DOI: 10.6060/ivkkt.20246710.6981
VIIK: 546.26:543.442.3

HCCJIEJJOBAHUE CTPYKTYPHBIX IPEBPAIIIEHA BBICOKOCEPHUCTOI'O
YIVIEPOJHOTI'O MATEPHUAJIA B IIPOLHECCE TPAOUTALIMU METOJAMMU
CHEKTPOCKOIINN KOMBUHALIMOHHOI'O PACCEAHUA
N PEHTTEHOCTPYKTYPHOI'O AHAJIN3A

A.T. ®azautauHoBa, B.A. TromeH1eB

Anbdus 'abgunosuna dazmutaunosa (ORCID 0000-0002-8987-8594)*, Bacunuit Anexcannposud TioMeHIIEB
(ORCID 0000-0002-9955-6839)

Kadenpa ¢pusznku koHIEHCUPOBAHHOTO COCTOSHUS, UensaOMHCKNI rOCyJapCTBEHHBIN YHUBEPCHUTET, yi. bpaTtbeB
Kammpuneix, 129, Uensounck, Poccutickas @enepamms, 454001
E-mail: fazlitdinovaag@mail.ru *, tyum@csu.ru

CnexkmpocKonuro KOMOUHAUUOHHO20 PACCEAHUS WIUPOKO RPUMEHAIOM NPU UCCTe0068AHU
CMPYKIYPHBIX BPE0Opa308aHuil y2iepooHbIX MAMeEPUanos 6 npoyecce 6blCOKOMEMnePamypHoll
odpabomku, a maxice nPU MeXaHUYECKOM oucnepzuposanuu. B uacmunocmu, no ananusy cnek-
mMpo6 KOMOUHAYUOHHO20 PACCEAHUA 8603MONCHA OUEHKA NPOCMPAHCMEEHHOU 00HOPOOHOCHU Y-
J1EPOOHBIX MAMEPUAI08 U CHENEeHU PA3YNOPAOOYEHHOCU, 4 MAKXMCe OnpedeleHue Pa3mMepos 00-
aacmeil KO2ePeHMHO20 PACCEAHUA 6 DA3UCHOU naockocmu. B dannoii pabome memooom cnex-
mpocKonuu KOMOUHAUUOHHO20 PACCEAHUA C RPOCMPAHCHEEHHLIM pa3peuienuem 00 ~20 mkm
(cnekmpomemp pupmot EnSpectr c onunoii 6onnvt 532 um, ocnawgennwtii muxpockonom Olympus
U MOMOPU3UPOBAHHBIM CHIOJIUKOM O/ nepemeuieHus o0pasya) paccmMompensl 0CoOeHHOCmuU
CMPYKIYPHBIX RPESPAU{EHUTI 8bICOKOCEPHUCHBIX Y2/1ePOOHbIX MAMEPUAnos 8 npoyecce zpagu-
mauuu, npoeedeHo cpasHeHue noJIyUeHHbIX OAHHBIX ¢ OAGHHLIMU PEHMZEHOCMPYKMYPHO20 AHA-
JU3a, RPOCEHCEHO GIAUAHUE 000ABKU OKCUOA Hcee3a Ha Imom npoyecc. Odvbekmamu ucciedosa-
HUA CILYHCUIU 00PA3UbL 8bICOKOCEPHUCH 020 KOKca (codepicanue cepul 1,3 macc.%), wacmov komo-
PbIX cooepicana 000asKy oucnepcrHozo oxcuoa ricenesa ¢ koauuecmee 0,75 macce.%. Ilokazano,
umo popmuposanue sp*-yenepooa npoucxooum HepasHoMepHo no ecemy oovemy oopaszua. Ipu
memnepamype 1400 °C naonwoaromces camvle 601buiue 3HAUEHUA CHENEHU PA3YNOPAOOUEHHO-
cmu, paccuumanHoll u3 omuouwienus unmencuenocmeit aunui cnekmpa D u G (Ipllg), u oucnep-
cuu o(Ipllc) smoit seruuunsl. lanvheiuiee nosvluienue memnepamypsl 00padomKu akmueupyem
2pagpumayuio, mamepuan cmanogumca 06o1ee 00HOPOOHbIM no Oucnepcromy cocmagy. Ilocne
mepmooopadomku oopazuosé evtute 2000 °C 3nauenue Io/lc u oucnepcus o(Inllc) usmenaromesn
He3HauumenvHo. /na evluucieHus cpeoHux pamepos oonacmeii KozepeHmuozo pacceanus Lio
O OAHHBIM PEHMZEHOCMPYKIMYPHO20 AHAIU3A HPOBeNU pazidesleHue npoguia 6 ouanazone opie-
206ckux y2noe om 40 0o 50° na osa maxcumyma 100 u 101 zpagpuma, onucvieaemote ynkuueii
Hupcona. Ilo mepe nogviuienus memnepamypel 00padomku Hadvoaemcs yseauiueHue cpeoHux
pasmepog Lioo 00 ~50 um. Imu oannvie 00cmamouno xXopouio conacyiomcsa ¢ pe3yabmamamu
GbIUUC/ICHUTL CPDEOHUX PA3MePOos odnacmell KozepeHmHo2o pacceanus (La), nonyuennvimu memo-
00M CHEeKmpOCKOnuu KomoOunayuonnoz2o pacceanus. bonee akmusnasa nepexkpucmannuzayus
HaoOAI00aemca 8 yenepooHom mamepuaie, He cooepiicasuiem OUCHEPCHBLIL OKCUO dicenesa.
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Raman spectroscopy is widely used in studying the structural transformations of carbon
materials during high-temperature processing, as well as during mechanical dispersion. In partic-
ular, by analyzing Raman spectra, it is possible to assess the spatial homogeneity of carbon mate-
rials and the degree of disorder, as well as determine the size of coherent scattering regions in the
basal plane. In this work, using Raman spectroscopy with a spatial resolution of up to ~20 gm
(EnSpectr spectrometer with a wavelength of 532 nm, equipped with an Olympus microscope and
a motorized stage for moving the sample), the features of structural transformations of high-sulfur
carbon materials during the graphitization process are examined. And the data obtained are com-
pared with X-ray diffraction analysis. The influence of the addition of iron oxide on this process
was traced. The objects of the study were samples of high-sulfur coke (sulfur content 1.3 wt.%),
some of which contained the addition of dispersed iron oxide in an amount of 0.75 wt.%. It was
shown that the formation of sp>-carbon occurs unevenly throughout the entire volume of the sam-
ple. At a temperature of 1400 °C, the highest value of the degree of disorder calculated from the
ratio of the intensities of spectral lines D and G (Ipo/lg) and the dispersion a(lo/lg) of this value of
the materials under study are observed. A further increase in the processing temperature activates
graphitization. The material becomes more homogeneous in its dispersed composition. After heat
treatment of samples above 2000 °C, the Ip/lc value and the dispersion o(lo/lc) change insignifi-
cantly. To calculate the average sizes of coherent scattering regions Ligo based on X-ray diffraction
analysis data, the profile was divided in the range of Bragg angles from 40 to 50° into two maxima
100 and 101 graphite, described by the Pearson function. As the processing temperature increases,
the average size of Ligo increases to ~50 nm. These data are in fairly good agreement with the
results of calculations of the average sizes of coherent scattering regions (La) obtained by Raman
spectroscopy. More active recrystallization is observed in carbon material that does not contain
dispersed iron oxide.

Key words: graphitization, Raman spectroscopy, X-ray structural analysis

BBEJJEHUE JISPOAHBIX MaTEPHUAJIOB C TOUKU 3PECHUS aHAJIN3a I1apa-
meTpoB JuHUK KP 1 BO3BMOXHOCTH MPUMEHEHUS COOT-
HoleHus1 KEHnHra 11 OLIEHKH pa3MepOB KPUCTAIUIH-
TOB B 0a3UCHBIX MIockocTsX (La). ABTopsl oTMEUaIoT,
YTO HE KOPPEKTHO NPSMOE COMOCTABJICHHUE CPEIHMX
pazmepoB OKP, BBIYMCIEHHBIX 1O JAHHBIM CIIEKTPO-
ckonnu KP, ¢ TakoBBIMH, TIOJTYy4YEHHBIMH U3 PEHTI€HO-
CTPYKTYpHBIX HcciieqoBanuil. [loaToMy nprMeHeHue
¢opmynbl KEHnHra HE MO3BOJIIET OLEHUTH TOYHOE
3HAUEHHE Pa3MEPOB, a Ja€T KaYEeCTBEHHYIO KapTUHY
W3MEHEHUS 3HaueHui La mpu CpaBHEHUN HECKOIBKUX
oOpasioB. OxHako B padote [11] ucciemoBanu cTpyk-
TypHBIE TIPEBpAIllEHUs] B IPOIECCE MEXAHUYECKOIO

CTpyKTypHBIE TIpEBpaIleHHs] YIIEPOIHOTO Ma-
Tepuajia NpH BBICOKOTEMIEPAaTypHO 00palboTke, a
TaKXe pa3pylleHHe CTPYKTypbl rpadura B mpoiecce
JUINTENTFHOTO JINCIICPTUPOBAHUSL OBUIM TIPEAMETOM
MHOTOYHCIIEHHBIX UccaeqoBaHNi. C MOMOIIBIO CIIEK-
TPOCKOIIMU KOMOMHAIMOHHOTO paccesHust (KP) moka-
3aHa BO3MOYKHOCTH OILIEHKH OJIHOPOJHOCTH YTJIEPO/I-
HBIX MAaTEpUAllOB, CTEICHH Pa3yNopsJI0YEeHHOCTH W
CPEIHHX pa3MepoB 00JacTeil KOrepeHTHOTro pacces-
uus (OKP) B 6a3ucHbIX miockocTsax [1-15]. Tak B pa-
0ote [7] npeanoxkeHbl KPUTEPUHU KIacCU(PUKAIIMN YT-
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JUCTIEPTUPOBAHUS YITIEPOIHBIX BOJOKOH U HabIiro-
JlaJy XOpollee COMOCTABJICHUE 3HaYeHui La, BpIuuc-
JICHHBIX IO JaHHBIM criekTpockonu KP u peHTrenos-
cKol nudpakToMeTpun. ABTopami [ 1, 2] npemmokena
(opmyrna, CBSI3bIBAIOIIAS CTEHEHD PAa3yNOPANOUCHHO-
ctu ¢ pazmepamu OKP B 6a3ucHbIX tockocTsX. B pa-
borax [4-5] Takke paccMaTpPHBAETCS BO3MOXKHOCTb
BBIUHMCIICHHUSI CpeOHUX pa3sMmepoB La uepes momymm-
puny nunuu B criekrpe KP B o6nactu ~1580 cm™.

MeToioM PEeHTIeHOCTPYKTYpHOTO —aHalInu3a
mokasaso [8, 16-19], 4ro B mporecce BEICOKOTEMITepa-
TypHOU 00paboTKK HabIIOmaeTcs AOCTATOYHO ILIAB-
HOE YMEHBIIEHUE MEKITOCKOCTHOTO paccTostHUS doo2
u poct pazmepoB OKP yrnepoansix marepranos. Of-
Hako B [20-21] oTMegaeTcs, 9TO IEPEX0/] B CTPYKTYPY
rpaduTa MOXKET pa3BUBATHCA Yepe3 Psill METaCTa0MIIb-
HBIX COCTOSIHHH, OT/IMYAIOIIMXCS 3HadeHHeM dooz U
pasmepamu OKP. Ilpu uccnegoBaHuu CTPYKTYPHBIX
npeoOpa3oBaHNl B BBICOKOCEPHUCTHIX YTJIEPOTHBIX
MaTepHajax B HHTepBalle TeMIepaTyp Aecyabpypusa-
ruu (1400-1600 °C) mabmogaetcs GopMHpOBaHHE B
nokaneHeIX MEKpooOmacTsx OKP, mmeromux cTpyk-
Typy rpadurta u pazmepsl a0 ~25 um [18, 22]. B nan-
HOW paboTe METOIOM CIEKTPOCKOIHH KOMOWHAIOH-
HOT'O paccesiHus PacCMOTPEHBI OCOOCHHOCTH CTPYK-
TYPHBIX IPEBPALEHUIN YIIIEPOAHBIX MAaTEPUAIIOB, U3-
TOTOBJICHHBIX HA OCHOBE BBHICOKOCEPHUCTOTO KOKCa, B
mporiecce rpaduTarimy.

OBBEKTLI 1 METOABI UCCIIEJOBAHH A

HccnenoBanust mpoBeneHsl Ha oOpaslax, u3-
TOTOBJICHHBIX M3 CMECH BBICOKOCEPHUCTOTO HE(Ts-
HOTO KOoKca (conmepxkanue S ~1,3 macc.%) u 25% nexa,
yacTe 00pas3loB conepxaija J00aBKy IUCIIEPCHOIO
Fe,Os B xonmmuectBe 0,75 mace.%. OOpasiibl yriepo-
HBIX MaTE€pPHajOB MPOLUIH TepMOOOPaOOTKY B MHTEP-
Bajie TeMreparyp ot 1200 mo 2600 °C. Metoauka mno-
Jy4eHUs ¥ peXKUMBI KapOOHM3AIIUH M BEICOKOTEMIIepa-
TYpHOH 00pabOTKH YTIIEPOJHBIX MaTEpUANIOB TPUBE-
JIeHbI B [22].

Cnextpel KP peructpupoBanu B HIMPOKOM
crexTpanbHoM auanasone 350-4000 cm? ¢ momo-
b0 s1azepHoro cnekrpomerpa KP ¢pupmer EnSpectr ¢
JUTMHOW BOJHBI 532 HM, OCHAIIEHHOIO MUKPOCKOIIOM
Olympus, MOTOPU3UPOBAHHBIM CTOJIMKOM, TIO3BOJISIIO-
KM nepemenatb o0pasen ¢ TouHocThio 0,2 MKM, U
mudpoBoii kamepoid. [y monmydeHus: ycpenHEHHBIX
napameTpoB JuHui KP npoBeneHo Mukpokaprorpa-
(hupoBaHue UCCIIeayEeMbIX 00pa3IiioB ¢ marom 500 MkM
(~ 60 u3mepeHnuit Ha Kax bl oOpaszen). CpenHue pas-
mepsl OKP (La, HM) B 6a3MCHOM MIIOCKOCTH OIpeie-
nsuty 1o popmyie, npeanoxenHou B [ 1, 2]:

-1
Lo =24-10710.2%-(12) ", (1)

Ig

116

re A — JUTMHA BOJHBI M3ITydeHus (532 Hm);

Ip o o
I_ — OTHOIIICHHE MHTeHCUBHOCTEeH TuHui D u G.
G

PenTreHocTpyKTypHBIE HCCIeJOBaHUS BHIION-
HeHbl ¢ momombio audpakromerpa D8 ADVANCE B
reometpun bperra-bpenrano (gpunbrpoBanHoe Cukg —
n3nyueHue, ckanuposanue 0/0). Cpennue pasmepst OKP
(L100) ompenensiii 1O LEHTPY TSHKECTH U MHTETpalib-
HOH mupuHe TUPPaKIMOHHBIX MAaKCHMYMOB (IIpe/iBa-
PHUTEIBHO MPOBEICHO pasefieHue aymiera ko):

kA
Ligo = Bcos(8) ' (2)

rae A — JJIMHA BOJHBI PEHTTEHOBCKOTO H3ITyYEHUS
ClUka1 (1,5405 A);

[ — mHTEeTpaNBHAs IUPHUHA MAKCUMYyMa;

k = 1,84 — npu BEIYHCIEHUH CPETHHUX pa3Me-
poB OKP B nampasnenuu 100.

O0paboTKy 3KCHEepUMEHTATBFHO HaOIIoae-
MBIX JAAQPPAKIHOHHBIX MaKCUMyMOB U crekTpoB KP
MIPOBOIIN C TIOMOLIBIO ITporpaMMsbl Origin.

OKCIIEPUMEHTAJIbHA S YACTD

CTpyKTypHBIE HPEBPALICHUS HCCIELYEMBIX
YIIEPOOHBIX MAaTEPUAIOB CONPOBOKAAIOTCS U3MEHE-
HueM napaMerpoB auHui criektpoB KP. [Tocne Bbico-
KOTEeMIIepaTypHOH 00pabOTKK TIIpH TeMIeparypax
1200, 1400 u 1600 °C nHa cnekrpax KP uccnenyembix
00pas3IoB (PUKCUPYIOTCS XapaKTepHBIC IS YTriiepoaa
JIMHUK TIepBOro nopsaka D (B obmactu ~1350 cm?,
«defects, disorder») m G (B obmactu ~1580 cm?,
«graphite»), a Takke JUHHSA BTOporo mopsiaka 2D (B
obnactu ~2700 cm?, B [1] nuHMs 06o3HauUaeTcs Kak
G"), puc. 1. Hanwune muanu D*, HaGnromaemoii B UH-
tepsase 1000-1100 cm™, cornacno pa6ote [6] onpee-
JSieTCsl coJiepKaHueM KHCIIOpOo/ia, KUCIOPOACoAepiKa-
mmx rpymnn B Matepuaie. [Tocne TepmooOpaboTky npu
1200 °C na cnektpax KP wuccrenyemsix o0Opasnos
HabroaeTcs MUPOoKasi U Majlod MHTEHCUBHOCTH JIH-
Hus 2D. Kak BugHO Ha puc. 1, moBbIIeHHe TemIepa-
Typbl 00pabotku 10 1600 °C 00ycioBIuBacT yMEHb-
LICHUE MOJYILIMPHUHBI U YBEIWYCHUE MHTEHCHUBHOCTU
3TOM JIMHUHU.

Ha cnekrpax o0pa3moB, NpomIenX TepMo-
06pabotky npu 1800 °C u BeIlIe, TOSBIAETCS JTUHUS
D' (~1620 cm™?), nabmonaemas kak riedo Ha muanu G,
KOTOPYIO CBSI3BIBAIOT C Ie()eKTaMU PEIIeTKU rpaduTa.
[To Mepe nmoBbILICHUS TEMIIEPATYPbl 00Pa0OTKH TaKkKe
HabromaeTcs yMeHbIIeHHe 4acToThl JuHMM G OT
~1589 1o 1580 cM’, U OMHOBPEMEHHO YMEHBIICHHE
nosymmpuHsl (Avie) ot 73 1o 23 em, em. Tabun. 1, uto
CBA3aHO ¢ (POPMHUPOBAHUEM SP>-YTJIEPO/IA B 0Opa3IIax.
IIpu 3TOM pamaHOBCKUI CABUT JUHUU D yBenuuuBa-
ercs ot 1345 no 1351 cml, 3Hauenne Avi, yMeHbIIa-
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erca ot 90 1o 45 cmt. OT™MeTHM, YTO 110 MEpe MOBbI-
HICHUS TeMIepaTypbl 0OpadOTKU yBETMYUBACTCS MH-
TEHCHBHOCTB M YMEHbBIIACTCS NOTYIIUpUHA TUHIH 2D,
YTO TAaK)KE CBUICTENHCTBYET O TMOBBIIICHUN KOJIHYE-
cTBa sp?-yriepona B Matepuane. Kak cinemyer u3 qan-
HBIX, IPUBEJICHHBIX B Ta0MI. 1, ”3BMEHEHUE MapaMeTPOB
nuaui criektpa KP 00pa3nos, cogepkaBmmx 100aBKy
mucriepcHoro FeoOs, B mporiecce rpadutanuu pa3Bu-
BaeTCs aHAJOTMYHBIM 00pa3zoM. OTHaKO MOTYHIMPUHA
BCEX HAOJIIOJaeMBIX JIMHUI B 3TOM ClIydae OKa3anach
Ha ~10-15% Gomnbie.

p G

r T
500 1000 1500 2000 2500 3000 3500
D G

w M\ » 6
g SUS

T T T T T 1
500 1000 1500 2000 2500 3000 3500
G

- N

I T T T T 1
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p| o))
D A r
T T T T T T 1
500 1000 1500 2000 2500 3000 3500
G

- bt A A

I T T T T T 1
500 1000 1500 2000 2500 3000 3500

Raman shift (cm™)
Puc. 1. U3menenue cnextpos KP yriepogHeIx MaTtepuaios, He
cogepxamux Fe203, B mpomecce BeICOKOTEMIIepaTypHOi obpa-
6otku ipu 1200 (a), 1400 (6), 1800 (), 2000 (1) 1 2600 °C (1)
Fig. 1. Changes in the Raman spectra of carbon materials not con-
taining Fe203 during high-temperature treatment at 1200 (a),
1400 (6), 1800 (8), 2000 (r) u 2600 °C (x)

BaxxupiM mapameTpoM NpH aHaTU3€ CIEKTPOB
KP saBnsgercs coorHomenne nareacusaocrei Ip/ls, ko-
TOpPOE OTPENEIIEeT CTeIIeHb Pa3yOPI0UYEHHOCTH Ma-
Tepuana u pasmepsl kpuctamuros La [1, 2]. Ha puc. 2
TIPE/ICTaBJIEHBI U IpUMeEpa THCTOTPaMMBI pacipese-
JieHus 3HadeHui oTHomieHui Ip/ls, monydeHHbIe 1O
pe3yiIbTaTaM MUKPOKapTOTrpapupOBaHHS YTIAEPOTHBIX
MaTepPHUaIOB, MPOIICIIIMX TepMO0OpadoTky mpu 1200,
1400, 2000 u 2600 °C. Habmromaetcst pa3opoc 3Hade-
Huil Benmunssbl Ip/le B ipenenax uccnenyemsix odua-
cTeit kapTorpadupoBaHus o0pasia 5x5 MM, 4TO CBU-
JIETENBCTBYET O CYIIIECTBEHHOW HEOJHOPOJHOCTH Ma-
tepuana. [lo rucrorpamMmmam npoBesieHa OLIEHKA Cpea-
Hero 3HaueHus Ip/lc M BeMMUMHBI cpeHEKBaIpaTHY-
HOTO OTKJIOHEHUS G, Tabu. 2. Tak s yriaepoaHoro
Mmarepuaia, He colepxkauiero nucrnepcuslii Fe.Os u
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nporeamero TepMmoodpadotky mpu 1200 °C, cpennee
snauenue Ip/lg n Bemmunna o(Ip/lg) cocrasstor ~0,83
u 0,09 coorBeTcTBeHHO. IHTEHCHBHOCTh JUHUU D B
cnektpe KP yBenuumiack mociie 00pabOTKH yriiepo-
Horo Mmarepuana npu 1400 u 1600 °C, B pe3ynbraTe
3HAYCHUE CTETICHH Pa3yNnopsI0YeHHOCTH, pACCUUTAH-
noe u3 Ip/lg, nocturno ~0,88. OTMeTHM, Ha CHEKTpax
o0pa3sia, mporeanero rTepMooopadotky mpu 1400 °C,
(ukcupyercss camoe OONBIIOE 3HAYCHHWE CTENEHHU
pasymnopsI0ueHHOCTH, paccunTanHoe u3 Ip/le, u pas-
OpOoC JaHHOU BEIMYUHBI, CPSTHEKBAIPATUIHOE OTKIIO-
HeHne o coctaBisietr ~0,15. Jlanee, mo Mepe TOBBIIIIE-
HUS TEMIEpaTypsl 00padOTKH, COOTHOIIEHHE WHTEH-
cuBHocTel Ip/le mocTemeHHO yMEHBIIAETCS W TOCITE
rpaputanuu npu Temmeparypax 2400-2600 °C co-
craBisieT ~0,31. OgHOBpeMEHHO HAOIIOIACTCS MOCTE-
IeHHoe yMmeHbIneHue 3Hadenus ¢ 1o 0,04. 3ameTum,
rucrorpamMmel pacrpeaeneaus Ip/le yrinepoanoro ma-
Tepuasia, COJACpXKaBIero Mo0aBKy OKCHAA IKeJesa,
CMEIIEHBI B 00J1acTh OONBIIUX 3HAUYEHUH (pHC. 2), OT-
nomenue Ip/lg Mo Mepe MOBBIIIEHHS TEMIIEPATyPhl 00-
pabotku ymeHbmaercsi meanennee. [locne rpadura-
uuu npu 2600 °C cpenHee 3HaYE€HUE CTENEHU pa3yIo-
psIOYeHHOCTH, paccuntanHoe u3 Ip/le, s yriaepoa-
HOro Mmarepuana, cogepxkamero Fe;Os, cocraBnser
0,35+0,04.

Tabnuuya 1
IMoso:xenne (v) u moaymmpuna (Aviz) duauii D u G
cnexrpa KP ucciaenyembix o6pa3noB yriiepoaHbIX Ma-
TepHuaioB
Table 1. Raman shift (v) and half-width (Avi2) of lines D
and G of the Raman spectrum of the carbon material

samples
o D G
T.°C v,emt [ Avipem? | viem? [ Avip em?
YraeponHblii Matepual, He coaeprxkaniuii 1oodasky Fe,Os3
1200 1346 90 1589 75
1400 1347 71 1585 64
1600 1348 76 1588 67
1800 1351 42 1585 42
2000 1352 37 1582 25
2200 1350 41 1581 25
2400 1352 41 1582 22
2600 1351 41 1581 24
YrnepoaHslii MaTepual, coaepxaniuii 1006asky Feo,O3
1200 1346 91 1587 74
1400 1347 75 1588 68
1600 1346 74 1586 72
1800 1348 47 1583 55
2000 1350 41 1581 29
2200 1348 42 1578 30
2400 1349 46 1579 26
2600 1350 47 1580 27
117



A.l". ®aznutauHoBa, B.A. TromeHIeB

0,2 04 0,6 0,8
Ip/lg

1,0 1,2 1,4

0,6 0,8
Ip/lg

1,0 12 14

0,2 04 0,6 0,8 1,0 1,2 14
Ip/Ig

0
0,2 04 06 0,8 1,0 1,2 1,4

Ip/lg

Puc. 2. 'ucrorpammel pacnipeniesicHus 3HAYCHUI OTHOIIICHU
Io/l, momyueHHbIE O pe3ysbTaTaM MUKPOKapTOrpadupoBaHus
YTIEPOIHBIX MaTePHAIoOB, He conepxanmx (1) u ¢ mo6aBKoit
Fe20s3 (2), B mpomecce BBICOKOTEMIEPATYPHOIH 00paboTKH mpn
1200 (a), 1400 (6), 2000 (B) 1 2600 °C (r)

Fig. 2. Histograms of the distribution of Io/lc ratios obtained from
the results of micromapping of carbon materials without (1) and
with the addition of Fe203 (2) during high-temperature treatment
at 1200 (a), 1400 (6), 2000 () and 2600 °C (r)

Cpennue pasmepsl OKP La, BerancieHHbIe IO
nmaHHbIM cniekTpockonnu KP (1), Ha HavaynbHBIX 3Ta-
nax tepmoodpadorku (no 1600 °C) mpakTHyecku He
W3MEHSIOTCS U COCTAaBJISIOT mopsinka 23 HM (puc. 3).
[loBbiieHre TeMnepaTypbl 00paOOTKH CTUMYIUPYET
JIOCTaTOYHO pPE3Kuil poct cpeaHux pasmepoB OKP.
IIpu sTOoM Oonee akTUBHAS TEPEKPHUCTAILTU3AIUSL
HaOJIroaeTcs B YIIIEpOIHOM MaTepuaie, He cofepxa-
IIEeM JIUCIIEPCHBIN OKCH Xkele3a. Tak mocie TepMood-
padotku npu 2000 °C cpennee 3HadeHnue La cocras-
nseT ~48 HM. B To ke BpeMs [uist MaTepuana, cofepika-
mero no6aBky Fe;Os, 3HaueHue cpeaHux pasmepos La
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paBHo ~42 uM. [locire TepmooOpabotkm mpu 2600 °C
cpeanee 3HaueHue La nocturaer ~60 u ~52 HM coOT-
BETCTBEHHO.

Tabnuya 2
Cpennee 3nauenne (Io/lc) u aucnepcust (6) BeJUIHHBI
CTeNeH! Pa3ynopsI04eHHOCTH HCCIeyeMbIX 06pa3ioB
YIJIEPOHBIX MATEPHAJIOB
Table 2. Average value (Io/lc) and dispersion (o) of the
degree of disorder of the carbon material samples

T, °C | In/ls | o (In/lg)
YraeponHslit MaTepuai, He conepxamuii odasky Fe,Os
1200 0,83 0,09
1400 0,88 0,15
1600 0,88 0,11
1800 0,68 0,07
2000 0,40 0,05
2200 0,37 0,05
2400 0,31 0,07
2600 0,31 0,04
YrneponHsli MaTepual, coaepkammii 1o6aBky Feo.O3
1200 0,85 0,08
1400 0,96 0,11
1600 0,78 0,10
1800 0,81 0,07
2000 0,46 0,06
2200 0,45 0,06
2400 0,34 0,04
2600 0,35 0,04

70
60
50
= 40
S
— 30
20
10 -

1200 1400 1600 1800 2000 2200 2400 2600
Temneparypa, °C
Puc. 3. Usmenenne cpequux pasmepoB OKP La yrinepoaHsix ma-
Tepuanos, He conepkanmx (1) u ¢ qobaskoit Fe203 (2), B ipo-
1jecce BBICOKOTEMIIepaTypHOil 00pabOTKH, BEIYUCIICHHBIE 110 JIaH-
HbIM cnekTpockornuu KP
Fig. 3. Changes in the CSRs average sizes La of carbon materials
without (1) and with the addition of Fe203 (2) during high-tem-
perature treatment, calculated from Raman spectroscopy

PaccMoTpuM COOTBETCTBHE JaHHBIX O CTPYK-
TYPHBIX U3MEHEHHUAX YIJIEPOJHOr0 MaTepuaa B Mpo-
recce TepMooOpadoTKH, moaydeHHbIX MeTogamu KP u
PEHTTEHOCTPYKTYpHOTO aHanu3a. B amamazone Opar-
roBckux yrioB oT 40 mo 50 © Ha peHTreHorpaMmmax Hc-
CJCAYEeMBIX YIJEPOJIHBIX MaTECPHAIOB, MPOMIEIIINX
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TepmooOpadoTky mpu 1600 °C u BbIlE, OTYETIUBO
HaOII0aeTCsl IUPOKUI ACHMMETPUYHBIH MaKCUMYM,
SBJISIFOIIUIICS pe3yabTaTOM HANOKEHHS OJIM3KO pacrio-
JIOKEHHBIX AU(PpakiroHHBIX MakcuMyMoB 100 u 101
rpadura. [ Beraucnenus no ¢popmyne Hleppepa (2)
cpennux pasmepoB OKP Ligy mpoenu pasnenenue
ACUMMETPUYHBIX MPOQUIIEH C MOMOIIBIO TPOTrPaMMbl
Origin Ha JBe KOMIIOHEHTHI, OMFICHIBAEMbIe (HYHKITH-
avu [Tupcona (puc. 4 a), U onpeAeIHIn UHTETPab-
HyI0 mrpuHy MakcumymoB 100. B o6pasnax, mpomea-
mux TepMoobpabotky mpu 1600 °C, pasmepsr OKP
L100 cocTaBisroT ~10 M (puc.4 6). [To Mmepe moBsIIIe-
HUSI TeMIepaTypsl 00padOTKH HaOMoaeTcsl yBennde-
HUE cpenHux pa3mMepoB Ligo 70 ~50 uHM. lomydennsie
JTAHHBIE IOCTATOYHO XOPOIIO COTJIACYIOTCS C PE3yIlb-
TaTaMW BBIYUCIICHHMN, MOJYYEHHBIMH METOAOM CIICK-
Tpockonuu KP.

a

100

W0 101

1600 1800 2000 2200 2400 2600
Temnepatypa, °C
Puc. 4. Ilpumep pazneneHus aCMMMETPUYHOTO MaKCUMyMa 00-
pasia, He coaeprkaBiero 100aBky Fe20Os3, Ha TBe CHMMETpUYHEIE
KOMITOHEHTHI — MakcuMyMbl 100 n 101 rpadwura B mporecc Tep-
moo6pabotku mpu 1800 (1), 2200 (2) u 2600 °C (3) (a); 3aBuCH-
MocTh cpenHux pazmepoB OKP L100 yriaepoaHbix MaTepraios,
He conepxamux (1) u ¢ nodaBkoii Fe203 (2), BEIUNCICHHBIE 110
JTaHHBIM PEHTICHOCTPYKTYPHOTO aHAJIN3a, OT TeMIIepaTypsl 00-
pa6otku (6)

Fig. 4. An example of dividing the asymmetric maximum of a
sample that did not contain the addition of Fe2Oz3 into two sym-
metric components - maximums 100 and 101 of graphite during
heat treatment at 1800 (1), 2200 (2) u 2600 °C (3) (a); depend-

ence of the CSRs average sizes L100 of carbon materials without
(1) and with the addition of Fe203 (2) calculated from X-ray dif-
fraction analysis on the treatment temperature (6)
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Ha penrtrenorpamMmax o0pa3LoB yriepoaHBIX
MaTepruaaoB, MTPOMIEAINIHX TePMOOOpaboTKy mpu
1400 °C, MHTEHCHMBHOCTh MAaKCHMYMOB B YIJIOBOM
muamnazone oT 40 mo 50 TpagycoB Maia, TO3TOMY
HaexHOo BeAEINTh UK 100 rpaduTa He mpencTapis-
eTcs BO3MOXKHBIM. Ilo nuTepaTypHbIM HaHHBIM IpU
9TOH Temmeparype oOpaOOTKH pa3BUBAETCs MPOLECC
necyib(dypu3aluy BBICOKOCEPHUCTOIO KOKCa, KOTO-
PBIii CONPOBOXKAACTCS JIOKAIILHOM rpadurarueii - gop-
MHUPOBaHHEM 00JacTell KOT€PEHTHOI'O PACCEeSIHUSA CO
CTpyKTypoli rpaduta. Ha TeMHOmONBEHOM H300paxke-
uun Habmogarorest OKP pasmepom mo ~0,1 mxm [18].
Kak 0bu10 0TMEUEHO BBIIIE, IO TAHHBIM CIIEKTPOCKO-
muu KP B oOpasnax, MmosydeHHBIX B TEMIIEpaTypPHOM
uHTepBaiie TepMmoodpadotku 1400-1600 °C, BennunHa
Io/le HanbobIIIast, YTO YKA3bIBAET HA MAKCHMAJTbHYTO
HEOTHOPOAHOCT, MaTepuana. [lo nuTepaTypHBIM
nmaHHeiM nob0aBka Fe;Oz mHrHOMpyeT mporecc Io-
KalbHOW rpaduTanuu, 00yCIOBICHHBIN yIaleHueM
cepsl. [Tostomy cpentee 3uadenue lp/lg s manHbIX
00pa3ioB OoJblIle.

BBIBO/IbI

MeTtonamMu CIIEKTPOCKOIUM KOMOHMHAIIOH-
HOTO PACCEsIHUS C MPOCTPAHCTBEHHBIM pa3pelIeHueM
1m0 ~20 MKM W PEHTI€HOBCKOW TU(PPAKINKA WU3ydeHa
9BOJIIOIHS CTPYKTYPHI YIJIEPOIAHBIX MAaTepHAIOB, H3-
TOTOBJICHHBIX Ha OCHOBE BBICOKOCEPHHUCTOrO KOKCA, B
MPOLIECCE BBICOKOTEMIIEpATypHOU 00pabOTKH, Mpo-
CIICKEHO BIHMsHME 100aBKM OKCHAA JKeJe3a Ha 3TOT
nporuecc.

[TokazaHo, 4T0 (hOPMHUPOBAHHUE SP>-yTiIEposa
MPOUCXOJUT HEPABHOMEPHO IO BceMy 00BeMy 00-
paszua. IIpu Temneparype 1400 °C peructpupyercs ca-
Moe OOJBIIIOE 3HAUCHHE CTETEeHU Pa3yHopsI0YeHHO-
ctu, paccuurannoe u3 lp/lg, u qucnepcuu o (In/ls) yr-
neponHoro Matepuana. JlanmpHeiilnee MOBBIIEHHE
TeMIIepaTypsl 00pPadOTKH aKTUBUPYET POCT KPUCTAI-
JIOB Tpadurta, MaTepral CTAHOBUTCS OoJiee OJHOPO/I-
HBIM 10 JaucrnepcHoMmy coctaBy. llocie tepmoobpa-
OOTKH HCCIIelyeMbIX 00pa3IoB YIIEpOIHBIX MaTepHa-
soB Bbime 2000 °C 3HavueHUE CTENEHW pa3ynopso-
YEeHHOCTH, paccuntanHoe u3 Ip/ls, u aucnepcus ¢ 3o
BEJINYMHBI U3MEHSIOTCSI HE3HAUYUTEIBHO.

Paboma evinonnena npu ¢unancosoii noo-
oepocke DoHOa nepcneKMUBHbIX HaAYUHbIX UCCLe008a-
nutt Ne 2023/10 Yenabunckozo 20cy0apcmeentozo
YVHUGepcumema.
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