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CHUHTE3 KAPBHU 0B B IIVIABME AYT'OBOI'O PA3PAJA U UX UIEHTUOUKALIUA*

KapOup! MeTaoB HaXoAAT MIMPOKOE IMPUMEHEHHNE BO MHOTHX 001acTsaX. VIX CHHTE3 IpU BBICOKUX TeMIiepa-
Typax B BaKyyMe WJIM B HHEPTHOM I'a3e sIBJISIETCS OTHUM U3 CaMbIX YUCTBIX METO/IOB MoTyueHusl. B HacTosmeit
paboTe KapOH bl OMYYAIOT B YCJIOBHSX TYTOBOTO pa3psiia ¢ rpaMTOBEIMHU SIIEKTPOAAMH B cpejie aproHa. [pu
3TOM UCTIApseMbIe METaJUTHI (MJIH KPEMHU) pa3MelIatoTcsi BHYTPH aHOTHOH MOJIOCTH. PEHTTeHOCTPYKTYpHBIE
WCCTIEZIOBaHMS TIOKa3aJIi, YTO B OTUX YCIIOBHSAX B pa3psTHON KaMepe 00pa3yroTcsl HOPOITKOOOpa3HbIe Bellle-
cTBa, coneprkamue kapounsr: Fe,C ¢ konuenrpaueii ¢ =23 %, SiC —c =75 %, TiC - c=40 %, WC—c =3 %,
OCTaJIbHOE — B OCHOBHOM T'paUT TeKcaroHajJbHON CTPYKTYphbl. VICKITIoueHHEM SIBIISIOTCS IPOAYKTHI HCTIape-
Hus ¢ anozioM (C-Fe), B KoTOpbIX 00Hapyx)uBaeTcs 10 55 % uuctoro xkenesa. [IpeamnonaraeTcs, 4To YaCTUIIBI
xKeJie3a 00pa3yroT MeTaJNIMIECKHeE SApa, MOKPBITHIE yIIIEpOAHON 0005104KOM. JlelicTBUTEeNbHO, HA MUKPO(OTO-
rpaduu 3TUX MPOIYKTOB BUIHBI C(PepOUTaIbHbIC YaCTHIIBI PA3MEPOM OKOJIO 1—2 MKM, B COCTaB KOTOPBIX, 10
JTAHHBIM MHUKpOaHau3aropa, Bxomat 37 at. % Fe u 63 ar. % C. Cnextpsr komOuHaIMoHHOTO paccesaus (KP)
HEKOTOPBIX U3 MCCIIEIOBAHHBIX MOPOIIKOB TTOKa3aJl HAMYKE B HUX TOJIOC (POHOHHBIX KOJIEOAaHUH PEeIIeToK
KapOHuJ0B MeTasuioB (M KpeMHus)) U D- u G-nunwmii rpadura. B cnekrpe KP npoaykToB uicniapeHus ¢ aHoza
(C-Fe) BunHbI 1Ba y3kux Makcumyma ripu 126 u 139 cm™!, KoTOpbIe CBS3bIBAIOTCS C PaAUAIbHBIMU KOJICOaHM -
MU aTOMOB B OTHOCTEHHBIX YIJIEPOIHBIX HAHOTPYOKaxX, CHHTE3UPOBAHHBIX B 3THX yCJIOBUSIX. Takum oOpaszom,
B JIYTOBOM pa3psie ¢ rpauTOBBIMH 3JIEKTPOIAMH 10 Pa3pab0TaHHOW METOIMKE MOTYT OBITh CHHTE3HUPOBaHBI
KapOMIbl TAKUX Pa3HBIX IO CBOMCTBAM 2JIEMEHTOB, KaK YKeJie30, THTaH, KpeMHHH U BOIb(hpaM.

Kirouessie cnoBa: rpadut, pudpakrorpamma, MuKpodoTorpadus, CrekTp KOMOHMHAIIMOHHOTO PAcCesHUsI CBETa, PEHTTEHOBCKHN
MHKPOAHAIIH3aTop

BBEJIEHUE

Braronapss mumpokomMy crekTpy (U3NKO-XUMHU-
YECKUX M (PU3MKO-MEXaHHUYECKUX CBOWCTB KapOwu-
JIbl METAJJIOB HaXOJAT MIMPOKOE MPUMEHEHHE BO
MHOTUX 00JacTsAX IpoMbIuieHHOCTH. Kpome u3-
BECTHBIX MpeXJe MoKazaTejed BBICOKOM MPOYHO-
CTH, KOPPO3UOHHOW M paJMallMOHHOW CTOMKOCTH
HEKOTOpPBIE KapOWABl SBISIOTCS MEPCIEKTUBHBIMHU
BBICOKOTEMIIEPATYPHBIMH TOJIYIIPOBOTHUKAMHU H
XapaKTepU3ylTCsS MHTEPECHBIMU ONTHYCCKUMH U
Jaxe Ouoyorndyeckumu xapakrtepuctukamu. Ce-
TOJHSI pa3pabO0TaHbl MHOTOYMCICHHBIC METOJIbI UX
MOJTYUYCHUsI, OTIIMYAIOIIUECS CTPYKTYPOHl U pa3me-
paMH KPHUCTAJJIOB KOHEYHOTO MPOAYKTa, COPTOM
U KoJluuecTBOM npumeceit [8]. B aTom oTHOWIEHUH

CHHTE3 KapOHJJI0B M3 XMMHUYECKUX JJIEMEHTOB MPU
BBICOKHX TEMIIeparypax B BaKyyMe SIBISCTCS OJ-
HUM U3 CaMbIX YUCTHIX. OHOM U3 pa3HOBUIHOCTEH
ATOr0 METOJIa SBIISICTCS MX TOIYUYCHUE B YCIOBHUSAX
JIyTOBOTO pa3psiga ¢ TpadUTOBBIMH 3JICKTPOJIAMU
[9]. Kak u3BecTHO, B ATUX yCIOBHUSAX YACTHUIIBI Me-
TaJIJIOB MOTYT BBICTYIIATh TaK)KE B KA4eCTBE Kara-
JIU3aTOPOB (POPMHUPOBAHUSI B JyTre OJHOCTCHHBIX
yraepoaubix HaHOTpyOok (OVHT) [7]. C atux mo-
3UIMH TPECTABISCTCS HHTEPECHBIM OLICHUThH BO3-
MOKHOCTB OJTHOBPEMEHHOI'O MOJIYUCHHUS ITUX 00b-
€KTOB B IIPOIIECCE CUHHTE3a KapOMIOB.

Ienbto paboOTHI SIBISICTCS HCCIEIOBAHUE OCO-
OCHHOCTEH METO/Ia, COCTaBa 0OPa3IOB, CTPYKTYPHI
1 MOPGOJIOTUHU Pa3TMYHBIX KapOUI0B, CHHTE3UPO-
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BAHHBIX B OJJMHAKOBBIX YCIOBHUSX AYTOBOTO pa3psi-
na ¢ TpaUTOBBIMH 3JIEKTPOAAMHE B CpPENle aproHa.

IKCIIEPUMEHTAJIBHASI YCTAHOBKA
N METOJIUKA UCCJEJOBAHUU

OKcliepuMeHTalIbHAs YCTAHOBKAa COCTOSa U3
BaKyyMHOI'O KOJINAKa, BOIOOXJIAXIAaeMOH pa3psii-
HOW KaMepbl HUJIMHAPHIECKON (OPMBI THAMETPOM
80 MM, cucTeMBbl HaITyCcKara3au MCTOYHHKA BBITTPSIM-
nennoro Hampspkenus 60 B [4]. KaTtomom ciyxumna
rpaduToBas miuacTuaKa pasMepoM 30 X 15 X 5 Mmm.
B xadecTBe pacnpuIsieMOro aHo/ia HCIOIb30BAINCh
rpaduToBBIE CTEPKHU AMAMETPOM 6 MM, B LIEHTpPE
KOTOpBIX BBICBEpJIMBAjach LMJIMHJApPUYECKas IO-
JIOCTBH TUAMETPOM 2,5 MM U BEICOTOH 50 MM. DTa 1mo-
JIOCTh 3AIOJHAJIACH OJHUM U3 3JIEMEHTOB CUHTE3H-
pyeMoro kapbuaa B Buae TH00 MOpoIIKka (B ciaydae
Si), 1160 Habopa OTPE3KOB MPOBOJIOKH (B ciiyyae W
u Fe), mu6o ¢onsru (B cmyuae Ti). DnekTpoas! pas-
MEIIAINCh B TOPU3OHTAJIBHOM MOJIOXKEHUHU C TOp-
LIOB Pa3psiAHON KaMephl. AHOI UMENT BOZMOYKHOCTh
nepeMeleHns B0k cBoel ocu. Kamepa pazmera-
JIach BHYTPH BaKyyMHOI0 Koimaka. Yepes cMoTpo-
Bble OKHA, UMEIOLIMECS Ha KOJIIAKe, MOKHO OBLIO
BH3YaJIbHO KOHTPOJIMPOBATH MPOIECCH TOMKOTa U
ropenus nyru. C momomsio GopBaKyyMHOTO Haco-
ca KOJIaK OTKauMuBajcs J0 JaBJIEHUS OCTaTOYHBIX
razoB p = 1 Ila. Ilocire aToro pabouunit o0bem 3a-
MIOJIHAJICS aproHoM Mapku BY.

[Homsxor 1yru OCyIECTBIISUIICS IIyTEM pa3orpena
JJEKTPO/IOB MPH UX KPATKOBPEMEHHOM 3aMbIKaHUU.
MeK3IeKTPOIHBIHN 3a30p B paboueM pexuMe pery-
nuposaics B npegenax 0,1...1 mm. Tok gyru Bapbu-
poBajicsi B auanas3one ot 60 no 75 A, a naBieHue
aprona — ot 1 - 10* o 4 - 10* [1a. Bpems ropenus
Jayrosoro paspsiaa coctanisiio 20...30 MuH.

OObeKTaMHi HUCCIECJOBAHUS CIYKUIH MPOLYK-
Thl PacIbLICHUs, 00pa3yroLIecs Ha CTEHKaxX pas-
psAaHONM Kamepbl M Ha Katonxe. Mopdonorust 3Tux
BEIIECTB HCCIIENOBAJacCh C IOMOLIBI PACTPOBOTO
3NEeKTPOHHOr0 MuUKpockona POM-200 1 onTuuecknx
MUKPOCKOIIOB. DJIEMEHTHBIN aHAJIU3 IPOU3BOAMIICS
C MOMOIIIBIO JIEKTPOHHOIO PacTPOBOTO MHUKpOAHa-
nu3aropa Vega-Teskan. PenTrenocTpyKkTypHBIE HC-
CIIEZIOBAaHUS TIPOU3BOIUIINCH HA PEHTTEHOBCKOM
mudppaxtomerpe JIPOH-4 ¢ ucnons3oBanmem Cu-
K -uznydenus. CHexTpbl KOMOWHAIMOHHOIO pac-
cestHHsI 00pa3IloB UCCIIEJOBAHICH C TIOMOIIBIO CIIEK-
tpomerpa Nicolet Almega XP Dispersive Raman ¢
WCTIOTH30BAHUEM JIA3€PHOT0 M3TyYEHUs C JUTHHOMN
BOJIHBI 532 HM ¥ Mou{HOCTHIO 15...500 MBT.

SKCIHEPUMEHTAJIBHBIE PE3YJIBTATBI
N UX OBCYXJEHUE

Oco0eHHOCTHIO TUTa3MbI APTOHHO-TYTOBOTO Pa3-
psifa B peKUME CHHTE3a KapOUOB SBJISCTCS HAJH-
YyHe B HEM MOHOB M aTOMOB HE JIBYX Pa3HOBUIHOCTEN
(aprona u yriepona), Kak B ciydae (hOPMHUPOBAHHS
(hynnepeHoB B aproHoBoii ayre [5], [6], a Tpex: apro-
Ha, yriepoaa u MeTayuia (Miu KpeMHus). B maHHOM

clly4ae aproH BBITIOJHSICT, OYEBUIHO, Ty K€ POJIb
OydepHoro rasza, 4to u npu (HOpMUPOBAHUH (yILie-
PCHOB, 2 UMEHHO 00eCTIeYBaeT CTaOMIBHOCTH TOpe-
HUS AYTH ¥ OCYIIECTBISIET OTOOP N30BITKA TEILIOTHI
(3HEprum) OT KIACTEPOB, MOJIEKYI U aTOMOB U TIepe-
HOC 3TOTO M30BITKA HA BOJOOXJIAXKTaeMbIe CTEHKH
paspsiaHoil kamepbl. [Ipu 5TOM n1aBjieHHe aproHa B
paspsaHON Kamepe MpPaKTHYeCKH COBMANaeT C CO-
OTBETCTBYIOIINM 3HAYEHUEM B PEKHMME TMOTYUCHHS
(ynnepeHoB, a mapaMeTpsl TyTH B PSKUME CHHTE32
KapOKI0B HECKOJIBKO OTIIMYAIOTCSI OT COOTBETCTBYFO-
IIUX 3HAYCHUI TIPU TIOJTy4YeHuH QyiuiepeHoB. Kpome
TOI'0, B OTIIMYUEC OT pCKUMaA AyTHU C TCPMOKATOAOM B
[5], B HaIIeM ciydae MpaKTUYECKHU P BCEX UCTIOJb-
30BaHHBIX aHOJAX JyTa MPEHUMYIIECTBEHHO ropeia B
PEKHME C KaTOJHBIM TSITHOM, YTO BU3YaJlbHO (PUK-
CHUPOBAJIOCH T10 TIEPEMEIICHUIO CBETSAIIErOCs MsATHA
T10 TIOBEPXHOCTH KaTo/[a MU KaTOHOT'O JIETIO3UTA.
B Tabnune mpon3BoauTCs CpaBHEHNE 3HAYCHUI
HanpsokeHust ropenust qyru U, u Toka paspsaa I
nyT B pexxume noimyueHus dymieperos (C — C) ¢ ux
3HAYCHHUSIMHU B PeKUMaX CHHTE3a KapOUI0B.

Hanpsxenue ropenus U, u Tok paspsana [
NyT C Pa3dMUYHBIMU DJIEKTPOAAMHU

Dnextponsl |C—C | C—C(Fe) | C—C(Ti) |C—C(Si) |C—-C(W)
U,B 22 18-20 18 20-21 23-24
I, A 75 60 75 60 75

Kak BuJIHO, BBelIcHHE aTOMOB jKeje3a, TUTaHa
U KPEMHUS B MEXIJICKTPOJHBIN 3230p MPUBOIUT K
HEKOTOPOMY YMEHBIICHUIO HAMPSIKEHHUS TOPEHUS
IyTH, TO €CTh B 3THX YCJIOBHSX SJIEKTPOIPOBOJ-
HOCTB TJIa3MBbl YBEJIMYMBAETCS, a BBEIACHUE MaJlO-
MOABHMIKHBIX aTOMOB BoOJb()pama, HA0OOpOT, yBe-
nnyuBaeT U . MOIHOCTE IyTH TakkKe JOCTATOYHO
CHJIBHO 3aBHCHUT OT copTa nobaBku. OTcrona cieny-
T, YTO TeMIIEPATyPbl U KOHLICHTPALIH 3JIEKTPOHOB,
HOHOB U aTOMOB aproHa U yIJIepoAa B 1yTe B PEXKU-
M€ CHHTE3a KapOnJJ0B MOT'YT HECKOJIBKO OTIIMYaThCS
OT UX 3HaYECHUH B peXXUMeE M0y 4eHUs (PyIIsIepeHoB.
B 9TUX yCcIOBUSX KOHIGHTpPAIIMH aTOMOB M MOHOB
MeTaiia B JAyre, Kak U CTENEeHb UX HMOHM3AIMH, B
3HAUUTEIBHON Mepe OyIyT 3aBHCETh OT COPTa ATUX
yactull. Tak, B cllydae cHHTe3a KapOuja kejes3a B
nJa3Me MOT'yT CyIIECTBOBATH, T0-BUUMOMY, HOHBI
Fe'!, Fe*? u naxe Fe*. Bo Bcex ciy4asix CHHTE3a I0-
CcJle IpeKpalleHus TOPEHHs 1yT'H Ha CTEHKaX KaMme-
PBI BU3YyaJbHO HaOIIOAAJICS TOPOLIOK YEPHOTO I[BE-
Ta, a B CiIy4ae aHozaa ¢ Si 00pa30BbIBaJICS TOPOLLIOK
XKeJTo-3e1eHoro usera. [Ipu sToM Ha karone Bceraa
(hopMHUPOBAJICS JOCTATOUHO XPYNKHUI KBa3ULIUIHH-
IpUYIECKOi (OPMBI OCANIOK (ICTIO3UT) U3 HCTapsic-
MOTI'0 BEILECTBA aHOAA.

Ha puc. 1 nmpencraBnensl ¢pparMeHTHl peHTre-
HOBCKHX JU(PPAKTOrpaMM 3THX MopomkoB. Ha Beex
nudpakrorpammax 1—-4 HaOMIOAAIOTCS JOCTATOYHO
4yeTKue U y3kue peduexcel. Ha kpuBoit 1 atu ped-
JIeKChl uaeHTHGuuupyrores ¢ munusamu Fe,C pom-
Onyeckoil CHHTOHWUHW (IPOCTPAHCTBEHHAs! TpyMIa
(m. ) Pbonm) (muxu B, C, D, E, F, G, [, K, M, N,
O, Q) u nuHusMu o — Fe o0bemMoneHTprpoBaHHON
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kyonueckoit (OLIK) ctpykrypsl (muku H, P) [10].
Pednexcer A, R Ha 3T0# mudpakrorpamme coot-
BETCTBYIOT TeKcaroHaibHOMY Tpaduty. Tor daxr,
4yTO rpaduT MPEACTABICH HA KPUBOH | TOIBKO JIBY-
MsI OTPaKCHHUSIMH, CBS3aH CO 3HAYUTEIIBHBIM Iepe-
KPBITHEM OCTAJIbHBIX €r0 JUHUH ¢ MaKCUMyMaMu
peduiekcoB kapOua xelesa u xeneza. Ha kpusoii 2
peduekce B, D, 1, J, K cooTHOCSTCS ¢ TMHUSMU T'pa-
HEIICHTPUPOBAHHOMN KyOWYeCcKOH penieTKy Kapouaa
kpemuus SiC (. 1. F-43m), pednekce A, E, F, G, H,
L — ¢ ruansamu rekcaronansHoro rpadwura [10]. Ha
kpuBoii 3 pedexcet B, C, G, J, K copmagaror ¢ iu-
HUSIMH, COOTBETCTBYIOLIUMU KapOUay BoJb(hpama
WC (. . P-6m2), u pednexcet A, E, F, H, I, L — ¢
nuHusMU rpadurta. Ha nudpakrorpamme 4 pediex-
cel B, C, H, I, J otHOCATCS K TuHUAM KapOuma TiC
KyOndeckoit cTpykTypsl (1. . Fm3n), peduexcsr A,
D, E, F, G, K — x nuHusim rpadura.
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Puc. 1. PerTreHoBckue AudpakTorpaMMbl IOPOLIKOB,
MOJY4YEHHBIX B 1YTOBOM pa3psje C pa3JnyHbIMU BELIECTBAMU
B aHoje: 1 —xene3o, 2 — TUTaH, 3 — Bonb(dpam, 4 — KpeMHH I

[lo coOTHOIIEHWIO WHTEHCHUBHOCTEW pedIiek-
coB Ha mudpakrorpammax 1—4, COOTBETCTBYOIINX
MakcumyMam nHTeHcHBHOCTEH (I = 100 %) Kaxmoit
(ha3bl, MOXKHO OIICHUTh OTHOCUTEJILHY IO KOHIIEHTpa-
uo (pa3 B UCCIEyeMbIX Mmopomikax. Takas olleHKa
JaeT aas Fe3C KOHLEHTpauuto ¢ = 23 %, nis kap-
Oouna kpemuus — ¢ = 75 %, kapOuzaa Bonbppama —
¢ =3 % u xapOumga tutana — ¢ = 40 %.

Kax BuHO 13 MpHBEICHHOM OlIEHKH (M BOOOITIE 13
COOTHOIIICHUSI UHTEHCUBHOCTEH Ha audpakTorpam-
Mme 3), BBIXOA KapOuaa Bosib(dpaMa B qyre ObUT Hau-
MEHBIIIUM U3 BCEX MCIOJIb3yEMbIX J00AaBOK B aHOJIC.
OTOT akT MOXKHO CBSI3aTh C JOCTAaTOYHO HH3KOH
KOHIIEHTpAIleil aTOMOB ¥ IOHOB BOJIb()paMa B IIyTe,
00yCIIOBIICHHOM €r0 JOCTATOYHO BBICOKOW TeMIIepa-
Typoit taBnenus (<3400 °C). BuzyanbHblit ocMOTp
HecKonbkuX aHomoB (C-W) mociie ux UCHoab30BaHUS
KaK AJIGKTPONOB AYTOBOIO pa3psna IMOKa3al, 4YTO
BBIXOJIHOE OTBEPCTHE aHOIHOMW IOJIOCTH Ha TIIyOH-
HY OKOJIO 3 MM IETMKOM 3aIlOJHSIETCS BEIECTBOM
CEpO-CTAJIBHOTO I[BETa, 00Pa3yIOMINMCS, OYEBHIHO,
BCJIC/ICTBUE YaCTUYHOTO PACILIABIICHUS BOJIb(pamo-
BOI MMPOBOJIOKY HA TPAHUIIC C IJIA3MOM TyTH.

Kaxk nmokazany peHTTeHOCTPYKTYpHBIC U3MEPEHUS
U UCCIIENOBaHUS AIIEMEHTHOIO COCTaBa, 3TO Belle-

CTBO COCTOUT TOJBKO 13 KapOuoB Bosibhpama (60 %
WC 140 % W,C). OueBuiHO, 5T KapOUIbI (SBJISAIO-
LIMecst, BOOOIIE ToBoOpsi, pazaMH BHEIPEHUSI aTOMOB
yIIepo/a B PEIIeTKY KPUCTAILTUTOB BOJIb(ppama) 00-
pasyroT cBoeoOpa3Hyr MpoOKY, MPENsSTCTBYONTYIO
BBIXOJ[y aTOMOB BOJIb(hpama 13 TITyOWHBI TIOJOCTH B
MEXDIIEKTPOIHEIHN 3a30p. C 3TUX e TMO3UITUH MOXK-
HO OOBSCHUTH TOT (haKT, YTO BTOPOH HAMOONBIICH
COCTABJISIFOIICH MPOMYKTa CHHTE3a OBLTA YaCTHIIHI
rekcaroHajbHoro rpadura (coire 90 %). Cieayer
3aMETHUTh, YTO Y BCEX MPOYUX UCIBITAHHBIX AHOJIOB B
JyTOBOM paspsijie TPOUCXOIUIIO TIOIHOE MCIapeHue
3aJI0KCHHBIX B HUX BEILECTB (KPEMHHUSI, TATAHA WU
JKeJle3a) U HUKaKUX MPoOOK He HaOIkoaock. B ciry-
Yyae aHOJIOB C TUTAHOM M KPEMHHEM BTOPOM KOMIIO-
HEHTOW (OPMHUPYEMOro B Jyre MOPOLIKOOOPa3HOro
BEIIECTBA TaKKe OBUIM YaCTHIIBI Te€KCArOHAJIBHOTO
rpapura (60 n 25 % coorBeTcTBeHHO). OnHAKO B
nyre ¢ anogoMm (C-Fe) kpome 22 % wactui rpadu-
Ta MPHUCYTCTBOBAJIO OOJBINOE KOJIHYECTBO YHUCTOTO
xene3a (0Koimo 55 %). DTOT pe3yasTaT He BIHCHIBA-
€TCs B IIPE/INoJIaraeMyto KapTHHY CHHTE3a U TpeOy-
€T JIOTIOJIHUTENBHBIX HCCIIC0BAHNH, B YaCTHOCTH,
OH MOXET OBITh CBSI3aH ¢ (pOpMHPOBAHUEM B JIyTe
MHUKPO- U HAHOYACTHII JKeJe3a, MOKPBITHIX cheprue-
cKol yriepomHoii o0onoukoit [3]. OcHoBaHWEM TSt
IOJIOOHOTO TIPETIOIOKEHHUSI SIBIISIETCS TOT (DAKT, YTO
muaus (002) rpadura Ha kpuBor 1 (puc. 1) (kak u
B pabote [3], rae Takue YacTHIlbl ObLTH CHHTE3UPO-
BaHBI) SBJISETCS aCHMMETPHYHON C «IIJICYOM» B Ha-
MpaBJICHUU MEHBINX yriioB 20. B kadecTBe minmio-
CTpaIuy Ha pHc. 2 MpUBeIeH (PparMeHT yKa3aHHOM
I pPaKTOrpaMMEI.

Ens] /
el /
92 0341 //

254 25.7 260 263 266 269 272

20, rpan.

Puc 2. ®parmenT audpakTorpaMmbl MOPOIIKA, MOy ICHHOTO
B ayre ¢ anojaom u3 (C-Fe)

Kak BugHO, Ha 3TOM KPUBOU, MOMUMO OCHOBHO-
ro IuppakIHOHHOTO MakcuMyMa mpu 20 = 26,57°
(OTBEYAOMIETO MEXKIIJIOCKOCTHOMY  PacCTOSTHHUIO
d=0,3353 am), HaOmromarTcs IUPPAKITMOHHBIE
MaKCHUMYMBbl MEHBIIIeHi WHTEHCHUBHOCTH Tpu 20 =
26,13° u 25,66° COOTBETCTBYIOILIHUE YBEIUYECHHO-
MY MEXIUTOCKOCTHOMY pacctosauio d = 0,341 aM u
d = 0,347 am cooTBeTcTBeHHO. Cheprdeckn McKa-
JKCHHBIC Tpa)UTOBBIC IJIOCKOCTH C YBEIMYCHHBIM
MEXIUJIOCKOCTHBIM PACCTOSTHUEM MOTYT OBITH OT-
BETCTBCHHBIMHU 32 TOSIBJICHUE «ILJIEYa» HA PHC. 2.

3aMeTHM, 4TO B OOBIYHBIX YCJIOBUSIX aprOHHO-
JIyTOBOTO pas3psijga ¢ TpadUTOBBIMH 3JICKTPOJIAMU
(manmpumep, npu noxydyeHuu QymiepeHoB [5], [6])
B TEX € YCIOBHUSIX TI'PaQHUTONOAOOHBIE YaCTHUIIBI
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COCTAaBIISIIOT €/1Ba JI1 He 95 % cocTaBa MPOAYKTOB
ncnapeHns. JTOT (akT MO3BOJSET HAM IIPEIIO0-
XKHUTh, 4YTO 00pa3oBaHUE MOJICKYJI KapOuaa skesie3a B
HaIIUX YCIOBUAX IUMUTHPYETCSI, [T0O MEHBIIEH Mepe
YaCTUYHO, IOCTYIJICHUEM B IIJIa3My AYTH aTOMOB
yraepoaa u3 rpaguTa, HMEIOIEro HaMHOro Oosee
BBICOKYIO Temreparypy muasieHus (3700 °C) mo
cpaBHeHHIO ¢ xene3oM (1500 °C).

B cnyuae aHoza ¢ xene3oM B npolecce TopeHust
IyTH Ha KaToJe BBIpAcTal JETO3UT BBICOTOW IO
30 mm. {udpakrorpamMma 3TOro BelIecTBa MoKa3a-
Ha Ha puc. 3.

1 mpouss. ex.
|

\

\

1 J K

108 1w s

Puc. 3. ludppakrorpamma KaToHOTO ICHO3UTA, IOy YEHHOT'O
B ayre ¢ aHozgoMm u3 (C-Fe). Ha Bpeske npezacraBiensl nuku A, B
B YBEJIIMYCHHOM Maciitade

3necs Mmakcumymel A, B, D, F, H, I cooTBeTcTBY-
10T peduiekcam rpaduta, a makcumymsl C, E, G, J,
K —peduexcam o — Fe. PetiexcoB kapOuIoB Ha 3TOM
mudpaxrorpamme He HaOmomaerca. Crienyer 3ame-
TUTh, 4TO OCHOBHOM peduiekc (002) rpadura Ha puc.
3 COCTOUT M3 JBYX YETKO Pa3peLIalOlINXCs MAKCH-
MyMOB (CM. Bpe3Ky): Oolnee y3kuii MakcuMyM B mpu
20 =26,49° (d = 0,336 HM), XapaKTePU3yEMBbIH MOJTY-
mupuHON A = 0,3° 1 Oonee MUPOKHUIA MAaKCUMYM A
mipu 20 = 26,02° (d = 0,342 um), XapakTepu3yeMblil B
2 paza GoublIeit TomymupruHOi A. DToT akT cBHe-
TEJICTBYET O HAJIMYMH B JCTIO3UTE JIBYX Pa3HOBH[I-
HOCTEW KpPUCTAJUIUTOB TrpaduTa, pazauyaronuxcs
pasmMepamMu, MEeKIIIOCKOCTHBIM PAacCTOSTHAEM H CTe-
MIEHBIO COBEPILEHCTBA KPHUCTAIIMUECKON PEILETKH.
[Mpuuem nuk B oTBevaer Oojiee KPyMHBIM KPHUCTAI-
JIATaM C TIOTIEPEIHBIM pazmMepom okojio 500 HM, a MUK
A — Ooniee MEIKUM KPHUCTAJIMTaM rpadura, Xapak-
TEPUBYIOIIMMCS CUITBHO JE(PEKTHOM CTPYKTYPOH.

Taxum 00pa3oM, U3 BBILIEU3II0KEHHOTO CIIEYET,
YTO CHHTE3 MOJICKYJI KapOuia xeJie3a MOKET IPOKC-

XOIUTH TOJBKO Ha Tepudepun mia3Mbl IyTH, UMe-
IONIEH CYIIECTBEHHO 0oJiee HU3KYIO TEMIIEpaTypy
0 CPaBHEHHIO C €€ IEeHTpajapHON obmacTeio. Kpo-
M€ TOro, MOJyYeHHBIE Pe3yJIbTaThl yKa3bIBAlOT Ha
TO, YTO B YCJIOBUSAX aprOHOBOTO AYTOBOTO pa3psiia
MOYKHO CHHTE3UPOBATh YaCTHUIIbI, COCTOSIIIHE U3 Me-
TAJUTMYECKOTO sA/ipa U CHepOorIaTbHON YTICPOIHON
obomoukw. [Tocite 00pa3oBaHNs OTEIBHBIX MOJEKYJT
KapOHUI0B B MJIa3Me B MPOLECCE UX JBUKEHHUS K BO-
JIOOXJIaX1aeMOH CTEHKE MPOUCXONUT OOBeTUHEHUE
WX B KOHJICHCHPOBAHHYIO a3y — MUKPOKPUCTAIUIBIL.
Ucxons u3 popmys Lllepepa, CBA3BIBAIONIETO MTOITY-
ITUPUHY PEQIEKCOB BEMIECTB HAa JUPPAKTOTpaMME C
WX pazMepamMu, MOXKHO OLICHUTh IPUMEPHBIN pa3Mep
00pa30BaBIINXCS KPUCTAIITUTOB. Takast OleHKa JJis
BCEX TIOYUEHHBIX KapOWIOB aeT BEPXHUU Tpeaes
UX pa3MepoB Ha ypoBHe 0,5 MUKpOHA.

Ha puc. 4 npusenensr MukpodoTorpaduu HeKo-
TOPBIX CHHTE3UPOBAHHBIX MOPOIITKOB. Kak BuIHO, B
nyre ¢ anonoMm (C-Fe) mpoucxoaut GpopmMupoBaHne
gacTHI] cheponaanbHO (OpMbI fHaMeTpoM OT 1 10
2 MM (puc. 4a). Ilo naHHBIM MUKpOaHAIU3aTOPA,
UX DIIEMEHTHBIN cocTaB cnenyromuii: Fe — 37 at. %,
C—63 ar. %. OTu naHHBIE CYIIECTBEHHBIM 00pa3oM
MOJITBEP)K/IAI0OT BBICKA3aHHOE paHEe IMPEeATIONoKe-
HUe O (OPMUPOBAHHWH B HAIllEM cIllydae yTIepoj-
HBIX YaCTHII C METAJNTHYECKUM siApoM. M3 puc. 4 (a,
0, B) BUJIHO, 4TO MOpdoJorus o0pasioB camas pas-
HOOOpa3Has. Hanbosee KpymHbIe YacTHITHI HAOIIO-
natores B cirydae kapouma TiC (410, B 4aCTHOCTH,
MOATBEPIKAACTCSl CPABHUTEIBHO MaJIOW MONYIIH-
puHoli pediekcoB kapOuaa Ha qudpakTorpamme 4
(puc. 1)), cambie menkue — B ciydae Fe,C.

HccnemoBanus 31€MEHTHOTO COCTaBa B JIOKAIb-
HBIX 00JIaCTAX CHHTE3MPOBAHHBIX MOPOIIKOB C I10-
MOIIBIO PEHTTCHOBCKOIO MHUKpOaHalu3aropa MoKa-
3aJ10, YTO COOTHOIIEHHE aTOMOB YTIIEpO/ia U MeTaJlIa
(mnmm kpemHUS) 3HaUUTENHHO (B Tpenenax 30 at. %)
U3MEHSIETCS OT OAHOM TOUYKHU ChEMKHU K IPYTOil. DTOT
(baxT CBUIETENBCTBYET O HEPABHOMEPHOM pacipere-
JICHUU MUKPOKPUCTAJIJIOB KapOHWJIOB U rpaduTa 1o
00beMy o0pasmoB. Ilpu sTom Gosnee TemMHBIE 00Ja-
¢ty Ha MUKpodoTorpadusx puc. 4 COOTBETCTBYIOT
OoJiee BBICOKOMY COZIEPKaHUIO aTOMOB YIJIEpO/a.

Puc. 4. Mukpogororpaduu HopourkoB, CHAHTE3UPOBAHHBIX B 1yrax ¢ aHoxamu: a — (C-Fe), 6 — (C-Si), B — (C-Ti)
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OCHOBHOI1 MPUMECHIO UCCIIEIOBAHHBIX 00pa3I0B
SABJISIIOTCS aTOMBI KHCIIOpOZa B KOJIMYeCTBe OT 1 10
6 aT. %, KOTOpBIC OKa3aJIUCh TaM, TIO-BHINMOMY, B
pe3ynbTaTe aacopOLUny TMOCie XpaHSHHUsS] CHHTE3H-
POBAaHHBIX MaTEPHAJIOB B YCIOBUAX aTMOC(HEPHOTO
BO3/yXa.

Ha puc. 5 mpencraBineHsl pe3yiabTaThl UCCIIENO-
BaHWH HEKOTOPBIX CHHTE3UPOBAHHBIX IOPOLIKOB
METO/IOM CHEKTPOCKONUH KOMOWHAIIMOHHOTO pac-
cessHUs cBeTa. Ha Bcex crneKkTpax XOpoIlo 3aMeTHBI
JIBE TIOJIOCHI B BBICOKOYACTOTHOW 0OJacTu: BOIH-
3u 1345 u 1585 cm!'. DTH MOJIOCH COOTBETCTBYIOT
D- u G-muausawm rpadura [1], [2]. G-nonoca coot-
BETCTBYET TaHTCHIIMAJIBHBIM KOJIICOAHUSM aTOMOB
yraepona Ha rpaduToBoil miockocTH, a D-nonoca
XapakTepu3yeT Haln4due JeQeKTOB B IpaduTOBBIX
nockocTsaX. Ilonymupuna 3THX MoJIOC U OTHOIIE-
Hue untencusrocted I /1 (I, — MakCHMyM MHTEH-
cuBHOCTH G-NTMHMY, || — MAKCMMYM HHTEHCUBHOCTH
D-nuHNM) XapakTepusyoT CTeNeHb TpaduTu3auu
MuKpodacTuil yrinepoga. C 3TUX TO3HUIME Manas
MONYIIMPUHA 3TUX JUHUN Ha KpUBOW 2 pHc. 5 U
BbICOKOE oTHowenue [/I) = 4 ykaspiBaloT Ha TO,
4yT0 0Opasytomuecs B ayre ¢ anogom (C-Si) Mukpo-
KpucTalibel rpadura obnamaroT Haubolnee coBep-
IIEHHON KPUCTAJUTHYECKOH cTpykTypoi. C npyroit
CTOPOHEI, MUPOKHE T070cH G, D Ha KpuBoi#i 3 1 0T-
HOILLIEHUE IG/ID =1 CBUACTENBCTBYIOT O 3HAUUTEIb-
HOM HCK2XCHHH KPUCTAIITUYECKON CTPYKTYPhI MU-
KPOKpPHUCTAIIOB rpadura, 00pa3yromuxcs B 1yTe ¢
anonom (C-Ti). Acummerpuunas D-nonocau I /1=
1 Ha KpuBOI1 1 Tak)ke yKa3bIBalOT Ha HAJTUYHE UCKa-
KEHUU CTPYKTYPbl MUKPOKPUCTAIIITUTOB TpaduTa,
obpa3sytomuxcs B nyre ¢ anogom (C-Fe).

Konebanusam pemerok o — Fe u kapouna Fe,C na
KpuBOil 1 puc. 5 COOTBETCTBYIOT y3KHUE M0J0Ckl 220,
280 cm!' v HaMHOTO OOJTEee Citadbie U IMPOKUE MOTOCHI
394 1 605 cm. [ToMmumo 3TOTO, 1B HEOOJIBIINX Y3KHX
MakcuMyMa, HabJrromaeMble BOIH3H mosock! 220 cm!
(mpu 126 u 139 cMm™'), MOYKHO IPUTIHCATH PaTUaTbHBIM
JIBIXaTeIbHBIM MOJAaM OTHOCIIOWHBIX YTJIEPOTHBIX
HAaHOTPYOOK [7]. YUuThIBast UX CBsI3b C nuaMeTpoM d
HaHOTPyOOK cooTHomenue: d = K/m, rie mocTosHHas
K = 234 am-cm!, ® — PaMaHOBCKHIA CIBUT YacTOTEI,
cv’, nonydaem d, = 1,9 um u d, = 1,7 um. Taxum 06-
pas3om, B MPOIYKTax PaCHbUICHUS MOTYT HAXOIUTHCS
OVYHT yka3aHHoOro 1uamerpa.

Ha kpuBoit 2 koneGanusm pemeTku kapouma SiC
CIleyeT MPHUITHCATh y3KyI0 mojocy 492 cm! u cimabo
3aMeTHbIe onockl 290, 8001 907 cm. [IBe nociienume
TIOJIOCKI, KaK IIPaBUJIO, CBSI3bIBAIOT C nonepeuHoil TO
1 ipontoabHOM LO onTH4eckuMu MogaMu KojieOaHu i
SiC [1]. U HakoHew, k KoneOaHHUsIM peleTKH KapOuaa

TiC MOXHO OTHECTH cliabble TOI0CH 545 u 674 cm’!
Ha kpuBoil 3. Utak, usmepennsie cnektpel KP moa-
TBEPKJAIOT HAJTUYKE rpauTa B CHHTE3UPOBAHHBIX
BEIIEeCTBax, JIal0T HH(OpMAIIHIO, TI0 MEHbIIICH Mepe
YaCTHYHO, 0 (JOHOHHOM CIIEKTPE CHHTE3UPOBAHHBIX
BelleCTB U ykazbiBaloT Ha Hanuuue OYHT Tonbko
B mponykTax pacnbuieHun aHoxaa (C-Fe).
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Puc. 5. Cnextpsl KP cunTe31pOBaHHBIX TOPOLIKOOOPA3HBIX
BeliecTB B n1yre ¢ anogamu: 1 — (C-Fe), 2 — (C-Si), 3 — (C-Ti)

CrnemyeT 3aMEeTHTh, YTO BCE UCCIIEIOBAHHEIE T10-
POIITKOOOpa3HbIe BEMIECTBA C IIENBI0 IKCTPATHUPO-
BaHHS BO3MOXKHBIX (DYyJIJIEPEHOB BBIAECPKUBAINCH
B 0-KCHJIOJIE TI0 OOBIYHOH mporenype [6]. OmHako
HUKAaKOM 3aMETHOM OKpacKuh 3TOro pacTBOpHUTE-
75 He ObLIO 0OHapyx eHo. TakuMm 00pa3oM, MOKHO
YTBEPXkKAATh, UYTO CHHTE3 QyJLIEPEHOB (10 KpalHeH
mepe C,, C. ) B HAIIUX yCIOBUSIX yTOBOTO paspsi-
Jla HE TIPOUCXOMHNT.

3AKJIIOYEHUE

C momortisro pa3paboTaHHON METOIUKU JyTOBO-
ro paspsma ¢ rpadUTOBBEIMU DJIEKTPOAAMU MOXHO
CHHTE3HPOBATh KapOWJIbl TAKUX Pa3HBIX IO CBOM-
CTBaM 3JIEMEHTOB, KaK )Kele30, KPEMHUW, TUTAH U
Bosib(paM. [IprueM JaHHBIN SJIEMEHT MOXET ObITh
UCIIONIb30BaH Kak B (hOpMe H3/IeNHsI, TaK U B TOPOIII-
K00Opa3HoM Bujie. MccienoBaHHbIi CrIOCO0 CHHTE-
3a, IO-BUAUMOMY, JICTKO MaCHITa6I/Ipy€TC51 U MOXKET
OBITH IPUMEHEH B MPOM3BOACTBE. AHAIIN3 MOKa3bI-
BAET, YTO HANOOJBIINI BBIXO TPOAYKTA B AYTE MO-
KeT OBITB MOJTyYeH s DJIEMEHTOB C TEMIIEPATy PO
IUIABJICHUS, OJM3KOH K TeMIieparype IJIaBICHHS
xene3a. C 1enpio ero 3QpQeKTUBHOr0 MPUMEHEHHUS
JUTst Oosiee TYTOIUIaBKUX BELIECTB HEOOXOAUMO H3-
MEHEHHUE PeKrUMa pabOThI AYTH.

* Pabora BeImOsIHEeHa npy noziepkke [Iporpammel crparernueckoro paszsurus (IICP) Ierpl'Y B pamkax peanm3anyun KOMILIEKCa
MEPOTIPHUATHIA MO PAa3BUTHIO HAYYHO-HUCCIIEI0BAaTENbCKON nesTenpHocTr Ha 2012-2016 T
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SYNTHESIS OF CARBIDES IN ARC DISCHARGE PLASMA AND THEIR IDENTIFICATION

Metal carbides have broad application in many fields. Their synthesis at high temperatures in a vacuum or inert gas is one of the best
methods of their production. In this work, we report on the carbide formation in the argon arc discharge with graphite electrodes. The
evaporated metal (or silicon) is placed inside the anode hole. The X-ray diffractions showed that under these conditions the follow-
ing carbide substances are formed: Fe,C with a concentration ¢ of ¢ = 23 %, SiC — ¢ =75 %, TiC — ¢ = 40 %, WC — ¢ =3 %. The
rest of the substances are predominantly structures of hexagonal graphite. The evaporating product of (C-Fe) anode is an exception
to this rule. This substance contains pure iron, the volume of which amounts to 55 %. It is assumed that iron particles form a metal
core covered by a carbon shell. In fact electron micrographs show some spherical objects about 1-2 mkm in diameter. The chemical
composition of the objects investigated by the electron X-ray spectroscopy is about to 37 at.% Fe and 63 at.% C. Raman Spectra (RS)
of some investigated powders show some strips of phonon oscillations of some carbides and D- and G-lines of the graphite. There
are two narrow maximums at 126 cm™ and 139 em™! in the RS spectrum of anode (C-Fe) evaporated products. These maximums are
attributed to an atom radial vibration in single-walled carbon nanotubes. Thus, based on this method carbides of some metals such as
iron, titan, silicon, and tungsten can be synthesized in argon arc discharge with graphite electrodes

Key words: arc discharge, graphite, carbides, X-ray diffraction, electron micrograph, Raman spectrum, electron X-ray spectroscopy
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