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Annorauus: IlokazaHo, 9To mpenBapuTenbHas MOATOTOBKA 00Pa3LOB BIUSET HA CTPYKTYPY
U CBOICTBa OKCHAA rpaduTa W YaCTUYHO BOCCTAHOBJICHHOI'O OKCHAA rpaduta mpu HX
uccienoBanny  puzndeckumMu Metogamu. Croco0 BeICYIIMBaHHS OKcHaa rpadura Kak
MOCIEAHUIM 3Talm CHUHTE3a OIpeaeiseT ero MopQoJIOTHIO U CTPYKTypHbIe cBoiicTBa. [lpu
BBICYIIIMBAHUM METOJOM CyOnmManuu (PUKCHPYETCS COCTOSHUE OKcHaa rpadura B BOIHOM
CyCIEH3UM JO0 Hayaja [polecca CaMOyHOpsAIOYMBAaHUSA €ro  JIMCTOB, JaHHBIE
PEHTTEHOCTPYKTYPHOTO aHalM3a CBHUJCTEIBCTBYIOT O €r0 PEHTTEHOAMOP(PHOM COCTOSHHH,
BHEIIHUI BHJI BBICYIIEHHOTO OKCHJa rpaduTa — CBETIO-XKENTHIH MOopouiok. BeicymuBanue
BOJIHBIX CYCIICH3HMH OKcHIa rpadura mpu TeMIepaTrypax BBIIIEC KOMHATHOW COTPOBOXKIACTCS
VIOPSAOYMBAHUEM CTPYKTYphl OKcuaa TpaduTa MHOJI JCHCTBHEM CHII MOBEPXHOCTHOTO
HaTsDKeHHsl 1 Ban-nep-Baanbsca ¢ ¢popmupoBaHreM TEMHO-KOPHUYHEBOW IJICHKH. MeTonamu
CKaHUPYIOLIEH M MPOCBEYUBAIOLIEH MMKPOCKONMHM I10Ka3aHO, YTO CIIOCOO OTAENeHUs
YaCTUYHO BOCCTAHOBJIEHHOTO OKCHJa TrpaduTa OT CTEKISHHBIX IOAJIOKEK, Ha KOTOPBIX
MIPOU3BOJUTCS BBICYIIMBAHHE TMPOAYKTA, MOXET MPHUBOJAUTH K TOJYUYCHHIO CMATHIX WU
pyJoHOOOpa3HBIX  CcTpykTyp. Ilpm  wuccnemoBaHuun  okcuaa  TrpaduTa  METOIOM
IIPOCBEYMBAIOIIEH AJIEKTPOHHOW MHKPOCKONHMM JAaK€ HENPOAODKUTENIBHOE BO3ACHCTBUE
yIbTpa3ByKa, UCMOIB3yeMOE MPU TPAAUIIMOHHOM CIIOCO0E HAaHECEHHsI MaTepuaia Ha MEIHYIO
CETKY TIepe] HCCIeOBaHUEM, MPUBOJAUT K CMUHAHUIO U YACTUYHOMY CKPYYMBAHHUIO KPacB
HAHOYACTHI] OKCHAa TpaduTa. MexaHHdyeckoe M3MeNbueHHEe OKCHAa TpaduTa MPUBOIUT K
pa3ymopsiIOYUBAHUIO CTPYKTYpPHl OKcHjia rpadutra M K YBEIMYCHHIO MEXITIOCKOCTHOTO

paccTosIHUSI.
Kniouesvie cnosa: oxcuo epaguma, cmpykmypa, mopghono2us nogepxHocmu, CKaHupyowast
9NeKMPOHHASA MUKPOCKONUS, npoCceeyUBaOUas. 9NeKMPOHHASA MUKPOCKONUSL,

DEHM2eHOCMPYKMYPHBIU AHATUS.

1. BBenenue

I'padperoBbie MaTepuaibl yKe MOPSAKA ABAIIATH JIET OCTAIOTCS HA THKE
nonynsipHocTr. HampaBnenneM co3nanus TakoBbIX yepe3 okcup rpadura (OI)
3aHMMAIOTCS MHOTHE HayuyHble jabopatopuu B mupe. O u momydaemsbiii u3
HEro OkKcuj rpadeHa HMEET CBOU YHHKAJIbHBIE CBOMCTBA, YTO IO3BOJIIET
TOTOBUTh HAa €ro OCHOBE pa3HOOOpa3Hble HaHomaTepuansl [1]. PasButuhe

HAHOTEXHOJIOTUY HEBO3MOXKHO IMpcaACTaBUTb 663 CUCTCMHOI'O U3YUCHU CBOMNCTB
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caMMX HaHomarepuayioB. HaHomarepuaibl SBISIOTCS  HEPaBHOBECHBIMU
CUCTEMaMHM, XapaKTEpHU3YyIOTCsS MOBBILICHHOW CBOOOJHOM SHepruen W,
CJIEIOBATEIIBHO, HOBBIIEHHON peaKkUMOHHON CIIOCOOHOCTBIO,
HEYCTONYMBOCTBIO, CKIIOHHOCTBIO K arperaliuu 1 U3MEHEHUIO CTPYKTYPBHI.

B Hacrosimee BpeMsi aKTMBHO BEIETCS IpolecC yHU(PUKAIUU
HaHOOOBEKTOB (pa3zpabotranbl ['OCThI, permaMeHTUpPYIOIIHE HOMEHKIATYpPY
HaHOOOBEKTOB [2, 3] u metomoB wuccienoBanus [4, 5]). Cranpaptuzanus
METOJIOB MCCIIEI0BAaHUSI HAHOOOBEKTOB BCIIEJICTBUE MX MHOTO0Opa3Hs, a TaKxKe
BCE €IlE MNPOAODKAIOUIErOCs MpOIEecca HAKOIUIEHUS SKCIEPUMEHTAIbHBIX
JAHHBIX, enle He 3aBepuieHa. C 0HOW CTOPOHBI, IPUBOJIUT K TOMY, UTO KaK/IbIii
UCCJIEN0BATENb MOIXOUT K U3yYEHUIO HAHOOOBEKTA UCXO0/I U3 UMEIOLLErocs y
Hero omnbiTa W BuaeHUs. C JOpyroil CTOpoHBI, 00€CIEUMBAET MPOCTOP JIA
HEOXKMJIAaHHBIX OTKPBITHI, CaMO€ 3HAYUTEIbHOE H3 KOTOPBIX IPUBEIO K

nonyueHuto A. I'eimom u K. HoBocenoBeiMm HoOeneBckoit mpemun — «3a
HOBATOPCKHUE OKCIIEPUMEHTHI 10 HCCIEJAOBAaHHUIO JABYMEPHOIO Marepuaia
rpadeHay.

AHalIM3 TUTEepaTypPHBIX JAHHBIX MOKa3all, YTO MCCJIEAOBATEIM HE BCEraa
OMHCBHIBAIOT MPOIEAYPY NOATOTOBKM HAHOOOBEKTOB, B dacTHocTH OI, k
MOCJICTYIONTUM (PU3NYECKHUM METOAaM HCCIeAOBaHUS (HarpuMep, METOJTaMH
ANIEKTPOHHON CHEKTPOCKONHH, PEHTTEHOCTPYKTYpHOro aHanu3a). llenbio
npemjiaraeMoil  paboTel ObUIO H3y4YEHHE BIMSHHS PA3JIUYHBIX CIOCOOOB
noAroToBku oOpasuoB OI' mepea ucciaeqoBaHUSIMUA METOAAMHU DJIEKTPOHHOM
MHUKPOCKOIINN (CKaHHUPYIOIICH M MPOCBEYMBAIOINICH) U PEHITEHOCTPYKTYPHOTO
aHaJu3a Ha MOoJIy4aeMble Pe3yJIbTaThl.

2. MarepuaJjbl U METO/bI

Bce uccnenoBanus nNpoBe€HbI C OUYUILEHHBIM MMPUPOJAHBIM YEITyHYaThIM
rpadgutom Formula BT 2935APH (Superior Graphite Co, USA, conepxanue
yraepoaa 99,95%, pazmep 90% ero gactuir cocraBisgeT MmeHee 32 MkM.). CuHTE3
oKcuja rpadguTa MpOBOAWIM MO METOoAy XamMmepca ¢ U3MEHEHHSIMHU, KOTOphIC
omucanbl B pabore [6]. Ilociae cunHte3a OI' M ero OTMBIBKM BBHICYIIMBAaHUE
oOpasla MpoBOJUIN ABYMsI CIIOCOOAMU: B CYIUIMJIBHOM IIKady Ha BO3AYyXE MpHU
50°C u mMerogoMm cyOJUMalMy TMOCHe 3aMOPaXUBAHHUS B JKHIKOM a30Te.
YactuuHoe BoccraHoBiieHre Ol mpoBOAWIM C TPUMEHEHUEM WHIWBUAYAJIBHO
NaOH, Na,S,0, wunu §IUQEHWITUOMOYECBUHBI, TIOJYYCHHBIE MPOAYKTHI

BOCCTAHOBJICHUSI 0003HA4YeHbl 60— NaOH , 6Ol —Na,S,0,, 6OI —PhThio

cooTrBeTcTBeHHO. [[nsi BocctaHoBieHuss OI' B TepMOCTAaTUPYEMBIN pPEAKTOP
nomemand Boauyro cycrnensuio O (4 mr/cm®), cmech oOpaOaTbiBaiu B
ynbTpa3BykoBoil BanHe Codyson CD-4800 (42 xI'u, 70 Bt) B Teuenue 30 mun
JUIS TIOJIy4€HHUsl CYCIIEH3MM OKcuaa rpadeHa. 3aTteM 100aBIsIIM B PEaKTop
HAaBECKYy  BEIIECTBAa-BOCCTAHOBUTENS UL CO3/aHUs  HEO0OXO0IUMO
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koHneHTparuu (0,1 M Na,S,0; unu 0,04 M nudennntuoMoueBuHbl). B ciydae
BoccTaHoByieHus1 OI" pactBopom NaOH cycnien3uto OI' rotoBuiu cpasy B 0,1 M
pactBope NaOH . BoccraHoBieHue MpoBoauind npu temieparype 90+95°C B
teueHue 1 u (cunte3 6O’ — NaOH , 6O’ — Na ,S,0,) u 2 4 (cunte3 ¢OI" — PhThio) ¢

MEXaHWYECKUM TIepeMEelINBaHUEM peakInoHHOW cmecH. [locrme okoH4YaHWMS
BOCCTAHOBJICHHSI TIPOAYKT MSATUKPATHO MPOMBIBATN TUCTHILITMPOBAHHOW BOJIOM
(60I' = NaOH , 6OI' — Na ,S,0,) WIHA 3TUJIOBBIM COUPTOM (6OI" — PhThio ), OTIEIAS

BoccTaHoBIeHHBIN Ol ieHTpudyrupoBaHueM.

BricymuBanue MeToqoM CyONMManuu  IPOBOAWIM HAa YCTaHOBKE,
COCTOSIIIIEM M3 BAKyyMHOTO ILIACTUHYATO-pOTOpHOrO Hacoca HBP, a3zornHoun
JOBYIIKM W KOJOBI JUisi oOpa3la, COCIUHEHHBIX BaKyyMHBIMHU IIUIAHTAaMU U
CHaOXEHHBIX TPEXXOJIOBBIMU CTEKISTHHBIMU KpaHamu. Bonnyio cycnensuto OI
IIPY TIOMOIIM LINPHLIA HAHOCHJIM HA CTEKJISTHHYIO IOJJIOKKY, 3aTEM MTOJIONKKY C
oOpa3loM TMOMEIIaIM B SKUJIKMA a30T I 3aMOpakuBaHus oOpasla.
CyOnumanuoHHOe BhICYIIMBaHHE MPOBOAWIM B TeUeHHE | yaca, mojaepKuBas
3aMOpPOKEHHOE COCTOSTHUE 00paslia C MOMOIIBI0 OXJIAXKJAIOIEH cMecH JEN —
NaCl .

HccnenoBanre mMOBEPXHOCTH OOPA3LOB BBIMIOIHSIA METOJIOM pPacTPOBOU
(ckanupytoieit) anexkTpoHHoi Mukpockonuu (COM) (JSM-6490LV, Anonus) B
pexumax BTopuuHbIX (SEI) u otpaxkennsix (BEC) anextpoHoB. Metomom
npocBeuuBaroien 3ekTpoHHo Mukpockonuu (IIOM) (JEM-200A, «JEOLy)
IPOBOJMIN HU3y4yeHHE MOP(OJOTHH U BHYTPEHHEWU CTpyKTyphl yactul, Ol u
BOI'. ®opmupoBaHue o00pa3lOB [ MHUKPOCKONHUU OCYUIECTBIISJIM Ha
CHELMAIBHBIX MOKPHITHIX aMOP(HBIM YIJIEPOJIOM MEIHBIX CETKaX HaHECEHUEM C
NOMOUIBIO YJIBTPa3BYKOBOTO pacmhbunTens (35 k') BOAHBIX WM alleTOHOBBIX
cycrneH3uil o0pa3ioB. B oTaensHOM 3KCIIepUMEHTE UCCIIEI0BANIM JIBa BapuaHTa
dopMupoBaHus oOpas3lla Ha TMOKPBITBIX YIJIEPOAOM MEIHBIX CETKaX — C
UCIOJIb30BaHUEM YJIbTPa3BYKOBOIO pacmlbUIMTENsl U 0e3 Hero (B 3TOM ciyyae
BOJHYIO CYCIEH3UIO C IOMOIIBIO HIMPHIIA OCTOPOXKHO HAHOCWIIM HAa MEIAHYIO
CEeTKy M BBICYIIMBAJIM Ha BO3AyX€ INpH KOMHATHOW TeMmmeparype). ITo
UCCIeIoBaHUE TpoBeneHo st obpasua O, CHHTE3MPOBAHHOTO MO METOAY
Bbpoau (OI'-b). Metroauka cunre3a OI'-b onucana B padore [7].

CrpyktypHble wuccienoBanusi oOpasuoB OI' mpoBoguiau METOJIOM
PEHTIEHOCTPYKTYpHOrO  aHanmuza Ha  jgudpakromerpe  «IPOH-3» B
OTQUIBTPOBAHHOM MeAHOM u3nyuyeHun (A, =0,154181 um). CkaHupoBaHHE

o0pa3loB MPOBOAWIM B JuamnazoHe yrioB 20 ot 6 no 40 rpamycoB c
MOJIyYCHHUEM  pe3yJabTaTOB B  omu@poBaHHOM Buje. Jludpaxkrorpammsr
ucxognoro OI' 3amuceiBanu ¢ wucnoJib3oBanueMm IieHkn OI' U moporika,
MOJIYYE€HHOT'0 U3MeJibueHrneM B ObIToBOM kodeMoske mieHku OI'. O6pasibr OI
nocJje CyOoJMMaIMOHHON CYIIKH 3alMChIBAIA HEMOCPEACTBEHHO HA CTEKJISTHHBIX
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IHOAJIOXKKAaX.

3. Pe3yabTaThl M 00CyKICHUE

3aBepmiaromuM 3TanoM cuHte3a Ol sBiseTcs BBICYLIMBAaHUE MPOAYKTA,
KOTOpPO€ OCYUIECTBIIAIOT Pa3IUYHBIMHU CIIOCOOAMU: HArPEBAaHUEM B CYLIMJIBHOM
mkady npu armochepHom naBienuu [8] u B Bakyyme [9], cripeii-cymkoit [10],
MeTonoM cyonumaruu [11], BEICyIIMBaHMEM B 3KCHUKATOPE HaJ OCYIIAIOIIUMHU
pearentamu [12].

Hamu mpoBeaeno uccrnegoBanue BIAUSHHUS JBYX croco0oB cymku OI' Ha
ero crpykrypy. Ha puc. 1 npuBenerst COM-uzobOpaxkeHus MOpQOIOTHH
noBepxHoctd OI' mpu ero BeICymMBaHMM Ha Bo3ayxe npu 50°C m meToaom

CIIE 3aMOpPax

N

L1 20K X260 G 180um, _s0521- 1070 BEG I “20kv " x250 1o0um 0637 1062 BEC

Puc. 1. COM-u300paxkenus ucxogHoro rpaduta (a), obpasua OI' mocie BBICYIIUBaHUS
MeTooM cyonumaruu (0) u Ha Bo3ayxe mpu 50°C (B).

Bricymennsiii metogom cydmuManuu Ol mpenactaBisieT coO0i CIOUCTYIO
CTPYKTYPY, B KaKOW-TO CTETICHNU HAIIOMHHAET TEPMOPACITUPECHHBIN TpadUT WM
rapMoIIKy, MPOCMATPUBAIOTCS TpaHUIIBl MCXOJHBIX uyemyek rpaduta. Ilo
BHEIIHEMY BHJly BBICYIIEHHBIH TakuMm oOpazoM OI' mpexncraBisger coOoii
cBeTa0-0exeBblil mopowok. [lpu BeicymmBanuu Ha Bo3ayxe ciou Ol mop
JICUCTBUEM  CWJI  TIOBEPXHOCTHOTO  HaTsbkeHuWss W Ban-aep-Baanbca
YKJIQJIbIBAIOTCS B OJHO OOJBIIOE MOJOTHO, CIOUCTAasi CTPYKTypa COXpaHseTcs,
HO IpaHUll OTJEIbHBIX YENIYEK YK€ MPAaKTHUYEeCKHU HE BUAHO. Bo BHeNIHEM BUjE
Tak)ke HaOJII0Ial0TCs U3MEHEHUs — MmoydaeMas ruokas renka OI' ctaHOBUTCS
TeMHO-KopuuHeBOil. [lo-BuaAMMOMY, 3TO CBSI3aHO ¢ pa3mepom kiactepoB Ol

Bun cymku Bnuser Ha creneHb KpuctaummudHocth OI. Ha puc. 2
npuBeeHbl nudpakrorpammbl O, BBICYIIEHHOTO MOCTE CUHTE3a Pa3IMYHBIMU
crocobamu. [locie BBICYIIMBaHUS METOJOM CyOJIMMAIMM Ha TudpakTorpaMmme
MPUCYTCTBYET JIMIIb «Taj0», YKa3bIBAIOIIEE Ha OTCYTCTBHUE JaIbHErO MOPSIKA B
OI'. Ha nudpaxrorpamme OI' Boicymennoro npu 50°C (cm. puc. 2, kpusas 1)
MPUCYTCTBYET HMHTEHCHUBHBIM TIMK, COOTBETCTBYyROIIUU peduexcy 00/ uTo
yKa3bIBaeT Ha riayOoKuil mpouecc Kpuctammuzanuu. [Iporecc BoccTaHOBICHUS
OI' pa3nuuHBIMM BOCCTAaHOBUTEISIMH MOYKET CONPOBOKIATHCS H3MEHEHUEM
aJAre3MOHHBIX CBOMCTB IOJIy4Ya€MOr0 YAaCTUYHO BoOcCcTaHOBIeHHOro OI'
CTEKJIIHHOM TOBEPXHOCTH, HAa KOTOPOM OOBIYHO MPOBOJAT BBICYIIMBAHHE
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obpasuoB. Ha puc. 3 npusegensl npumepbl COM-1300paxeHnil «<MHTEPECHBIX)
PYJIOHOOOpa3HbIX CTPYKTYp HYacTHMYHO BoccTaHoBieHHoro OI', mnpuyem
oOpa3zoBanue dTUX (GOpM OOYCIOBJICHO TMPOLEIYpPOH COCKAOIMBAHUS CO
CTEKJIIHHOM MOJIJIOKKH, Ha KOTOPOU MPOBOJIUIIN BHICYIIIMBAHKUE 00pa3a.

[, oTH. ef.
1200+
800 -
2
400 -
1
0 . .

10 20 30 26, rpan.
Puc. 2. ludppaxrorpammst OI', Beicymensoro npu 50°C (1) u meronom cybnumaunu (2).

#

P

“10kv 2,500

i .
. g

—_—_— - 3 —_—
10k\. X2,500 ~ 10pnii 0776 1040 SEI 10KV X250 100pm 0775. 10 40 SEI

Puc. 3. COM-mukpodororpapuun 60I'—Na ,S,0, (a) u 60'— NaOH (0) npu pa3muyHOM
YBCIUUCHUH.

HeoxxupganHo okazanoch, 4YTO CKJIaguaTrocTh JmictoB O  MoxkeT
COXpAHAThCA MpPU HX HccIeqoBaHMM MeTtojgoM [IOM mocine mpuroToBiIeHUs
CYyCIIEH3UM YacTUYHO BoccTaHOBjieHHOTo OI' B aleToHe W YIbTPa3ByKOBOIO
JTUCTIEPTUPOBAHUS HA MEIHYIO MOI0KKY. Ha puc. 4 nmpuBeneHsl n3o0paxeHus
6O’ — PhThio C TIpeJBapUTENbHBIM BBICYIIMBAHUEM U OTIEJICHHEM O0pasla C
MOMOIIbIO CKpeOKa Tepe MPUTOTOBICHUEM alleTOHOBOW CYCIEH3UH W MHUHYS
ATy CTaJUI0: IPUTOTOBJIIEHUE AlIETOHOBOW CYCIIEH3MH MPOU3BOIWIM CPa3y IMOCIIE
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OTMBIBKH TTPOYKTa BOCCTAHOBIICHUSI.
BoisiBieno, uto cmnocod QopmupoBanus obpasua miisg cheMku [IOM-
MHUKpogoTOorpaduii Takke MOKET U3MEHATh HA0II0AaeMyI0 KapTHHY (pHcC. 5).

%

Puc. 4. IIOM-mukpodororpabun 6Ol — PhThio ¢ mnpenBapuTeIbHBIM BBICYITUBAHHEM U
cocka0OiaMBaHHEM NPOAyKTa (a) 1 6e3 3Tol cranu (0).

L

a . §)

Puc. 5. [I9M-Mukpodororpadpun OI'-b ¢ ucnonp3oBaHueM yiabTPa3ByKOBOTO JUCIIEPraTopa
npu HaHeceHWH oO0pa3noB (a) u 0Oe3 Hero (0); Ha BCTaBKaX — COOTBETCTBYIOIIUE

SJICKTPOHOI'paMMEIL.

TpaguoHHbI cioco0 HaHECEeHHs] HaHOMaTepuajga Ha MEIHYIO CETKY C
MOMOILIBIO  PACTIBUIEHUS]  yJIbTPa3BYKOBBIM JIUCIIEPraTOPOM  MPUBOJUT K
CMUHAHMIO M JaXX€ YaCTUYHOMY CKpy4yMBaHUIO KpaeB HaHoyactur OI'-b. B To
e Bpemsi 0e3 BO3leucTBUsA yibTpa3dByka ciou OI'-Bb coxpaHAIOT UCXOIHYIO
MPAKTUYECKUA IUIOCKYI0 (POpMY C BO3MOXKHBIM JIETKUM CIBHUIOM CJOEB JAPYT
OTHOCUTENBHO Jpyra B OJHOM HampapieHuu. CyllecTBEHHbIE W3MEHEHHUS
BHUJIHBI Ha JJIEKTpOHOrpamMme. be3 Bo3aencTBus ynbTpa3Byka cTpykrypa OI'-b
MPEACTABIACT COOOM MPAKTUYECKH MOHOKpHUCTAILT (cM. puc. 5 0). [locne gaxe
HECKOJIBKMX CEKYHJ BO3JCHCTBUS YJbTpa3ByKa IOSBIIIIOTCS XapaKTEpHBIE
OYyKKA Ha JJIEKTPOHOIpaMME€, UTO CBUJECTEIbCTBYET O  HEOOJbIIOM
BeepooOpazHoM cMemeHuu JucToB OI'-b.

Ocobennoctu OI' kak oOBEKTa HCCAEAOBAHHUS OBLTM OTMEUEHBI TIPH
UCCJIENOBAHUM €r0 CTPYKTYpPbl PEHTT€HOCHEKTPAIbHBIM METOAOM. [l
ycpennenus ooOpasma O oObrdyHO ero um3menpuanu. Ha puc. 6 mpuBeneHb
mugpakrorpamMmmbl OI' B BUIE TJIEHKH M TIOPOIIIKA, TOJYYEHHOTO MEXaHUYECKUM
U3MeJIbYECHUEM JTOM TUIEHKM B ObITOBOM Kodemosike. Okazanoch, 4YTO
JOTIOJTHUTENbHAS CTausl U3MENbUYCHHS] MPUBOJAUT HE TOJIBKO K YMEHBILIEHHUIO
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WHTEHCUBHOCTHU curHana npu 26 = 11,3°, coorBercTBytomiero pediekcy 00I, Ho
U K CABUTY MakcuMmyMa peduiekca B oOnactb Oosiee Maibix yrioB. [lo-
BUJIMMOMY, MEXaHUYECKOE HW3MEJIbUCHHUE IUIGHKH YacTUYHO HapyliaeT
CTPYKTYPUPOBAHHOCTb, U, BEPOSITHO, PACTeT TMIPOCKONMMYHOCTH 00Opasla, 4yTo

COIMPOBOKIACTCA YBCIMICHUCM MCKIIJIOCKOCTHOT'O PACCTOAHUA.
1, otH. ex.

6000 +

4000

2000 -

O T T T T
0 10 20 30 40 20, rpan.

Puc. 6. PentrenoBckue audpakrorpamMmsl tieHkH (1) u mopormka (2) OT'.

4. 3ak0ueHue

Takum oOpazoM, mpu wuccienoBanuu cBoiictB Ol ciieqyeTr y4duThIBaTh,
YTO ATOT Marepuan SBISICTCS JIAOWIbHBIM H3-32 HAJIUYUS HA TIOBEPXHOCTH
(GYHKIMOHATIBHBIX TPYII, BO3MOXKHOCTH 7 —7 B3aUMOJICUCTBUSI 0Oa3MCHBIX
mwockoctei auctoB OI'. Jlucter OI', a ocobeHHo okcupaa rpadeHa, o01anamT
rMOKOCTbIO, TOJ  JCHCTBUEM 7 -7  B3aUMOACHCTBUH  CKIIOHHBI K
CaMOCTOATENbHON cOOpke JUCTOB ¢ (QopmupoBanueM 3D-cTpykTyp win
cioucThiX TieHokK. [lon nefictBuem ynbrpasByka OI' cmocoOeH paciierisTbes
Ha OTJENbHBIE CIOM — OKcuA rpadena. [loaTtomy HEOOXOIMMO YYUTHIBaTh BCE
npoBoauMeble ¢ OI' MaHUTTYJISALMKY TIEpel METOJaMU UCCIeI0OBaHUS MOP(OIOTHH
MMOBEPXHOCTU U CTPYKTYPHBIX XapaKTEPUCTHUK, T.K. OHU MOTYT NPUBOJUTH K
MOJTYYEHHIO HEOKUIAHHBIX M PA3IMYAIOLIUXCS PE3YIbTATOB UL OAHOTO M TOTO
e o0pasia.

Paboma evinoanena npu noodepyxcke Munobpnayku P®, 6100xcemnas mema «Yenepoonwvie
HaHOYacmuysvl ¢ 3A0AHHOU Mopono2uel: cunmes, CMPYKMypa u @QU3UKO-XuMudeckue
ceoticmea, FRES-2023-0006.
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Original paper
GRAPHITE OXIDE: PECULIARITIES OF INVESTIGATION of this MATERIAL BY
PHYSICAL METHODS
N.V. Alemasova', D.I Bugorskaya', V.V. Burkhovetskii?, G.K. Volkova?, V.A. GlazunovaZ,
M.Yu. Zelenskii', M.V. Savoskin]

DOI: 10.26456/pcascnn/2023.15.008
Abstract: It is shown by physical methods that the preliminary preparation of samples affects the
structure and properties of graphite oxide and partially reduced graphite oxide- The graphite oxide
drying technique as the last synthesis stage determines its morphology and structural properties. At
drying by sublimation method, the state of graphite oxide in aqueous suspension before the beginning
of the process of self-ordering of its sheets is fixed, the data of X-ray diffraction analysis testifies its
X-ray amorphous state, the dried graphite oxide appearance is a light yellow powder. Drying of
graphite oxide aqueous suspensions at temperatures above room temperature is accompanied by the
ordering of the graphite oxide structure under the action of the surface tension and Van der Waals
forces with the dark brown film formation. It is shown by scanning and transmission microscopy
methods that the method of separation of partially reduced graphite oxide from glass substrates, on
which the product is dried, can lead to the formation of wrinkled or roll-shaped structures. When
graphite oxide is examined by transmission electron microscopy, even a short exposure to ultrasound
(used in the conventional method of depositing the material on a copper grid prior to examination)
results in wrinkling and partial curling of the edges of graphite oxide nanoparticles. Mechanical
grinding of graphite oxide leads to disordered graphite oxide structure and to the interplanar spacing
increase.
Keywords: graphite oxide, structure, surface morphology, scanning electron microscopy, transmission
electron microscopy, X-ray diffraction analysis.
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