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Memooamu mepmozpagimempii, peHmeeHi8CbKoi homoereKmpoHHoi cneKkmpockonii ma
e1eKMPOHHOI MIKPOCKONIT NOKA3AHO PI3HUYIO 8 OY008i NOBEPXHI MepMOpO3UUPEH020 2padimy,
ooepoicanozo 3 Oicyrvghamy epaghimy, AKul CUHME308AHO XIMIYHUM MA eNeKmpOXiMIYHUM
memooamu. J{oeedeno YmeopeHHs 38 A3Kie Midc eyz2ieyem i CipKolo 8 mMepMOpO3UUPEHOMY
epagimi, 00epocanomy npu 3acmocy8anHi eieKmpoXiMiuHo20 Cnocody cunmesy Oicyabgamy

epagimy.

A difference between surface structure of thermoexfoliated graphite, which have been
prepared of graphite bisulfate that was synthesized by chemical and electrochemical methods
has been shown by the methods of thermogravimetry, X-ray photoelectron spectroscopy, and
electron microscopy. A formation has been proved of bonds between carbon and sulfur atoms in
thermoexfoliated graphite that was prepared by electrochemical method employed.

Beryn

3 kinng 60-x Ta mouatky 70-X pPOKIB MPOBOAATHCS IHTEHCHBHI JOCIHIIKEHHS MPOLECIB
onep>xkanHs Tepmopo3immupenoro rpagiry (TPT), 3matHoro npecyBatucs 6e3 B spkydoro. [lompu
PI3HOMAHITHICTh ~ 3allPONIOHOBAaHMX METOAIB 1 TEXHOJIOTITYHMX BapiaHTIB  OJepXKaHHA
TePMOpO3IIHUpPEHoro TpadiTy, BCi BOHHM BKIIOYAIOTh CHHTE3 Ti€l YH IHIIOI CIOJYKH
iHTepkanmoBanHs rpadiry (CII) 3 HacTymHUM TepMiuyHHM JeiHTepKantoBaHHAM. OnepkaHuil B
Takui crocid y Burisni xyxe jerkoi macu TPI' mpu mpecyBaHHI YM MPOKATLi A€ THYYKHH,
MII[HUH, JIUCTOBUI MaTepiai, U0 Ma€ BUCOKY TEPMIUHY Ta XIMIUHY CTIMKICTb.

3 TeXHOJIOTIYHOT TOYKHU 30py HAMOLIBII BITOMUM 00’ €KTOM JJIs peaii3alii BUpOOHUIITBA
TEPMOPO3IMIMPEHOTO TpadiTy € CHOJYKH IHTEPKATIOBaHHSA MPUPOJHOTO Tpadiry CipyaHOIO
kucnororo (Oicynsdat rpadiry). [CHyIOTH 1Ba METOAM [UIS CUHTE3Y TaKUX CIIOJNYK: XIMIYHUH Ta
eJIEKTPOXIMIYHHHA.

[Tpu xiMiyHOMY crnioco0i cuHTe3y Oicynbdary rpadiry mopomox mpUpoIHOro rpadiry
00pOOJISAIOTh KOHIIEHTPOBAHOIO CIPYAHOIO KHUCIOTOIO 3 JI0JIaBaHHSAM CHJIBHMX OKHCHIOBAuiB,
takux sk K,Cr,07, CrO3, KMnOy4, HNO3, (NH4)2S,0s, H,0,. Ponb okucHIOBaYa 3BOJAMTHCS 10
“BinOopy” enekTpoHiB Bix rpadeHoBux kinacrepis.[1-3]. BinOip enekrpoHiB Bia rpadiry MoxHa
3JIIIICHIOBATH 1 IUTSIXOM aHOJIHOi OOPOOKH HOTO B BOJHUX €JIEKTPOJIITaX.

[Ipu po3risini TEXHOJIOTIYHUX ACIEKTiB CHHTEe3y cosiedl rpadity B [3] 3a3Havanock, mo
PI3HHUIIT MDK XIMIYHHUM 1 €JEKTPOXIMIYHHUM METOJaMH IOJIArae Juiie B crnocoli Bizbopy
€JIGKTPOHIB BiJ BYIJICLIEBOI MaTpUIli 1 MpU BUKOPUCTAHHI OJHIET 1 Ti€l K KHUCIOTH 1 BUXIAHOTO
rpadiroBoro marepiaay oOuBa METOIM BEAyTh JO 1IEHTHYHUX 32 CKIAJOM 1 BIIACTUBOCTSIMHU
npoaykTiB. I[Ipore HamMu mnokazaHo, IO 3pa3ku (OJIBIM 13 TEPMOPO3IIMPEHOTo Trpadity,

Ximis, gpizuxa ma mexnonoeis nogepxui. 2003. Bun. 9. C.150-155
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oJlep)aHoro i3 6icynbdary rpadiry, CHHTE30BaHOTO €JIEKTPOXIMIUHUM METOJIOM, MalOTh OLTbII
BHCOKI MEXaHIYHI XapakTepUCTUKHU B TMOPIBHIHHI 31 3pa3kamu (osibru, BurotosieHoi i3 TPT,
orpumanoro i3 CII', cuHTe30BaHUX XiMiuHUM criocoOom [4]. Ile BUKIMKAaHO, HA HAIl MOTJIS,
pi3HOIO OyZ0BOIO IOBEPXHI TEPMOPO3LIMPEHOTO TpadiTy, 01epP>KaHOTO PI3BHUMHU METOIaMHU.

B nmaniii po0OoTi HaBeseHO pe3yibTaTH MOPIBHAJIBHOTO aHali3y BJIACTUBOCTEH
TepMopo3mupeHoro rpadiry, ogepxkaHoro 3 Oicynbdary rpadiTy, CHHTE30BaHOIO XIMIYHUM i
€JIIEKTPOXIMIYHUM METOIAMH.

EKCHepHMeHTaJILHa qacTuHa

TepMmopo3mupenuii rpadit onxep)KyBajdu TEPMIYHHUM JIUCHEPryBaHHAM Oicyibdary
rpadiTy B KBapIIOBOMY PEaKTOpi, SIKUM OmycKayiu B momepenHbo posirpiry no 900°C maxTHy
enlekTpuyHy mid. bicynmedar rpadiry omepxkyBain 0OpoOKOIO MOPOILKY MPUPOJHOTO rpadiry
KOHLIGHTPOBAHOIO CipuaHo0 Kuciotoro (0=1,84 r-cM™) 3 3acTocyBaHHSM IepCyIbhaTy aMOHI0
SIK OKHMCHIOBAa4Ya, a TAKOK aHOJHOI 0O0pOOKOI0 MOPOIIKY MPUPOIHOTO TpadiTy 3a po3po0IeHOI0
HaMH METOJIMKOIO 3 BUKOPUCTAHHSIM CBUHIIEBUX €IIEKTPOIIB [5].

Jlnst BU3HAaUEHHS MOMIJIMBOCTI BUKOPUCTAHHSI CBHHIICBUX €JEKTPOIIB OYJI0 MPOBEIACHO
NOJIApU3ALINHI JOCTIKeHHS, pe3yiabTaTH SKuX HaBeaeHi Ha puc. 1. [lomspusauiiini KpuBi
3amucyBaiy 3a jornomMororo noreHmiocrara [11-50-1.1 3 BUKOpHCTaHHAM TPUEKTPOAHOT CKISHOL
KOMIPKH 31 IIBHAKICTIO po3ropTky notermiany 1 MB-c™. JIOMOMDKHHAM eIEKTPOIOM CIyryBaja
IUTACTUHKAa 31  ckioByriemtoo  po3Mipamu  20x30x2 mm. Sk enexkTpon  MHOpPIBHSHHS
BUKOPHUCTOBYBAJIM HAcHUYEHHMH XiopcpiOnuil enekrpon 3 mnoreHmianom 0,202 B BigHOCHO
HOPMAaJIbHOTO BOJHEBOTO €JIEKTPOJa, SIKMM po3MilllyBaiu B OKpeMiil ckistHIi 3 1 M po3unHOM
cynbary Harpito. Llum xe poszunmHOoM Oyno 3amoBHeHO 1 Kamijasp Jlyrrina. Pobounm
eNIeKTpPoJOoM Oyna ckiissHa TpyOKa 3 BHYTPIMIHIM JAiaMeTpoM 2 MM, IUIaBHO 3arHyTa 3 OJHOTO
ki Ha 180°. [Ipu 3anuci nonsgpu3zamniiiHol KpUBO1 CBUHIIEBOTO €JIEKTPOJia B 3arHYTHH KiHEIb
TpYOKH 3aBOJMIIM CBUHIEBHM CTPUKEHb, IKUH 3pi3yBalid MO Kparo TpyOKH, 1 /Ui 3armobiraHHs
NOTPAIUITHHS KUCJIOTH, 3a30pU MDK CTPHIKHEM 1 CTIHKOKO TpyOku 3anuBanu napadinom. [Ipu
3aMucl MONAPU3aALIMHOT KPUBOI JAUCHEPCHOTO IpadiTOBOrO €NEKTpoJa CBUHIEBHH CTpPHKEHb
po3Mmilanu B CKISIHIA TpyOui Tak, mo0 Horo KiHelb HE J0XOIWB A0 3pi3y 3arHYTOrO KIHIA
TpyOku Ha 1 cM. Ha Bepx CBHHIIEBOTO CTPYMOMIABOAY 3acuniayiv nopouok rpagiry 'CM-1.
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=
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E, MB

Puc. 1. TTonspuzariiini XxapakTepucTUKU CBUHIIEBOTO (1) 1 HacumHoro rpadgiroBoro (2)
enekrponiB B 2 M H,SOq4.
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Ha cBuHIIEBOMY €NeKTpoJi HE BiIMidaloThCs Oyab-AKi MPOLECH aX [0 MHOTEHIIANy
1,63 B, pu sKOMy MOYHHAETHCSA BUAUICHHS KUCHIO. CTpyM, IO TPOTIKaE 4epe3 eIeKTPO,
BUTpAYaETHCS HA YTBOpeHHs uiiBku PbO, Ha moBepxHi CBUHIIO.

Burnsaa monspusaiiiiHoi KpUBOI 3HAYHO 3MIHIOETHCS MPU HACUIIAHHI MOPOIIKY rpadiry
Ha CBUHIIEBUI cTpymomiaBia. Ha kpuBiii 3’BIs€TbCcst MaKCUMyM CTpyMy Tipu notenuian 0,6 B,
NIOB’A3aHUH 3 OKMCHEHHSIM MOBepxHi rpadity. Pizke miaBuieHus crpymy npu norenuiani 0,9 B
MOB’SI3aHO HE C BHUJAUICHHSM KHCHIO, a 3 TIPOIECOM IHTEepKaIOBaHHS Oicynb(dar-ioHIB Y
CTpYKTYpy rpadity. Uepe3 BITHOCHO 3HAYHY MOBEPXHIO rpadiry, HE MOCATAEThCS TPAHUYHUN
CTpyM wnboro mporuecy. Ilpu BiATBOpEeHHI LUX yMOB B €JNEKTPOXIMIYHOMY pEakTOpi NpHu
norenuiani 10 0,9 B Ha rpadiri iine HaKOMUYEHHS KHUCHEBMICHHX (YHKIIOHAIBHUX Tpyn (B
OCHOBHOMY (PCHOJIBHHX), TIPH I[OMY CTPYM CIIaJIa€ 332 EKCIIOHEHIIIaJJbHUM 3aKOHOM JI0 Hys. B
el MOMEHT KOHIIGHTpAllii KHCHEBMICHMX TPyl Ha TOBEepxHI rpadiTy mgocsrae CBOTO
IPAHIYHOTO 3HaueHHs (~2 Momb-Kr ) [6].

Pe3yibTaTtu Ta iXxHE 00rOBOpPEHHS

3pa3ku TepMOPO3MIUPEHOTO TpadiTy, ogepkaHoro 3 Oicyibhary rpadiTy, CHHTE30BaHOTO
XIMIYHUM 1 €NEKTPOXIMIYHUM METOJaMH, MaJHM OJHAKOBUU 30BHINIHIA BUTIJISAA 1 3/aTHICTH /10
npecyBanHs. OJHAK pe3ylbTaTH €JIEKTPOHHO-MIKPOCKOMIYHUX JOCHIIKeHb BKa3ylOTh Ha
ICTOTHY BIIMIHHICTH MOP(OJIOTIT YaCTUHOK TEPMOPO3LIMPEHOT0 rpadiry, 0JepKaHOro Pi3HUMHU
metoaami. I3 puc. 2 (B, T) BUIHO, IO MIKPOYACTHHKH TEPMOPO3LIMPEHOT0 TpadiTy, 0Jep:KaHoro
3 Oicynbdary rpadiTy, CHHTE30BAHOTO €JIEKTPOXIMIYHMM METOJOM, MAaOTh MEHII po3MipH, a
3207HO0 i MeHmry HacumHy ryctury (1 raM™), HDK YACTHHKH MaTepiany, ONEpXKaHOro 3
Oicynb(aty rpadity, CHHTE30BaHOTO XIMIUHUM CrIOcCOO0M (4-5 M),

B T
Puc. 2. MikpodoTorpadii 4aCTHHOK TEPMOPO3ITUPEHOTO rpadiry, oaep:kaHoro i3 dicynbdary
rpadiry, CHHTE30BaHOTO XiMI4HUM (@, 6) Ta enekTpoxXiMiyHUM (8, &) crIocodamu.
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3pa3ku TepMOPO3IIUPEHOTO rpadiTy, oJepkaHoro 3 6icynbdaty rpadiTy, CAHTE30BaHOT'O
PI3HUMHU METOJIaMH, MAIOTh BIIMIHHICTG 1 IPU TEPMIUHI 00pOOIIi.

TepmMorpamu 3HiManu Ha aepusatorpadi Q—1500D 3i mBuskicTio HarpiBanms 2,5°C-x™.
Pe3ynpTaTi nuX nochipKeHb HaBeAeH] Ha puc. 3. SIK BUAHO 3 PUCYHKA, JUIS TEPMOPO3IIUPEHOTO
rpagity, oxepxaHoro 3 Oicynbdary rpadiry, CHHTE30BAaHOTO EJIEKTPOXIMIYHMM IUIIXOM, B
iHTepBani temnepatyp 250-600°C xapakTepHi HEMOHOTOHHI 3MiHM Macu. [losiCHEHHS IBOTO
eKCTIIEPUMEHTAIBHOrO (haKTy MOYHA JaTH, BUXOM4HU 13 MOAIOHOCTI Oy10BH KiacTepiB rpadiry i
aKTMBOBAHOTO BYTUUIA, Ui SKOTO BCTAHOBJIEHMM (aKTOM € OKHCHEHHS IIOBEpPXHI IpHU
HarpiBaudi 10 temmeparypu 150-200°C 3 yTBOpeHHSM (QYHKIIOHAIBHUX TPYI (EHOIBHOTO
tuny [7]. B iarepBanmi temmeparyp 250-400°C Ha mOBepXHi AKTHBOBAHOTO BYIiLIs
YTBOPIOIOTHCS OUTBIN KUCHI (QyHKIIOHATBHI TpynH (JJAKTOHHI, XIHOHHI, KapOokcuibHi) [8].
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Puc. 3. Tepmorpamu 3paskiB TPI', ogepxxanoro 3 6icynsdary rpadiTy, CHHTE30BaHOTO
XIMIYHUM (@) 1 eTCKTPOXiMIYHUM (6) METOIaMHU.

ToMy MoHa 3pOOUTH NMPUITYILIEHHS NIPO T€, 10 IPH aHOAHINA 00pOOIi MOPOIIKY rpadiTy
BiZIOYBa€ThCS OKMCHEHHS T'PAaHUYHUX aTOMIB BYIJICII0 TpadeHOBUX MIapiB, PO3MIIICHUX Ha
MOBEPXHI, 3 YTBOPEHHIM (PEHOJIBHUX IPYII, 3IaTHUX OKUCHIOBATHUCS Ha MOBITPI MPU HArpiBaHHI.

Posrnsmatoun cnenudiky cuHTe3y Oicyiabdary rpadiry HUIsIXoM aHOAHOI MOJApH3alil
JHMCIIEPCHOTO TpadiTOBOro €JEeKTPOJa, CIiJ 3a3HAYUTH, LI0 HA BIAMIHY BiJ INPECOBAHOTO
rpagity, SKuii Moke OyTH OKHCHEHUH HaBiTh 10 MEJITOBOI KHCIOTH, CTYIiHb OKHUCHEHHS
MOBEPXHI MOPOIIKY oOMexeHui. lle BUKIMKAHO TUM, IO MOBEPXHEBI OKCHUAM HE MPOBOMASATH
eJIEKTPUYHOTO CTPYMY 1, KOJIM BCSI MOBEPXHS YaCTUHKU OyJe BKPUTA IIAPOM OKCHUJY, MOJalbIIIe
OKHCHEHHS He Oy/e BinOyBaTHCh 4epe3 BIICYTHICTh €JIEKTPUYHOTO KOHTAKTY MDK YaCTUHKOIO 1
CTPYMOIIiIBOJIOM.

IIpu o06poOui rTpadiTy XIMIYHUMHU peareHTaMd Ha HOro IOBEPXHI YTBOPIOIOTHCS
NEPEeBaXHO KapOOKCUJIbHI TPYIH, AKI BUAANAIOTHCS 3 nmoepxHi TPI' mpu temmepaTypi moHan
600°C y BUTTISA1 JIETKUX OKCUAIB BYTJICLIO.

Ha puc.4-5 1 B Tabmuii HaBeOeHO pe3ylbTaTd MAOCTIDKEHb BKa3aHWX 3pa3KiB
TEPMOPO3IMIUPEHOTo TpadiTy 3a TOMOMOTOI PEHTIeHIBCHKOT (DOTOEIEKTPOHHOT CIIEKTPOCKOITI].
30kpema, B CHEKTpi 1S eneKTpoHIB BYIJICIIO TEPMOPO3LIMPEHOro rpadiry, oaepkaHoro 3
Oicynbdary rpadity, CHHTE30BaHOTO €JIEKTPOXIMIYHIM METOJO0M, IPUCYTHI ABA MAaKCUMYMH, K1
BKa3ylOTh Ha HasBHICTh ABOX (opm Byrieuro. Makcumym mpu eHeprii 3B’s3ky 284,6 eB
BiAMOBiae Byruelro y Gopmi rpadiry, a iHIINIA — BYTJIEII0, 3B’ 13aHOMY 3 Cipkoto [9].
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Puc. 4. PentreniBcbkuii poTOETEKTPOHHUH CIIEKTP 1S eNEKTPOHIB BYTJICLIO TEPMOPO3LUIMPEHOTO
rpadiry, oxepxkanoro 3 Oicynabdary rpadirTy, CHHTE30BaHOTO eJeKTpoXiMiuHuM (a) i
XIMIYHUM (6) METOaMHU.

PentreniBchkuii POTOCIEKTPOHHUI CIIEKTP 2p €IEKTPOHIB CIpKH IBOTO 3pa3ka (puc. 5) mokasye
HAsIBHICTh CIPKA Yy BUTJIAII s* (162,1 ¢B) i cipku, 3B’s3aHOi 3 KucHeM. B 3paskax TP,
olepxaHux 3 Oicynabdary rpadiTy, CHHTE30BAaHOTO XIMIYHMM CIIOCOOOM, CTaHHM CIpKH, IO
3B’s13aHi 3 ByIJIELIEM, BIICYTHI.
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Puc. 5. PentreniBcbkuii OTOECTEKTPOHHUHN CIIEKTpP 2p €IEKTPOHIB CIpKU TEPMOPO3IIUPEHOTO
rpadiry, oaepkaHoro 3 OicynbpaTy rpadiTy, CHHTE30BaHOTO elIeKTpoXiMiyHuM (a) i
XIMIYHUM (6) METOaMHU.

Cnig 3a3HauMTH, M0 3B’si3aHa 3 BYTJIEIEM cipka Oe3nedHa 3 TOYKU 30py KOpo3ii MeTaily, Mo
3HAaXOAMUTHCSA B KOHTAaKTi 3 BUpoOamu 3 Takoro TPI. HasBHicTh y BHPOOi 3aiMILIKIB cipyaHOi
KUACJIOTH Oyzie MPHU3BOAUTH /0 MIBHJKOI KOpO3il MeTaly, 110 3 HUM KOHTaKTye. A SIK BHJIHO 3
naHuX, HaBeaeHux B Tabmwuii, TPT, onepxkanwmii 3 Gicynbary rpadirty, CHHTE30BaHOTO XIMIYHUM
criocoOOM, MICTUTh OUIbITY KUIBKICTh cyiab(paTHOi cipku. lle BHKIMKaHO THUM, IIO THepen
TepMidHOI0 00poOKOIO GicynbdaT rpadiry 060B’I3K0BO IPOMUBAIOTH BOAOIKO.
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Taoauus. Cxiiag OCHOBHUX €JIEMEHTIB B 3pa3Kkax TEPMOPO3IMHUPEHOro rpadiry 3a JaHUMHU
PEHTI'eHIBCHKOT (POTOENEKTPOHHOT CIIEKTPOCKOITIi.

TPT 3 bicynbdaty
rpadiTy, CHHTE30BaHOTO TPT 3 6icynbdary rpadiry,
Enement EJIEKTPOXIMIYHUM CHHTE30BAHOI0 XIMIYHUM METOOM
METOJIOM

at.% mac.% at.% mac.%
Byrnens 94,26 91,79 83,7 76,75
Kucenn 4,99 6,47 13,4 16,2
Cipka (SO42') 0,07 0,19 2,9 7,05
Cipka (S%) 0,68 1,55

B pesynbTari BiH Tigposidye i yacTHHA CipuyaHOi KUCIOTH 3aMilllyeThcs Ha Boy. bepyun
70 yBaru Te, MO0 EJEKTPOXIMIUHUI CHHTE3 NPOBOIUTHCS B PO3BEACHOMY PO3YMHI CipyaHOi
KHCJIOTH, B SIKOMY IIPOIIEC TiIpori3y nepebirae MmBHALIE, HDK MPU XIMIYHOMY CHHTE31, MOXHA
3pO3yMITH PI3HHINIO IIMX MOKA3HUKIB. BUX0AsM49M 3 1[bOTO, MOYKHA 3pOOUTH BUCHOBOK TIPO T€, IO
OUTBII JIOIIPHO BUKOPHUCTOBYBATH TEPMOPO3LIMPEHU Tpadir, onxepxkaHuid 3 Oicyabdary
rpagiTy, CHHTE30BaHOTO €JIEKTPOXIMIYHUM METO/IOM.

BucHoBkHu

[TokazaHo, 110 Ha MOBEPXHI TEPMOPO3LIMPEHOro TIpadiry, olepx)aHoro i3 Oicymbdary
rpadiTy, CHHTE30BAaHOTIO EJIEKTPOXIMIYHUM METOJOM, KHCEHb 3HAXOIHUTHCA NEPEBAXHO Y
BUTIIAI (peHONMBHUX TPy, a noBepxHsa TPI', ogepxanoro i3 Oicynbdary rpadiry, CHHTE30BaHOTO
XIMIYHUM CTIOCOOOM, BKpUTA OUTBII KHCIMMU (PYHKIIIOHATbHUMU IpynamMu (KapOOKCHIbHUMHU).

MeToaoM peHTreHIBChKOI (DOTOETEKTPOHHOI CIIEKTPOCKOMIl JOBEICHO HAsBHICTH 3B S3KIB
MDK Byryenem i cipkoro B TPI', onepxaHomMy npu 3aCTOCYBaHHI €JIEKTPOXIMIYHOTO CIIOCOOY
cuHTe3y Oicynbdary rpadity.
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