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AHHOTAUMA

Llenbto paboTbl aBNAETCA OTPabOTKa MeToAa CUHTe3a rpadeHa Ha MeTaN/IMYecKkom
TOKOCbEMHUKE B YrneBOAOPOAHOM NJAaMeHU MNpu aTMOCHEPHbIX YCNOBUAX.
M3BecTHO, 4TO cnoit rpadeHa Ha NOBEPXHOCTU MeTa/ZIMYEeCKOro TOKOCbEeMHMKa
YyBE/IMYMBAET 3/1EKTPOMNPOBOAHOCTb, XMMMUYECKYIO CTOMKOCTb K 3N1EKTPOAUTaM,
MCNONb3yeMblM B CynepKOHAEHCaTopax, M NOBbIWaeT yAe/IbHYl0 eMKOCTb 3a
CYeT ABOMHOro 3/IEKTPUYECKOro C/10A yrnepoda Ha ocHoBe rpadeHa. B pabore
BMepBble NPeasoKeH M UCCNefoBaH MeTon CuHTe3a rpadeHa B MIaMeHM
npu aTMochepHbIX YC/NOBUAX KOHKPETHO Ha MeTa//IMYecKylo MOBEPXHOCTb
TOKOCbEMHMKA A1A NOBbIWEHUA ero 3KCNAyaTaUMOHHbIX U 3NEeKTPOXUMUYECKUX
XapaKTepUCTUK. YUUTbIBasA, 4YTO HAHOCTPYKTYpbl B NAameHW dopmupytoTes
NpPaKTUYECKN MIHOBEHHO, 3a Bpems oT 10~ go 1073 ceKyHa, TO M NpoLecc cMHTe3a
rpadeHa B NAameHM Ha MeTa/I/IMYECKOM TOKOCbEMHMKE MPOUCXOAMUT TaKKe 3a
KOPOTKOE BpeMms, YTo ABAAETCA 60/bLIMM MPEenMyLLEeCcTBOM Mo cpaBHeHuto ¢ CVD-
meTogom. CaenaH BbIBOA, YTO MNAMEHHbIA MeToa cuHTe3a rpadeHa asnsetca
NepcneKkTUBHbIM A1A MPUNONKEHUN, He Tpebylowmnx BbICOKOKAYeCTBEHHOrO
rpadeHa, B 4YaCTHOCTM, A/A SNEKTPOAOB 3I/1EKTPOXMMUYECKUX HaKonuTenemn

SHeprum (cynepKoHAEHCaToOPOB, INTUN-UOHHbIX BaTapei).

1. BeeaeHue

Mpobnema 3bGEKTUBHOM AKKYMYAAUUK, XpaHe-
HWS U UCNOJIb30BAHWUS SHEPTUM OCTAETCA aKTyaIbHOM
M B HacTosllee Bpems. B aTon cBs3M paspaboTka u
npumeHeHne BbICOKO3hdEKTUBHbIX CynepKoHAEH-
CaTOpPOB A/1A 3HEepreTUyeckux notpebutenen nmetot
BarkHoe 3HayeHue [1]. FpadeH aBnaeTca nepcnexkTus-
HbIM MaTepuanom A8 MUCNO/Mb30BaHMA B KayecTse
3NeKTpoaa ANA cynepkoHaeHcaTopos [2]. AsymepHasn
CTPYKTypa rpadeHa npuaaet emy UCKAOUYMTE/IbHble
CBOMCTBA: BbICOKYIO 3/1€KTPONPOBOAHOCTb [3], mexa-
HMYECKYI0 NPOYHOCTb [4] 1 BonblUyIO yAeNbHYHO MOo-
BEPXHOCTb [5] NO cpaBHEHUIO, HANPUMEP, C YIrNepPoa-
HbIMWM HaHoOTpybkamu (YHT) [1]. OTamume rpadeHa
OT APYrUX YrNepoaHbIX MaTepuanos, NPUMEHAEMbIX
B CYyMepKOHAEHCaTopax, 3aK/J04YaeTcs TaKKe B TOM,
YTO ero yaenbHas MOBEPXHOCTb ABAETCA NOCTOAH-

HOW BENNYMHOW, He 3aBMCUT OT pacnpeaeneHus nop
no pasmepam n obecneymBaeT LOCTYN 3/EKTPOANTA K
obenm ero NOBEpPXHOCTAM, YTO CO34aeT NpenmyLle-
CTBa NO CPaBHEHMIO C aHANOTUYHbIMUK cucTemamu [3].

TeopeTuyeckn yCcTaHOBAEHO, YTO MPWU yaAenbHOM
MOBEPXHOCTU OAHOC/N0MHOro rpadeHa S = 2630 m?/r
[4] ero makcMManbHble yaenbHble eMKOCTU MOTYT CO-
cTaBnATb okono C,=21d/cm?n C,, =355 d/r, uto ycra-
HaBMBaET HOBbIV BEPXHUI Npeaen ana emkoctu [5].
Mpn 3TOM 3anaceHHaa MAOTHOCTb SHEPrUU OLHOFO
cnos rpadeHa npu U = 4 B npumepHo coctasnsieT 59
BT-u/Kr. CnegyeTt OTMETUTb, YTO TaKue GaKTopbl, Kak
TO/LMHA 3N1EKTPOoAa, KONMYECTBO c/ioeB rpadeHa u
NX CTPYKTYpa BAUAIOT Ha €ro 3/1EKTPOXMMUYECKME Xa-
PaKTepUCTUKK [6]. B cBSA3M C STMM BO3HMKAET 3aga4a
no paspaboTke meTofa CMHTe3a rpadeHa, KOTopbIn
No3B0o/1U Bbl 1ErKO KOHTPOMPOBATL €ro NPou3Boa-
CTBO C HEOBXOAMMOW CTPYKTYPOMN.
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Kak n3BecTHO, OAHMM M3 OCHOBHbIX (HaKTOPOB,
onpeaenaoWmnx eMKoCTb CynepKoHaeHcaTopa 1 ero
NPOV3BOANTENbHOCTb, ABAAETCA 3PdeKTUBHAA nao-
lWaab nosepxHoctu [6]. IpdpeKkTBHaAA naowagb no-
BEPXHOCTM onpeaenseT HaCKO/IbKO Be/IMKa rpaHuLa
paszgena 3N1eKTPoA/31eKTPONUT U 0BLLIMPHbIM ByaeT
3apsag. HecmoTps Ha To, yuTo rpadeH umeeT Teope-
TMYecku 6onbliylo Naowaab NOBEPXHOCTU, 3TO He
npuBeZeT K BbICOKOW EMKOCTU, €C/IN OHA He MOJIHO-
CTbiO AOCTYMHa ANA MOHOB. [o3ToMy HeobxogMmo
OTMETUTb, YTO EMKOCTb BO MHOFOM 3aBUCUT OT YMUC-
Nla cnoes., BUaa U KoHGUrypaumm yknagkm rpadeHa.
MpoBeneHoO MHOMKECTBO MCCAeA0BaHUIA MO CUHTE3Y
rpadeHOBbIX KOMMO3UTHbIX CTPYKTYp, 061a4atoLmx
60/1blLION NOBEPXHOCTbIO, AOCTYMHOM AN WOHOB
aneKktpoauta [5].

BakHOe 3HauyeHue B obecneyeHn eMKOCTU I/1EK-
TpoAa UMEIOT NOPUCTOCTb, pacnpeaeneHne nop no
pasmepam u o6bem nop. O6bIYHO BUA 3EKTPOINTA
onpeaennetr onTMManbHbIA pasmep Nop, AN KOTo-
pbiX BEPOSATHOCTb MPOHMKHOBEHMA MOHOB BHYTPb
ABNAETCA MaKCMMasbHOMW, YTo obecneymBaeT Hau-
60/1bLLYI0 EMKOCTb CynepKoHaeHcaTopa. Hanpumep,
6bl10 NOKa3aHo, YTo ANA Nopbl pasmepom <1,5 Hm
NoOBEPXHOCTb HeAOCTyNHa ANnA 6O0/NbLIMHCTBA MOH-
HbIX KuaKocTeit. C Apyron CTOPOHbI, 06W Mt ob6bem
nop Ao/KeH 6bITb HebonbWwMMm, YTODObI 3/1eKTposa
6bln NI0THOYNaKoBaHHbIM. pyrue daKkTopbl, Takme
KaK BHYTPEHHEee COMPOTUBAEHUE MeXKAY CHA0AMM
rpadeHa, GpyHKUMOHaNbHbIE TPYMNMNbl Ha NOBEPXHO-
CTW rpadeHa, cMaymMBaeMoCTb MOBEPXHOCTU, Kpae-
Bble 3QdEKTbl U LUMKAUYHOCTb, TaKKe onpeaenator
NPO13BOANTENbBHOCTb CynepKoHaeHcaTopa [7].

NccnepoBaHuAa rpadeHa B KayecTBe 3/71eKTposa
NPOBOAATCA KaK ANA MOHOC/N0S, TaK U AN MHOTO-
cnomHoro rpadeHa. YCTaHOBNEHO, YTO c/oi rpade-
Ha Ha NOBEPXHOCTU METaNINYECKOTO TOKOChEMHMKA
YBE/NNYMBAET 3/IEKTPOMNPOBOAHOCTb, XUMUYECKYHO
CTOMKOCTb K 3/1eKTPO/IUTAM, MCMO/Ib3YEMbIM B CY-
nepKoHAeHcaTopax, U YBEAMUYUBAET YAE/NbHYIO eM-
KOCTb KOHZEHCATOpa 3a CYET ABOMHOIO 3/MEeKTpuye-
CKOTO /109 yriepoaa Ha ocHoBe rpadeHa [5].

lpadeH ¢ pasIMYHbIM YUC/IOM C/IOEB MOMKHO CUH-
TEe3UPOBaATb MPOCTbIM TEPMUUYECKMM PA3/0NKEHUEM
yrnesogopoaos [8] Ha cambIX PasHbIX MNOAMOXKaX
M3 nepexogHbix meTannos [9]. B HacTosAllee Bpemsa
Ons nonydyeHus rpadeHa NpUmMeHaATCs cneaytolmne
OCHOBHble meToabl [10]: mexaHMYeckoe U Xumuye-
cKoe paccnoeHue [11], xMmnyeckoe ocaxkgeHue 13
naposon ¢asbl [12], anuTaKCcManbHble MeToAbl No-
NyyeHus rpadeHoBbIX NaeHoK [13]. OaHako 3T1 me-
TO/bl HE HALUAM LWMPOKOTO NPUMEHEHMA B NMPOMBbILL-
JIEHHOCTU M3-33@ BbICOKOM CTOMMOCTU U C/NOXMHOCTU

MacwTabupoBaHMA. YCi0BMA BbICOKOM Temnepaty-
Pbl U BbICOKOTO BaKyyma 418 METOA,0B XMMMUUYECKOTO
oCaXAeHus M3 napoBol ¢asbl U 3NUTAKCUASIbHOTO
poCTa CAEep’KUBAOT UX KpynHomMaclwTabHoe npous-
BOACTBO. ANbTEPHATUBHbBIM NMOAXOLOM K NOAYYEHUIO
rpadeHoBbIX MaTepuanoB ABASETCA PacCNoeHue
MacCMBHOro rpaduta MeToAamMu MUKPOMEXaHU-
YECcKoro WANM XMMU4Yeckoro Bosgenctemsa. OaHaKo
MWKPOMEXAHMYECKOe paccnoeHune rpaputa mmeer
HM3KMI BbIXOA, MaNOCNOMHOro rpadeHa, a meTtos
XMMWYECKOTO PacC/IOEHUs ABNAETCA ONACHbIM U TOK-
CMYHbIM BC/ieacTBMe 06pa3oBaHMA TakUX ra3os, KakK
OKcupA, a30Ta M AMOKCUA X/10pa.

B nocnepHue roapl paspaboTaHbl METOAbI «3e/e-
HOro» nNpPoM3BOACTBA rpadeHa C MCNosb30BaHMEM
3KONOTMYECKM YUCTbIX MPEKYypcopoB M 6Buomacchl
[14]: Hanpumep, caxapa, XMTO3aHa, pPacTeHUin sto-
LepHbl U APYrMX MNULLEBLIX NPoAayKToB [2]. Takxke
M3BECTHbI UCCIEeA0BaHMUA NO NPUMEHEHMIO rpadeHa
B KauyecTBe 3/IEKTPOAHOro matepuana B CyMNepKoH-
AeHcaTopax, NoJlyYyeHHOro MeToAOM MUPOoan3a M3
6uomaccsl! [15].

Opyrum HanpaBieHMem Mo MNPUMEHEHUIO rpa-
dEHOBbIX CTPYKTYP ABASETCA UX NpeaBapUTeNbHbIN
CMHTE3 Ha MEeTa//INYECKOM TOKOCbEMHUKE 3/1EKT-
poga cynepkoHAeHcaTopa C NocieaylolnMmM HaHe-
CEHMEM Ha Hero akKTMBHOTrO Yr/iepoAHOro maTepwu-
ana, NOJy4YeHHOro, Hanpumep, U3 PacTUTENbHOM
6uomaccbl. Kak M3BECTHO, MeTan/nyeckume TOKO-
CbeMHWKM, B OT/INYME OT YIrNepoaHbIX U noammep-
HbIX MaTEPMasiOB, UMEIT BbICOKYHO NMPOBOANUMOCTb,
MeXaHWYeCKY MPOYHOCTb M TMBKOCTb. OgHUM U3
OCHOBHbIX (aKTOPOB, CAEPXKMBAOWMUX MNPUMEHE-
HME MeTaINYeCcKUX TOKOCbEMHUKOB, ABASETCA WX
KOPpPO3Us B 3N1€KTPOIMTAX Ha BOAHOM OCHOBe. Yuu-
TbiBas TOT $aKT, YTO NocaegHue A0CTUNKEHUA B 06-
NacTU CYyNepKOHAEeHCaTOPOB B OCHOBHOM CBfi3aHbl C
BOZHbIMU 3/IEKTPO/IMTAMM, KOTOPbIE MO CPaBHEHUIO
C APYrMMW TUNAMM 3NEKTPONUTOB (OpraHUYEeCcKUmMMU,
MOHHbIMM }KNAKOCTAMMU U BOAHO-CONEBLIMM) NO3BO-
NAT A0CTUraTh yaenbHoW mowHocT Ao 10 KBT/kr,
pelweHne BONpoca Mo 3aluTe MeTalIMYeckmnx ToKo-
CbEMHUKOB OT KOPPO3UM UMEET BaXKHOE 3HAYEeHMe.
MpumeHeHMe ANns 3TON Uenu KopPO3UOHHOCTONKUX
MeTannoB (HepskaBewlana CTasb, HUKENb, NAaTMHA
M Ap.) He Bcerga NnpUBOAUT K 0XKNAaeMOMY pesy/b-
TaTy, TaK Kak 3TO 3aBUCMT OT BUAA NPUMEHAEMOro
3/1eKTpoInTa. Mcnonb3yoTca TaKXKe pasHble Cnoco-
6bl MOANPUKALMM METANTUYECKMX TOKOCBEMHUKOB
OUBNKO-XMMUYECKON 06paboTKOM NOBEPXHOCTU: Na-
3epHoe o0bayyeHue [16], XUMUYECKOE U 3/TIEKTPOXMU-
MunyecKoe ocaxkaeHue [17].
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TaKyKe yCTaHOB/IEHO, YTO MOC/ie onpeaeeHHOro
KO/IMYecTBa UMKAOB 3apsaga-paspaga yrneposHbin
C/ION Ha OCHOBE aKTUBMPOBAHHOMO Yras 4acTo OT-
cnavBaeTca OT HeobpaboTaHHOro rnaaKoro metan-
JINYECKOTO TOKOCbEMHMKA B CynepKoHZeHcaTopax
C OPraHMYeCKMMWU 3NEKTPOAUTAMU, YTO MPUBOAUT
K CHUXEHWUIO 3/IEKTPOXMMUYECKUX XapPaKTEPUCTUK.
Bce 37O yKasblBaeT Ha HEODXOAMMOCTb COBEpLUEH-
CTBOBaHMA METa/N/IMYECKUX TOKOCbEMHUKOB NMyTeEM
MoaMUKALUMKN UX NOBEPXHOCTU KaK GUBUKO-XMMU-
YEeCKMMM MeToZaMM, TaK U NyTeM HaHeceHus yrie-
POAHbIX CTPYKTYp, MNO3BOMAIOLWMX NOAABUTL KOp-
pPO3M1I0, YAYYWUTb MeXPasHbIN KOHTAKT U CHU3UTb
BHYTpPEHHee CONpoTUBNEHMUE.

Ona ynydweHna mex$asHOro KOHTaKTa mexay
aKTMBHbIM MaTepPMasIOM U TOKOCbEMHUKOM Mpu-
MEHSAETCA TaKXKe 0bblYHbIi rpaduT, cNoi KOToporo
HaHOCMTCS Ha antomuHuesyto donbry [18]. Hanbi-
NIeHHbIN rpadUTOBLIN Cnoli obecneynBaeT BbICOKYIO
aAresnto U MPOYHbIM MeXKPasHbIA KOHTAKT mMexay
CNoemM aKTMBHOFO maTepuana U MoAUPULMPOBAH-
HbIM TOKOCbEMHMKOM. Kpome TOro, cnoi rpagura
npeaoTepalLaeT obpasoBaHMe PE3UCTUBHOM OKCUA-
HOWM NNEHKM Ha NOBEPXHOCTU aNtOMUHMEBON GONb-
M 1 NogasnseT KOPPO3uto, YTO NO3BOAAET AOCTUYD
BbICOKMX 3HaY€HWUI eMKOCTU U yBeJUYEeHME CPOKa
cnyxo6bl. MNpenBapuUTelbHO NOBEPXHOCTb AJIIOMUHU-
€BOro TOKOCbeMHMKA 6blna obpaboTaHa nasepom,
YTO NMPMBESO K NyYylleMy B3aUMOLENCTBUIO C aKTUB-
HbIM MaTepuasioM.

NmetoTcs nccnefoBaHWA NO NMPUMEHEHUIO ato-
MWHMEBOrO TOKOCbEMHMKA, 3aLUMLLLEHHOTO KOMMEp-
Yyeckol rpaduToBon Kpackoi Acheson Electrodag
965SS [19], a TaKKe Mo UCMO/b30BaHUID KOMMeEp-
YecKoW antoMuHMEeBON GObIU C YrNepoaHbIM Mo-
KpbITUEM B KayecTBe TOKOCbEMHWKA ANA yaydlle-
HMA XapaKTepPUCTUK cynepkoHaeHcaTtopos [20].
AntomuHueBas ¢onbra C yrnepogHbiM MOKPbITUEM
B KQYecTBe TOKOCbeMHMKA, MO CPABHEHUIO C YUCTbIM
a/NIIOMUHUEM, COXPaHAET AJIUTENbHYI 31EKTPOXU-
MWYECKYI0 CTabubHOCTb, MMEET BbICOKYIO KOpPpO-
3MOHHYIO CTOMKOCTb, 0becrneymBaeT XOPOLIYH KOH-
TaKTHYO npoBoaMmocTb [21].

MacwTtabupyemocTb meTofa CUHTe3a rpadeHa
MMeeT pellalollee 3HaYeHMe A1A ero NpumeHeHus
B MNpoOMbIWAeHHOCTU. Hamnbonee npeanoyTUTeNb-
HbIM CNocoboM, MO3BONAWMM OCaxaaTb rpadeH
Ha KaTaMTUYECKME MeTasIIMYecKkme NoBEPXHOCTH, a
TaK)Ke NepeHOCUTb Ha LWMPOKUIA CNEKTP MOANONKEK,
ABNAETCA METoZ, TEPMUYECKOTO XMMUYECKOTO OCaXK-
AeHus 3 naposoit dasbl (CVD-meToa) [22]. OaHako
CVD-meToA, ABAAETCA 3HEPro3aTpaTHbIM, MHOTOKOM-
NMOHEHTHbIM, NPOAOIKUTENbHBIM MO BPEMEHU U ANA

ero nposefeHusA TpebyeTca BbICOKAA YNCTOTA UCXOA-
HbIX KOMMOHEHTOB. A rNaBHOE, YTO A/1A 3N1eKTPOAO0B
CYNepKOHAEeHCAaTOPOB BbICOKOKAYeCTBEHHbIN rpadeH,
nonydaembiit CVD-metogom, He Tpebyetcs. Mounck
TEXHOIOTMYECKM NPOCTOro 1 3Ko0rnyeckn besonac-
HOro MeToAa CMHTe3a rpadeHa 419 MaccoBOro npo-
M3BOACTBA AIBAAETCA KpaliHe HeobxoaMmon 3aga4en.
B KauecTBe anbTepHaTUBHOIoO MeToAa A1 CUHTe-
3a rpadeHa Ha TOKOCbEMHMKE MOXKET HbITb UCNOJIb-
30BaH crnocob cuHTesa rpadeHa B naameHu [23].
Mpouecc obpa3oBaHWS HAHOCTPYKTYP B MNAAMEHMU
npeacTtaBnser coboli ObICTPYO peakuuto, 06bIYHO
oT 10°° go 1073 cekyHpa [24]. CuHTe3 rpadeHa B nna-
MEHU — 3TO HEMPEPbIBHbIN, MPOCTON U HEAOPOTON U
OH MOKEeT ycnewHo KoHKypupoBsaTtb ¢ CVD-meTogom
[25]. B wnpokom macwitabe naameHHbI MeToa npu-
MEHAETCA ANA CMHTe3a HAaHOYACTUL, CaXKu, OKCMI0B
meTannos [26]. C Hayana 2000-x rogoB B bosee wWu-
poKom macwTabe naamsa NpUMeHseTcsa ansa CUHTe3a
YHT [23]. Npenmywi,ectso N1aMeHHOro CMHTe3a 3a-
KNntoyaetcs B 6bicTpom obecrneyeHUM BbICOKOM Tem-
nepartypbl, Heobxoamumoi ansa razopasHoOro CMHTE3a
B KapbOHU3MPYIOLWLEN UAN OKUCIUTENbHOMN cpepge.
YTo KacaeTca cMHTe3a rpadeHa B NaameHu, TO ero
NPUMeEHEeHMEe He TaK LMPOKO PaCnpoCTPaHEHO Mo
cpaBHeHuto ¢ CVD-meToaom, HECMOTPA Ha pag npe-
MMYLLECTB, TaKMX KaK BbICOKAasa CKOPOCTb CUHTE3a,
MaclTabnpyemocTb M SKOHOMUYHOCTb.
WccnepoBaHma Mo CUHTe3y rpadeHa B MamMeHu
NPOBOAUIUCL PA3/INYHbIMM aBTOPaMK B NpeaBapu-
TeNbHO nepemellaHHom [27], auddysmoHHom [25],
obpaTHO anddy3noHHOM nnameHax [28], B n1ameHu
Ha BCTPeYHbIX CTPyAX [29] KaK npu aTmocdepHbIX yc-
NOBUAX, TaK U NPU HU3KOM AaBneHuun. OaHaKo, He-
CMOTpPA Ha pAL UccnefoBaHUI Mo cMHTe3y rpadeHa
B NJ1aMeHMU, OH BCE elLlLe He Hallen WNPOKOro npume-
HEHWA U HAXOAWUTCA Ha paHHel cTaguu. ITo CBA3AHO
C Tem, YTO Ha NMPOLLeCC CMHTE3a OKa3blBaloT BAUSHUE
BMUA, NJAamMeHu, TemnepaTypa, COCTaB M KOHUEHTpa-
LMA NPOMEXKYTOYHbIX NPOAYKTOB ropeHus. B cBAsu
C Ha/MYMeM rpagmeHTa TemnepaTypbl U GopMUpo-
BaHMEM GPOHTa NAameHUn TPYAHO MacluTabupoBaTb
pocT rpadeHa Ha Bcel noasoxke. TakKe onpeae-
JIEHHYIO C/IOXKHOCTb NpeacTaBAseT NpoLuecc noayye-
HWA YCTOMYMBOrO NaameHu, boratoro yrnepoaHbiMm
YyacTMuaMu, HeobxoAMMbIMU O1A CUHTEe3a rpadeHa.
Tem He meHee, NNaMeHHbI CUHTE3 MOXKeT ObITb 3KO-
HOMWYECKN BbITOAHbIM M, NPU onpeaeneHHon agopa-
60TKe cnocobeH obecneynmTb MaccoBOe NPOM3BOL-
cTBO rpadeHa. NnameHHbI meTod, cMHTe3a rpadeHa
ABNAETCA NEePCNEKTUBHbIM A7 NPUIOKEHUN, HE Tpe-
OYIOLLMX BbICOKOKAYeCTBEHHOMO rpadeHa, B 4acTHO-
CTW, ANA 3NEKTPOL0B 3NEKTPOXUMMUYECKUX HAKOMUTE-
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Neit aHeprmun (CynepKoHAEHCATOPOB, NNTUIA-UOHHbIX
6aTtapeit). Takum obpas3om, Ha CerogHALIHNI AeHb,
HECMOTPA Ha cylecTBytoWwMe NpobaeMbl, CBA3AHHbIE
C CMHTe30M rpadeHa B NJaMeHMu, B LLeJIOM MMeeTcA
BMoJiHe oTpaboTaHHaA MeToAMKa, N03BOAAOLLLAA NO-
NlyyqaTtb rpadeH B N1amMeHM Ha NogN0KKax.

B naHHOM paboTe, B OTAIMYME OT BbllLenepeync-
JIeHHbIX paboT, BNepBble NpPeaNoXKeHO NPUMEHATb
MeToZ cuHTe3a rpadeHa B naameHu npu atmocdep-
HbIX YC/I0OBUAX HEMOCPEACTBEHHO Ha METa/I/IMYECKYIO
NOBEPXHOCTb TOKOCbEMHMKA C LeNbio NOBbIWEHMUA
€ro 3KCMNAyaTaluMOHHbIX U 3NEKTPOXMMUYECKUX Xa-
PaKTEPUCTUK. YUMTbIBAA, YTO HAHOCTPYKTYpPbI B NAaa-
MeHU GOPMUPYIOTCA MPAKTUYECKM MIHOBEHHO, 3a
Bpems oT 107° go 1073 cekyHA, To M NpoLecc cMHTe3a
rpadeHa B n1aMeHn Ha MeTaNIM4eCKOM TOKOCbeM-
HMKEe MPOMUCXOAMT TaKKe 3a KOPOTKOe BPEMSA, YTO
ABaneTcA 60MbWKMM MPEUMYLLECTBOM MO CpaBHe-
Huto ¢ CVD-meTogom. TemnepaTtypa niameHu, nNpu
KOTOpPOW MpoTeKaeT npouecc cuHTesa rpadeHa Ha
MEeTa/I/IMYeCcKOM TOKOCbeMHMKe (B AnanasoHe 850-
950 °C), TaK)Ke ycTaHaBAMBAETCA NPaKTUYECKN cpasy
noc/sie BOCM/laMeHEeHMA YINeBOAOPOAHOM CMECH, YTo
TPYAHO peanunsyemo npu cuHTese rpadpeHa CVD-me-
TOZAOM, MOCKOJIbKY OH TpebyeT ANTENbHOrO HarpeBa
BCEM Macchl 3/ieKTponeyn. B paboTe npeacraBneHsl
pe3ynbTaTbl N0 CMHTE3y rpadeHa Ha MeTalZInyeckom
(HMKeNneBOM) TOKOCbEMHUKE B NpeaBapuUTeNiIbHO Me-
pemelaHHOM nponaH/Kucnopoa/aproHHom naame-
HM B aTMOCdEPHbIX YCAOBUAX.

2. JKcnepuMmeHTaNbHaA YacTb
CuHTes rpa¢eHa Ha MeTaaIm4yeCKoOmMm TOKOCbem-

HUKe npoBoauniv B npenBapuTesibHO nepemeldaH-
HOM I'IpOI'IaH/KMCI'IOpOp,/apFOHHOM naameHum B aT-

MochepHbIX ycnosuax npu pacxogax 170/425/179
n 170/364/160 cm3*/MUH, COOTBETCTBEHHO, YTO Obe-
cnevyusano cootHoweHua C/O = 0,6 u 0,7; Temnepa-
Typa cuMHTe3a — 900-950 °C, Bpema cuHTe3da — 30-60
CceKyHA. AproH gobasnsaam B Koamdectse 30% ot
CYMMbI pacxo4oB nponaHa u kucnopoga (179 n 160
cM3/MUWH, COOTBETCTBEHHO).

doTorpadma M cxema obwero BUAA FOPENKU C
pasmeLLeEHHbIM B NJameHn 06pa3L,omM TOKOCbEMHMU-
Ka npuBegeHbl Ha puc. 1. Pacxon razoB KOHTPOAU-
poBancsa pacxogomepamu ¢dupmbl Alicat Scientific
cepumn M ¢ TouHocTblo 0,8% OT M3MepeHHOro 3Have-
HMA. TemnepaTtypa B LEHTPe NJaMeHU U3mepanachb
XpoOMe/ib-a/ItoMeNeBoN TEPMONapon U KOHTPONPO-
Banacb TepmomeTtpom Center 309 ¢ TouHocTbto 0,3%
OT MOKas3aHui. Pacnono)eHwe Xxpomenb-antome-
NleBOI Tepmonapbl B NJaMeHM U Cxema ee nogayu
noKasaHbl Ha puc. 1. LLlar KaxKgoM TOUYKM U3mepeHusn
TemnepaTypbl coctasnan 0,5 cm, a 3a HavyanbHylO
TOYKY OTCYETa MPUHATA BUAMMAA HUXKHAA YacTb Naa-
MeHW. B KayecTBe TOKOCbEMHWMKA MCNO/Ib30BaNachb
HuKenesana ¢onbra Alfa Aesar ToawmHon 0,025 mm
M umctoToi 99,99%. na co3gaHUA LEHTPOB aKTUBa-
umMM pocta rpadeHa Ha NOBEPXHOCTU TOKOCHbEMHMKA
ee npepBapuTenbHO 06pabaTbiBany HaxaauHoM by-
maron. COM-¢poTorpadpumm TOKOCbEMHMUKA NOCae me-
XaHM4Yyeckon o0bpaboTKM HaxKaauyHoW bymaroi npu
pa3HOM yBe/MYEHUM NPEeACTaBEeHbl HA pUc. 2.

Ona ypaneHna OKCUOHOM MAEHKM C MOBEPXHO-
CTW HUKEeNeBOoro TOKOCbeMHMKa (pasmep 15x15 mm)
ero nomew,ann B 20% pacTBop a3oTHOM KMCNOTbI Ha
20 MUH. MNoAroToBAEHHbI TOKOCBEMHUK YCTAHABAM-
Ba/n BepTUKanbHO B naama Ha 30 naum 60 cekyHa,
3aTeM U3BNEKanu n oxnaxaganu. ObpasoBaHue yrae-
POAHbIX CTPYKTYP NPU rOPEHNN NPOTEKAET NO BbICOTE
naameHu nocnefoBaTeNbHO, HAYMHAA OT PaJnKanos

(6)

Puc. 1. (a) Poto 1 (6) cxema ropesikm npeaBapuUTeNbHO NepPemMeLLlaHHOro NiameHmM C TOKOCbEMHUKOM, YCTaHOB/IEHHbIM

B u,eHTpaanoﬁ 4yacTu.
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Puc. 2. COM-doTorpadpun npeasapmUTenbHO NOArOTOBAEHHON HUKeNeBoin GoAbIv NpU PasHOM yBEUYEHUMN.

[o dopmmpoBaHus caxku [26]. B aToh nocneposa-
TENbHOCTM npouecc obpasosaHua rpadeHa sBAA-
eTCA NMPOMEXYTOYHbIM 3BEHOM, MPOTEKAIWMM Ha
onpeaeneHHoOM BbiCOTe NJaMeHW. ITO NoATBepKAa-
eTCA TaKXKe pes3ynbTaTaMu, NpuseseHHbIMU B pabo-
Te [23]. BepTMKanbHOe pacrnofioXKeHe NOAOKKN B
nAaMeHW He HapylaeT nocnefoBaTe/bHOCTb Mpo-
L,eccoB, NPoOUCXo4AWMX B NAaMEHN U NPUBOAALLNX
K obpa3oBaHuto rpadeHa U ero GopMUpPOBaHUIO Ha
nognoxke. Takum obpasom, BepTUKasbHOE pacno-
JIOXKEeHMe HUKeNeBOM NOAN0KKM B NIaMEHN ABNAET-
€A HeobXO0AMMBIM M ONTUMA/IbHbIM pPeLleHueM ans
CUHTe3a rpadeHa.

AHann3 mMopdONOrMYECKUX U CTPYKTYPHbIX Na-
pameTpoB rpadeHonoA0bHbIX CTPYKTYP NPoBOAUM
¢ nomolubto COM-mukpockonum (Quanta 3D 200i
FEI company, Hitachi TM4000 Plus), anemeHTHbI
aHaNM3 — METOLO0M SHEProAUCNEPCUOHHON peHTre-
HOBCKOW cnekTpockonun (EDAX), BuA yrnepoaHbix
CTPYKTYp MccnefoBann Ha PamaH-cnekTpomeTtpe
(Solver Spectrum (NT-MDT), A = 473 HM, cUrHan ¢
naowaamn gMaMeTpom 2 MKMm).

PamaH-cneKTpocKkonua aBadeTcs 6bICTPbIM MeTO-
[O0M MaeHTUdMKaunm rpadeHa M No3BONAET HALEXK-
HO OT/IMYUTb OAHOCNOMHbBIN rpadeH oT rpaduta m
OT MHOrocnolHoro rpadeHa [23]. YcTaHOBAEHO, UTO
ana rpadeHa, TakXe Kak u gna rpadurta, B CnekTpe
KOMBUHALUMOHHOrO paccesHMa HabnogatoTca ABa
rnaBHbIX NMKa: G-MHUA, XapaKTepusytoLLaa koneba-
HUA cUCTEeMbI Sp? yrnepoaHbix ceasen (~1580 cm™?)
(rpadutonoaobHan 30Ha), u 2D-AnHUA (~2700 cm?),
apnAawowanca obepToHom D-anHuM (gedekTHas
30Ha) (~1350 cm™?) [29]. AHanu3 rpadeHa npoBoaun-
nv no Tpem nukam: nuk D npu 1350 cm?, nuKk G npu
1580 cm™* v nuk 2D npu 2700 cm™L.

Pacuet pasmepa Kpuctannuta rpadeHa (L., HM)
B TOYKE M3MepPeHWA NPOBOLAWMAN MO COOTHOLUEHWUIO
TynHcTpa-KeHura Ha ocHoBe PamaH-cneKTpos: L, =
(2,4 x 1079)A* (Io/16)%, rae A — ANMHA BONHbLI Nasepa
(B Hawem cayyae A = 473 Hm).

3. PesynbTathbl U 06Cy}KAEHME

C TOYKM 3peHuna obpasoBaHUA 3apoabiweit, dop-
MUPYIOWNX YrnepodHble CTPYKTYpbl B NJaMeHu, B
TOM ymncne rpadeHsbl, paHee bokxopHom X. (1994 r.)
6bla npeanokeHa ¢GeHOMeHOoNorMYyeckas cxema
peakuMm obpasoBaHMA Ca*KM B FOMOFEHHbIX CMme-
cAX NpeaBapuUTeNbHO NepemellaHHbIX NAameH, rae
NPOMENKYTOUYHbIMU MPOAYKTaMU ABAAIOTCA NOAULM-
KAMYecKkmMe apomaTuyeckune yrnesogopoapl (MUAY).
C yyeTtom HOBbIX AaHHbIX MUAY moxHO paccmaTpu-
BaTb KaK OocHoBy 06pa3oBaHuUsA rpadeHoB B niame-
HW M KaK npeaLwecTBEHHMKN 06pa3oBaHMA CaXKeBbIX
yactuy,. MNpoueccbl ropeHnsa conpoBOXKAAOTCA B OC-
HOBHOM 3K30TEPMUYECKUMU PeaKkLUAMMU, KOTopble
NPUBOAAT K Pa30orpeBy CUCTEMbI M CKaYKOOHPaA3HbIM
M3MEHEHUAM rpagMeHTa TemnepaTtypbl B obbeme
nnameHu. Kak mM3BecTHO, ANA cuHTe3a rpadeHa Ha
MEeTaNINYECKNX TOKOCbEeMHUKax Heobxoauma o06-
NacTb NJlaMeHW CO CTabuNM3MpPOBaHHOW Temnepa-
Typol B Anano3oHe 850-950 °C. MpeaBaputenbHO
npoBefeHHble MUCCNef0BaHMA NOKAa3aaMu, YTO 30HaA
nnameHu c temnepatypoit 950 °C asnaetcs npea-
NOYTUTENIbHOM ANA CUHTE3a rpadeHa Ha HUKeNeBoM
TOKOCbeMHMKe. YCTaHOB/IEHO, YTO NpWU pasmelle-
HUW MOAJNIOXKN B MNAAMEHU NMPOUCXOAUT CHUXKEHUE
TemnepaTypbl, Torga Kak 6osee BbiCOKas Temnepa-
Typa obecneymBaeT coxpaHeHMe YCA0BUA N Henpe-
pbIBHOCTb dopmumpoBaHua rpadeHa. B cBasm c atum
6bl11M MONIlyYeHbI TEMMNEPATYPHbIE NPOGUAN NAAMEHN
npu pasHbix cooTHoweHuax C/O B npouecce rope-
HWA NpeaBapUTeNbHO NepemMellaHHOoM NponaH-Kuc-
nopogHon cmecu. OnA perynmpoBaHuMAa npouecca
caXkeobpasoBaHUs M CTabuaMsauum TemnepaTypbl
NAaMeHu B NpeABapuUTE/IbHO NepemMeLlaHHY ropio-
4yl CMeCb NoAaBain aproH.

Ha pwuc. 3 npuBeneH TemnepaTtypHbln npoduab
naameHu nponaHa npu cooTHoweHun C/O = 0,6 B
YCNOBUAX NAMUHAPHOIO rOpeHUA.
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MaKcumanbHaa Temnepatypa npu C/O = 0,6 (puc.
3) HabaogaeTca Ha BbicoTe 2,5 CM OT OCHOBaHMA Nna-
meHu (t =930 °C +2,8 °C), T.e. Ha BEpXYLUKe NAamMeHMU.
MosToMmy, y4MTbIBaA pa3mepbl TOKOCbEMHMKA, ero no-
MeLLann Ha BbicoTe 1-2 CM OT OCHOBAHMA NAAMEHMU,
roe TemnepaTypa pasHa 896 °C (2,7 °C). MNpu aaH-
HOM cooTHoleHnn C/O = 0,6 BO3MONKHO yxe byaeT
Habnogatbea npouecc dopmupoBaHua rpadeHa Ha
NOAJ/IOXKKE, TaK KaK AaHHbIM BMA, NIAMEHU XapaKTe-
pusyeTtcsa 601bWNMM NPOLLECCOM caXKeobpasoBaHUs.

TemnepaTypHbln npodunb nNAameHW nponaHa
npu cootHouweHun C/O = 0,7 Nnpu NaMUHAPHOM ro-
peHun npuBeneH Ha puc. 4. BoicoTa naameHn npu
cootHoweHun C/O = 0,7 pocturaet 3 cm. Makcu-
Ma/ibHas TemnepaTypa B NaameHu HabawaaeTca Ha
BbicoTe 2,5 cm 1 pasHa 990 °C +3 °C. (puc. 4). IToT
PEXUM XapaKTepusyeTcA A0CTAaTOYHO CTabwuabHOM
TemnepaTypon, HaYMHaA OT HUXKHEN YacTu NAaMeHN
(t =900-990 °C +2,7-3,0 °C). Npwn aTom HabnogaeT-
cA npouecc carkeobpasoBaHMA O0CTAaTOYHbIA AONS
dopmuposaHus rpacdeHa. MNpu aTom perrmme TOKO-
CbeMHUK cBOHOAHO nomelLany B 06beM NaameHm,
4yTO AenaeT ero NpPeanoyYTUTEeNbHbIM ANA CUHTEe3a
rpadeHa.

MpoBepeHbl UccnenoBaHUA No CUMHTe3y rpadeHa
B MJIaMEHW NPOMNaHa Ha HUKENEBOM TOKOCbEMHUKE
npu atmochepHbix ycnosuax. OcaxkgeHue yrnepos-
HbIX CTPYKTYp MpPW pasmelLeHMM TOKOCbEMHMKA B
naamMeHu NPOMCXoANT Ha 0b6eunx CTopoHax.

Ha puc. 5 npeacrasneHbl ontuyeckas n COM-g¢o-
Torpadum TtokocbemHuKka, MAI-kapTa n PamaH-cnek-
Tpbl rpadeHa Ha TOKOCbEMHMKE B COOTBETCTBUM C
usetoBo rammoin MAI-KapTbl, UCCNEA0BAHHOIO
y4yacTKa yrnepogHomn CTPYKTypbl, NOAYy4YEHHOM B aT-
MocdepHbIX YCA0BUAX.

AHanu3 o06pasuoB yriepoaHbiX CTPYKTyp Ha Pa-
MaH-CNeKTpoMeTpe MoKasan npucytcTeme rpadeHa
Ha HUKeNeBOM TOKOCbeMHUKe (puc. 5r, g, e). YcTa-
HOB/IEHO, YTO rpadeHbl popmupytoTca Ha Bonblien
YaCcTM MNOBEPXHOCTM TOKOCbeMHMKa. MAIl-KapTa
y4yacTka 50x50 mKm (puc. 58) npu TecTMpoBaHUM Ha
PamaH-cnekTpomeTpe Mokasana Haauuume rpadeHa
NPaKTUYEeCKN Ha BCEM NOBEPXHOCTU. pu 3TOM Ymc-
N0 cnoeB rpadeHa NPenmmyLLeCTBEHHO HaxoAMA0Chb
B npegenax 5-10, 4To onpeenanocb No cooTHoLle-
HUIO MHTEHCUBHOCTEM NMKoB lg/lp. B paboTe [23] no-
Kas3aHO, YTO COOTHOLWEHWE WMHTEHCUBHOCTEN MUKOB
le/lop = 1,3 cooTBeTcTBYET Tpem cioAam rpadeHa, a

950
(a) —=—C/0=06 (6) /
900 -
e
g
850 -
5
2
E 800 -
7504
0 1 2 3 a 5

BeicoTa, cMm

Puc. 3. (a) TemnepaTypHbI NpodUab NO BbICOTE CPEAHEN YacTU TAMMUHAPHOTO NaameHu nponaHa npu C/0O = 0,6 u

(6) poTO ObLLErO BUAA NNAMEHMU.

(a)

1000 ~
980 -
960
940 |
920

900
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840

—=—C/0=07
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Puc. 4. (a) TemnepaTypHbIit Npodu/b No BbICOTE CPEAHEN YaCcTU aMMHAPHOro naameHu nponaHa npu C/0 =0,7 u

(6) poTO ObLLErO BUAA NAAMEHMU.
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Puc. 5. Ontuyeckan (a) n COM (6) doTtorpadmm TokocbemHmnKa, MAM-KkapTa (B) U PamaH-cnekTpsl (1, 4, €) rpadeHa, nony-
YEHHOTO Ha TOKOCbEMHMKE B NPOMaH-KMCI0POA-aproHHOM MaaMeHM Npu BpeMeHM 3Kcno3mumm 60 c: r — KpacHas 30Ha,
[, — CUHAA 30Ha, € — 3e/1eHas 30Ha.

3HaveHusa lg/lp = 1,8-2,4 — 5-10 cnosm rpadeHa. Pe-
3y/bTaTbl MO aHanM3y PamaH-cneKkTpoB NOayYeHHbIX
rpapeHOoBbIX C/I0EB HA TOKOCbEMHMKaxX NpeacTasie-
Hbl B Tabn. 1.

TunuuHble COM-doTorpadusa, PamaH-cnekTp wu
3/IEMEHTHbIN aHanM3 NOJYy4eHHOW B MJaMeHu rpa-
¢$beHOoBOM CTPYKTYpPbl HAa NOBEPXHOCTU TOKOCHEMHMKA
npeacTtaBaeHbl Ha puc. 6.

YcTaHOBNEHO, YTO KOJIMYECTBO C/0eB rpadeHa,
06pasyoLMXCA HAa TOKOCbEMHMKE MpPU CUHTE3e B
nJaMeHu, HaXO0AUTCA NPEUMYLLECTBEHHO B AManaso-
He 5-10 cnoes (ls/l20 = 2,27). Mpu 3ToM rpadeH umeet
60/bLWY0 AedEKTHOCTb MO CPABHEHUIO C rpadeHom,
nosy4yeHHbIMm meTogom CVD, a TakKe HabaopaeTca
amopodHaa caxkesas cTpykTypa, COM-doTorpadmsa u
PamaH-cneKTp KOTopbIX NpeacTaB/ieHbl Ha puc. 7.

Ta6auua 1. [lnanasoH 3HaveHuit oTHoweHul lg/lap, In/ls M pasmepos KpucTannmTa L. no PamaH-cnektpam rpadeHos,
MoJIy4eHHbIX Ha TOKOCbeMHMKaX B nponaH/Kucnopoa/aproHHom naamenu npu C/0 = 0,6-0,7 n t = 30-60 cek

3HayeHun [ManasoH 3HaYeHui Pasmep KpuctannuTta, La, Hm
OTHoweHune lg/ln 1,52-2,36 -
OtHoweHwue Ip/ls 0,22-0,77 54,60-15,6
Konunuectso cnoes 5-10 -
S[Il] cedax32\genesis\genmaps.spe 1ﬂrsenl:§gzclsi:ﬂ:35nﬂ:17
G 3.3
| Element Wt.% At. %
600 |
z | CK 88.01 | 90.72
£ 400 ) . o fo]'¢ 11.99 9.28
> [ s Matrix | Correction ZAF
2000 S J e
0 500 1000 1500 2000 2500 3000 N
Raman Shift lcm'l) : 100 200  3.00 1é:erw?.‘ln:v 600 700 800  9.00

(6)

(8)

Puc. 6. COM-doTtorpadus (a), PamaH-cnekTp (6) n anemeHTHbI aHanuns (B) rpadeHoBOM CTPYKTYPbl HAa MOBEPXHOCTH
TOKOCbEMHUKA (HUKeneBan ¢osbra), Noay4EHHOMN B OTKPLITOM MAaMeHun npu Bpemenn skcnosnumm 30 cek (le/lo =
2,27; I/l = 0,44; 5-10 cnoes, L, = 27,3 HM).
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MpeaBapuTenbHble UCCeLO0BAHUA Ha 3N1EKTPOXU-
MUYeCcKMe CBOMCTBA TOKOCbEMHUKOB C rpadeHoBOM
CTPYKTYPOW MOKaszanu, 4To amopdHaa yrnepoaHas
CTPYKTYpa OTC/IanBaETCA OT ero NOBEPXHOCTU B 3/1EK-
TpoauTe 1 cosgaeT NnoboyHblie adPeKTbl Npu 3Kcne-
pumeHTax. Ona yganeHua amopdHON yraepogHom
CTPYKTYPbI C TOKOCbEeMHMKA O0TpaboTaH meTos yabT-
pa3BYyKOBOWN 06PaboTKM B AUCTUNNINPOBAHHON BoAe
B TeYeHue 5-8 MnH, KOTopbI Aan NONOKUTENbHbIN
pe3ynbTaTt. AMopdHan yrnepogHas CTPYKTypa npwu
yNbTpa3ByKoBon 06paboTKe oTciamBaeTcs OT Mo-
BEPXHOCTU TOKOCbEMHMKA U YXO4MUT B PacTBOp AM-
CTUANMpPOBAHHON Boabl. Mpu aTom cnoun rpadeHa,
HaxoAsumeca Ha NOBEPXHOCTU TOKOCbEMHMKA, KO-
TOpble 6blIN NPUKPBLITEI AMOPOHON CTPYKTYPON, He
durKcupoBanncb PamaH-cneKkTpocKkonumei, oTKpbIBa-
toTCA nocne o6paboTKM.

Ha puc. 8 npeactaBneHbl onTuyeckaa ¢oTtorpa-
éuna, COM-dotorpadua, MAIM-KapTa u PamaH-cnek-
Tpbl rpadeHa B COOTBETCTBMWU C LBETOBOI FamMmOm
MAT-KapTbl, UCCNE0BAHHOIO y4acTKa yraepogHom
CTPYKTYpPbl Ha TOKOCbEMHWKE MNOC/Ae Y/AbTPa3BYKO-
BOM 06paboTKMU.

Ha MATr-kapTe ydyactka 30x30 mkm rpadeH onpe-
OeNAeTcs NPaKTUYECKU Ha BCeW MOBEPXHOCTU (pwuc.
88). CaoenaHo npeanonoxeHue, Yto rpadeHoBble
CTPYKTYpbl GOPMUPYIOTCA Ha MOBEPXHOCTU HUKene-
BOro TOKOCbeMHMKA B TeyeHue nepsbix 10-15 ce-
KyHA4, a obpasyrowasca Ha MOBEPXHOCTM carkeBas
CTPYKTypa ABAAETCA 3aLLWUTHbIM CNOEM W NpensaT-
CTBYeT OKMC/eHMIo rpadeHa Npu oxnaxKaeHun B aT-
MochepHbIX YCIOBUAX.
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Puc. 8. Ontnueckas (a) u COM (6) poTorpadpmun TokocbemHmKa, MAT-KapTa (B) n PamaH-cneKkTpebl (r, 4, €) rpadeHa,
Noy4YeHHOro Ha TOKOCbEMHUKe (HMKeneBan ¢ponbra) nocse o6paboTKM B yN1bTPA3BYKOBOM BaHHE B TEYEHNE 8 MUH:

(r) — KpacHas 30Ha, (4) — cMHAA 30Ha, (e) — 3eneHasn 30Ha.
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Puc. 9. COM-doTorpadus (a), PamaH-cnekTp (6) M aneMeHTHbI aHanu3 (B) rpadeHOBOM CTPYKTYPbl Ha MOBEPXHOCTH
TOKOCbeMHMKa (HMKeneBas ¢posbra) nocse o6paboTKM B yNbTPA3BYKOBOW BaHHe B TedeHne 8 MUHYT (le/l0 = 1,89; Ip/

le =0,47; 5-10 cnoes, L. = 25,56 HMm).

TunuyHole COM-doTorpadua, PamaH-cnekTp wu
3N1EMEHTHbIA aHaAM3 MOJIYYEHHON B MJAaMeHW rpa-
$beHOoBOM CTPYKTYpbl HAa NOBEPXHOCTU TOKOCHEMHMKA
nocsie y/AbTPa3ByKoBOM 06paboTKM npeacTaBieHbl
Ha puc. 9.

Ha ocHoBe aHann3a o06paboTaHHbIX PamaH-cnek-
TPOB OblIO YCTAaHOB/IEHO, 4YTO KOJMYECTBO CJ/I0EB
rpapeHa Ha MNOBEPXHOCTM TOKOCbEMHMKA nocne
YNbTPa3BYKOBOM 06paboTKM OcTaeTca HEM3MEHHbIM
M HaxoauTca B npegenax 5-10 cnoes (lg/lp = 1,65-
1,93; In/lc = 0,47-0,6). dnemeHTHbIN aHaN3 NOKasan,
4yTO C yaasieHnem amopdHOM carKeBOM CTPYKTYpbI C
NMOBEPXHOCTM TOKOCbEMHMKA HabawgaeTca pocT
NPOLLEHTHOrO coaepKaHua yrnepoga (ao 95%, puc.
9), uTo 06BACHAETCA YAANEHMEM aTOMAPHOTO KMC/O-
poAa, cBA3aHHOIo C aMopdHOM caxKen.

4. 3aKknouyeHue

Mo pe3ynbTaTam MUCCNefOBaHUA YCTAaHOBJ/IEHO,
yTto rpadeH ycTOMYMBO CUMHTE3MpyeTcA B Npepasa-
puUTenbHO nepemellaHHOM nponaH/Kucnopoa/ap-
FOHHOM MNJIAMEHW Ha HWUKeNieBbIX TOKOCbEeMHMKaX
B aTMoCcdepHbIX ycaoBuAX npu Temnepatype 900-
950 °C, cooTHoweHun C/O = 0,6-0,7 1 BpemeHU
akcnosnumm 30-60 ceKyHA. [aHHbIM BMA NAaMeHU
obecneynBaeT BbICOKME TemnMbl pocTa rpadeHoBbIX
CTPYKTYpP 332 CYET BbICOKOM CKOPOCTM NoABOAA Npes-
LeCTBEHHWKOB NpK YCToMYMBOM TemnepaTtype. Mpwu
3TOM HA TOKOCbEMHWKax HabnpalTca npevmy-
wectBeHHo 5-10 cnoes rpadeHa. Onpegensaownmm
dakTopamm pocTa rpadeHOoBbIX CTPYKTYP B MJIaMeEHM
Ha HUKeNeBOM TOKOCbEMHWKe ABAAETCA Temnepa-
Typa NJiaMeHu, coaeprKaHue yrnesoaoposa no ot-
HOLWIEHUIO K KUC/IOPOAY M MHEPTHOMY ra3dy, Bpems
CUHTE3a U TO/LMHA HUKeNeBOW NOANOXKKMK. [pu
3TOM rpadeH CMHTe3MpyeTcA B MJIaMeHM Ha TOKO-
CbeMHMKe B aTMOCHEpPHbIX YyCA0BUAX 6e3 cneumanb-
HO CO34aBaeMblX YC/JIOBUN, YTO AeflaeT 3TOT MeToj,

9KOHOMMYECKU LLenecoobpasHbiM A5 MPUSTOXKEHUN,
roe He Tpebyetca rpadeH BbICOKO KayecTBa. B nep-
CNEKTUBE NOJIyYeHHble TOKOCbEMHUKM C rpadeHo-
BbIM MOKpbITUEM ByayT MCCAeaoBaTbCA B KayecTse
3N1eKTPOA0B ANA CyNnepKOHAEHCATOPOB C NpeaBapu-
Te/NbHbIM HAaHECEeHMEM Ha NOBEPXHOCTb aKTUBHOTO
yrnepoaHoro matepuana.

BKnap aBTOpPOB B CTaTbio

Oniwep Obgicartrap: aHaAM3 MNONYYEHHbIX pe-
3y/NbTaTOB M HanucaHMe MnepBOHaYa/ibHOro Bapw-
aHTa cTtaTbu. HuKonait NMpuxogbKo: opraHmMsaums u
KOHTPO/b 32 NPOBEAEHMEM IKCMEPUMEHTOB, peaak-
TuposaHue ctatbn. MyxTtap Eneyos: matepuanbHoe
obecneyeHne 1M NpoBeseHNe IKCNEPUMEHTOB, Kpu-
TUYECKUI aHanm3 pesynbtatoB. H.B. PaxbimiKaH:
opraHMsauuns U NpPoBeAeHME IKCNEPUMEHTOB U 06-
paboTKa gaHHbIX. Aligoc TonabiH6eKoB: npoBeaeHne
3KCNEePUMEHTOB M KOMMbloTepHas o0bpaboTKa noay-
YeHHbIX AaHHbIX. Hagupa CauTtoBa: nutepaTypHbIii
0630p M KPUTUYECKNIA aHANN3 NOJIYYEHHbIX pe3y/ib-
TaToB. Kblablp ACKapy/ibl: KOMMNblOTEPHasA 06paboT-
Ka MOIyYEHHbIX AAHHbIX B nporpamme « OpUAIKUH»
N KOHTPO/b 33 NOBTOPAEMOCTbIO pe3ynbTatos. A3a-
maTt Tayp6eKoB: aHanus u obCcyKAeHWe MosyyYeH-
HbIX pe3y/abTaToB, peAaKTUpPOBaHMNeE CTaTby.

3aasneHue o KOHd)IIMKTe nHTEepecos

ABTOpbI 32ABAAOT 06 OTCYTCTBUU KOHDANKTA UH-
Tepecos.

bnarogapHocTb

PaboTa BbiNOAHEHA Npu GMHAHCOBOW NoAAEpPK-
ke KomuteTa Hayku MUHUCTEPCTBA HAaYKWU U BbICLUe-
ro obpasoBaHua Pecnybamkm KasaxctaH no npoekTy
rpaHToBOro puHaHcupoBaHmua AP26194933.
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Graphene Synthesis on the Surface of Metal Current Collectors for Electrochemical Energy Storage Devices
in a Hydrocarbon Flame

A.A. Abdisattar***, N.G. Prikhodko'?*, M.A. Yeleuov**5, N.B. Rakhymzhan?, A.B. Tolynbekov**, N.K. Saitova?*,
K. Askaruly?>*5, A.T. Taurbekov'?>

!Institute of Combustion Problems, Bogenbai Batyr Str., 172, Almaty, Kazakhstan

2Almaty University of Energy and Communications named after G. Daukeev, 126/1, Baitursynov Str., Almaty, Kazakhstan
3Satbayev University, Satpayev Str., 22, Almaty, Kazakhstan

4Al-Farabi Kazakh National University, Al-Farabi Ave., 71, Almaty, Kazakhstan

*Bes Saiman Group, Tulebayeva Str., 38, Almaty, Kazakhstan

ABSTRACT

The purpose of the work is to develop a method for the synthesis of graphene on a metallic current collector in a
hydrocarbon flame under atmospheric conditions. It is known that the layer of graphene on the surface of the metal
current collector increases electrical conductivity, chemical resistance to electrolytes used in supercapacitors, and
increases the specific capacity of the capacitor due to the double electrical layer of carbon on the basis of graphene.
The method of synthesis of graphene in the flame under atmospheric conditions, specifically on the metal surface of
the current collector, was proposed and studied for the first time in the work in order to improve its operational and
electrochemical characteristics. Considering that flame nanostructures form almost instantly, within 10~ to 1073
sec, the process of flame-induced graphene synthesis on a metal current collector also occurs in a short time, which
is a significant advantage compared to the CVD method. It is concluded that flame-induced graphene synthesis is
promising for applications that do not require high-quality graphene, particularly for electrodes in electrochemical
energy storage devices (supercapacitors, lithium-ion batteries).

Keywords: flame, burner, propane, argon, current collector, graphene, carbon

KemipcyTeK »KanbiHblHAAFbl 3/1IEKTP-XUMUANDIK, SHEprus KUHaAKTaylblNapfa apHalfaH MeTanan TOK
*KMHafbIWTapablH 6eTiHe rpadeHHiH, cuHTesi

9.9. 96gicartrap’?S, H.T. Mpuxoabko®*', M.A. Eneyos*®, H.b. PaxbimaH?, A.5. TonbiH6ekos'*, H.K. Cautosa'?>,
K. Ackapyabi»?3*>, A.T. Tayp6ekos™**®

aHy npobsiemanapbl MHCTUTYTbI, BereHbait 6aTbip K., 172, Anmatsbl, KazakctaH

7T, NayKees aT. AiMaThl SHEPreTUKa XaHe banaHbic yHuBepcuteTi, ballTypcbiHOB K., 126/1, AnmaTbl, KasakcTaH
3Satbayev University, Catbaes K., 22, Aamartbl, KazakctaH

‘9n-dPapabu at. Kasak yATTbIK yHUBepcuTeTi, an-Papabu aaH., 71, Anmatbl, KasakcTtaH

*Bes Saiman Group, Tynebaesa K., 38, AamaTbl, KasaxcTaH

AHAOATNA

KYMbICTbIH MaKcaTbl aTMochepanblK KaFdaninapaa KemMipCyTeKTi »KanblHAa MeTann TOK anfblwKa rpadeHpi
CUHTe34ey o4iciH MbicbiKTay 60abin Tabblnagbl. MeTann TOK JKUHaFbIWTbIH, beTiHAaeri rpadeH KabaTbl 3/7EKTp
OTKI3TWTIriH apTTblpaAbl, CynepKOHAEHCATOp/iapAa KONAAHbIIATbIH 3/IEKTPOAUTTEPrEe XUMMUANbIK TO3IMAINIKTI
apTTbIpaTblHbl KaHe rpadeH HerisiHAaeri KeMipTeKTiH, KOC 3/M1eKTP/iK KabaTblHblH apKacblHA4a KOHAEHCATOpAbIH
MEHLLIKTi CbIMbIMAbINbIFbIHAPTTbIPATbIHbIaHbIKTaNAbl. KYMbICTa a/ifall PETOHbIH, NanganaHy *KoHE INEeKTPOXMMUANDIK,
cMnaTTamanapbiH apTTbipy YWiH HaKTbl TOK anfblWTbiH, MeTann beTiHe aTmocdepanbik KarFaannapaa KalblHAafbl
roadeHai cMHTe3gey a4ici yCbIHbIAALI KaHe 3epTrengi. ManblHAafbl HaHoOKypblibimaap b6ipaeH, 107°-ten 1073
CEeKYHAKA AeliH Ty3ineTiHIH eCKepceK, MeTasi/l TOK KUHAFbIWbIHAAFbI KanblHAA rpadeH CMHTe3i NpoLeci Ae KbiCKa
mep3simae xypegi, 6yn CVD agicimeH canbiCTbipFaHAa YAKEH apTblKWbIAbIK 60abin Tabblnagbl. FpadeH cMHTe3iHIH
YKasblH d4ici ofapbl cananbl rpadeHai KaxkeT eTnenTiH KongaHbanap ywiH, atan anuTKaHOa 3/1EKTPOXUMUANBIK,
SHEeprusa cakTay KypblaFblaapbiHbIH (CynepKoHAeHcaTopaap, NUTUA-MOHAbLI baTapesnap) anekTpoaTapbl YuWiH
6o/1alwarbl 30p AereH KopbITbIHAbI *Kacangbl.

TyiiiH ce3aep: KanblH, }KaHaPFbl, MPOMNaH, aproH, TOK XUHafbILW, rpadeH, KemipTek



