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[MpencraBaeHbl pe3yabTaThl UCCIENOBAHUI TEPMOISCTPYKIIMU DyIepuTa U MOCAEaYIONIero yrnopsiaoye-
HUM yriaepoja ¢ ¢popmupoBanueM rpadura (rpaduranumn) npu Harpese oopasuoB g0 1700°C. O6beKkTOM
uccenoBanuii 6eu1 nopouiku dysnepura Ce 7 € IpeuMyLIecTBEHHbIM conepxanueM Ce (82.18% Cg,
14.08% C5), moy4eHHbIE METOJOM 3JIEKTPOIYTOBOTO MCTIAPEHUS TPaUTOBBIX CTEPKHEH C TOCIenyIoIIei
aKCcTpakimeil dyiepeHoB u3 yepeHcoaepxkalieit caxku KUMsimM ToayosoM. Harpes ocyluecTBisiv B
cpene CO. M3MeHEeHUST KPUCTAIMUECKOM CTPYKTYPHI GyIepuTa IMocjie TEPMUIECKUX BO3ISCTBUI
HCCJIeIOBAHbI METOIOM PEHTTEHOBCKOM nudpakiiuu. M3sMeHeHre MPOCTPaHCTBEHHO OPUEHTALIUU YTIJe-
DPOI-YIJIEPOAHBIX CBSI3EN MPOAHATM3UPOBAHO METOIOM CITEKTPOCKOTIMM KOMOMHAIIMOHHOTO PacCesHUs.
JucrnepcHOCTh YacTUll OLIEHWBAJIM METOAOM PAacTpPOBOil 3JIeKTpOHHOI MuKpocKonuu. [lokazaHo, 4To
CTPYKTYpHbIe n3MeHeHust yiuiepura Ceg 70 P HATPEBE BBILLEC 950°C 00ycnoBJIeHBI pa3pylieHUeM ero
KPUCTAJUTMYECKOM CTPYKTYPHI ¢ (hopMHupoBaHrEeM aMop¢hHOUN QyuiepuTornonooHoii ¢pa3bl. AMopdusanus
COTNPOBOXAAETCSl YBEJIMYEHUEM NUCTIEPCHOCTU IMOPOIIKOB yriepona. Ilocnenyioliee ymnopsiioueHue
CTPYKTYpPHI HaGI10JaeTcs IIpU Harpese 10 TemiiepaTyp Boilie 1500°C u conpoBoxaaeTcs ¢GopMUPOBaAHUEM
rpadutonono6Hoit amopdHOIi dasbl. JleTanbHbIN aHAIN3 CTPYKTYPHI (hyJuieprTa rocjie ero amopdusanuu
BBIIIOJIHEH Ha 00pa3liax, OTOXKeHHbIX IIpu TeMmeparype 1600°C B reuenue 0.5—16 4. YcTaHOBIIEHO, UTO
nocJjie HarpeBa g0 1600°C obpasel npeacTaBiseT CO00 NPEUMYILIECTBEHHO TYpOOCTpaTHBII yriaepo,
a Takke puKcupyercs o-rpaduT U -rpadur ¢ HU3KOH cTeneHbio yropsaoueHust. [lokasaHo, 4To yropsi-
noyeHue ¢ opMrUpoBaHUEM IpaduTa CONMPOBOXKIACTCS YKPYITHEHUEM YIJIEPOIHBIX YaCTHILI.

KiroueBble cioBa: dysiepur, GyiepeH, yriepo, TepMruieckasi CTabuIbHOCTb, OTXKUT, 1eCTPYKIINS, aMOP-
duzauus, rpadutanus, ynopsaoueHue CTpyKTypbl, PEHTT€HOBCKas U@ pakiusl, CIeKTPOCKONUSI KOMOU-

HaLIMOHHOTO PacCesiHUsI CBeTa.
DOI: 10.31857/S1028096022040082

BBEAEHWE

OTkpbiTUE DYUIEPEHOB M TTOCEayIolee Moyde-
HUE WX KOHIEHCUPOBAHHON ha3bl ((Dy/UIEpUTOB) B
MaKpOKOJUYECTBAX MPUBEIO K OOJIbIIOMY KOJIMYEe-
CTBY pabOT, IMMOCBSIIIEHHBIX UCCIEAOBAHUIO UX CTPYK-
TYPBI M CBOMCTB, BKJIIOYASI TEPMUUYECKOE MOBEICHUE.
HaHHbIE 0 IpeaeNbHOI TeMIlepaType, IMpyu KOTOPOil
OHM COXPAHSIIOT CBOIO MOJIEKYJSIPHYIO/KPUCTAJIU-
YECKYIO CTPYKTYPY, SIBJSIIOTCS BAXKHBIMU B pa3padoT-
K€ TEXHOJIOTUM UX MOJy4eHUSI, TIPU CO3AaHUN HOBBIX
MEPCIIEKTUBHBIX MaTepPUaAIOB IJIsI BO3MOXHOTO MPHU-
MEHEHMUS B PA3JIMUYHBIX O0JIACTSIX.

Tepmuyeckast ycTOMIMBOCTH (DYIJICPUTOB B 3aBU-
CUMOCTH OT TIPEIBICTOPUN UX MOJIYYSHUSI, YUCTOTHI,
o (e]
ycJIoBUiA HarpeBa orpanuumuBaercs 500—900°C [1-8].
Kak npaBmino, ripu HarpeBe (QyJJIEPUTOB UCITONL3Y-
0T TUHAMUYECKU BaKyyM WJIM WHEPTHYIO Cpeny
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HarpeBa (Ar, He). BHe 3ammTHOII aTMocdepsl
(Ha Bo3myxe) TepMOAeCTPYKIMs GyJUIEPEHOB MOXKET
HaOMI0JaThCsl yKe Ipu TeMitepaTtypax ot 250°C [6].
INpenenbHas Temriiepatypa, Npu KOTOpoi (yaepuT
COXpaHSIET CBOIO CTPYKTYPY, 3aBUCUT HE TOJBKO OT
BHEIIIHUX YCJIOBMIA HarpeBsa, HO U OT TUIIa PyJUIepu-
Ta. B [7, 9] noka3aHo, 4TO NMPU ONUHAKOBBIX UUCTOTE
U 3KCIEPUMEHTATbHBIX ycnoBusx dymwieput C,, no
cpaBHeHuUlIo ¢ Cg, TepMuuecku 6osee crabuieH (Tpe-
nefibHas Temiieparypa Boile Ha ~150°C). @dymiepur
C, B cpene CO coxpaHsieT CBOIO CTaOMJIbHOCTb 10
~1050°C.

ITpakTUyecKy HET JTUTEPATYPHBIX JAHHBIX, B KO-
TOPBIX PACCMATPUBAIOTCSI U3BMEHEHUS CTPYKTYPHI YT-
Jnepona mocie amopduzanuu pyuieputa. B [3] otme-
yaeTcd, 4To npu HarpeBe dymuieputoB no 1300°C
dopMmupyercst amopdHbIii yriepon (0e3 meTanmsa-
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LIUK CTPYKTYPhI), a Ipu Harpese g0 2400°C — typ6o-
cTpaTHbIil yrinepon. TypOocTpaTHEIN yriaepon UMeeT
CUJIBHO Pa30PUEHTUPOBAHHYIO CIIOUCTYIO CTPYKTYPY
C OpUOIU3UTETBHO TMapalyIeIbHBIMU TeKCcaroHalb-
HBIMU TIJIOCKOCTSIMU, XapaKTePU3YIOIINMUCS OTCYT-
CTBMEM YHOPSIIOYESHUS TpeThero nmopsiaka [10, 11].

HccnegoBaHus npolieccoB rpaduTaliii yrjaepo-
HBIX MaTepuaJoB METOAOM PEHTIEHOBCKOM nudpak-
1IMM, OJHUM 13 OCHOBHBIX METOJIOB aHaJIn3a CTPYK-
TYpbI, UMEIOT CBOIO cienpuky. OcoOeHHOCTU aHa-
Ju3a npodwis AUpPaKIMOHHBIX JUHUN NeTalbHO
paccMmoTpeHbl B [12—17]. dns rpadpuTonogoOHbIX
YIJIEPOMHBIX MaTepUajioB XapaKTEepHbI OMMOIAJb-
HOCTh U aCUMMETPUSI JIMHUI, YTO OOYCJIOBJIEHO
OOJIBIIMM MEXITJIOCKOCTHBIM PAacCTOSIHUEM B rpa-
dute (0.3354 Hm). Jo cux MOp HET €NMHOU TOUKH
3peHusI, Kakre (ha3bl MOTYT IIPUCYTCTBOBATh B yIJjie-
POIHBIX MaTepMajgax M, COOTBETCTBEHHO, Ha KaKue
KOMITOHEHTHI CJEAyeT pa3feisiTh AUGpaKIIMOHHbIE
JquHuu. B [13] momyckaetcs cyliecTBoBaHUE B yIjie-
POIHBIX MaTepUaJiaxX A0 ISITU MeTacTaOUIbHbBIX (has.

B Hacros1eit paboTe mpeacTaBIeHBl pe3yIbTaThl
HCCIIeMOBaHUI CTPYKTYPHBIX U3MEHEHUH (yiutepuTa
B 3amuTHOII aTMocdepe (cpenma CO) mpu Harpese
1o 1600°C, uTo 3aBeIOMO BBIIIIE TEMIIEPATYPhI AMOP-
dusammum dymaepura. PaccMoTpeHBI 0COGEHHOCTH
CTPYKTYPHBIX U3MEHEHMI1 TIpU TpadUTAIN YIIISPOIa.

METEPUAJI U METOOWKA
NCCIEOJOBAHNU

O6bekTom uccienoBaHuii ObL1 dyteput Ce 70,
nonydyeHHolii B HII M®M YomM®PUII. IMopoiuku
Ceoy70 € TpeumyllecTBeHHbIM comepxaHueM Cg
(82.18% Cg, 14.08% C;;) mosrydeHbl METOIOM BJIEK-
TPOIYTOBOTO MCITAPEHUS TPadUTOBBIX CTEPKHEHN C
MOCJIEAYIONIEN SKCTpaKIMel pyuiepeHoB 13 Qyinie-
peHcoaepKallei caxky KUMSIIUM TOJIYOJIOM B TIPU-
6ope Cokciera u kpucramusauuein Ce, /79 U3 pac-
TBOpa B pOTALIMOHHOM wucHaputeie. Meroanka
omnpenenenus u cocras Cej/;g MOAPOOHO ONMMCAHBI B
[7, 8].

Orxur Cg/79 TPOBOAMIN B MY(bENBHOM TIEYU ITPU
Temneparypax B uHtepBaiie 500—1050°C (Bpems oT-
xwura 0.5 4) u B nmeun TaMMmaHa mpu TemrmepaTypax
(1500—1700) = 15°C. Bpems oTkura B IOCJIEIHEM
caydae BappupoBaiau ot 0.5 1o 16 4. AHaIU3UpyeMble
o0Opas1sl pyJurepuTa IIpeaBapuTeIbHO KOMIIAKTUPO-
Baju B TabaeTku (J = 6 MM, & = 3 mMm). Iloaroros-
JICHHBIE TabJeTKM MOMEIIAIM B KOPYHIOBBIC TUTJIH,
KOTOpHIE 3aTeM YCTaHABJIUBAIN B 3aKPhIThIe Tpadu-
TOBBIC THUIJM (3aKpbITUE MaTepuajaoMm Turis) [8].
B nipoiiecce HarpeBa B 3aBUCMMOCTH OT TeMIlepaTy-
pbl bakTyecku hopmuponanack cpena CO unu CO,

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

(manee mmo Tekcty CO). Panee nmpoBemeHHbIE HCCIe-
JIOBaHMS MOKAa3ajy, YTO MPU YKa3aHHBIX YCIOBUSIX
Harpesa B IMHAMUYECKOM BakyyMe (p ~ 10~* MM pT. cT.)
10 CpaBHEHUIO C HArPEBOM B KBapLEBBLIX aMITyjax
(p ~ 1072 MM PT. CT.), a TAKXKE MUHEPTHOI cpenoii (Ar),
GymIepuT nMeeT 00Jiee BRICOKYIO TEPMUYECKYIO CTa-
ounbpHOCTE [7, 8]. B rpaddMTOBBIX TUTIISIX TIPU TTOBBI-
IIEHUU TeMIIEPaTypPhl KUCIOPOI aTMOC(HEPHI ITIPEKIe
BCETO pearupyeT C yrjepoaoM TUIJISI, HE JOCTUTAS
obpasiia.

AHann3 Mop@oJIOTUM U pa3Mepa HCCIIeayeMbIX
MMOPOIIKOB JI0 U MOCJIe UX HarpeBa IIPOBOININ C UC-
MOJIb30BAaHUEM PACTPOBOIO 3JEKTPOHHOTO MUKPO-
ckoma (POM) FEI Quanta S mpu yckopsioiieM Ha-
npsckeann 30 kB.

HMccnenoBaHusi CTpyKTypbl 00OpasloB Mocjie MX
BBICOKOTEMIIEpATypHOTO HarpeBa BbIMIOJHEHBI C
NMPUMEHEHWEM METOJOB PEHTTEHOCTPYKTYPHOTO
aHaJIu3a U CIeKTPOCKOIIMU KOMOMHAIITMOHHOTO pacce-
aaust cBera (KP). JludpakimoHHbIE MCCIeIOBaHUS
nipoBomu Ha nudpakromerpe JIPOH-6 (CuK,,-uzmy-
yeHue) B nHTepBae ymios 20 = 10°—90°. KP-cmek-
Tphl ObUIM TIONy4YeHBI Ha crekTpoMeTrpe HORIBA
HR800 ¢ A = 632.8 HM U MOIIHOCTBIO He Golee
1 MBT.

PE3VJIbTATbBI 1 UX OBCYXIEHHUE

Ha puc. 1 npencrasieH oOIIMii BUI UCXOTHBIX
bymteputoB Ce /79 M TIOCTIE HarpeBa J0 pasiuyHbIX
temrieparyp. Mcxomnblii oopasent Ce 79 PENCTaBISAET
co0oi1 TIockue KpucTtaibl padMepoM 50—200 MKM,
UMeEIoIlIMe Pa3BUTYIO TMOBEPXHOCTh. Kaxnplit Kpu-
CTAJNIMK COCTOUT M3 MEJIKUX YacTUll pa3MepoMm 1—
4 MxMm (puc. 1, BctaBka). HarpeB ¢yiieputoB npu-
BOIUT K M3MEHEHUIO AUCIIEPCHOCTU 4Yactull. Ilpu
Harpese 10 900°C KpyITHble KpUCTAJLIbI pa3pyllaioT-
cs. [IpeuMyIecTBEHHBIN pa3Mep YacTULl COCTaBJIsSIET
5—20 MKM (MOXHO OOHApyXuTb €IMHUYHBIE KpU-
ctayuibl padmepom 10 100 mxm). IMocne HarpeBa 1o
950°C pa3mep yacTtull yMeHbIinaercs 10 0.5—10 MKm.
HanbHeiillee yBeanueHUe TeMIepaTypbl TPUBOIUT,
Hao0opoT, K yKpynHeHuto yactul. [locine oTxura
npu 1000°C pa3mep yacTull YKpymHsieTcs 00 S—
20 MKM, egHUYHBIX — 00 40—50 MkM; tocie 1600°C
OTAeNbHBIE arjioMeparbl gocturaloT 70 MkM. Takoe
u3MeHeHue Mop¢OJIOTUU TOPOIIKOB OOYCIOBIECHO
CTPYKTYPHBIMU U3MEHEHUSIMU, TTPOUCXOISIINUMU
MpUY Harpese.

Ha puc. 2 npencrasieHbl audpakTorpaMMbl 00-
pasuoB (ysneputoB Ce) /7 10 U TIOC/IE UX Harpesa.
B ucxonHom cocrosiiun Cg 79 — 970 MHOTO(asHas
cucteMa, Bxmovaromas ¢assel 'K Cqy, TTIY C,,
kpuctaimnocoiabBatbl Cg—C,0—(CyHsCHj3),, TBep-

Ne 4 2022
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Puc. 1. POM-nsobpaxenust ucxonHoro ¢ymrepura Ce 7o (a) 1 mocne Harpesa 10 900 (6), 950 (8), 1000°C (r) B Teuenue 0.5 4
u 10 1600°C (1) B TeueHnue 7.5 4. Ha BctaBKe — yBeIMYeHHOE U300paXkeHre KpUcTasiia.

nbie pactBopbl 3amelieHus Cgo(Cqg) n Chp(Cyp). He-
TaJlbHBIN aHamu3 cTpyKTypbl Cg 79 aH B [8]. bbuio
nmokazaHo, 4To Ipu Temmeparypax 150—200°C (uro
3HAYUTENIbHO HIKE TeMIIEPATyp OTXKMUTa, IPUHSITHIX
B HACTOSIIEW paboTe) MPOUCXOAUT WHKOHTPYIHT-
Helil pacran Cg—C,—(C¢HsCHj3), ¢ ocBobOXneHN-
€M TOJIyOJia, UCTIOIL3YEMOTO ITPY MONYYeHUN byIIiie-
pUTOB.

C pocrom Temmneparypbl orxura Ce 7 10 900°C
HaOMomaeTcsl pa3ynopsaouyeHne CTPYKTyphl (QyIuie-
puTa, 9TO TIPOSIBIISIETCS B YIIMPEHUN JTUHUM U CyIIIe-
CTBEHHOM MOHWXEHUW MX MHTeHCUBHOCTU. [locie
oTxkura mipu Temrepartypax 1000°C dukcupyercs
TOJBKO aMOp(HOE Tajlo, MAKCUMYM KOTOPOTO Haxo-
IUTCS B 00JIACTU OCHOBHBIX JIUHUI (ytepuTa 20 =
= 12°—16°. Ilocae orxura mpu Temreparype 1500 u
1700°C (0.5 4) peHTreHOaMOpP(dHOE TaJl0 He3HAYM-
TEJIBbHO CMEILAeTCsl B CTOPOHY OCHOBHOIO MUKA Tpa-
¢dura. Ha ero done mosiBisieTcss MaJJOMHTEHCUBHBIMN
IIUPOKUIA ITUK, COOTBETCTBYIOIINIA OCHOBHOMY ITUKY

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCITEAJOBAHUSA  Ne 4

002 'IK-rpacdwura. J:lunuu 100 u 101 B muHTepBaje 20
~ 42°—45° uMeloT OYeHb HU3KYI0 UHTEHCUBHOCTh U
CJIMBAIOTCS B OMHO OOIIIee rajio.

JeTanbHbIll aHAIN3 U3MEHEHUI CTPYKTYpPHI DyI-
JilepuTa mocye ero aMop(du3aiuy BEITIOJIHEH Ha 00-
pasiax, OTOXKeHHBIX ITpu Temiteparype 1600°C B Te-
yenue 0.5—16 4. Ha puc. 3 npencrasiaeHbI XapakTep-
HBIe TUdpaKTOrpaMMbl 00pa3IlOB ITOCJIE OTXKWTAa B
teueHue 5 u 7.5 4. [Ipu Mansix yraax (26 < 10°) Bo3-
pacTaHre WHTEHCUBHOCTH OOYCIOBJIECHO BKJIAAOM
paccesTHHOToO M3JydeHUus. AHamu3 TudpakTorpaMm
MOKAa3bIBAET, YTO IOCJIE BLICOKOTEMITEPATYPHOTO OT-
ura B o0pasnax GopMUpPYyIOTCS pa3Hble CyOCTPYKTY-
pol yraepona. [Ipu yrimax 20 = 14°—29° mpucyrcTByer
IIMPOKOE TuIedo, npu 20 ~ 26° — nudpakinOHHBII
MaKCHUMYM, OTBEYAlOIIUil OTpPakeHUIO OT KPHUCTal-
Jnorpadgpmnyeckoil miockoctu rpadura. Ilnedo coor-
BETCTBYET TypOOCTpaTHOMY yriepomy. TypbocTpar-
HBII1 yriiepol oOpa3syeTcs TIpyu TeMIlepaTypax Hadaja
rpaduTaluy U XapaKTepus3yeTcsl IByMEepPHOM yropsi-
IOYEHHOM CTPYKTYpPOM, MAKEThl YIMAKOBKM CUJIBHO

2022
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1, oTH. en.
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Puc. 2. TudpakrorpaMmmel o6pasuos byuieputos Cg /70

1o (1) u mocne Harpesa g0 900 (2), 1000 (3), 1500 (4) u
1750°C (5). Bpemst orxura 0.5 4. O603Ha4YeHBI peIeKChI
a3 I'lIK Cg u I'TTY C;, 3B€3004K0ii OTMEYEHBI OTpa-

KEeHUS dasel KPHCTaJUIOCONIbBaTa Ce0—Cr0—
(CeHsCH3),,-

pa3opUeHTUPOBaHbI OTHOCUTEILHO IPYT Apyra, (pak-
TUYECKU TIPEACTABISIIOT CO00I rpadeHOBBIC CJIOU,
WHOTHA WX HAa3BIBAIOT HOTrpadUTOBOM CTPYKTYpPOM
[18]. OTnmanTeTbHOM 0COOEHHOCTRIO HAOIIOTAeMO-
ro IJIeda SIBSETCS ero IMpoTskeHHOCTh. MHTepBan
MEXIIJIOCKOCTHBIX pacCTossHUii cocrtasisger 3.707—
4.928 A, 4TO 3HAUNTEIBLHO GOJIbLIIE PACCTOSTHUIA, YKa-
3aHHBIX B iuteparype [10, 11, 18, 19]. Illupoxuit ux-
TepBajJ PAaCCTOSIHUIM, BEPOSITHO, OOYCIIOBIEH OYEHb
BBICOKOI CTeTeHbIO nedeKTHOCTU yriepoaa. OTMe-
THUM, 4YTO BKJIAJ IOTPELIHOCTEH, CBSI3aHHBIX C OCO-
OEHHOCTSIMU TMPOBEACHUSI BKCIIEPUMEHTa, UCKIIIO-
yeH (MONJIOXKM, Kjael misl (puKcauuu oOpaslioB).
B tex ke ycimoBusSX mccienoBaim obpasell rpadura

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS
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Puc. 3. Iudpakrorpammel 06pasnos rpacdurta (/) u dyin-
nepura Cg /70 TIOCIIE HarpeBa 1o 1600°C B Teuenue 5 (2)

nu754(3).

(mopoiiok), Ha gudpakTorpaMme KOTOPOro yKa3aH-
HOeE IJICYO OTCYTCTBYeET (puc. 3).

HabGnomaemprii nudpakKIMOHHBI MaKCUMYM
npeacrtasisieT codoit nyoner. Ha gudpakrorpamme
oOpa3lia 1mocJie 5 4 oTKura Npy He3HaYMTeJIbHON UH-
TEHCUBHOCTY THMKa BUICH JOCTATOUHO XOPOIIO pa3-
pelInMBIi TyOsIeT, Mocie OTXKUTa B TedeHue 7.5 4 —
SIPKO BhIpaxkeHHbIH ay6set. [Ipu 1pyrux remrepary-
pax oTxura audpakTorpaMMa MMeeT aHaJOTUYHBIIA
BuA. [IpyyeM MHTEHCUBHOCTD AyOJETHBIX JIMHUI He
3aBMCUT OT BpeMeHHM oTxura (1o KpaiiHeii mepe,
10 16 4 orkura). OnpenensieMble MEXITJIOCKOCTHbBIE
paccTosiHUSI d, COOTBETCTBYIOILIME pPa3pelIniMbIM
CABOEHHBIM TTMKAaM, COCTABJISIOT Ijs1 20 = 25.9435°
3.4343 A, nna 20 = 26.4381° d = 3.3707 A. Hanuuue
Iy0sieTa MO3BOJISIET MPEAIIONOXUTh HaJIMUUe IBYX
nofpeierok rpaduta (o- u B-dasbr), TMHUU KOTO-
PBIX HaXOAATCsA OJM3KO ApYr oT apyra. Huskas uH-
TEHCUBHOCTb AU(MPAKIIMOHHBIX MaKCUMYMOB BBIC-
IIUX TOPSIIKOB HE MO3BOJISIET HAIEKHO (PUKCUPO-
BaThb KOMIIOHEHTHI O- U [-rpaduta otnenbHo. st
I'IK-pemieTku uaeajlbHOro (LEMIOHCKOTO) Cl-Ipa-
duta dyy, cocrasusier 3.354 A. Bbicokue 3HaueHUs
MEXTIUIOCKOCTHBIX PACCTOSTHUI YKA3bIBAIOT HA BBICO-

Ne 4 2022
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KYIO CTelleHb pa3ynopsaodeHns (POPMUPYIOLIETOCS
rpacdwura. B-rpaduT siBiIsieTcs MeTacTabMIbHOU (a-
3001, MOXET COIepKaThCsI B IPUPOIHOM rpadure mo
20—30% [10, 11]. Tpebyetcst HarpeB g0 ~3000°C mis
repexona TPeXCIOMHOro poMGoaapudeckoro B-rpa-
¢duTa B IByXCIIOMHBIN T'eKCAarOHAILHBIN (-TpaduT.

CornacHo maHHbeIM POM amopduszanms ¢ymie-
pura Cg /79, HabIOIAEMasT BCIEACTBUE TEPMUYECKO-
ro BO3ACHCTBUS, TIPUBOIUT K U3MEJIBUCHUIO MOPOIII-
KoB (puc. 1). Ilocie pa3pylleHnsT KpUCTAIUIMYECKOM
CTPYKTYPHI PyiepuTa (paKTUIECKHU TTOTydaeM Caxy.
IMocnenyromuit HarpeB Bbiie 1500°C npuBOAUT K
VIIOPSIIOYEHUIO yriiepoaa 1 GOpMHUPOBAHMIO rpadu-
ta (rpacduramuu) (puc. 2), YTO COIIPOBOXMACTCS
YKPYITHEHUEM YaCTUII.

Amopdusanus Cgy 79 B pe3yjibrare Harpesa 0
900—1000°C ¢ dpopmupoBaHreM aMopdHOil dyie-
putonono6Hoit ¢a3pl 03HaAyYaeT M3MEHEHUE IIpOo-
CTPAHCTBEHHOM OPUEHTALIMM YIJIEPOA-YIJIePOIHBIX
cBsi3eit oOpaslia. 3a cyeT CTaOUIbHOCTU MOJIEKYJISIP-
HOU CTPYKTypbl (y/JIEpeHOB OJMXKXHUI MOPSII0K
coxpaHsieTcsl, a JaJTbHUI OPSIIOK OTCYTCTBYeT. YyB-
CTBUTEJIbHBIM METOAOM K TaKWM U3MEHECHUSIM B
CTPYKTYpPE MOJIEKYJ SIBJSIETCS CIIEKTPOCKOIUSI KOM-
OMHALIMOHHOIO paccessHUusl (HEyIpyroro) cBeTa
(KP). Ha puc. 4 npusBeneHsl KP-cneKTpbl MCXOTHOTO
o6pasiia Cg/79 ¥ 11OCTIE TEPMUYECKOTO BO3IEHCTBHUSA.
Criextp mcxonHoro ymnepura Ce /79 XapaKTepusy-
ercs IMHusIMu dymiepeHoB Cg u C,,. Haubonee nH-
TEHCHUBHBIE IIOJOCHI, COOTBETCTBYIOIIINE MM, HAXO-
nsarest ipu 1059, 1178, 1226, 1465 u 1562 cm~!. TTocne
HarpeBa 10 950°C coxpaHsieTcsl TOJIbKO HeOObIIoe
UIe4o Bormm3n ~ 1562 cm~!. OcTayibHbIE IMHUY, COOTBET-
CTBYIOIIYIC MOJIEKYJISIPHBIM KOJIEOAaHUSIM (DyJIepeHOB,
OTCYTCTBYIOT. DTO CBHUIAETEIBCTBYET O IIPAKTUYECKU
TOTHOM ecTpyKnu MoJieKyn. KP-crekTpsl oOpas-
1IOB, MOJy4Ye€HHBIE IIOociae uX HarpeBa g0 950 u
1000°C, ¢ HIMPOKUMU IOJ0CaMU U MAaKCUMyM IIpU
~1340 1 ~1590 cM~! xapaKTepHBbI )11 MEJIKOAUCIIEPC-
HBIX YaCTUII caxu pa3zMepoM MeHee 25—80 mkm [20].
IMocne 1600°C dopmupyrorcst Tonockl 1315 m
1589 cM~!, cOOTBETCTBYIOLIME IO TOJOXEHUIO D- U
G-nmuHugm rpadputa. UHTeHCUBHOCTD D-JIMHUM, KO-
Topasi XxapaKTepu3yeT OECIIOPSIIOK B CTPYKTYpE yIJie-
pona (Haiuuue pa3HOro ponaa AeeKToB), IMOYTH B
JIBa pa3a BblIlle UHTEHCUBHOCTU G-nuHUU. OTHOILIE-
HUe UHTeHCHUBHOCTEM I,/1; > 1, a Takcke OosbIast mo-
JIYIIAPUHA JIMHUM YKa3bIBalOT Ha BBICOKYIO CTEIIEHb
nedeKTHOCTH muctiepcHoro yriepona. IlomoOHBI
CIIEKTp XapaKTepeH Il TypoocTpaTHOro rpadura [20,
21], B KoTopoM rpacdeHOBBIE CJIOM CITyJaifHBIM 00pa-
30M OPMEHTUPOBAHBI OTHOCUTEIBHO IPYT aApyra (0T-
CYTCTBUE TPEXMEPHOI MEPUOAUIHOCTU CTPYKTYPHI).
AHAJJOTMYHBIA CIEKTP MMEET CcTeKnoyrieponm [21,
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Puc. 4. KP-criekTpbl 00pa3LoB MUCXOOHOTO (ysuiepura
C60/70 (1) u mocae Harpesa 10 950 (2), 1000°C (3) B Teue-

Hue 0.5 4 u go 1600°C (4) B TeueHue 7.5 4.

22], coCTOSIIIMIA U3 XaOTUYHO MEPETUIETEHHBIX JIEHT
M3 TMadek CIIyTaHHBIX TIpadUTONONOOHEBIX CJIOEB.
CTpyKTypy CTEKJIOYIJIEpOia CPAaBHUBAIOT C (hyiepe-
Hamu [23]. [Tomobue oOycCIIOBIIEHO TEM, YTO OH CO-
CTOWUT M3 MHOTOCJIOMHBIX PYIICPEHOITONOOHBIX ce-
POUIOB B OECIOPSIIOUHON TpeXMepHOU rpadeHOBOM
ciiouctoii marpulie. B [21] cTpyKTypa cTeKI0yIiepo-
Jla OMUCHIBAETCS KaK IJIOXO YIOPSIAOYEeHHBIN TypOo-
CTpaTHBIT rpaduT.

Takum obpa3om, HarpeB yuieputa Boie 900°C
IIPUBOIUT K pa3pylIeHUIO €ro KpUCTaJJIMYeCKOM
CTPYKTYpBI U JeCcTpyKLuK mMojekyi. [Tocite HarpeBa
10 1600°C ob6pazel] mpeacTaBisieT COOO0M MIpenmMyIie-
CTBEHHO TypOoCTpaTHBI yriepon. CoracHO JaHHBIM
pPEHTreHOBCKOM mudpakuuu (puc. 3), HaYMHAETCSI
dopmuposanue rpaduta (o- u B-dasbr) ¢ HU3KOI
CTETICHBIO YIOPSIIOYEHUSI, XapaKTepU3YIOILIEeToCs
OOJIBIIMMU  MEXIIJIOCKOCTHBIMU PACCTOSTHUSIMU.
BeposiTHO, TpeOyroTcst 60Jiee BLICOKHE TEMITEPATYPhI
u/vin 6ojiee MIUTEIbHBIE BpeMeHa OTXura (Cyle-
ctBeHHO BhIle 1600°C u mmTeabHOCTh Gojee 16 )
1711 popMUpOBaHUSI O0JIee COBEPIICHHOM CTPYKTYPhI
rpadwura.
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3AKJIIOYEHHME

MeTomaMu peHTTeHOBCKOM UM paKIInK, pacTpo-
BOM 2JIEKTPOHHOI MUKpOCKONNH, a Takke KP-crek-
TPaJILHOTO aHaJIM3a UCCICI0BAHbBI CTPYKTYPHbBIE M3-
MEHEHUSsI, 00yCIIOBJIEHHBIE TePMOACCTPYKIINEH (PyII-
neputa Cg 7. [lokazano, uto paspymenue Cg 7
HabmonaeTcs mpu TeMrnepaType Boiie 950°C 1 conpo-
BOXOaeTcsa aMopdu3aueii ero CTpyKTyphl ¢ (POpMU-
poBaHMEeM CHavaja (yLIepUTONON00HOM CTPYKTYPhI
C MNOCeAYIOIINM YITOpSAOYeHUEM TpadUTOIogo0-
Ho yriepoaHoiui dasbl. [lociae HarpeBa no 1600°C
oOpasell TIpeacTaBiseT OO0l MPeruMYIIEeCTBEHHO
TypOOcTpaTHEBIH yriaepon. Haunmaaercs ¢opmmupoBa-
HUe IByX noapenieTok rpaduta (o u -dasbl) ¢ HU3-
KOI CTETIEHBIO YITOPSIIOUYCHUS, XapaKTePU3YIOIINXCS
GOJILIIMMU  MEXIUIOCKOCTHBIMU PACCTOSIHUSIMU.
ITokaszaHo, 4TO HabGMIOHAEeMasI BCIEACTBUE TEpPMUYE-
ckoro Boszeiictus amopdusanus dyteputa Ce 7
COMPOBOXIAETCSI YBEIUUEHUEM NUCIEPCHOCTU TO-
po1ikoB yriepona. [Tociaenymoliee ymopsimoueHUe yr-
Jnepona ¢ ¢hopmupoBaHueM rpacdura (rpaduranun),
HAo0OpOT, MPUBOAUT K YKPYITHEHUIO YaCTUII.
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Features of Structural Changes in Fullerite C,,, at Heating Temperatures up to 1700°C

R. M. Nikonova!, N. S. Larionova®- *, V. 1. Lad’yanov!
IScientific Center for Metallurgical Physics of Udmurt Federal Research Center of the Ural Branch RAS, Izhevsk, 426067 Russia
*e-mail: larionova_n@udman.ru

The results of studies of the thermal destruction of fullerite and the subsequent ordering of carbon with the
formation of graphite (graphitization) upon heating the samples to 1700°C are presented. The object of re-
search were Cg /7 fullerite powders with a predominant Cg, content (82.18% Cg,, 14.08% C-,), obtained by
the method of electric arc evaporation of graphite rods followed by the extraction of fullerenes from fullerene-
containing soot with boiling toluene. Heating was carried out in a CO environment. Changes in the crystal
structure of fullerite after thermal exposure were studied by X-ray diffraction. The change in the spatial ori-
entation of carbon-carbon bonds was analyzed using Raman spectroscopy. Particle dispersion was assessed
by scanning electron microscopy. Structural changes in Cg 7, fullerite at heating temperatures above 950°C
were shown to be due to the destruction of its crystal structure with the formation of an amorphous fullerite-
like phase. Amorphization was accompanied by an increase in the dispersion of carbon powders. Subsequent
ordering of the structure was observed upon heating to temperatures above 1500°C and was accompanied by
the formation of a graphite-like amorphous phase. A detailed analysis of the structure of fullerite after its
amorphization was carried out on samples annealed at 1600°C for 0.5—16 h. It was found that after heating to
1600°C, the sample was predominantly turbostratic carbon, and o-graphite and B-graphite with a low degree
of ordering were also fixed. It was shown that ordering with the formation of graphite was accompanied by
the coarsening of carbon particles.

Keywords: fullerite, fullerene, carbon, thermal stability, annealing, destruction, amorphization, graphitiza-
tion, structure ordering, X-ray diffraction, Raman spectroscopy.
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