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QJIEKTP YYKYHAYK JUCIIEPCTOO METOJ1Y MEHEH
CUHTE3JIEJTI'EH HAHOI'PA®UTTUH KbBIYKBIJIJIAHBIIIBI

Camuwieanoueea I'.5.

OKHUCJIEHUE HAHOT'PA®UTA CUHTE3UPOBAHHOI'O
METOAOM 2JIEKTPOUCKPOBOI'O JUCIIEPTTMPOBAHMUA

G.E. Satyvaldieva

OXIDATION OF NANOGRAPHITE SYNTHESIZED
BY ELECTROSPARK DISPERSION

VIIK: 546.26-162

Tpagpummun cnupme scana cyyoa s1eKmp YUKyYHOYK Ouc-
nepcmeo npoOyKmulLIAPbIHbIH HCAPAMBLIbIULLL HCAHA OUCNEPC-
Myyayey peHmeeHn pasanvik AHAIU3 HCAHA INEKMPOHOYK MUKPO-
CKONUs MemoOOOPYH KOJIOOHYY MeHeH aHbIKMAIObL. DleKmp yu-
KVHOYK OUCNEPCMOO WAapmblHOA CYIOK YOUPOHYH HCAPAMbLIbI-
WblHa Kapabacmar epapummun #o20pKy OUCnepCmyy KyKym-
06pY aANbIHAPBIH OUPDPAKMOSPAMMANAPObIH AHAIUZU KOPCOM-
my. Koecepenmmuk uaevinyy 061aCMbIHbIH OIUOMYH ICENMOO
(7,5 Hm) dcana muxkpogomoezpagusanapoar 661yKUOI6POYH Op-
MoYo 614OMOOPYH (8-9 HM) AHBIKINOO HCLLUBIHMBIKIMAPbI HAHO-
epagummun natida donyuiyn oanundeim. Cnupmme cunmes-
Oenzen Hauoepagummun oepusamozpammacovinda 400-700°C
memnepamypansik 001acma UHMeHCU8OYy KeH IK30mepMuKa-
JIbIK NUK GOJIOM Jicana an yaeynyH maccacviuvin 96,5% azativl-
wbl Menen kowmoaom. Cyyoa anviHean HAHOZPADYUMMUH KblY-
KbLIOQHbIUbL IKU cmaodusi mMenen ocypem. Bupunuu cmaous
340°Coacbl 9K30mMepMUKATILIK NUK HCAHA YASYHYH MACCACLIHbIH
14,25% o320pyuty menen xowmonom. Kvluxvinoanyynyn sxum-
yy cmaouAcvinoa yaeynyn maccacwl 74,5% azaiiam orcana an
404°Coacer uHmeHcugoyy 3K30MepMuKaivik @gexm MeHeH
MyHoe30010m. QuieHmun, HAHOZPAGUMMUH MEPMUKATBIK KblY-
KbLI0AHYY MEXAHUSMMUHE CYIOK YOUPOHYH HCAPAMbLIbIULLL MAa-
cup smepun OuphepeHyuanOblK mepMuKaIblk AHATUZOUH HCbLL-
bIHMbIZHl KOPCOMMY.

Hezuseu co300p: KoiuKbliOanyy, Hamozspagum, s1eKxmp
VUKVHOYK OUCNepCmoo, peHmeeH-(a3anblk ananus, d21eKmpoH-
O0YK MUKPOCKONUS, OupepeHyuanoblk-mepMuKaiblK aHaIus3.

Memooamu penmeenohaz08020 aHanu3a u MeKMpPOHHOT
MUKPOCKORUY YCMAHOBILEHbI NPUPOOd U OUCHEPCHOCb NPOOYK-
MO8 ANEKMPOUCKPOB02O OUCNEPSUPOSAHUs epaduma 6 Smuio-
60M cnupme u 6ode. Ananuz ougpaxmozpamm noxkasvieaem,
YUMo 6 YCIOBUAX INEKMPOUCKPOBO2O OUCNEPSUPOBANUSL HE3ABU-
CUMO OM NPUPOOLL HCUOKOU CPedbl NPOUCXOOUmM 00paszosanue
8bICOKOOUCNEPCHO20 nOpowika epaguma. Pesynomamor pacue-
ma pasmepa obiacmu Ko2epeHmno20 paccesinus (7,5 Hm) u on-
pedenenue cpedHezo pazmepa wacmuy (8-9 um) uz Muxkpogomo-
epaguil noomseparcoaiom odpasosanue Hanospaguma. Ha Oe-
pusamozpamme HAHOSPAPUMA, CUHMESUPOBAHHOZO 8 CRUpPME,

uMeemcs WUpOKUll UHMEHCUBHBIL IK30MEPMULECKULl UK 6 06-
aacmu memnepamyp 400-700°C u umo conpoeoscdaemcs
ymeHvuenuem maccul oopasya na 96,5%. Oxucaenue nanozpa-
guma, nonyuenno2o 6 800e, npoucxooum 6 0ee cmaouu. Ilepsas
cmaoust  CONPoBOANCOAeMcsi IK30MEPMUUECKUM NUKOM  NpU
340°C u usmenenuem maccol obpasya na 14,25%. Ha emopoii
cmaouu OKUCAeHus macca oopasya ymenvuiaemes Ha 74,5% u
OHA XapaxKmepusyemcs UHMEHCUSHBIM IK30MEPMULECKUM G-
gexmom npu 404°C. Taxum obpazom, pezynvmamot oupgepen-
YUATbHO-MEPMUYECKO20 AHANU3A NOKA3bIBAIOM, YO Npupood
HCUOKOLL Cpedbl OKA3bleaem onpeoesieHHoe GlUsHUe HA Mexa-
HU3M MEPMUYECKO20 OKUCIeHUs. HAHOZpaguma.
Kniouesnle cnosa: oxucienue, HaHO2paGUM, H1eKMpoUcKpo-

60e oucnepauposanue, peHmzeHoPasosblil aHamu3s, d1eKMPOHHAS
MUKPOCKONUSL, OuhepenyuanoHo-mepmuteckuil aHamus.
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The nature and dispersion of the products of the electro-
spark dispersion of graphite in ethyl alcohol and water have
been established by the methods of X-ray phase analysis and
electron microscopy. An analysis of the diffraction patterns
shows that under the conditions of electrospark dispersion, re-
gardless of the nature of the liquid medium, a highly dispersed
graphite powder is formed. The results of calculating the size of
the coherent scattering region (7.5 nm) and determining the
average particle size (8-9 nm) from micrographs confirm the
formation of nanographite. On the derivatogram of nanogra-
phite synthesized in alcohol, there is a broad intense exothermic
peak in the temperature range of 400-700 ° C and this is accom-
panied by a decrease in the sample mass by 96.5%. Oxidation of
nanographite obtained in water occurs in two stages. The first
stage is accompanied by an exothermic peak at 340 ° C and a
change in the sample mass by 14.25%. At the second stage of
oxidation, the sample weight decreases by 74.5% and it is cha-
racterized by an intense exothermic effect at 404 ° C. Thus, the
results of differential thermal analysis show that the nature of
the liquid medium has a definite effect on the mechanism of ther-
mal oxidation of nanographite.

Key words: oxidation, nanographite, electrospark disper-
sion, X-ray phase analysis, electron microscopy, differential
thermal analysis.
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B mocnenHne roapl NpOBOASTCS WHTEHCHBHBIE HC-
CIIEZIOBAHUSI TI0 CHHTE3Y M M3YYCHHIO CBOWCTB HaHO-
CTPYKTYPHBIX YIJIEPOAHBIX MATEPHAIIOB, B TOM YHCIIE Ha-
HorpaduTa, T.K OHH OONAaTArOT HEOOBIYHBIMU (DH3HUKO-
XMMHUUYECKHMMHU CBOWCTB U SIBIISIIOTCS IEPCIEKTHBHBIMU
MaTepuanamu i1 HaHoTexHoiorui [1]. Ilupokoe mpu-
MEHEHHE HaHOIUCIIEPCHBIX YIIIEPOJHbIX MaTepHaJIOB 3a-
BUCHT OT pa3pabOTKH MEPCHEKTUBHBIX METOM0B UX CHH-
Te3a. OHUM U3 MEPCHEeKTUBHBIX METOJO0B CHHTE3a HaHO-
JIICIIEPCHBIX MaTEPUAIOB SIBJISICTCS METOJ JJIEKTPOHCK-
poBoro nmcreprupoBanus [2]. B sTom merone cuHTE3
HAaHOMAaTEPHAJIOB OCYIIECTBISIETCS MO IEHCTBHEM KOH-
LIEHTPUPOBAHHOIN 3HEPTUU MCKPOBOTO paspsiaa u, KOTo-
PBIit CONPOBO’KAACTCS BBIICICHUEM BBICOKOH TEMIIepaTy-
pot 1o 10000°C, noctaToyHOM I paciyiaBiACHUS U Jaxe
3aKMNAHU JUCIEeprUpyeMoro MaTepuana. BosHukaro-
IIMH B YCJIOBHUSIX HCKPOBOTO pa3psiia BEICOKOE JaBJICHUE
CHOCOOCTBYET PaclpOCTPaHEHHIO PaCIUIaBIEHHOTO MaTe-
pHana B BUAE MEIKUX YAaCTHIl B OKPYXKAIOUIYIO KHUIKYIO
cpeny c¢ temmeparypoit 30-50°C. B pesymbrate mpowc-
XOJMT BBICOKOCKOPOCTHOE OXJIAKICHHE YaCTHUI] U UX 3a-
KaJKa. A 3TO CO3/1aeT YCIOBUS JUISl COXpaHEHHS HEYCTOM-
YUBBIX HAHOANCIIEPCHBIX CHCTEM.

ITosToMy menbio HacTosIei pabOTHI ABIACTCS U3YUCHHUE
TEPMHYECKOTO  OKHCICHHS  KHCIOPOJOM  BO3AyXa

HaHOTpaduTa, CHHTC3UPOBAHHOTO METOAOM 3JICKTPOHC-
KpPOBOTO IHCIIEPTHPOBAHMS, C HCIOIB30BAaHUEM METOa
muddepeHIHaTbHO-TEPMUIECKOTO aHAIN3A.

Jns monmydeHuss HaHOTpapuUTa 3IEKTPOUCKPOBOMY
JIICTIEPTUPOBAHUIO MOJIBEPTaIUCH 3JIEKTPOABI U3 rpadu-
TOBOTO CTEPKHS B cpejie aTuioBoro cnupta (95%) u nuc-
TUJUTMPOBAHHOM BOZe. DHEPrHusl HICKPOBOTO paspsiaa coc-
taBasaa 0,05 mx.

J1n1s ycTaHOBJIEHUSI TPUPO/IBI M IUCIIEPCHOCTH 00pa-
30BaBIIMXCS NMPOAYKTOB UCIIOJIB30BAHBI METOIbI PEHTIe-
HO(a30BOro aHammM3a M 3JIEKTPOHHOW MHUKPOCKOIIHH.
Pentrenorpammel 1 MukpodoTorpaduu CHHTE3UPOBAH-
HBIX NPOAYKTOB CHUMAIIUCh COOTBETCTBEHHO Ha IH(paK-
tomerpe RINT-2500 HV, 1 Ha mpocBednBaromeM 3Jiek-
TpoHHOM MuKpockomne JEOL-2000FX.

JlepuBaTorpaMma CHHTE3MPOBAHHOTO HaHOTpadura
3amuchiBajgach Ha gepusarorpade Q-1000/D B Bozmyin-
HOI1 cpene, a 06pasiiel HarpeBauch 110 1000 °C co ckopo-
cthio 10 rpas/MUH OTHOCHTEIBHO OKCHIA AJTFOMHHUS.
Macca ananu3upyeMoro o0pasiibl coctaBmwia 50 Mr mpu
YYBCTBUTEIBHOCTH BeCOB 50 MT.

JudpakrorpamMmmsl HaHOTpadHTa, CHHTE3HPOBAHHO-
TO METOJIOM 3JIEKTPOUCKPOBOTO AUCIIEPTUPOBAHIS B BOJIC
U CTIAPTE TPEICTaBICHBI HA PUCYHKE 1.

(&)

20 24 a0

34 40 45 28 a0

Puc. 1. TudpakrorpamMmmsl HaHOTpadUTa, CHHTE3UPOBAHHOTO METOJIOM 3JIEKTPOHCKPOBOTO
mucneprupoBanus B Boze (1) u crimpre (2).
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U3 pucynka 1 BuaHO, 9TO qE(paKTOrpaMMbl 000UX
HPOIYKTOB, HOYYEHHBIX IIPH MJICKTPOUCKPOBOM IUCTICP-
THPOBaHMU rpaduTa B BOJE U CIIUPTE, HACHTHYHEL. Ha -
(dpaxkTorpaMMax MMEFOTCSI CHTHAJIBI ¢ MAKCUMYMOM IIPH
20=26,5°, koTopbic OTHOCATCA K rpaduty. Takum oOpa-
30M, METOJ] PEHTIeHO(a30BOro aHaIM3a MOJATBEPKIAAET
00pazoBaHue MOPOIIKOB IpaduTa MpH AIIEKTPOUCKPOBOM
JIICIIEpTUPOBaHUM rpaduTa B )KUAKOH cpejie.

Jnst  ycTaHOBJICHMSI JUCIEPCHOCTH YacTHUI[ MO-
pomkoB rpadura ObII paccyUTaH UX pa3mep obmacTu

JANAR?
8 5472 200.0KV  X108K

1

korepentHoro paccestaust (OKP) (dokp) Ha ocHOBe yIIH-
PCHUSI CHTHAJIA HA [IepUBATOrPAMME C UCIIOJIb30BaHUEM
ypaBueHus Leppepa [3]. Pasmep gacTuir mopomkos rpa-
(uta, HE3aBUCHMO OT MPUPOJIBI KHUIKON CPEJibl, COCTaB-
mset doxp = 7,5+1 HM.

CHsTBIE Ha MPOCBEYMBAIOLIEM 3JEKTPOHHOM MUK-
pockone (IT9M) mukpodoTorpadguu YacTHIl TOPOIIKOB
rpagura, HOJIy4YEHHBIX METOJIOM 3JIEKTPOUCKPOBOTO JIHC-
MIEePTUPOBAHUSI IPEACTABIICHBI HA PUCYHKE 2.

Puc. 2. [IDM-mukpodororpadun NOpomkos rpadura, moaydeHHbx B cnupTe (1) u Boge (2).

Jist onpesienieHus CpefHero pa3Mepa 4acTul] CHHTe-
3MPOBAHHBIX MOPOLIKOB Tpaduta Ux MUKpodoTorpaduu
00pabaThIBAIICh C UCIIOIb30BaHUEM ITporpaMmbl Imageld.
CpenHuil pa3Mep 4acTHIl OIPEIeNIsUId U3MEPEHHUEM Jina-
metpa 100 gactuir.

Pasmepsr OKP kpuctammmroB coctasmuser 7,5 HM, a
CpemHHe pa3Mepsl YacTHIl HOPOIIKOB rpadura 8-9 HM.
Cpennue pa3Mepsl YaCTHI] IPAKTHIECKH COBIIAAET C pas-
mepoM OKP. Yto mo3Bosisier caenars BeIBOJ 00 0Opazo-
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BaHWH HaHOrpa(uTa NPH JIEKTPOUCKPOBOM THCIEPTHPO-
BaHMU rpaduTa B KHUIKOH Cpele.

JlepuBaTorpaMmMbl HaHOTPa(UTOB, CHHTE3MPOBaH-
HBIX B CITUPTE U BOJIE, IPECTABIICHBI HA PUCYHKaX 3, 4.

AHanu3 JiepuBaToOrpaMM CHHTE3UPOBAaHHBIX HaHO-
rpaduTOB IOKAa3bIBAET, YTO OKUCICHHE BBICOKOIUCIIEPC-
HBIX TOPOIIKOB rpaduTa ¢ KUCIOPOIOM XapaKTepU3yeTcs
WHTEHCHUBHBIM MIMPOKHM 3K30TEPMHYECKUM 3PPEeKTOM
(puc. 3, 4).
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Puc. 3. lepuBarorpamMma HaHOTpauTa, CHHTE3UPOBAHHOTO B CITHPTE.

DK30TepMUYECKUI THK HaHOTpaduTa, CHHTE3UPO-
BaHHOTO B CIIUPTE, OXBATHIBACT TEMIICPATypPHBIH HHTEP-
Baj oT 400°C o 700°C 1 9TO CONPOBOXKAAETCS yMEHBIIIE-
HHEM Macchl 00pasia ¢ 00JIbIIo# ckopocThio. [Ipu okwc-
JICHUH TTOPOUIKOB Irpaduta 00paszyeTcs JUOKCH]| yTiiepo-
na CO; u B pe3ynbpTaTe Macca obpasiia yMeHbIIIaeTcss Ha

96,5%.

Xon kpusbix TG u DTA nepuBarorpaMMbl HaHOTpa-
¢uTa, CHHTE3MPOBAHHOTO B BOJIE, OTIMYACTCSA XOAa KPH-
BeIX TG u DTA nmepuBarorpamMmel HaHOTpauTa, MOTY-
yeHHoro B ciupte. 1o 200°C npoucxoaut ynajaeHue Bia-
TH, HaxojsIIeHCs B aacopOMpOBAHHOM COCTOSHHH B
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COCTaBE IPOAYKTOB AJIEKTPOMCKPOBOTO IUCIIEPTHPOBA-
HuA TpaduTa B Boste. OKucIeHne HaHorpaduTa Mpoucxo-
JIT B 1Be cTanuu. IlepBas ctaans compoBOXKIaeTCs 3K30-
TepMudeckuM nukoM Tpu 340°C U M3MEHEHHEM MacChl
obpasua Ha 14,25%. [lanHast cTagusi IpOTEKaeT B UHTEP-
Bauie Temriepatyp 200-380°C. Ha BTOpoii cTaguu okucie-
HUs Macca oOpasiia ymenbInaercs Ha 74,5% 1 oHa xapak-
TEpU3yeTCss MHTCHCHUBHBIM 9K30TepMU4ecKiM 3 dexTom
npu 404°C. B nerom npu HarpeBaHWW HaHOTpaduTa, mo-
JY4EHHOTO MpH 3JIEKTPOMCKPOBOM JIUCIICPTHPOBaHUU
rpadwuTa B Boge, 1o 1000°C B atMocdepe Bo3myxa macca
obpasia ymenpuaercs Ha 98,5%.
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Puc. 4. [lepuBatorpamMma HaHOTpauTa, CHHTE3UPOBAHHOTO B BOJIE.

Takum 00pa3oM, pe3ynbTaTel TU(QepeHIIHaTbHO-
TEPMHUUYECKOTO aHallu3a IO0KAa3bIBAIOT, YTO HA MEXaHU3M
TEPMHUYECKOTO OKHUCIEHHs HaHOTpauTa OIpEeieNICHHOE
BJIMSIHME OKa3bIBaeT NPUPOJA KHUIKOH CPebl.

Jlutepatypa:

1. BemnkoB A.B., Cxpunuuk A.B., 3ymuna H.A. JlasepHsiii
CHHTE3 HAaHOPAa3MEPHBIX YIJICPOAHBIX CTPYKTYP M MX CBOIi-
ctBa. // 3Bectus By30B. [Ipubopoctpoenue, 2013. - T. 56.

- Ne9. - C. 50-56.

2. Jlomarexko K.I'., Onmmesckuii B.B., Mapuaun A.U.,
Adraagunaan E.I'. Ob6pazoBanne HaHOpa3zMepHOH (pak-
LU METAJJIOB TIPH 3JIEKTPOUCKPOBOIT 00paboTKe rpaHy:I. //
DrexTpoHHas 06paboTka Marepuanos, 2013, 49(6). - C.80-
85.

3. AsumnHukoBa E.A., BopooOreBa C.A. CuHre3 u cBoiicTBa
HAHOYACTHUI] MEJH, CTaOMIN3UPOBAHHBIX MOJNUITHICHIIIN-
kosreM. // Bectauk BI'Y, 2013. - Cepus 7. - Ne3. - C. 12-16.

50



