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Annomayus.

B pabome npedcmasnenvt pezynbmanmol peHmeeHocmpyKmypHo20 aHAIU30 NIEHOK
oxcuoa epagena (OI), nonyuennvix npu pasnolx yerosusx cyuxu. Cycnensuio O’
CYWUNY NPU NOMOUWU CYOIUMAYUOHHOU CYWKU (TUOPUAUAYUL), eCeCMEEeHHOU
CyuiKe Ha OMKpPbIMoMm 8030yxe u 8 cyuwuivHom wkagy npu 105°C. Oxcuo epagena
(OI) cunmesuposaiu no MoOUPUYUPOBAHHOMY Memody Xammepca, UCNONb3Ysl 6
Kauecmee uUcxo0Hozo mamepuana nenozpagum (III). Kpucmaimunocmo
cmpykmyp naenok Ol uccredosanu npu nomowju peHmeeHoOUu@dpPaKyuoHHO20
ananusa (P@A) ¢ ucnonvzosanuem npoepammor OriginPro 8, 0na pasnoscenus
accumempudHblx pehieKco8 Ha cOCmassioujue.

Honyuennvie pesynomamuol ucciedosanus memooom PDPA, nossonarom noayuumo
OaHHble 00 USMEHEeHUU MEeNHCNIOCKOCMH020 paccmosanus naenok O, nonyuentvix
npU pasIudHbIX YCI08uax cyuiku. Tax, 3Hauenue Mexcniockocmuo2o paccmosatus,
onst OI" nonyuennozo uz I, no moouguyuposannomy memoody Xammepca, npu
DATUYHBIX YCIOBUSAX BLICYUUBAHUS MOJICEM 8apbupogamvcs om 6.2 00 9.8 A.

Jna yumupoeanusn: Ilanuna J1.B., E¢umoa O.C., [lonoBa A.H., Mcmarmios 3.P. Brnusaue ycroBuii cymku Ha
CTPYKTYpHBIC XapaKTepHCTHKU IUICHOK OKCHAa rpadeHa, MoiydeHHbIX u3 neHorpadura // BectHuk Kysbacckoro
roCy/IapCTBEHHOTO TeXHHYeckoro yuupepcutera. — 2021, — Ne 6 (148). — C. 5-12 — DOI: 10.26730/1999-4125-

2021-6-5-12

Beeoenue

Okxcup rpadena (OI') — nucT rpadeHa aTOMHOW TOJIIUHBI, JEKOPHPOBAHHBIN HECKOJIBKUMHE KHCIOPOIHBIMH
(hYHKIIMOHATBHBIMY TPYIIIAaMHA Ha €ro 0a3albHBIX IUIOCKOCTAX M €ro KpasiX, MPUBOISAIIAMH K THOPUIHOM
CTPYKTYpe, COCTOsIIeH W3 cMecH Sp2- W Sp3-THOPUAM30BAaHHBIX aTOMOB yriepona. V3ydeHwe (QHU3HKO-
XUMHUYECKHX CBOMCTB OF, TIOJIYYCHHBIC M3 PA3JIMYHBIX MCXOJHBIX MATCPUAJIOB ABJIACTCSI aKTyaJ'IBHOﬁ 3a11aqel71.
Oxcuj rpadeHa MOXKHO CHHTE3UPOBATH OKHCIIEHHEM rpaduTa ¢ MOCIeyIONIMM PaccloeHeM oKkcua rpadura 1o
okcuaa rpadena [1-5]. BoaMokHO momyueHne okcuaa rpadeHa u3 antpamura [6].
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®uznko-xMMHYECKHE, CTPYKTYpHbIE MM Mopdosiorndeckue cBoiicTBa cuHresupyemoro OI' 3HauMTeNnsHO
Pa3IMyaroTCs B 3aBUCUMOCTH OT MCIIOJIb3YEMOT0 METO/1a MOJTyYCHUS, JaXe Pa3IMYHbIe MapTHH OKcua rpadeHa,
MOJyYeHHBIE OJHUM M TEM K€ METOJOM OKHCJIEHHs, MOTYT UMETh HECXO0XKECTh B MX (DU3UKO-XMMHYECKHX
CBOICTBaX M3-3a PA3IMYMs B IIPOLECCaX LHEHTPU(YTHPOBAHUS MIIH CYIIKH.

[Ipouecc ymaneHWs BIarW W3 TBEPABIX M IACTOOOPA3HBIX MATEPHUANOB IyTeM €€ HCIApEHHs IIHPOKO
UCIIONIB3YeTCsl B XUMUYECKON TEXHOJIOTHH. Biiary MOXHO ymalsiTh U3 MaTepUaoB MEXaHHYECKHMH CIIOCOO0aMH
(¢pumsTpoBaHKEM, TICHTpU(YTHPOBaHUEM, OTcTanBaHneM). OHAKO OoJiee TTOTHOE 00E3BOKUBAHKE JOCTUTACTCS
IyTeM HCIApeHUs BJIard M OTBOJA OOpa3yIOIIMXCS IApOB, T.e. C NOMOINBIO TEIUIOBOW CYLIKH, IPH STOM
UCIIOJIb30BaHHE PAa3HOOOPA3HBIX YCIOBHH CYIIKH IPUBOJAT K MOIYyYSHHUIO HEOJIUHAKOBBIX THIOB OKHUCIEHHOTO
rpadeHoBOro MaTepuana.

Memoouka cunmesa

[enorpadur (I1T") momayyanu Tepmudeckoid 00padbOTKOI MHTEpKaIHMpoBaHHOTO coeanHenus rpadpura (MCT)
npu 900 °C B mydenbHol neun. MHTepkanupoBannsie coenunenus rpadura (MCI') mim okucneHHsbli rpagut Ha
ocHOBe HHUTpara Tpadura III - el crymenu mpemocraBieH TabopaTopuell XUMHH YTIEPONHBIX MaTEepHAIOB
MOCKOBCKOTO TOCYIapCTBEHHOTO yHUBEpcHTeTa uM. M. B. JIoMoHOCOBA, TIONTy4eHHBIH 10 MeTomuKe [ 7,8].

Oxwucnenue 11" mpoBoauIN MpH TOMOIIN MOAU(HUIIMPOBAHHOTO METOIa XaMMepca IIEpMaHraHATOM KaJlis B
CMeCH KOHIICHTPHPOBAaHHBIX cepHO W (ochoproit kmcmor. Cycmensuto OI' ocaxknmanmn Ha neHTpudyre u
BBICYIIIMBAJIN TIPH TIOMOIIH CyOIMMAaIoHHOH cymkH (Jmodunmsanun) npu -50°C (OI'-1), ecrecTBeHHOMH cymTke
Ha OTKpBITOM Bo3ayxe npu 25°C (OT'-2) u B cymunsHoM mikady mpu 105°C (OI'-3).

Obopyoosanue

Judpakrorpammer POA I1I" u mnenok OI' ObUTH MOJTyYeHBI Ha TOPOIIKOBOM PEHTI€HOBCKOM ] pakToMeTpe
Bruker DS ADVANCE A25 ¢ ucross30BaHHEM MOHOXPOMATH3upoBaHHoro uinyderns CuKa (A=1.54060A). Iins
MOTJIOIICHHSI HE XapaKTePHCTHYECKOTO H3IIyYCHHUs] HCIOJb30Baics Ni-QUIbTp Ha NEPBHYHOM MyYKe IpH
KOMHATHOW TeMIlepaType MO METOAY IOJIMKpUCTaia (MOpOIIKa). YCIIOBUS CBEMKH: KJIacCHYecKas cxema
(oxycupoBku 1o bperry-bpenrano (i ZOCTH)XEHHSI BBICOKOH MHTCHCHBHOCTH TU(PParupOBaHHOTO M3ITyYEHHS
M BBICOKOTO paspemieHus). Perucrpanus au¢ppakTrorpaMM NPOBOIMIACE B IIOMIArOBOM peXHUMe (mIar
ckaaupoBanus 0.02°, ckopocts ckanupoBanus 5%10-5 rpaxp/c). dudpaxrorpammer POA obGpabateBamuch ¢
UCTIONB30BaHNeM nporpaMmel OriginPro 8.

Obcyscoenue pe3ynbmamos

Pasnuunble napTuu okcuzaa rpadeHa, NoJTyueHHbIE OHUM M TEM K€ METOJO0M OKHCIICHHUS, MOTYT 00J1aJaTh
CTPYKTYPHBIM Pa3jM4MeM M3-3a IPOLECCOB MOJIYyYEHHsI CyXOro MPOJyKTa, T.e. BhICylIMBaHus. Tak, B padote [9]
MeTtogoM COM nokazaHo, 94To Mopdostorus nomydaemoro npoaykra OI' cuiabHO paziauyaeTcs B 3aBUCHMOCTH OT
YCJIOBUH CYLIKU.

B pabote, B kauecTBe OOBEKTa HCCIEAOBaHHS Hcmoiab30Banu IvieHKH OI, momydennsle u3 III' mo
MOIM(UIMPOBAHHOMY METOy XaMMepca, ¢ pa3InYHbIM METOOM BBICYIINBAHHS.

KpucrammmaHoCcTh, pacroyiokeHne aTOMOB M pa3Mep KPHCTANIOB Tpad)eHOBBIX MaTEpHAIOB MOTYT OBITH
HCCIIeIOBAHbI C MIOMOIMIBI0 peHTTeHOBCKO# audpakiym [10-12]. Ha pucynke 1 mpencraBiena nudpakrorpamMMa
II', coorBerctByromas [8] (a) m mpumep pasioxeHus peduexcoB PDA (6). Ha pucynke 2 mpuBeIcHEI
mudpakrorpamMmmsr o6pasmos OI'-1, OI'-2, OI'-3 (a,B,m) U puMepsI pasioxeHus pediekcoB POA stux oOpa3mos
(6,r,e). Pearrenorpammel ieHok O (puc.2) HMEIOT XapaKTepHbIe MUKU Audpakiuy npu yrimax 260 =9.3,10.5 u
13.8, nnst o6pasios OI'-1, OI'-2, OI'-3, cooTBeTcTBeHHO. [Ip1 m3MeHeHNH ycnoBuii momyuyeHus mienok OI'-1, OI'-
2 u OI'-3 npoucxXoJuT cCMeLIeHUe ToJIoKeHusT peduiekca Ha peHTreHorpaMMe B 00JacTh OonbmnX yriaos 20.
OtcyTcTBue nuka audpakiuu B o6pasuax O npu 6parrosekom yrie 20 = 26.4 (d = 3.4 A), cooTseTcTBYyIONIEE
nucxonHoMy marepuaiy-11I°, yka3piBaeT o MOJHOM OKHCIICHHH MaTepuaia, 9To coriacyercs ¢ [13]. Yeenuuenue
MEXIUIOCKOCTHOTO PAacCTOSIHUS OKHCIeHHOTo oOpasua OI, mo cpaBHEHHIO ¢ HCXOAHBIM Martepuanom III,
MOATBEPXIacT 3(GQPEKTUBHOCTh PEaKIWH OKHCIECHHS 3a CYET BBEICHHS KHCIOPOJHBIX rpymm. Pasmep
MEJKCIIOEBOTO PAcCTOSHHSA OIpPEAETIeTcs KOJIMYECTBOM M NPUPOJOH (DyHKIMOHAIBHBIX TPy Ha 0a3abHBIX
MOBEPXHOCTSIX OKCHJIa rpadeHa.

Bonee nerambHOE uccienoBaHME JUQPPAKIMOHHBIX IMKOB, C IIOMOIIBIO METOMOB pAa3OXKEHHs Ha
COCTaBJIAIONINE, MO3BOJIMJIO BBISIBUTH IIapaMeTpbl KPUCTAUIMYECKOHW pElmIeTKH M CTeNeHb pacHIupeHHs
OKHCJICHHBIX IPpa)eHOBBIX CTPYKTYP. ACCUMETpHYHbIE pedIIeKChl ObIIN Pa3IoKeHbI Ha MUKH, NPO(UIb KOTOPHIX
onuchiBaeTcs ['aycCMaHOM C MakCHMyMOM Ha yriiax 20, XapaKTepu3yIOUIMX OIpEeAeieHHbIe CyOCTPYKTYpBI
00pasIos.

PesynbTaThl peHTIEHOCTPYKTYPHBIX XapakTtepucTuk odOpasmoB 11T, OI'-1, OI'-2, OI'-3 mpencraBiieHbl B
tabnuue 1. CornacHo pa6ore [14], MmexruockocTHbIe paccTosiaus (door) 171t 00pa3IoB pacCYMTHIBAIHN O HOpMYIIE
(1), TAe A — IMHA BONHBI PEHTTeHOBCKOTo m3mydenus (A=1.54060 A); 6 — yron otpaxenus (001) ((001) — (002)
nnu (004)), N-IOPSIIOK OTPaXKEHHS, T.€. TIOJOKUTENBHOE 1[EJI0e YHCIIO0. TONINHY MMaKeTOB MOJIMAPEHOBBIX CIIOCB
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Puc. 1 Jugppaxmoepamma III" (a) u npumep pasnodxcenus pegpnexcoe PDA (6).
Fig. 1 PG diffractogram (a) and an example of the decomposition of XRF reflexes (b).
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(L¢) ouenuBanu mo dopmyne (2), rae Poor — mmpuHa peduexca (001) Ha nonoBune ero BbICOTHL. CTENeHb
rpadpuTanuu  ¢pa3sl (COOTBETCTBHE CTPYKType rpaduta) paccumteiBamm 1mo Qopmyne (3), rme 3.440 —
MEXIUIOCKOCTHOE PACCTOSHHE B YIiepole TypOOCTpaTHOTO CTpoeHHs, 3.354 — MEKIUIOCKOCTHOE PacCTOSHHE B
Oe3meekTHOM MOHOKpHCTa/UIe rpadura. [ITIOTHOCTH yIMaKOBKU CIIOCB paccUUTHIBaNU 1o (opmyne (4). Yucio
nonuapeHoBbix cioeB B nauke (N) ouenuBanu no ¢opmyse (5) [15,16]. IIpogonbHblil pa3Mep CTPYKTYPHBIX
anemeHTOB (L,) paccuntsiBasics mo gopmyne Yoppena (5) [17], rae Boor — mmpuna pediaekca (100) Ha momoBuHe
€ro BBICOTHI, Opo) — BEIMYMHA yIiia OTpaxkeHus mwiockoctu (100).

dooi = NA/2 sin Bl (1)
Lc=10.9 - A /(Boor - €OS Boor ) )
Y = (3.440 — door )/(3.440 — 3.354) (3)
p = 0.762/dooi (4)
N = Lc /door + 1 (5)
L.=1.84 - X /(Boor - cos Ooor ) (6)

Hioke mpencraBieHsl JaHHBIE PEHTTEHOCTPYKTYpHBIX XapakTepuctuk [, OI'-1, OI'-2, OI'-3, ¢ pa3noxeHueM
MMKOB HA COCTABJIAIOIINE MTPU MOMOIIH mporpammbl OriginPro 8.

O6pasen II" (Tabmn. 1) UMeeT Tpu KpUCTaUIHYecKue (Ga3kl, C MEXIIOCKOCTHEIM paccTostaueM d = 3.4-3.8 A,
W3 penrreHocTpykTypHOi xapaktepuctuku [1I" BuaHO, uyTo oOpaser coctout Ha 2% (daza 1), 56% (da3a 2) u
42% (thaza 3) u3 73-cnoitubix, 39- u 125-CoWHBIX TaYCeK MOJHAPCHOBBIX CIIOEB, COOTBETCTBEHHO. [Ipu OKHCICHUN
III' no OI', HPOMCXOOUT YyBETHUEHHE MEXKIUIOCKOCTHOTO PACCTOSHUS, CBS3aHHOE C IPHCOCTUHEHUEM
KHCJIOPOAHBIX IPYIIT K HOBEPXHOCTH Ipad)eHOBOrO JINCTA.

W3 tabm. 1 BUAHO, YTO MCHOJB30BaHUE JUODHMIBHOW CYIIKH IO3BOJISET MOJYYHTh HanOOJIbIIee 3HAYCHHE
MEXIUTOCKOCTHOTO paccTosuust d=9.5A, nns okcuma rpadena momyueHHoro us3 mexorpadura. EcTecTBeHHas
cymKka Ha OTKpeIToM Bo3myxe (OI'-2) m B cymmumeHOM mikady mpu 105°C (OI'-3) mpuBOIUT K MOITYYECHUIO
00pa3IoB ¢ MEHBIINM MEKIUIOCKOCTHBIM PAacCTOSIHHEM, YeM MpH CyOIMMaIMoHHON cymike. Tak, oopasen OI'-2
COOTBETCTBYET MEXILIOCKOCTHOMY paccTosumio d=8.5A, OI'-3 cootserctByer 0=6.4A. Tlpu usMeHeHuU
TeMIepaTypbl Cymky mwieHoK O’ mpoucXoauT yMeHbIIeHHE 3HAYCHNH MEKIUIOCKOCTHOTO PAaCCTOSHHUS.

Ha puc.3 npescrapieHa 3aBHCHMOCTb 3HaY€HHs MEKILIOCKOCTHOTo pacctosinus (d, A) o Temmeparypsl
cymku obpasua OI' (R?=0.9667). Ha puc.4 npejcTapieHa 3aBMCHMOCTh 3HAYEHHs IIPOJOJBHOTO pa3Mepa
CTPYKTYpHBIX 31eMeHTOB (L,, A) o Temneparypsl cymku obpasia (T, °C) OI' (R?*=1).

Takum o6pazom, metox POA mo3BossieT mody4duTh JaHHBIE 00 M3MEHEHNH MEXIUIOCKOCTHOTO PACCTOSIHHS B
obpasnax OI, momyuyenHoro mo moxamdupoBaHHOMYy Meroxy Xammepca u3 III'. TlomydeHHble 3HaUeHHS
MEKIUTOCKOCTHOTO PACCTOSHHS BAPBUPYIOTCA OT 6.2 110 9.8 A B 3aBUCHMOCTH OT METO/IA CYIIKH.

Paboma swvinonnena 6 pamxax cocydapcmeennoz2o 3adauus Mucmumyma yerexumuu U XUMUYECKO2O0
mamepuanosedenus UL YYX CO PAH no npoexmy 121031500512-7. Paboma evinonnena ¢ uchoib308anuem
o6opyoosanus KemI{KIT ®UL] YVX CO PAH.
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Puc. 2 Jlugppakmoepammor obpaszyos OI'-1, OI'-2, OI'-3 (a,6,0) u npumepul pasznosicenus pegiexcos POA
amux obpasyos (0,2,e).
Fig. 2 Diffraction patterns of samples GO-1, GO-2, GO-3 (a, ¢, €) and examples of decomposition of XRF
reflections of these samples (b, d, ).
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Ta6muna 1. PentrenocrpykrypHas xapakrepucruka 117, OI'-1, OI'-2, OI'-3.
Table 1. X-ray structural characteristics of PG, GO-1, GO-2, GO-3.

Temneparypa cymiku, °C

O6pase XapakTepucTHKA
da3a, Conepx. R2 20, d,A | LoA | Ly | p.r/em® | Nymr | Y, %
Ne dasbl, % rpaj A
1 2 23.3 3.8 350 716 2.00 73 -
Inr 2 56 26.4 3.4 171 350 2.26 39 83
3 42 0.9977 | 26.6 3.4 543 | 1111 2.27 125 100
1 100 26.4 3.4 331 677 2.26 76
1 1 10.9 8.1 128 261 0.94 14
or-1 2 54 9.5 9.3 87 178 0.82 8 -
3 45 0.9986 9.0 9.8 54 108 0.77 5
1 100 9.3 9.5 72 147 0.80 7
1 35 10.5 8.4 49 99 0.90 5
or-2 2 26 10.8 8.2 106 216 0.93 11 -
3 39 0.9995 | 10.2 8.7 19 39 0.88 2
1 100 10.5 8.5 52 106 0.90 5
1 44 135 6.6 33 67 1.16 4
or-3 2 15 13.8 6.4 74 152 1.19 10 -
3 41 0.9947 | 14.2 6.2 12 25 1.22 2
1 100 13.8 6.4 31 63 1.19 4
10 ..
: §r
B e 0.
or-1 OI-2 e,
< 1T T T e g
= 6 or-3
S5 y = -0,0201x + 8,6685
4 - o R?=10,9667
3 ® Ir
-60  -30 0 30 60 90 120

Puc. 3 3asucumocmo 3nauenus mexcniockocmuozo paccmosnus (4, A) om memnepamypul cywiku obpasya
(T, °C) Or".
Fig. 3 Dependence of the interplanar distance (d, A) on the sample drying temperature (T, ° C) of the
exhaust gas.

Puc. 4 3asucumocmsp 3nauenus npoooIbHO20 pazmepa cmpyknmypHwix snemenmos (Lq, A) om memnepamypor

Fig. 4 Dependence of the value of the longitudinal size of structural elements (La, A) on the drying
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Abstract.

This paper presents the results of X-ray diffraction analysis of graphene oxide
films obtained under different drying conditions. The exhaust gas suspension
was dried by freeze drying (lyophilization), natural drying in the open air, and
in an oven at 105 ° C. Graphene oxide (GO) was synthesized according to the
modified Hammers method using graphite foam (PG) as a starting material.
The crystallinity of the structures of GO films was investigated using X-ray
diffraction analysis (XRD) using the OriginPro 8 software to decompose
asymmetric reflections into components.

The obtained results of the study by the XRD method make it possible to obtain
data on the change in the interplanar distance of the GO films obtained under
different drying conditions. Thus, the value of the interplanar distance for the
exhaust gas obtained from the PG, according to the modified Hammers
method, under different drying conditions can vary from 0.64-0.95 nm.
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