuI] B 30He bpuiutio-
sHa. llpuunHON ee ABNAIOTCA Pa3yHOPSAOYCHHBIC
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KOMITOHCHThI. B OCHOBHOM, OHU BO3HUKAIOT W3
dhononHor Moasl M-toukm m K- Toukm mIecth-
YTOJIbHBIN 30HBI bpuimosna. OHU UMEET BBICOKYIO
YYBCTBUTEIILHOCTh K Pa3ylnopsIOYCHHBIM CTPYKTY-
pam B YTIIEpOJHBIX MaTepHamax.
1550-1594cm ™ -rpaduroast G momoca, KOTo-
pasi COOTBETCTBYET BBICOKOM CTCIIEHU CUMMETPHU U
YIOPSOYCHHOCTH YTICPOJHBIX MaTepHaioB, YTO
MO3BOJISIET €€ WCIONb30BaTh I WICHTU(DUKAIIMN
CTEIICHU YIIOPSAOYHOCTH YIIIEPOAHBIX HAHOTPYOOK.
2500-2900m™" - 2D-30Ha BTOpOro mopsiaKa
(D"-30Ha), KOTOpAsI CBSI3aHA C TTOTPAHUIHON TOUKOI

K B 30H¢ Bpwnirosna rpagura U 3aBUCHT OT yma-
KOBKM B TPEXMEPHOM MPOCTPAHCTBE. ITH IJUHHUU
CBSI3aHBl C PE30HAHCHBIM paccessHHEeM CBETa C yda-
cTHeM JABYX (DOHOHOB OJHMHAKOBOW 3HEprHel, HO
MPOTHBOIIOJNIOKHBIM ~HAIPABICHUEM UMITYJIbCa U
JAroT HHPOPMAITHIO O Tpad)eHOBBIX ciaosx [6-9].

Ha pucynkax 3-5 u B Tabnuue mpuBeACHBI
pesynbratel KPC criekTpoB moxy4eHHbIX 00pa3IoB
¢ OEH30JI0M B yJIbTPa3ByKoBOM Tojie. B Tabmwmie Ig
u l,p uHTeHCUBHOCTH criekTpoB auHuK G (rpadura)

u 2D (TpadeHOBBIX CTPYKTYD).
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Puc. 3 — Cnexrp KPC rpadura c 6enzonom nocie o0pab0oTkn UX YIbTpa3BykoMm B TedeHue 10 MuH.

Kak cnenyer u3 pucyHkoB 3-5 u TabnuIis! ¢

yBeJIUYEHHEM BpeMeHH 00palboTku rpadura ¢ OeH-
30JI0M YJIBTPa3BYKOBBIM IIOJIEM IPOUCXOJHUT yBE-
JMYEHHE YnCiia TPadeHOBBIX CTPYKTYP.
Ha pucynkax 6-9 mpencraBieHbl pe3ynbTaThl UC-
CIIEZIOBAaHMS 3TUX 00pa3loB Ha IMPOCBEUMBAIOILIEM
JIEKTPOHHOM MHKPOCKOIIE BBICOKOTO pPa3peleHUs
(ITSM) u ckaHUPYIOMIEM PacTPOBOM MHKPOCKOIIS
(CPM).

B matepuane oOpasua, 00pabOTaHHOM YJIbT-
pa3zBykoMm 20 MuH, Ha cHMUMKax [I9OM BungHbl Mya-
poBsle nosockl [10], KOTOpble COOTBETCTBYIOT Ha-
JIOKCHUIO HECKOJIbKUX IUIACTHHOK, COJIEpIKaIuX
COOCTBEHHYIO CTPYKTYpY (pHc.7a,0).

Ha pucynke 6 noka3aHa TpexcioiHas CTpYK-
Typa, KOTOpPOH COOTBETCTBYET MEHbIIAs BEIUIMHA
IMMKa PaMaHOBCKOTo paccessaus puc. 3 (10 muHyT
00paboTKH 00pasIoR).
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Puc. 4 — Cnextp KPC rpadura c 6en3010M mnocie o0paboTKH UX yIbTPa3ByKOM B TedeHue 20 MUH.
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Puc. 5 — Cnextp KPC rpadura c 6er3o10M nocie 00paboTKi X yIbTpa3BYyKoM B TedeHue 120 muH.

Tabnuna 1 — [NapaMeTpbl paMaHOBCKHX CIIEKTPOB UCCIIEIOBAHHBIX 00pa3I0B

No Ob6paserr G-nunus 2D-nunust oo/l g
Bpewms o6pabotku , IMuprHa Ha TOTYBBI- , IMuprHa Ha noy-
YABTPA3BYKOM, em™ core, cm™ em™ BBICOTE, CM
MHHYT
1 10 1588 32 2741 42 0,41
2 20 1580 28 2755 47 0,57
3 120 1581 23 2752 50 0,63
['OPEHHUE U IIJIASBMOXUMMUA
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B o6pasie, oOpaboraHHOM ynbTpazBykom 10
MUH Ha4MHAETCS pacmaji CTPYKTypHl (puc. 6a). B
yacTuiax, CHATHIX [IOM cHuUMKax mpu OONBIIUX
YBETUYCHUSIX, BUIHBI OTENbHBIC IIIOCKOCTH, YacTh

IUTACTUHOK M30rHyTa. Ha CHMMKax CKaHMpPYIOLIEro
MHKpPOCKOIIa, KpOME HapajUleJbHbIX IMJIACTHHOK, a

TAK)KEe BHIHBI TUTACTMHKUA C 3arHYTBHIMHA KpasMmu
(puc. 60).

100 nm

a)

0)

Puc. 6 — Cuumku [19M (a) u CPM (6) o0Opa3sia, obpadoTanHoro 10 muH.

[ImacTuHKM MOTYT OBITH HEMHOTO Pa3BEpHY-
ThI OTHOCHUTENBFHO APYT Ha apyra. Takum oOpazom,
MI0Ka3aHOo, YTO B 00pa3lax CyIleCTBYIOT OTAEIbHbIE
IUTACTHHKHY, HE CBSI3aHHbIE CTPYKTYPHO. DTO 00BsIC-
HSETCS TEM, YTO IIPOLECCHl CTPYKTYPUPOBAHUSA
TUIOCKOCTH YCKOPSIIOTCSL TIPU  YJIBTPa3BYKOBOH 00-

paborke. CHUMKH CKaHHUPYIOILETO MUKPOCKOIIA I10-
Ka3bIBAIOT HaJMUUE OTACIBbHBIX TpadeHOBBIX Ia-
cTHHOK (puc. 8a).

BeTpeuarorcss  mepneHAMKYISIPHO  pacIioiio-
JKCHHBIC TUIACTUHKH, C BUAMMBIM pasMEpOM OKOJIO

1-2 mxMm (puc. 80).

200 nm

Puc. 7 — Caumku [19M o6pasna, oo6padoranaoro 20 MuH.

Ha II9M cHumMkax o0pa3ioB, 00padoTaHHBIX
yibTpa3BykoM 120 MUH BHJHBI pa3pbIXJIEHHBIE Ipa-
HUIBI YacTull (puc.9a).

HekoTopsie yrmepomHple YacTHIBI HMEIOT
okpyriblie GopMbl (0T 20 HAHOMETPOB W BHIIIE).

CHHMKH CKaHHPYIOIIETO0 PacTpOBOI0 MHKPOCKOIA
CBUJICTEIILCTBYIOT O HAIWYHMU CIOHCTBIX CTPYKTYP,
a TaKXKe BCTPEUAIOTCS PACHICTUICHHBIC YATHHEHHBIC
yacTuibl (puc.90).

['OPEHME U IIJIASBMOXUMMUA
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Puc. 9 — Canmku [1OM (a) u CPM (6) o6pasna, obpadorannoro 120 MuH.

[Mpoduns MOBEPXHOCTH IUIACTHHKH HAHO-
rpadura BIOJbL JIMHUW CKaHUPOBAaHUS B 00Opasiiax
MTOKAa3bIBaeT, YTO TIOBEPXHOCTh HaHOTpaduTa HEOI-
HOPOJIHA, PA3HUIIA BHICOT IOBEPXHOCTH COCTABIISET
okoiio 10 HM, 9YTO COOTBETCTBYET BHICOTE CTYIEHEK,
00BIYHO HAOIIOJJAEMBIX Ha MOBEPXHOCTH KOMIIAKT-
HOro rpadura. MOXHO TIPEIIOIOKHUTH, YTO B TAKUX
IJIACTUHKAX COACPXKUTCSA OT 3 70 5 rpad)eHOBBIX
CIIOEB.

[Ipenmonaraercss U3y4HTh pPa3IUYHBIE YCIIO-
BUSl YBEJIHYECHHUs BbIXOJa TPa(EHOBBIX CTPYKTYp
paccMaTpUBaeMbIM METOIOM.

3akiouenue

B pabote paccMoTpeHa HOBask METOAMKA IIO-
JTydeHHs: TpadeHOBBIX CTPYKTYP NpPU BO3IACHCTBHUS
Ha rpaduT ¢ OEH30JIOM YJIbTPa3BYKOI'O IMOJIsA. DKC-
HEepUMEHTANIbHBIE PEe3yIbTaThl MOKA3aJIN yBEIHde-
HHE KOHICHTpaIUH rpa)eHOBBIX CTPYKTYpP OT Bpe-
MeHHU 00y4eHHs o0pasia yIbTpa3ByKOBBIM IOJIEM
B uHTepBasie oT 10 mo 120 munyt. [lanHas meToau-
Ka TOJy4eHUs rpadeHa UMEIOT PAJ MPEHMYIIECTB
10 CPaBHECHUIO C JAPYTUMH HM3BECTHBIMH METOIAAMHU

nony4yeHus: rpadena. K HAM OTHOCHTCS TpocTarta
METO/a, IKOHOMHS BPEMEHH DKCIIEPUMEHTA, OTCYT-
CTBHE OKHCJICHUS, U COOTBETCTBEHHO HEOOXOJUMO-
CTH BOCCTaHOBJICHHS STHX 00pa3IioB.
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GETTING GRAPHENE STRUCTURES IN GRAPHITE WITH BENZENE
AT AFFECTING OF ULTRASONIC

B.A.Baitimbetova’, B.M.Vermenichev', Yu.A.Ryabikin? Z.A.Manzurov®
! Kazakh national technical university after K.l.Satpayev, Almaty
’Institute of physics and technology, Almaty
® Institute of Combustion Problems, Almaty

Abstract

Considered a new efficient method for the synthesis of graphene. The method is based on the chemical effects of
organic reactants (benzene, toluene) of pure graphite in the presence of the ultrasonic field. In the article consid-
ered by the chemical interaction of the organic solvent of benzene and graphite which leading to the destruction
of the weak carbon bonds between planes of graphite. Ultrasonic field contributes to more efficient destruction
of the van der Waals bonds. This method using benzene as the solvent, in contrast to other methods using acid,
solutions alkali , provides a more efficient way to obtain graphene structures. The article describes a method of
obtaining graphene structures and investigation of the structural features of the methods of Raman spectroscopy,
scanning microscopy and transmission electron microscopy of high resolution. The results of investigation of
these samples on this methods and discussion them.

I'PAOUTIIEH BEH30J11bl BATAHIA 'PA®EH KYPBIUIBIMbBIH AJTY
VJABbTPAJIBIBBICIIEH BOMBIHIIIA

B.A.BaiituméeroBa’, B.M.BepMeaneBl, 10.A Pa6ukun’, 3.A.Mchyp0133
! K.M.Carnaes ateinmars: Kasak VITTBIK TEXHUKAJIBIK YHUBEPCUTET, AJIMAThI
*DU3HKA-TEXHUKABIK UHCTUTYT, AJIMaThI

® YKany npoGreManapsl HHCTHTYTBI, AJIMATEI
AHHOTALUSA
I'padennpl cunTe3neymiH xaHa 3(Q(EeKTUBTI 9ici KapacThIpbUIAAbl. OMIC YIBTPAABIOBICTEI OPIC KATHICHIMEH
OpTaHHKaIBIK peareHTTepliH (OeH301, Toimyon)Taza rpaduTKe XUMHSJIBIK 9CEpiHE HerizuenreH. Makanaaa
rpaduTTI Ka3bIKTHIKTAP/IA OJICI3 KOMIPTEKTI OalTaHbICTApABIH KUPaybIHA aJbIll KeJETiH, OpraHuKabIK epiTKill
OeH30J1 MEH TPapUTTTHIH XUMHSIIBIK 9PEKETTECYl KapacThIPbUIFaH. YIIbTPAIbIOBICTHIK Opic BaH-Iep-Baanbabt
OaiinanpicTapAbIH 3G PEKTUBTI KUpaybIHA JKaFJai Kacaiibl.
Benzomnap! epiTKinn peTiHae KOJJaHbUTATEIH 0acKa KBIIKBULIAP, CLITI epiTiHAUIePiH KOJINaHBIIATHIH SJiCTepre
KaparasJia rpadeHapl KypbUIBIMIIBL anya 3 QEeKTHBTLIIr KOFaphl ofic. Makanana, rpadeHIbl KYPbUTBICTHI ATy
MeH KYPBUIBIMABIK epeKIICTIKTEPiH KOMOWHALMSUIIBIK COYJICHI MIAIIBIPATY CIIEKTPOCKOIUS, MOJIAIP SIEKTPOHIBI
MHUKPOCKOITUS KOHE PACTOJBIK CKaHEpIeyIli MHKPOCKOMHS 9IICTEMECi KeNTipiireH. AJIBIHFaH YITiIEpai OChl
OIiCTICH 3epTTEYIep HOTWKEIIepl MEH OJIapIbl TAKBIIAY HOTHKEIEpl OepireH.
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