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JaHHas cmamesa nocesuwleHa 60-nemuto npogpeccopa Jlecbaesa B.T. 3a nepuod cosmecmHol pabomebl
¢ baxeimom TacmaHosuyem, HayuHas ¢ 2003 200a no HacmoAujee spems, bblau ompabomaHel U U3y4eHbl
aKcnepumeHmasobHele Memoodsl CUHMe3a ynnepeHos, 2pageHd, yanepodHsix HAHOMPYboK u eudpogobHoli
caxcu 8 rnaameHu — Kak 6e3 so3oelicmeus, mak u nod sosdelicmeuem 371eKmpu4eckozo noss. Pesynemameol amux
uccnedos8aHuli HEOOHOKPAMHO NpedcmasAanucs Ha MexOyHAPOOHbIX KOHpepeHUUsaX. [TpaKkmu4ecKaa 3Ha4YUMOCMb
M0/1y4eHHbIX pe3ysnemamos nposAsuadacs 8 NpUMeHeHUU yenepoOHbIX HOHOCMPYKmMyp 8 Kayecmee a0copbeHmos 8
CO/THEYHbIX KOEKMOoPax, 0 MAKXe 8 Kayecmeae noKpbimuli moKoCbeMHUKO8 0415 CynepKOHOeHCamopos.

AHHOTALUMA

MpeactaBneHbl pe3ynbTaTbl UCCNEeA0BaHUA, HanpaBJEHHOrO Ha MOBbIWEHWe cTeneHn rpaduTmM3aunmn 1 BbiIxoda
rpadeHononobHbix cTpyktyp (FMNC) “3 npeaBapuTenbHO KapbOHM30BAaHHOW M aKTUBMPOBAHHOM 6GMOMACChI
(MWweHMYHaA U AYMeHHas cosoMa, PMCOBaA Liesyxa) NyTeEM HarpeBa B MUKPOBOJIHOBOM neun. MUKPOBOHOBOM
HarpeB MMeeT psAf, MPEUMMYLLECTB MO CPAaBHEHWUIO C OObIYHbIM 3/IEKTPOHATPEBOM, OT/IMYAMOLLMMCA BbICOKOW
3HEProeMKoCTbi0 U HU3KOM 3GPEKTUBHOCTbIO. B OTAMYME OT CAIOMKHBIX MHOFOCTaAMMHBIX NMPOLLECCOB, CBA3AHHbIX
C MCNONb30BaHMEM PA3/IMYHbIX XMMUYECKUX pPeareHToB, MMKPOBOJIHOBBIN Harpes npeacTaBafeT cobolt yao06HbIN,
3KOHOMMWYHbIN U 9KOOTUYECKM YUCTbIM cnocob nonyyeHus rpadeHa. Kpome Toro, oH No3BOASAET yNPOCTUTbL CTAAUIO
BOCCTAHOBJIEHUA OKcMAa rpadeHa: 6iarogapa cnoCcoH6HOCTM MOMAOWATb MUKPOBOJIHbI, OKCUMZA TpadeHa MOKeT
6bITb BOCCTAHOBNEH HEMOCPEeACTBEHHO B rpadeH 6e3 ncnonb3oBaHWA BoccTaHoBUTeNen U atmocdepbl. NokasaHo,
4YTO MUKPOBO/IHOBOE TemnepaTypHoe Bo3zaelcTeue Ha [TIC, nonyvyeHHble U3 6MOMAcCChl, NPUBOANUT K yAANEHUIO
Kucnopoga ot 9-14% (B ucxoaHbix obpasuax) 4o 0-4%, 4TO 3HAUYMTE/IbHO MOBbIWAET CTeneHb rpadpuTUsaumnm u
npoueHT Bbixoga MC. Mosy4YeHHble AaHHble NMO3BOJISIOT PACCMATPUBATb AAHHbIV METOA, KaK NepcneKkTUBHbIN ANA
nosy4yeHns 06BEMHOrO BbIX0Aa NPOAYKTa B KOMMEPYECKUX LieNax.

Kntouesble cnoBa: oTxoAbl bMoMacchl, NUEHUYHAA CONOMA, AYMEHHAA CONIOMA, PUCOBas Wenyxa, rpadeHononobHble
CTPYKTYPbl, MMKPOBO/JIHOBOE BO3AENCTBME.

1. BeepeHue

Buomacca, copepxkawana NpPeMmyLLeCTBEHHO
yrnepos 1 OTHOCALLAACA K BO30OOHOBAAEMbIM pecyp-
cam, npeacrtasaseTt coboi Hemcyepnaemblit NOTEH-
LMaNbHbIM UCTOYHUK 418 NOAyYeHUA rpadeHa v rpa-
deHonogobHbIx cTpykTyp (IMC). ExXerogHbin 06bem
0b6pasyembix B MUpe 0TX04,0B BOMacChl OLLEeHMBAET-

*OmeemcmeeHHbIl asmop
E-mail: nik99951 @ mail.ru

[ata noctynneHua: 29 maa 2025 r.

ca npumepHo B 10° TOHH, 1 0XKKMAaeTCcA ero AanbHemn-
wwuin poct [1]. OcHOBHbIMKU MpenmyLLecTBammn 6no-
MaccCbl ABNAIOTCA ee HMU3KaA CTOMMOCTb U LUMPOKaA
OOCTYMHOCTb, YTO Ae/laeT BO3MOMHbIM CHUXEeHUe
cebecTommocTu rpadeHa 1 Apyrux coeanHeHun, no-
JNIY4eHHbIX U3 yrnepoga. TeopeTnyeckn gna nonyde-
HuA rpadeHa u MC noaxoaAT 60NbWMHCTBO BMAOB
6MoMacchl, MOCKO/IbKY OHWU B OCHOBHOM COCTOAIT U3
yrnepoga. Ha npakTuKe Hay4HbiM cOObLLECTBOM UC-
c/le40BaHO MHOXeCTBO BMA0B BMomacchl 4s1a noay-
YyeHUA yraepoacoaeprKallmx maTepmanos: MeHUY-
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HaA M AYMEHHaA CON0Ma, ONUAKKN, BambyK, ckopayna
apaxuca, pMcoBan LUenyxa, *KMbIX CaxapHOro TpPocT-
HMKa, ane/sibCUHOBbIE KOPKWU, UMBUPb, X/TOMOK, KYKY-
py3Hble no4YaTku u gap. [2, 3]. Bbino yctaHoBneHo [4],
yTo rpadeH, NoNyYeHHbI M3 Buomacchl, 3a4acTyto
COCTOUT U3 BbIPOBHEHHbIX HaHOrpadeHOoBbIX AoMe-
HOB, OT/IMYAIOLLUXCS OT UAEaANbHbIX ABYMEpPHbIX (2D)
rpadgeHoBbIX IMCTOB, YIOXKEHHbIX APYr Ha ApYyra, 4To
NPUBOAUT K pasHoobpasmnto popm, 0cobbix GyHKLM-
OHaNbHbIX FPYNN U YAUBUTENbHbIX BO3MOXHOCTEN.
3TK yrnepogHblie HaHOMaTepUasbl, NONYYEHHbIE U3
6rMomacchbl, NPUHATO Ha3biBaTb rpadeHonoA06HbIMM
CTPYKTYpamu.

Mpn NpPOM3BOACTBE YIrNEPOAHbIX HAHOCTPYKTYP
M3 0TX040B HMOMAcChbl NepBOCTENEHHOE 3HAaYyeHue
MMeeT NpMMeHeHMNe 3HeprocbeperaoLlinx U 3KOHO-
MMWYHbIX TEXHONOMMA. B 31Ol cBA3M ocoboe BHUMa-
HMe yaenseTca NOMCKY HOBbIX NOAXOA0B K MOBbILLE-
HuA BbIxoga [MIC M3 Nony4YyeHHOW aKTUBMPOBAHHOM
6uomaccbl. 3a nocnegHue AecATUNETUMA Hanbonb-
WMA MHTEepeC BbI3blBAlOT MPOLECCHl, NpOoTeKatoLme
nos BO34eNCTBMEM MWKPOBOJIHOBOFO 06/y4YeHus.
Ncnonb3oBaHMe MUKPOBO/IHOBOrO Harpesa MpUBO-
OWT K 3HaYUTEeNbHOMY (40 ThicAYM pa3) YBENUYEHUIO
CKOPOCTM peakLMn No CPaBHEHUIO C TPALULMNOHHDI-
MU cnocobamm Harpesa, YTo NO3BOASET YMEHbLINTb
BPeEMSA NPOBEeAEHNSA CUHTE3A C HECKO/IbKMX YacoB A0
HECKOJIbKUX MUHYT.

B gaHHOM paboTe MccaenoBaH NpoLecc nosbllle-
HUA cTeneHun rpadmTnsaumm m sbixoga MC us npeg-
BapUTE/IbHO KapbOOHM30BAHHOM WM aKTMBMPOBAHHOWM
6romacchl (MWeHUYHas U AUMEHHas CoJI0Ma, PUCOBas
Lenyxa) nyTem HarpeBa B MMKPOBOJIHOBOW neuu. Mo
CPABHEHUIO C 0ObIYHbIM 3/IEKTPOHArPEBOM, MUKPO-
BOJIHOBbIN HarpeB 06/1agaeT pPALOM CYLLECTBEHHbIX
NPENUMYLLECTB: MEHbLUMM 3SHepronoTpebneHunem,
60n1ee BbICOKON CKOPOCTbIO HAarpeBa W yBeAMYEHHbIM
BbIXOA4O0M LEeNeBbiX NPOAyKTOB [5-7]. MUKPOBO/IHbI
— 3TO TUN 3/IEKTPOMArHUTHOW BOJIHbI, KOTOPas Haxo-
aunTca mexay MHGpaKpacHbIMKU U PaanMoyacToTamm, C
amnanasoHom 4vactot ot 300 Mly, go 300 Iy, n anun-
HoW BosiHbI OT 0,001 A0 1 M. BONBLIMHCTBO MUKPO-
BOJIHOBbIX PEAKTOPOB, UCMO/Ib3yEeMbIX B XMMUYECKOM
CMHTE3e, B TOM YMCNEe Ha BbITOBbIX KYXHAX, UMEOT
ONVHY BOAIHbI 12,25 cm n yacTtoTy 2,45 T, [8].

MWKPOBO/IHOBON HarpesB ABAAETCA YA00HbIM,
3KOHOMMYHbIM M 3KOJIOTMYECKM YMCTbIM criocobom
nonyyeHus rpadeHa B OT/IMUME OT C/IOMKHbIX MHOTO-
CTaZMMHbIX NPOLLECCOB, CBA3AHHbIX C UCNO/Ib30BaHU-
€M Pas/IMYHbIX XMMUYECKMX peareHToB. [pumeHsan
MWKPOBO/IHOBOM HarpeB, MOMHO TaKKe YMNpoCTUTb
CTaZMio BOCCTAHOB/IEHMA OKcMAaa rpadeHa, NoCKO/b-
Ky, 6narogapAa cBoicTBam oKcmpaa rpadeHa norno-

aTb MWKPOBOJ/IHbI, MWUKPOBO/NHOBOE 06/yYeHue
MOKeT BOCCTaHaB/MBaTb €ro HenocpeacTBEHHO B
rpadeH 6e3 Kakoro-nMbo BoccTaHOBUTENA U aTMOC-
depbl. TemnepaTypa 6bICTPO NOBbLILWAETCA, aKTUBHbIE
KMCNOPOAHbIE TPYMMbl OTCAAMBAOTCA M, HaAKOHeL,
oKkcupa rpadeHa BoccTaHasmBaeTcs B rpadeH [9].

2. 3KcnepumeHTaanaﬂ 4acTtb

C uenbto ganbHenLWwero NoBbIWeHNA CTEMNEHWU Fpa-
duTH3aummn 1 Bbixoga rpadeHonofo0bHbIX CTPYKTYP
(fNC) 6binn npoBeaeHbl UCCNeA0BaAHMA MO BbICOKO-
TemnepaTypHoi 06paboTke B MMKPOBOIHOBOM Nevun
npenBapuTeNbHO KapbOOHM30BaHHbLIX M AKTUBUPO-
BaHHbIX Yr1epoaHblXx 06pa3LLoB, NOAYYEHHbIX U3 OT-
XO/ZL0B PacTUTENbHON BMOMACChI: AYMEHHAsA CON0Ma
(AC), nweHunyHan conoma (MC), pucosas Llwenyxa
(PLL). NoBblweHne cTeneHun rpadmUTU3aLUM U BbIXO-
Aa MMC nponcxoamT 3a cYeT OTC/IauBaHUA aKTUBHbIX
KMCNOPOAHbIX FPYMMn U yNnopaaovYMBaHUA CTPYKTYpPbI
amopdHoro yrnepoaa.

Ona aTon uenm npumeHsnacb 6bIToBas MMKpPO-
BOJIHOBas neyb, paboTatowas Ha yactoTe 2,45 TL, ¢
MaKCMMa/IbHOM BbIXOAHOM moLHocTbio 800 BT, cHab-
YKEHHaA TEPMOKOHTPONNEPOM C aBTOMATU3MPOBAH-
HOM CUCTEMOW yNpaB/AeHMA HAarpeBomM A0 3a4aHHOM
TemnepaTypbl. B KauecTBe AaTtumMKa ANA KOHTPOAA U
peryaMpoBaHma TemnepaTypbl B NeYM NPUMEHANACH
Bo/NbdpaM-peHneBan Tepmornapa C MaKCMMaJIbHOM
TemnepaTypoi namepenuma 2300 °C. ObpaboTKa uc-
XOAHbIX 06pa3LL0B NPOBOAMACH B Cpesie UHEPTHOIO
rasa aproHa npu pacxoge 300 ma/muH 1 Temnepary-
pax 1300, 1400 n 1500 °C.

Tak KaK yrnepogHble CTPYKTYpbl HeA0CTAaTOYHO
3¢ PeKTMBHO NpeobpasytdT MUKPOBO/IHbI B TeMJo,
YTO MOXKET He obecneuymBaTb HeobXxogumyl ANs
npoLiecca TemnepaTtypy, T0 A5 NOBbILWEHNA CTEMNEHU
MOrNoWeHNA MUKPOBONIHOBOIO M3/ly4eHUA U Npeob-
pa3oBaHMA ee B TEMIOBYI 3HEPruio B Kavectse ab-
copbepa NpMMEHANN NOPOLWOK Kapbuaa KpemHus
[10]. B Turensb, c pasmeLleHHbIM NOPOLIKOM Kapbuaa
KpeMHWMS, MOrpy»Kaan KepaMUYeCcKuii peaKkTop C yrae-
pPoAHbIM MaTepuanom. [InA UCKAOYeHUA neperpesa
MWKPOBO/IHOBOM NeyYn U noafeprKaHua 3a4aHHOM
TemMMNepaTypbl BCA cUCTEMA BHYTPU Neyn TWATeNbHO
MOKpbIBafacb TEM/JIOU30AALMOHHBIM  MATEPUANOM.
Moabem [0 3afaHHOM TemnepaTypbl NPOUCXOAUN B
TeyeHue 20 MWH C nocseaytoLwel BblAEPKKON B Te-
yeHue 30 MuHyT. MpoLecc oxnaxkaeHna obpasLos 40
KOMHATHOM TemnepaTypbl MPOUCXOAUN EeCTeCTBEH-
HbIM MyTEM B cpefe MHepTHOro rasa. Ha puc. 1 npea-
cTaBneHa dotorpaduna obuiero BuAa 3IKCNEPUMEH-
Ta/IbHOW YCTaHOBKMW.
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Puc. 1. doTorpadua obuiero Buaa ycTaHOBKM 415 BbICOKOTEMMEPaTYpPHOI 06paboTKM yraepoaHbix 06pasuos: (a) — obwmit
BWA, YCTAHOBKM: 1 — 6a/lIOH C MHEPTHLIM ra3om; 2 — PeryaaTop pacxoda rasa; 3 — MMKPOBO/IHOBAs Neyb; 4 — TepMmonapa;
5 — KepaMmnyeckuii peaktop; 6 — Tepmoperyaatop; 7 — Tensousonsaums; (6, 8, r ) — BHyTPEHHUI BUA MUKPOBOIHOBOW Neyun

B npouecce akCnepmmeHTa.

AHannz mMopdponornyeckmMx M CTPYKTYPHbIX na-
pameTpoB rpadeHononobHbIX CTPYKTYp NpPOBOAUAN
C WCNONb30BaHMEM CKaHMpPYHOLWENn 31eKTPOHHOM
MUuKpockonuu (CIM) Ha npubopax Quanta 3D 200i
(FEI Company) u Hitachi TM4000 Plus. 91eMeHTHbIi
COCTaB onpeaenann MeTogoM 3HeproamcnepcuoH-
HOW PEHTreHOBCKOM cneKkTpockonun (EDS, EDAX).
Tun yrnepofHblX CTPYKTYP M BbIXO4, NPOAYKTa oLe-
HMBaN C MOMOLLblO PamaH-cneKkTpocKkonuu (cnek-
TpomeTp Solver Spectrum, NT-MDT; gnvHa BO/HbI
BO3OYKAEHUA — 473 HM; CUTHAN PErncTPMpPOBaIMU C
naowWaamn AMameTpom 2 MKm).

12 51 SEl

10kV X750  20pm

3. Pe3ynbTathbl U 06CyKaeHue

Kak n3BecTHo, npu TemnepaTypHOM BO34EMNCTBUM
Ha rpadeHonogobHble cTpyKTypbl (FMC) B nepsyto
oyepeab NPOUCXOAUT yaaNeHne KUCAopoaa B Buae
CO u CO,, KoTOpOE B OCHOBHOM 3aKaH4YMBaeTCcAa Npu
Temnepartype 1200 °C, yto noaTBEPXKAAETCA PE3Y/b-
Tatamu 3[C-aHanmsa (EDAX). Mpu 3Toi Ke Temne-
paType B YacTuuax nponcxoamnT Hebosbluaa pekpu-
CTannM3auma, KoTopasa yCUAMBAETCA C NOBbILEHNEM
Temnepatypbl. PocT Kpuctannos (rpadputmsaums)
aKTUBM3MpPYeTCa Npu Temnepatypax Bbiwe 1400 °C u
3aBepliaeTca npu TemnepaTtypax nopaaka 3000 °C.

165 —
150 Element | Mass% | Atom%
135 G 87.55 91.14
K

(0] 9.85 7.69
105
a0 | Si 2.61 1.16
754 Total 100.00 | 100.00
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Puc. 2. COM-cHMMOK (a) U anemeHTHbIV cocTas (6) akTMBMpPOBaHHOIO obpasua ucxogHoi 6Guomaccol AC.
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Ha puc. 2-5 npeactassieHbl CNEKTPbl 31 MEHTHO- Ha puc. 6-9 npuBeneHbl CAeKTpbl 3IN1€MEHTHOro
ro cCocTaBa M NPOLEHTHOe cofepXaHne 3N1eMeHTOB COCTaBa M NPOLEHTHOe coAepKaHne 3/IeMEeHTOB UC-
B McxoAHOM 06pa3ue AC, a TakKe nocse MUKPOBOJI- xo4Horo obpasua MC, a TakKe nocne MUKPOBOJIHO-
HOBOW 06paboTkM B TeueHne 30 MWH NpuU pasany- BOM 06paboTku B TeyeHne 30 MUH MPU Pa3ANYHbBIX
HbIX TemnepaTypax. TemnepaTypax.

400 Element | Mass% | Atom%
C 96.92 97.67
280 0 3.08 2.33

240 - Total 100.00 | 100.00

160 -

al &

m-L|
0 Bamgmny I 1 I I I I I

J 7, ¢ . 0.00 100 200 3.00 400 5.00 600 7.00 s00 900 1000
X750 2oum’ kv

Puc. 3. COM-CHMMOK (a) 1 anemeHTHbI cocTaB (6) akTuBMpoBaHHoro obpasua AC nocne 06paboTKM B MUKPOBOIHOBOW
neum npu Temnepatype 1300 °C.

180 - Element | Mass% | Atom%
65 —
:sa_ 8 C 100.00 | 100.00

Total 100.00 | 100.00

1 )
000 100 200 300 400 500 600 700 AOD 000 1000
ke

Puc. 4. COM-CHUMOK (a) 1 anemeHTHbI cocTas (6) akTuBMpoBaHHoro obpasua AC nocne 06paboTKM B MUKPOBOIHOBOW
neum npu Temnepatype 1400 °C.

150
oy Element | Mass% | Atom%
m{ g C 95.23 | 98.77
105+ Ca 3.31 1.03
= Zr 1.46 0.20
75
i Total 100.00 | 100.00
45|

2
e g 3%
I5--h |! ||
0 —f Bl s e e i e e i
000 100 200 300 400 500 €00 700 800 900 1000

keV

Puc. 5. COM-cHMMOK (a) U anemeHTHbI cocTas (6) akTBMpoBaHHOro obpasua AC nocne 06paboTKM B MUKPOBOSHOBOM
neun npu Temnepatype 1500 °C.
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2 T Element | Mass% | Atom%
el c 83.88 | 90.17
% 0 8.81 741
o Si 2.35 1.08
80 K 4.96 1.64
ol Total 100.00 | 100.00
20 3

o138 = £
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oo | [
. N 000 100 200 300 400 500 600 700 800 900 1000
10kV X750 20pm 12 51 SEI eV

Puc. 6. COM-cHMMOK (a) 1 anemeHTHbI cocTas (6) akTMBMPOBAHHOIO 0bpasLa ncxoaHoi 6uomaccel MC.

12:8 Element | Mass% | Atom%
:i_ C 100.00 | 100.00
120 - Total 100.00 | 100.00
105
a0 -
75
&0
45

30
15
0_ YRR TP S A - i

I | S| o . I | | |
000 100 200 300 400 500 GO0 700 800 900 1000

keV

4 W

@ 10KV, " X750 20unt

Puc. 7. COM-cHUMOK (a) 1 anemeHTHbIN cocTaB (6) akTMBMpoBaHHOro obpasuya MNC nocse 06paboTKM B MUKPOBOIHOBOW
neun npu Temnepatype 1300 °C.

135 - Element | Mass% | Atom%
i T 84.11 | 90.14
% 0 984 | 7.92
?;f Ca 6.04 | 1.94
0. Total | 100.00 | 100.00
45
i &8
15—J| ||
R e

(4]

= ST { i
5.00 6,00 7.00 800 900 1000
ke

0.00 1.00 200 300 4

10kV.

Puc. 8. COM-cHMMOK (a) 1 anemeHTHbIN cocTaB (6) akTMBMpOBaHHOro obpasuya MNC nocne 06paboTKM B MUKPOBOIHOBOW
neun npu Temnepatype 1400 °C.

135 | Element | Mass% | Atom%
120 $ C 86.95 | 92.04
105~ 0 7.93 6.30
%7 K 5.12 1.67
;z: Total | 100.00 | 100.00

g
wls K

O—J ‘__'I-'m'_hi‘""_'"_-l- et ERLERES SR 1 = | |

0.00 1.00 200 300 400 500 600 .00 200 900 1000
keV

Puc. 9. COM-cHMMOK (a) 1 anemeHTHbI cocTas (6) akTMBMpoBaHHOro obpasua MC nocne 06pPaboTKM B MUKPOBOJHOBOM
neun npu Temnepatype 1500 °C.
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CpaBHUTENbHbI aHanM3 3/1EMEHTHOFO COCTaBa Ha puc. 10-13 npuBeaeHbl CNEKTPbl IN1EMEHTHOIO
yrnepoaHbix obpasuos MNC nocne MMKPOBOIHOBOM COCTaBa M NPOLEHTHOe coAepKaHne 3/IeMEeHTOB UC-
06paboTKM NOKasan, YTo yaasneHue KMcAopoaa npu XxoAHoro o6pasua PLU, a Tak»Ke nocse MUKPOBO/IHO-
BbICOKOTEMMNEPATYPHOM Harpese B 3TMX 0bpasLax BOM 06paboTku B TeyeHne 30 MUH MPU Pa3ANYHbBIX
npoucxogut meHee 3pdeKTMBHO, Yem B 0b6pasLax TemnepaTypax.

AC (puc. 6-9).

(6)
13 Element | Mass% | Atom%
2 C 86.22 | 89.29
poi 0 1378 | 1071
s o] Total | 100.00 | 100.00
60
45
30 4 8
ls_Jl

000 1.00 200 300 400 500 G600 700 800 900 1000
heV

4

110
100 Element | Mass% | Atom%

03 c 96.25 | 96.25
0 3.75 | 2.84
&l Total | 100.00 | 100.00

013
10 = |
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Puc. 11. COM-cHMMOK (a) U anemeHTHbIN cocTas (6) akTMBMpoBaHHOrO obpasua PLU nocne 06paboTKn B MUKPOBOIHOBOW
neum npu Temnepatype 1300 °C.

]g;: 2 Element | Mass% | Atom%
3: | C 96.68 97.61
el 0 279 | 211

64+ Na 0.53 0.28

o Total | 100.00 | 100.00
40—

32|

1|8 %

a—L ||

0 J..J.fl.'..‘ll.-.z.-..l.. e I i | ! (

000 100 200 300 400 500 GOD 7.00 8O0 900 10,00
keV

10kV . X750, 20pm ' 12 518El

Puc. 12. COM-CHMMOK (a) 1 31eMeHTHbIV cocTas (6) akTMBMpoBaHHOro obpasua PLU nocne 06paboTKM B MUKPOBOIHOBOM
neuu npu Temnepatype 1400 °C.
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Puc. 13. COM-CHMMOK (a) M 31eMeHTHbI cocTas (6) akTMBMpoBaHHOro obpasua PLU nocne 06paboTkM B MUKPOBOIHOBOM

neuun npu Temnepatype 1500 °C.

CpaBHUTENIbHBIMA aHanM3 3/1IEMEHTHOrO COCTaBa
yrnepoaHbix obpasyos PLU nocne 06paboTkm B Mu-
KPOBOJIHOBOWM Meyu MoKasan 3HauyMTeslbHOe YMEHb-
WeHne KUCAopoda MO CPaBHEHUID C MCXOAHbIM
obpasuom (puc. 10-13). YcTaHOBAEHO, YTO C NOBbI-
WeHnem TemnepaTypbl MPOUCXOAUT NAABHOE CHMU-
JKEHME NPOLLEeHTa OCTAaTOYHOrO KUcaopoaa B obpas-
uax PL, yero He Habatoganock B ob6pasuax AC u MNC.

Takum obpasom, TemnepaTypHoe BO3AeNCTBME
Ha [TC, nonyyeHHble M3 BMOMmAcCbl, NPUBOAMUT K
yOoaneHuto kucaopoga. MNpu aTom npoueHT coaep-
YKaHUA KMcnopoga ANA pasfivyHbix 06pasuos buo-
MacCbl CHUMKaeTca npumepHo ot 9-14% (B McxoaHbIX
obpasuax) ao 0-4% npu obpaboTKe B MUKPOBOJ-
HOBOW Meyn MpU pPasAnYHbIX TemnepaTtypax (puc.
2-13). YctaHoBAEeHO, YTO B 06pasyax MNC yganeHue
KMcaopoaa npu BbICOKOTEMMEPATyPHOM Harpese B
MMKPOBO/IHOBOM MEeYM He NPomncxoauT Tak adpoek-
TUBHO, KaK B 0bpasuax AC n PLL.

OueHka cTeneHM rpaduTU3aLUM  YrAepoaHbIX
CTpYKTyp obpasuyos AC, NC n PLW nocne BbicOKO-
TemnepaTypHOM MWUKPOBOJIHOBOM 06paboTKM npwu
Pa3MYHbIX TemnepaTypax NpPoOBOAUIACL METOAO0M
AeKoHBosiounmM nukos (1580, 1500, 1350, 1200 wu
1620 cm?) Ha ocHOBe NoAyYeHHbIX PamaH-cneKkTpos.
O6paboTKa [AaHHbIX BbINOAHAMACL B Mporpamme
Origin c ucnonb3oBaHWEM NOPEHLMEBCKOM anmnpoK-
cumaumn. CteneHb rpadmTU3aLLMM OLLEHMBANACh KaK
OTHOLIEeHWe naowaam nog nukom G (1580 cm?) (pac-
yeT no JlopeHuy) K CYyMMapHOM MNAOLWLaAN BCEX YKa-
3aHHbIX MUKOB.

Ha puc. 14-17 npeactaBneHbl PamaH-cnekTpbl
ncxoaHoro obpasua AC n nocne o6paboTkM B MU-
KPOBOJIHOBOW Meyn B MHEPTHOW cpene B TeyeHue
30 muH npu Temnepatypax 1300, 1400, 1500 °C. B
CNeKTpe 3aMeTHO MPUCYTCTBYIOT Tpu nuKa: D nuk
npu 1351 cm?, KoTopbii obycnosneH doHoOHamu

rpaHMUbl 30HbI MEpPBOro MOpPsAKa U MUCNONb3yeTcA
ana onpeaeneHus becnopsagKka, NpucyTCTBytoLe-
ro B rpadeHe; G-nuk npu 1580 cm?® cooTBeTcTBYET
KonebaHMAM pacTAKeHUA CBA3EU Mexay aToMamu
yrnepoga B sp*-rubpugmsaumuun, a 2D-nuk npu 2700
cmt obycnosneH GOHOHaMM rpaHuULbl 30HbI BTOPO-
ro nopsaka [11-14]. CooTHOWEHNE NHTEHCUBHOCTEM
nonoc D u G (Io/ls) 06paTHO NpoNoOpLUOHaNbHO cTe-
neHu rpaduTU3aLMMN YIAepoaHbIX MaTepranos. Yem
Bbille CTeneHb rpaduTM3aumm, TeM ny4ylle NpoBoaM-
MOCTb yriepoaa. Bbicokas cteneHb rpadutmMsaumnm
6naronpuATHa 4NA NepeHOoca 3/IEKTPOHOB U yayYLla-
€T 3/IEKTPOXMMUYECKMNE XaPaAKTEPUCTUKN.

B KauecTBe npumepa npeactasaeHo no asa Pa-
MaH-CMeKTpa 415 KaXAoW TemnepaTypbl, MOKa3sbl-
BalOLWMX HAaMMeHbLUYlO cTeneHb rpadutmsaummn (g)
M Hanbonblyo ANA UCCNeAOBAHHON TOYKU U3Me-
peHus. TakKe NpuBeseH pacyeT COOTHOWEHWUIN UH-
TeHcMBHOCTen NUKoB le/l2p u Ip/ls, NOKasbiBatOLWMX
KO/NIMYecTBO cnoeB rpadeHa U creneHb AedeKTHo-
CTU, CcoOoTBeTCTBEHHO [12-21]. Mo COOTHOLEHUIO
TyuHcTpa-KeHUra nposBoauan pacyeT pasmepa Kpu-
ctannuta (L,, HM) B Touke nsmepenus [11, 22]: L, =
(2,4x10°)A* (Io/le)%, roe A — anvHa BoHbI Nasepa (B
Hawem cayyae A = 473 Hm).

AHanornyHas obpaboTka PamaH-cnekTpoBs 6bina
nposeaeHa ans obpasuos MNC mn PLU. YctaHoBAEHO,
yTto B 06pasuax [MC, noay4yeHHbIX NOCAe BbICOKO-
TemnepaTtypHol o6paboTKM, HE3aBUCMMO OT BUAA
6Momaccbl U TemnepaTypbl BO3AEWCTBUA, MPUCYT-
CTBYIOT 30HbI Kak ¢ 60/1blIONM CcTeneHblo rpadputnla-
umn (Bbiwe 90%), Tak n c manok (meHee 20%). Tem
He MeHee, B LLeJIOM C MOBbIWEHNEM TeMnepaTypbl
cTeneHb rpaduTUsaLmMm BO3PACTaeT, YTO COOTBET-
CTBYET pOCTy npoueHTa Bbixoga MIC no cpaBHeHUtO
¢ BbIxogom 6e3 o0bpaboTku. MonyyeHHble AaHHble
no creneHun rpaduTM3auUMM ONA PA3/UYHLIX TUMNOB
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Puc. 14. PamaH-cnektpbl rpadeHonoaobHbIX CTPYKTYp McxogHoro obpasua aktusMpoBaHHoM AC: (a) — PamaH-cnekTp
obpasua AC c MMHMMaNbHOM cTeneHbio rpadutnsaumm: g=23%, le/l2o=2,79, In/ls = 0,89, L.= 13,50 HMm; (6) — c MaKCHManbHOWM
cTeneHbto rpaputTnsaumm: g = 69%, le/lo = 1,65, lo/ls = 0,5, L. = 24,03 HMm.
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Puc. 15. PamaH-cnekTpbl rpadeHonoaobHbIX CTPYKTYp obpasua akTusmMpoBaHHol AC npy 06paboTke B MMKPOBO/THOBOM Neun
npu Temnepatype 1300 °C: (a) — PamaH-cnekTtp o6pasua AC ¢ MUHUMaIbHOM cTeneHbio rpaduTmsaumm: g = 25%, le/lo = 2,96,
Io/le = 0,96, L. = 12,51 HMm; (6) — C MaKCMManbHOM cTeneHblo rpadutnsaumm: g = 63%, le/lo = 2,1, Io/lc = 0,3, L. = 40,04 HM.
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Puc. 16. PamaH-cnekTpbl rpadeHonofo6HbIX CTPYKTYp obpasua akTusmposaHHon AC npn o6paboTke B MUKPOBOIHOBOW
neun npu Temnepatype 1400 °C: (a) — PamaH-cnekTp obpasua AC ¢ MUHUMaNbHOW cTeneHbio rpaduTmusaumum: g = 26%,
le/l20 = 3,67, I0/16=0,98, L.=12,26 HM; (6) — C MaKcMManbHOM cTeneHbto rpaduTnsaumn: g = 97%, le/lo = 2,72, Io/ls = 0,17,
La=70,67 HMm.
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Puc. 17. PamaH-cneKTpbl rpadeHonof06HbIX CTPYKTYp 06pa3Lia aktuemposaHHo AC npyn 06paboTKe B MMKPOBOJIHOBOM Neyn
npu Temnepatype 1500 °C: (a) — PamaH cnekTp o6pasua AC ¢ MMHUMAaIbHOW cTeneHblo rpadutnsaumm: g = 19%, le/lo = 3,99,
Io/le = 0,94, L.=12,78 HMm; (6) — C MaKCMManbHOWM cTeneHbto rpadutnsaumm: g = 81%, le/lo = 2,32, Io/ls = 0,26, L. = 46,20 HMm.

6Momacchbl nocsie BbICOKOTEMMEPATYpHOU 06paboT-
Kn 6bl 1 06paboTaHbl M CpeaHMe 3HAaUYeHMA napame-
TpoB [MC npeacTtaBneHbl B Taba. 1-3.

MpoueHT Bbixoga MC nocne BbiICOKOTEMMNEPATYP-
Hol 06paboTKM 06pa3LOB aKTUBMPOBAHHOM BLomac-
cbl (AC, NC, PLWU) B MMKPOBOJIHOBOW Meyun Npu pas-
JNINYHbIX TEMMEepaTypax oLLeHMBaAN No PamaH-KapTam
(50x50 mKm) c Mcnosib3oBaHMeM nporpaMmmsl Imagel.

Ha puc. 18-20 npusegeHbl PamaH-KapTbl ncxoa-
HbiXx 0bpa3uos buomaccel (AAC, AMNC, APLL), a Tak-
»Ke 0bpasLoB nocsie MMKPOBOJIHOBOM 06paboTku B

(a)

WHepTHOM cpeae B TeyeHMe 30 MMH Npu TemnepaTy-
pax 1300, 1400, 1500 °C.

AHanun3 MAP-KapT noKasa/, 4To NPOLLEHT BbIX0Aa
IMC Bo3pacTaeT nocae TemnepaTypHo 06paboTku B
MKBI no cpaBHEHUIO C UCXOAHbIM 0b6pasLom (puc.
18-20). YcTaHOBAEHO, YTO Hanbonblmii Bbixoa MC
Habnpganca gna obpasuos APLL npu Temnepartype
1400 °C - 92,02% (Bbixoa 6e3 06paboTkm — 13,52%);
ansa AFIC — 33,44% (Bbixog, 6e3 06paboTkun — 3,70%);
ana AMC npu temnepatype 1500 °C—11,55% (Bbixog,
6e3 0bpaboTkn — 1,87%).

Puc. 18. PamaH-KapTbl aKTMBMPOBAHHOTO UcxogHoro obpasua AAC n nocie 06paboTKM B MMKPOBONHOBOW Neyun: (a) — Pamak-
KapTa ncxogHoro obpasua AAC: Bbixoa MC— 3,7%; (6) — nocne ob6paboTkm npu Temnepatype 1300 °C: Bbixoa, IMC —15,02%;
(8) — nocne obpaboTku npu Temnepatype 1400 °C: sbixoa IMC — 33,44%; (r) — nocne o6paboTku npu TemnepaTtype 1500 °C:

Bbixoa MC—-10,13%.
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(a)
’ (6)

()

Puc. 19. PamaH-KapTbl aKTMBMPOBAHHOro mMcxogHoro obpasua AMNC u nocse o06paboTKM B MWKPOBOJHOBOM Meyu:
a — PamaH-KapTa ncxogHoro obpasua AMNC: Bbixog IMC — 1,87%; 6 — nocne o6paboTkm npu Temnepatype 1300 °C: Bbixos,
IMC-5,67%; B—nocne o6paboTku npu Temnepatype 1400 °C: Bbixoa MC—4,29%; r —nocne 06paboTku Npu Temneparype

1500 °C: Bbixog, MC —11,55%.

(a)

(8)

Puc. 20. PamaH-KapTbl aKTMBMPOBAHHOIO mMcxogHoro obpasua APLU v nocne o6paboTkM B MUKPOBOJIHOBOMW MNeyu:
a — PamaH-KapTa mcxogHoro obpasua APLL: sbixog MC — 13,52%; 6 — nocne o6paboTku npu Temnepatype 1300 °C:
Bbixoa MC — 82,25%; B — nocne o6paboTku npu Temnepatype 1400 °C: sbixon MC — 92,02%; r — nocie 06paboTku Npu

Temnepatype 1500 °C: sbixog IMC — 25,50%.
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MapameTpbl obpasuos IMC n3 pasnmyHon buo-
Maccbl nocsie BbICOKOTEMMepaTypHo 06paboTku B
MWKPOBOJIHOBOWM Meyn Npu pasiMvyHoOM TemnepaTy-
pe (1300, 1400, 1500 °C), nony4yeHHble B pe3ynbTa-
Te 06paboTkM PamaH-cnekTpoB (cTeneHb rpaduTu-
3aUMKn, KonmyectBa Cnoe., AedeKTHOCTb, pasmep
Kpuctannuta) n PamaH-kapT (npoueHT Bbixoaa MC),
6bInK ycpeAHEHbl U NpeacTaBaeHbl B Taba. 1-3.

Ta6bauua 1. CpegHue napameTpbl [MC u3 aktnemposaHHoi AC nocne 06paboTKM B MMKPOBOJIHOBOW Neyun B TeueHue
30 MWUH B MHEPTHOW Cpejie ra3a aproHa npu pasHou TemnepaType

Ne nin MapameTp McxoaHbi obpasey,  1300°C  1400°C 1500 °C
1 CpepgHuii Bbixog, IMC no PamaH-KapTam, % 4,10 11,07 33,44 14,81
2 CpepgHsana rpadumTmsauma no PamaH-cnektpam, % 37,50 40,75 52,50 35,07
3 CpepaHue 3HayeHua le/lao 2,56 2,66 2,57 2,91
4 CpeaHue 3HadeHus Io/ls 0,73 0,72 0,76 0,76
5 CpeaHue 3HayeHUA L, Hm 18,78 20,65 25,19 18,56

Ta6bnuua 2. CpegHue napametpsl IMC 13 akTuBMpoBaHHoM MNC nocne 06paboTkM B MMKPOBO/IHOBOM MeYn B Te4eHune
30 MUH B MHEPTHOM Cpeae rasa aproHa Npu pasHom TemnepaType

Ne nin MapameTp McxopHbi obpasey,  1300°C  1400°C 1500 °C
1 CpegHuii Bbixop, IMC no PamaH-KapTam, % 1,87 5,67 4,29 8,70
2 CpegaHsaa rpadputnsaumna no PamaH-cnekTpam, % 48,40 50,00 56,80 39,50
3 CpepaHue 3HadeHua le/ln 2,56 3,05 2,17 2,92
4 CpepaHue 3HayeHua Io/ls 0,66 0,65 0,68 0,75
5 CpegHue 3Ha4YeHUA La, Hm 24,00 32,96 28,11 21,54

Ta6nuuya 3. CpegHue napametpbl IMC M3 akTMBMpoBaHHOM PLU nocne 06paboTkM B MMKPOBOJIHOBOWM NeYm B Te4eHue
30 MWH B MHEPTHOM Cpee rasa aproHa Npu pasHol Temnepartype

Ne nin MapameTp McxopHbi obpasey,  1300°C  1400°C 1500 °C
1 CpegHuii Bbixog, IMC no PamaH-KapTam, % 13,23 82,25 92,02 20,35
2 CpeaHsaa rpadputnsauma no PamaH-cnekTpam, % 20,00 39,83 47,60 45,13
3 CpepaHue 3HayeHua le/lao 2,53 2,23 2,24 2,5
4  CpepHue 3HayeHua Io/ls 0,74 0,79 0,75 0,83
5 CpegHue 3HayeHuA L, Hm 16,32 16,01 19,12 15,75

B pe3ynbTaTe aHanM3a NONYYEHHbIX CPeAHUX 3Ha-
yeHui (Tabn. 1-3) 6bIIO YCTAHOBIEHO, YTO BbICOKO-
TemnepaTtypHaa o06paboTka, He3aBMCMMO OT TUNa
NcXoaHOM bMomacchl, NOBbIWAET CTeNeHb rpaduTu-
3aumu, yseamumsaet npoueHT Bbixoga MC n npuso-
OVWT, B OCHOBHOM, K POCTY Pa3mMepOoB KPUCTANINTOB.
Tak, ana AAC cpegHAA cTeneHb rpadmUTU3aLMM NOBbI-

waetca ¢ 37,5 (ncxogHbit obpaseu) 4o 52,50% npwu
Temnepatype 1400 °C (tabn. 1); ana AMNC — ¢ 48,40
0o 56,80% (tabn. 2); ans APLU — c 20,00 pgo 47,60%
(tabn. 3); no cooTHoweHuam IG/I12D 6bi10 onpeae-
JIeHO, YTo B 0bpasuax NpPeMmyLLecTBEHHO MPUCYT-
cteytoT MIC ¢ KonmnyecTBom csioeB 6osiee NATU cO
cpeaHen gedeKkTHocTbio B Nnpegenax 0,7-0,8.
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4. 3aKknouyeHue

Mo pe3synbTaTam 3KCNepUMEHTaNIbHOW PaboTbl
YCTaHOB/IEHO, YTO BbICOKOTEMMNEPATYpPHYt0 0bpaboT-
KY aKTMBMPOBaHHbIX 06pasyoB AOCTAaTOMHO MPOBO-
ANTb B AuanasoHe Temnepatyp 1300-1400 °C. Mpo-
BeEeHMe 3KCNepuMeHTOB npu TemnepaType 1500 °C
He a0 CYLLEeCTBEHHbIX MPEMMYLLECTB MO CPABHEHMUIO
C pesy/nbTaTamu, noaydeHHbimm npu 1300-1400 °C
(tabn. 1-3).

Takum obpasom, MCNONb30BaHME BbICOKOTEMME-
paTypHOro MMKPOBOJIHOBOFO HarpeBa akTMBMPOBAH-
HbIX YrN1€pPOAHbIX CTPYKTYP MO3BONAET CYLLECTBEHHO
noBbicuTb BbIxog MC 1, Npu ganbHenwem cosep-
LUEHCTBOBAHUM MeToAa, MOXKeT ObiTb MPUMEHEHO
ONA NOoNyYeHUA NPOAYKTa B MPOMbILWJEHHbIX Mac-
wrabax.

bnarogapHocTb

PaboTa BbinonHeHa npu GUHAHCOBON NoALEpPHK-
ke KomuteTta Haykm MUHUCTEPCTBA HAaYKKU U BbICLUE-
ro obpasoBaHua Pecnybnmku KasaxctaH no npoekTy
rpaHToBoro puHaHcupoBaHna AP14869581.

Cnucok nuteparypbl (FTOCT)

[1]. Safian M.T.-U., Haron U.S., lbrahim M.N.M. A
review on bio-based graphene derived from
biomass wastes // Bioresources. —2020. — Vol. 15.
—P. 9756-9785.

[2]. Berktas I., Hezarkhani M., Poudeh L.H., Okan B.S.
Recent developments in the synthesis of graphene
and graphene-like structures from waste sources
by recycling and upcycling technologies: A review
// Graphene Technol. — 2020. — Vol. 5. — P. 59-73.

[3]. Zakaria N.Z.J., Rozali S., Mubarak N.M., Ibrahim S.
A review of the recent trend in the synthesis of
carbon nanomaterials derived from oil palm by-
product materials. Biomass Convers // Biorefinery.
—-2022.-P. 1-32.

[4]. KongX.,ZhuY., LeiH.,WangC.,ZhaoY., Huo E., Lin
X., Zhang Q., Qian M., Mateo W., et al. Synthesis
of graphene-like carbon from biomass pyrolysis
and its applications // Chem. Eng. J. — 2020. —
Vol.399. — P. 125808.

[5]. Zhang Y., Cui Y., Liu S., Fan L., Zhou N., Peng,
P., Wang Y., Guo F.,, Min M., Cheng Y., et al.
Fast microwave-assisted pyrolysis of wastes
for biofuels production: A review // Bioresour.
Technol. —2019. — Vol. 297. — P. 122480.

[6]. Du Z., LiY., Wang X., Wan Y., Chen Q., Wang C.,
Lin X., Liu Y., Chen P., Ruan R. Microwave-assisted

[7].

[8].

[9].

[10].

[11].

[12].

[13].

[14].

[15].

[16].

[17].

pyrolysis of microalgae for biofuel production //
Bioresour. Technol. —2011. — Vol. 102. — P. 4890—-
4896.

Parvez A.M., Wu T., Afzal M.T., Mareta S., He T,,
Zhai M. Conventional and microwave-assisted
pyrolysis of gumwood: A comparison study
using thermodynamic evaluation and hydrogen
production // Fuel Process. Technol. —2018. — Vol.
184.-P. 1-11.

Fodah A.E.M., Ghosal M.K., Behera D. Microwave-
assisted pyrolysis of agricultural residues: Current
scenario, challenges, and future direction // Int.
J. Environ. Sci. Technol. — 2021. — Vol. 19. — P.
2195-2220.

Shulong Liu, Ping Yan, Haibin Li, Xiaobo Zhang,
Wei Sun One-Step Microwave Synthesis of Micro/
Nanoscale LiFePO4/Graphene Cathode With High
Performance for Lithium-lon Batteries // Front.
Chem. —2020. - Vol. 8.

Wang N., Tahmasebi A, Yu J., Xu J., Huang F.,
Mamaeva A. A Comparative study of microwave-
induced pyrolysis of lignocellulosic and algal
biomass // Bioresour. Technol. — 2015. — Vol. 190.
— P. 89-96.

Tuinstra F., Koenig J.L. Raman Spectrum of
Graphite // The Journal of Chemical Physics. —
1970.-Vol. 53 (3). - P. 1126-1130.

Memon N.K., Tse St.D., Al-Sharab J.F., Yamaguchi
H., Goncalves A-M.B., Kear B.H., Jaluria Y., Andrei
E.Y., Chhowalla M. Flame synthesis of graphene
films in open environments // Carbon. — 2011. —
Vol. 49. — P. 5064-5070.

Ferrari A.C., Basko D.M. Raman spectroscopy
as a versatile tool for studying the properties of
graphene // Nat. Nanotechnol. — 2013. — Vol. 8. —
P. 235-246.

Cancado L.G., Jorio A., Ferreira E.H.M., Stavale
F., Achete C.A., Capaz R.B., Moutinho M.V.O.,
Lombardo A., KulmalaT.S., Ferrari A.C. Quantifying
defects in graphene via Raman spectroscopy at
different excitation energies // Nano Lett. — 2011.
—Vol. 11. — P. 3190-3196.

Prikhodko N.G., Lesbaev B.T., Auelkhankyzy M.,
and Mansurov Z.A. Synthesis of Graphene Films in
a Flame // Russ. J. Phys. Chem. B. — 2014. — Vol. 8
(1). — P. 61-64.

Prikhodko N.G., Auyelkhankyzy M., Lesbayev
B.T., Mansurov Z.A. The Effect of Pressure on the
Synthesis of Graphene Layers in the Flame // J.
Mater. Sci. Chem. Eng. — 2014. — Vol. 2 (1). — P.
13-19.

Prikhodko N.G., Mansurov Z.A., Auelkhankyzy
M., Lesbayev B.T., Nazhipkyzy M., Smagulova



H.T. Mpuxoabko u ap. / TOPEHUE U NNA3SMOXUMMNA 23 (2025) 137-151

149

[18].

[19].

[20].

[21].

[22].

G.T. Flame Synthesis of Graphene Layers at Low
Pressure // Russ. J. Phys. Chem. B.—2015.-Vol. 9
(5). — P. 743-747.

Prikhodko N.G., Smagulova G.T., Rakhymzhan N.,
Auelkhankyzy M., Lesbayev B.T., Nazhipkyzy M.,
MansurovZ.A. Synthesis of single-layer graphene
in benzene—oxygen flame at low pressure //
Combust. Sci. Technol. — 2018. — Vol. 190 (11). —
P. 1923-1934.

Prikhodko N., Yeleuov M., Abdisattar A., Askaruly
K., Taurbekov A., Tolynbekov A., Rakhymzhan
N., Daulbayev Ch. Enhancing supercapacitor
performance through graphene flame synthesis
on nickel current collectors and active carbon
material from plant biomass // J. Energy Storage —
2023.-Vol. 73. - P. 108853—-108862.

Yeleuov M., Seidl C., Temirgaliyeva T., Taurbekov
A., Prikhodko N., Lesbayev B., Sultanov F.,
Daulbayev C., Kumekov S. Modified Activated
Graphene-Based Carbon Electrodes from Rice
Husk for Supercapacitor Applications // Energies
—2020. —Vol. 13. - P. 4943-4953.

Yeleuov M, Daulbayev Ch, Taurbekov A., Abdisattar
A., EbrahimR., KumekovS., Prikhodko N., Lesbayev
B., Batyrzhan K. Synthesis of graphene-like porous
carbon from biomass for electrochemical energy
storage applications // Diam. Relat. Mater. —
2021.-Vol. 119. - P. 108560-108567.

Cancado L.G., Takai K., Enoki T., Endo M., Kim Y.A,,
Mizusaki H., Jorio A., Coelho L.N., Magalhdes-
Paniago R., Pimenta M.A. General equation for
the determination of the crystallite size La of
nanographite by Raman spectroscopy // Appl.
Phys. Lett. — 2006. — Vol. 88. — P. 163106.

Reference

[1].

[2].

[3].

M.T.-U. Safian, U.S. Haron, M.N.M. lbrahim, A
review on bio-based graphene derived from
biomass wastes, Bioresources, 15 (2020) 9756—
9785. https://doi.org/10.15376/biores.15.4.Safian
I. Berktas, M. Hezarkhani, L.H. Poudeh, B.S. Okan,
Recent developments in the synthesis of graphene
and graphene-like structures from waste sources
by recycling and upcycling technologies: A review,
Graphene Technol., 5 (2020) 59-73. https://doi.
org/10.1007/s41127-020-00033-1

N.Z.J. Zakaria, S. Rozali, N.M. Mubarak, S. Ibrahim,
A review of the recent trend in the synthesis of
carbon nanomaterials derived from oil palm by-
product materials, Biomass Convers. Biorefinery,
12 (2022) 1-32. https://doi.org/10.1007/s13399-
021-01817-y

(4].

[5].

(6].

[7].

[8].

[9].

[10].

[11].

[12].

[13].

[14].

X. Kong, Y. Zhu, H. Lei, C. Wang, Y. Zhao, E. Huo, X.
Lin, Q. Zhang, M. Qian, W. Mateo, et al., Synthesis of
graphene-like carbon from biomass pyrolysis and
its applications, Chem. Eng. J., 399 (2020) 125808.
https://doi.org/10.1016/j.cej.2020.125808

Y. Zhang, Y. Cui, S. Liu, L. Fan, N. Zhou, P. Peng,
Y. Wang, F. Guo, M. Min, Y. Cheng, et al., Fast
microwave-assisted pyrolysis of wastes for
biofuels production: Areview, Bioresour. Technol.,
297 (2019) 122480. https://doi.org/10.1016/j.
biortech.2019.122480

Z.Du, Y. Li, X. Wang, Y. Wan, Q. Chen, C. Wang, X.
Lin, Y. Liu, P. Chen, R. Ruan, Microwave-assisted
pyrolysis of microalgae for biofuel production,
Bioresour. Technol.,, 102 (2011) 4890-4896.
https://doi.org/10.1016/j.biortech.2010.12.004
A.M. Parvez, T. Wu, M.T. Afzal, S. Mareta, T.
He, M. Zhai, Conventional and microwave-
assisted pyrolysis of gumwood: A comparison
study using thermodynamic evaluation and
hydrogen production, Fuel Process. Technol.,
184 (2018) 1-11. https://doi.org/10.1016/j.
fuproc.2018.01.003

A.E.M. Fodah, M.K. Ghosal, D. Behera, Microwave-
assisted pyrolysis of agricultural residues: Current
scenario, challenges, and future direction, Int.
J. Environ. Sci. Technol., 19 (2021) 2195-2220.
https://doi.org/10.1007/s13762-020-03099-9

S. Liu, P. Yan, H. Li, X. Zhang, W. Sun, One-step
microwave synthesis of micro/nanoscale LiFePQO,/
graphene cathode with high performance for
lithium-ion batteries, Front. Chem., 8 (2020) 1-10.
https://doi.org/10.3389/fchem.2020.00062

N. Wang, A. Tahmasebi, J. Yu, J. Xu, F. Huang, A.
Mamaeva, A comparative study of microwave-
induced pyrolysis of lignocellulosic and algal
biomass, Bioresour. Technol., 190 (2015) 89-96.
https://doi.org/10.1016/].biortech.2015.04.054
F. Tuinstra, J.L. Koenig, Raman spectrum of
graphite, J. Chem. Phys., 53 (1970) 1126-1130.
https://doi.org/10.1063/1.1674108

N.K. Memon, St.D. Tse, J.F. Al-Sharab, H.
Yamaguchi, A.-M.B. Goncalves, B.H. Kear, Y.
Jaluria, E.Y. Andrei, M. Chhowalla, Flame synthesis
of graphene films in open environments, Carbon,
49 (2011) 5064-5070. https://doi.org/10.1016/j.
carbon.2011.07.027

A.C. Ferrari, D.M. Basko, Raman spectroscopy
as a versatile tool for studying the properties of
graphene, Nat. Nanotechnol., 8 (2013) 235-246.
https://doi.org/10.1038/nnano.2013.46

L.G. Cangado, A. Jorio, E.H.M. Ferreira, F. Stavale,
C.A. Achete, R.B. Capaz, M.V.0. Moutinho, A.



150

H.T. Mpuxoabko u ap. / TOPEHUE U NNA3MOXUMMUSA 23 (2025) 137-151

[15].

[16].

[17].

[18].

[19].

[20].

[21].

[22].

Lombardo, T.S. Kulmala, A.C. Ferrari, Quantifying
defects in graphene via Raman spectroscopy at
different excitation energies, Nano Lett., 11 (2011)
3190-3196. https://doi.org/10.1021/n1201432g
N.G. Prikhodko, B.T. Lesbaev, M. Auelkhankyzy,
Z.A. Mansurov, Synthesis of graphene films in
a flame, Russ. J. Phys. Chem. B, 8 (2014) 61-64.
https://doi.org/10.1134/51990793114010059
N.G. Prikhodko, M. Auyelkhankyzy, B.T. Lesbayev,
Z.A. Mansurov, The effect of pressure on the
synthesis of graphene layers in the flame, J.
Mater. Sci. Chem. Eng., 2 (2014) 13-19. https://
doi.org/10.4236/msce.2014.21003

N.G. Prikhodko, Z.A. Mansurov, M. Auelkhankyzy,
B.T. Lesbayev, M. Nazhipkyzy, G.T. Smagulova,
Flame synthesis of graphene layersatlow pressure,
Russ. J. Phys. Chem. B, 9 (2015) 743-747. https://
doi.org/10.1134/51990793115050115

N.G. Prikhodko, G.T. Smagulova, N. Rakhymzhan,
M. Auelkhankyzy, B.T. Lesbayev, M. Nazhipkyzy,
Z.A. Mansurov, Synthesis of single-layer graphene
in benzene—oxygen flame at low pressure,
Combust. Sci. Technol., 190 (2018) 1923-1934.
https://doi.org/10.1080/00102202.2018.1472588
N. Prikhodko, M. Yeleuov, A. Abdisattar,
K. Askaruly, A. Taurbekov, A. Tolynbekov,
N. Rakhymzhan, Ch. Daulbayev, Enhancing
supercapacitor performance through graphene
flame synthesis on nickel current collectors
and active carbon material from plant biomass,
J. Energy Storage, 73 (2023) 108853-108862.
https://doi.org/10.1016/j.est.2023.108853

M. Yeleuov, C. Seidl, T. Temirgaliyeva, A.
Taurbekov, N. Prikhodko, B. Lesbayev, F. Sultanov,
C. Daulbayev, S. Kumekov, Modified activated
graphene-based carbon electrodes from rice
husk for supercapacitor applications, Energies,
13 (2020) 4943-4953. https://doi.org/10.3390/
en13184943

M. Yeleuov, Ch. Daulbayev, A. Taurbekov,
A. Abdisattar, R. Ebrahim, S. Kumekov, N.
Prikhodko, B. Lesbayev, K. Batyrzhan, Synthesis
of graphene-like porous carbon from biomass
for electrochemical energy storage applications,
Diam. Relat. Mater., 119 (2021) 108560-108567.
https://doi.org/10.1016/j.diamond.2021.108560
L.G. Cangado, K. Takai, T. Enoki, M. Endo,
Y.A. Kim, H. Mizusaki, A. Jorio, L.N. Coelho, R.
Magalhdes-Paniago, M.A. Pimenta, General
equation for the determination of the crystallite
size La of nanographite by Raman spectroscopy,
Appl. Phys. Lett., 88 (2006) 163106. https://doi.
org/10.1063/1.2196057

AKTUBTEHAipinreH ecimgik 6MuomaccacbiHaH rpageH
MeH rpadeH Tapisgec KypbiibimgapablH LWbIFYbIH
apTTbipyfa MUKPOTOJIKbIHADI KbI3yAbIH, 3cepi
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AHAATNA

AngbiH ana KapboHMU3aumanaHfaH KaHe bencen-
AipinreH 6buomaccagaH (buaain kaHe apna cabaHbl,
KYpill Kaybi3bl) MUKPOTOJIKbIHAbI NeLwTe Kbi3ablpy
apKblabl rTpaduTTey A2peXeciH apTTbipy *KaHe rpa-
deH Topisai KypblabimaapabiH (ITK) WwbiFybiH 3epTTey
60MbIHLIA HITUXKENEeP YCbIHbINAbI. MUKPOTONKbIHAbI
XKbINbITY 3HEPruAHbl KOM KaKeT eTeTiH KaHe XKMui
TMIMCi3 94eTTeri 3N1eKTP HKbINbITYMEH Ca/bICTbIpFaH-
03 efayip apTbIKWbIAbIKTapFa ne. MUKPOTONKbIHAbI
KbI3AbIPY 9PTYP/i XMMUANBIK peareHTTepAi nanga-
NaHyMeH 6ainaHbICTbl KypAeni Ken caTblabl NpoLe-
cTepre KapafaHaa rpadeH anyablH, biIHFANAbI, YHEMI
YKOHEe 3KONOrMAMbIK Tasa Tacini 6onbin Tabblnaabl.
MWKPOTONIKbIHAbI KbI34blpyAbl KOAZaHa OTbIPbIN,
rpadeH OKCUAiIH KanmnblHA KeNTipy CaTbICbIH XKeHin-
netyre 6onaapl, 6nMTKeHi rpadeH oKCcUAiHiH, MUKpO-
TO/MIKbIHAAPAbI CiHipy KacMeTTepiHiH apKacbiHAA MU-
KPOTONKbIHAbI Cay/ieNleHy OHbl rpadeHre ewKaHaam
Ka/nblHA KeNTipriwci3 »kaHe aTMocdepachi3 Tikenen
KannblHa KenTipe anagbl. buomaccagaH anbiHFaH
[TK-fa MWKPOTOAKbIHAbLI TemnepaTypanbiK acep
eTy aaici apTypni TemnepaTypada MMKPOTO/KbIH-
Obl NewTe eHAey KesiHAe oTTeriHiH, 9-14% -paH
(bactankbl yarinepae) 0-4% -fa geniH XolblnybiHa
oKkenepi, byn rpaduttey aspexeciH KaHe IMK-HbIH,
WbIFY NalbI3blH e4dyip apTTbipadbl }KaHe Kommep-
LMANbIK MaKcaTTapAa eHIMHIH Kenemai WbIFyblH any
YLWiH KONZaHbINYbl MYMKIH.

TyiiHai ce3pep: 6MomaccaHbiH KanablKTapbl, 6u-
Oan cabaHbl, apna cabaHbl, Kypiw Kaybi3bl rpadeH
Topi3Ai KypblabiMAAp, MUKPOTO/IKbIHAbI 9Cep eTy.
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ABSTRACT

The article presents the results of studying the
process of increasing the degree of graphitizationand
the yield of graphene-like structures (GLS) from pre-
carbonized and activated biomass (wheat and barley
straw, rice husk) by heating in a microwave oven.
Microwave heating has significant advantages over
conventional electric heating, which is more energy-
intensive and often ineffective. Microwave heating
is a convenient, economical and environmentally
friendly way to obtain graphene, unlike complex
multi-stage processes associated with the use of
various chemical reagents. Using microwave heating,
it is also possible to simplify the stage of graphene
oxide reduction, since, due to the properties of
graphene oxide to absorb microwaves, microwave
irradiation can reduce it directly into graphene
without any reducing agent or atmosphere. It is
shown that the method of microwave temperature
action on the HPS obtained from biomass leads to
the removal of oxygen from 9-14% (in the original
samples) to 0-4% when processed in a microwave
oven at different temperatures, which significantly
increases the degree of graphitization and the
percentage of GLS yield and can be used to obtain
a volumetric yield of the product for commercial
purposes.

Keywords: biomass waste, wheat straw,
barley straw, rice husk, graphene-like structures,
microwave action.
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