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(57) Pedpepar:

Cnocib opepxaHHs rpadpeHy BKIOYaE MexaHOXiMiYHy 0OpobKy cymilli rpadiTy Ta XiMiYHO iHEPTHOro
TBEPOOro poswapyBanbHuUKa Y KynbOBOMY MIMHI MpW KiIMHaTHIA TemnepaTypi nNpu LWBWUAKOCTI
obepTtaHHa 100-600 06./xB. npotsarom 0,25-3 roa., BuOaneHHs TBepOoro XiMidHO iHEpPTHOro
BOAOPO34YMHHOro cybctpaty Bogoto. [ani 34iNCHIoTb CYLUIHHA OAepXXaHOro HaHOCTPYKTYPOBaHOIo
rpadity npu Temnepatypi 100 °C, 3 HaCTymHMM ynNbTPa3BYKOBUM [UCNEPryBaHHAM WNOrO B
OpraHiYyHOMY PO34YMHHUKY, KM 30kpema € N-meTunniponigoH, AumeTundopmamig Towo, npoTarom 1
rog., Ta BWAANEHHs KPynHUX TBEpPAMX YaCcTMHOK 3 OogepXaHoi Aaucnepcii rpadeHy LWAsxom
LeHTpUdYryBaHHs.
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KopucHa mopenb HanexuTb OO0 CnocobiB ofepxaHHs rpadeHiB, ski MOXYTb MaTu LIMPOKe
3aCTOCYBaHHS B €NEKTPUYHUX, ENEKTPOHHUX, OMTOENEKTPOHHUX Ta CEHCOPHUX MPUCTPOSAX, XiMIYHUX
[Xepenax CTpymy, enekTpokaTanizatopax, Npo30opux erieKkTpodax, KOMMO3UTHUX maTtepianax ToLLo
3aBASAKN CBOIM €MNEeKTPOHHUM Ta ONTUYHMUM BIACTUBOCTSIM.

Bigomo crnocobu opepxaHHA rpadeHy  WNSAXOM  XiMIYHOrO  BiQHOBMEHHS  MonepenHbo
CMHTE30BaHOIo OKcuay rpadpeHy 3 BUKOpUCTaHHSA rigpasuHy [D. Li, M.B. Mdller, S. Gilje, R.B. Kaner,
G.G. Wallace, "Processable aqueous dispersions of graphene nanosheets”, Nature Nanotechnology,
2008, vol. 3, p. 101-105] ab0 iHWKX BiAHOBHWMKIB, LUNIAXOM TEPMiYHOI 00pOoOKKM B opraHivHmx [S. Dubin,
S. Gilje, K. Wang, V.C. Tung, K. Cha, A.S. Hall, J. Farrar, R. Varshneya, Y. Yang, R.B. Kaner. "A
One-Step, Solvothermal Reduction Method for Producing Reduced Graphene Oxide Dispersions in
Organic Solvents", ACS NANO, 2010, vol. 4, p.3845-3852] a6o BogHux [K.-H. Liao, A. Mittal, S. Bose,
C. Leighton, K.A. Mkhoyan, C.W. Macosko. "Aqueous Only Route toward Graphene from Graphite
Oxide", ACS NANO, 2011, vol. 5, p. 1253-1258] po34mHHUKaX, LLUASXOM MIKPOXBUNbOBOI 06pobkn [W.
Chen, L. Yan, P.R. Bangal. "Preparation of graphene by the rapid and mild thermal reduction of
graphene oxide induced by microwaves”, CARBON, 2010, vol. 48, p. 1146-1152] a6o
doToBigHoBneHHs [Y. Matsumoto, M. Koinuma, S.Y. Kim, Y. Watanabe, T. Taniguchi, K.
Hatakeyama, H. Tateishi, S. Ida. "Simple Photoreduction of Graphene Oxide Nanosheet under Mild
Conditions", ACS Applied Materials & Interfaces, 2010, vol. 2, p. 3461-3466] Towio. NpoTe Ui meToan
He 3abe3neYvyoTb NOBHOIO Bi4HOBMEHHST OKCUAy rpadeHy.

Bionomo cnocobu opepxaHHs rpadgeHiB 6esnocepegHbo 3 rpadiTy LWASXOM po3Meny Moro
MIiKPOYaCTUHOK y BEPTMKaNbHOMY OUCKOBOMY MIWHI Y BOAI B MPUCYTHOCTI godeunncynbgary HaTpito
Ak noBepxHeBo-akTnBHOI peyosuHu (MAP) [C. Knieke, A. Berger, M. Voigt, R.N. Klupp Taylor, J.R&hrl,
W. Peukert. Scalable production of graphene sheets by mechanical delamination. Carbon, 2010, vol.
48, p. 3196-3204] 3 BuMAaneHHsM BENWKMX YacTUHOK 3a [OMOMOrok LeHTpudyrysaHHs. [poTe,
HaCTyMHe BMKOPUCTaHHSA ogepxaHux rpadeHis notpebye snganeHHs MAP.

B ocHOBY KopucCHOi Mopgeni noctaBneHa 3agada po3pobku 6Ginbll edgeKTMBHOro cnocoby
ofepxaHHs rpadeHiB, k1 He NoTpebyBaB 61 BUKOPUCTaAHHS aKTUBHUX XiMiYHMX peareHTiB Ta [AP.

MocTtaBneHa 3agaya BUPIWYETbCA TWMM, WO Cnocid opepxaHHs rpadeHiB cknagaeTbcs 3
HaCTYMHUX CTafin: MexaHOXiMi4HOi 0BpobKM cymilwi Mikponyco4ok rpadity Ta TBepOoro XiMivHo
iHepTHOro woao rpadity BOAOPO3YMHHOrO po3llapyBarnbHUKa Y KyNbOBOMY MIAWHI NpU KiMHATHIN
TemnepaTypi npu weuakocTi 06eptaHHsa 300-600 06./xB. npotsrom 0,25-3 rof., BuganeHHs TBEpAOro
iHEpPTHOrO BOAOPO34YMHHOrO posllapyBalibHUKa BOAOK, CYLUIHHA OAEpPXXaHOro HaHOCTPYKTYpOBaHOro
rpadity npu temnepatypi 100 °C, ynbTpasByKOBOMY AMCMEPryBaHHi CyXOro HaHOCTPYKTYPOBAHOrO
rpadity B opraHiyHOMY po34nHHUKY npoTtarom 0,5 rod. Ta BUAANEHHs KPYMHUX YaCcTUHOK 3 ogepxaHoi
avcnepcii rpadeHy WIsaxom LeHTpudyrysaHHs.

BHacnigok wapysaTtoi CTPyKTypu rpadiTy, 3B'A30K MK LIapamMu SKoro 3abesneyvyiotb nuwe cunm
BaH gep Baanbca, npoBedeHHA po3meny Cymiwi rpadity B NPUCYTHOCTI XiMiYHO iHepTHoro 6inbL
TBEPAOro, HiK rpadiT poswapyBanbHMKa nNpPU3BOAUTL [0 MEXaHIYHOro  pOo3LIapoBYBaHHS
MiKponyco4ok rpadity nig Aieto 3CyBHOI CKNaAoBOl 30BHILUHIX MeXaHiYHUX HanpyXeHb Ta CYTTEBOro
NMPUCKOPEHHS iX NoAanbLIOro ynbTpa3ByKOBOrO AUCMEPryBaHHs 3 hopMyBaHHAM rpadeHiB.

Hwx4ye npeactaBneHO OMNUC KOHKPETHUX NPUKNadiB TEXHIYHOI peanisauii 3asiBNeHoro Hamu
cnocoby. MexaHoximiuHy OOpOoOKy 3AilCHIOBanu 3a OOMOMOrOK KyNbOBOrO MAaHEeTapHOro MivHa
Pulverizette 6 (Fritsch, HimewyunHa) 3 aratoBum ctakaHom ansa posameny o6'emom 0,08 n, WO mMicTUTL
30 aratoBux kynb giametpom 10 mm. CniBBiZHOLIEHHSA MiDK Macoo KyJb Ta 3aBaHTaXXEHHAM CKragano
20:1. YnbTpassykoBy 06pobKy aucnepcin rpadeHy Ta okeugy rpadpeHy 34ilcHoBanm 3a 4ornoMOror
YNbTPa3ByKoBOro AesiHterparopa Sonopuls HD 2070 (Bandelin).

Mpuknag 1

50 mr mikponyco4ok rpacity (Ne043480, Alfa Aesar) Ta 1,95 r xnopuay Hatpito ("x4", Aldrich) sk
po3llapyBasibHMKa pPO3MIlLlyloTb B PO3MESIbHOMY CTakaHi NiaHeTapHOro MIMHa Ta NpOBOAATb
PO3MENOBaHHA CyMilli Npu KiMHaTHIA TemnepaTypi Ha wewuakocTi 500 06./xB. npotarom 1 rog.
MpooykT po3meny, SIKMIA BigAiNalTb Big 3acob6iB po3meny LUMSAXOM CyXOro MpOCitoBaHHS, peTernbHO
NPOMUBAOTbL BOAOK AMs MOBHOrO BUAANEHHs Xriopuay HaTtpito i BUCYLW YT Yy BakyyMi npu 100 °C.
Buxia HaHoCTpykTypoBaHoro rpagity ctaHoButb 40 mr. 30 Mr ogepXaHoro HaHOCTPYKTYpOBaHOro
rpadity poamiwytots y 20 mn N-MeTunniponigoHy Ta NpoBOAsiTb MOro ynbTpasByKoBY 0OOpPOOKy
noTyxHictio 20 BT npotsarom 1 rog. OgepxaHy AMCNEPCilo OYNLLYIOTh Bi BENMKNX YACTMHOK LUFISIXOM
ueHTpucyryBaHHa Ha wswugkocti 6000 006./xB. KoHueHTpauis ogepxaHoi aucnepcii rpadeHy
ctaHoBuTb 0,36 mr/mn.
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Mpuknag 2

Mpouenypa byna Takow X, AK y BUNAAKY npuknagy 1, npoTe WBUAKICTb 06epTaHHa MNuHa npu
MexaHOXiMiYHun obpobui cknagana 400 06./xB. KoHueHTpauis pgucnepcii rpageHy B N-
MeTunniponigoHi ctraHoBuTtb 0,22 Mr/mn.

Mpuknag 3

Mpouenypa Byna Takok X, SK y BAUNAAKy npuknagy 1, npoTe WBUAKICTb 06epTaHHA MInHa npu
MexaHOoXiMiyHun obpobui cknagana 300 06./xB. KoHueHTpauia aucnepcii rpadeHy B N-
MeTunniponigoHi craHosutb 0,13 mr/mn.

Mpuknag 4

Mpouenypa Byna Takol X, AK y BUNAAKy npuknagy 1, npoTe WBUAKICTb 06epTaHHa MNuHa npu
MexaHoxiMiyHun obpobui cknagana 200 06./xB. KoHueHTpauia aucnepcii rpadeHy B N-
MeTunniponigoHi ctaHosuTb 0,04 mr/mn.

Mpuknag 5

Mpoueaoypa 6yna Takow X, Sk y Bunagky npuknagy 1, npote 3amicte N-meTtunniponigoHy
BUKOpuUcTOoBYBanu aumetmndgopmamia. KoHueHTpauis gucnepcii rpadeHy B aumeTtundopmamigi
ctaHoBuTb 0,3 Mr/mn.

BigcyTHicTb OKMCHEHHs1 rpadieHy, ofep)KaHoro B pes3ynbTaTi MexaHOXiMidHOi 0B6pobkn rpadity,
nigTBEPOKYETLCA MOSNOXKEHHAM MaKCMMYMYy B €ENEKTPOHHOMY CMEKTPI MOrNMHaHHA avcnepcii B obnacTi
270 HM, a TakoX BiACyTHicTio B IY-cnekTpi cmyr, Wo BignoBigalTb KMCEHbBMiICHMM rpynam (1730,
1640, 1373, 1220 ta 1070 CM'l). Ton hakT, Wo B pe3ynbTaTti MexaHoXiMi4HOI 06pobku rpadity B
NMPUCYTHOCTI XiMIYHO iHEpPTHOro TBEPAOro po3lapyBanbHWKA 3 HACTYMHOW YNbTPasBYKOBOO
ekcponiauielo TakMm YMHOM HaHOCTPYKTYpOBaHOro rpadity OAepXyloTbCcs Aucnepcii rpadeny,
NiATBEPIKYETHCA HAABHICTIO B PaMaHIBCLKOMY CriekTpi cMyr 1346, 1574 Ta 2695 cM™ Ta TOBLUMHOK
YactuHok 0,6-0,8 HM 3rigHO AaHMX aTOMHO-CUIOBOI MiKPOCKONMii.

HaBegeHi gaHi nokasyloTb, WO CMOCIO, Ak 3asBNSETbCH, A€ 3MOry ogepxysaTu rpadeHu
Oe3nocepenHbO 3 rpadiTy 6e3 3acTocyBaHHSA akTUBHUX XiMiUHMX peareHTiB Ta MAP.

Cnig 3a3HaunTi, WO HaBedeHi MpUKNagu nuwe incTpylTb CTBOPEHHSA crnocoby, npoTte He
oOMexXyloTb Moro. [ns mexaHoXiMi4HOro poslwapyBaHHS rpadiTy sk XiMiYHO iHEpPTHOro TBepaoro
po3llapyBasnibHUKa MOXYTb OYTW BMKOPUCTAHi M iHLWI BOOOPO3YMHHI CMOSYKKU, 30KpeMa Cofli PidHUX
KUCnor.

®OPMYJIA KOPUCHOI MOJENI

Cnocid opepxaHHA rpadeHy, SKMN BKOYAE MexaHOoXiMiyHy 06pobKy cymiwi rpadiTy Ta XiMivHO
iHEpTHOro TBEPAOro po3llapyBanbHMKa Yy KyrnbOBOMY MIUHI MpU  KIMHATHIN TemnepaTypi npwu
weuakocTi obeptaHHa 100-600 06./xB. npotarom 0,25-3 roA., BuAaneHHs TBepaoro XiMmiyHo iHepTHOro
BOJOPO3YMHHOrO cybCcTpaTy BOAOH, CYLUIHHA OAepXXaHOro HaHOCTPYKTYpOBaHOro rpadity npu
TemnepaTtypi 100 °C, 3 HacTynHMM YnbTPas3BYKOBUM [OUCMEPryBaHHAM WOro B OpraHivyHoOMy
PO3UYMHHUKY, SKUM 30KkpeMa € N-metunniponigoH, gumeTtundopmamig Towo, npotarom 1 roa., Ta
BUAAnNeHHs KpYNHUX TBEPAMX YaCcTUHOK 3 oepXaHol aucnepcii rpadeHy LWNAaxXoM LeHTpudyryBaHHs.

Komm’'totepHa BepcTka M. JlomanoBa

[epxaBHa cnyxba iHTenekTyanbHOI BNacHOCTi YKkpaiHu, Byn. Ypuupkoro, 45, m. Knie, MCI1, 03680, YkpaiHa

OI “YxpaiHCbKWI iIHCTUTYT NPOMMUCIOBOI BNacHocTi”, Byn. [Na3yHoBa, 1, M. KuiB — 42, 01601



