IMpoext POP®U Ne 18-29-11023 "Il1a3MoXUMUYECKH Il CHHTE3 MUKPO- U
HAHOKPHCTA/NINYECKUX KOMIIO3UTOB AJIMa3-Kap0u/1 KpeMHHS ¢ BBICOKOI
TeNJIONMPOBOJIHOCTHIO VISl MPUMeHeHUu# B djiekTpoHuke' (2018-2022 rr)

3aBepuieH npoekt POOU No 18-29-11023, naneneHHblid Ha HMCCIEIOBaHHE HOBOTO METOJIA
MOJTyYEHUS BBICOKOTEIIJIONPOBOIHBIX IICHOYHBIX KOMIO3UIIMOHHBIX MAaTEPHATIOB «aliMa3-KapOul
KpeMHUs» ocaxaeHrneM B CBU-mna3meHHOM peakTope. PaboThl o pOEKTY BHITIOJIHEHBI Ha 0ase
JlaGopaTopun anmasHbix MatepuaioB llentpa EctectBenHo-HayuHbIX uccienoBannii MOD PAH.
PykoBogutens mpoekTta 3aB. jmabopartopueit B.I'. Pampuenko. [IpoBeaeHbl cucTeMaTHYECKHE
HCCJIEIOBAHMSI TPOLIECCOB BBhIPAIIMBAHMSI CJIOEB aliMasa, KapOujaa KpeMHHsI U UX KOMIIO3UTOB B
CBUY mra3me (uactora 2,45 I'T'r) B ra3oBeIix cMecsx «MetaH-Bogopoa-cuian» (H2-CHy-SiH4) Ha
KPEMHUEBBIX IMOJUIOKKAX, MPOAHAIM3UPOBAHBI CTPYKTYpPa, JEKTPOPUINUESCKHE U TEILIOBBIC
CBOMCTBA CHHTE3WPOBAHHBIX MaTepuanoB. O0e COCTaBIAIONINE KOMIIOHEHTHI, alMa3 U KapOowu.
KPEMHHUSI, SBIISIIOTCS IIMPOKO30HHBIMU MOJIYIPOBOJHUKAMHU C BBICOKOW TEIUIONPOBOJIHOCTHIO.
Pa3Butble moaxoabl UCHIONB30BaHbl U JJIS MOJTYYEHUS! HOBBIX KOMIIO3UTOB Ha OCHOBE ajiMasa:
BIEPBbIE CUHTE3UPOBAHbl KOMMO3UIIMOHHBIE TUIeHKH anma3z-Ge B cMmecsx Hx-CHs-GeHa.
Kommosurmonnasie kepaMuku ¢ 3QpPeKTUBHBIM KOA()PHUITUEHTOM TEIIIOBOTO PACIIMPEHUS BHIIIIE,
YeM y YHCTOrO ajamasa, MEepCHEKTUBHBI JIsl MPUMEHEHUH B KaueCTBE TEIJIOOTBOJAIIUX CJIOEB B
KOPITyCaxX MOIIHBIX JIEKTPOHHBIX MPUOOPOB.

B XOJ€ MPOCKTA MOJYUYCHBI CIICAYIOIINEC BA’)KHBIC HAYYHBIC PC3YJILTAThHI.

(1) B CBY-mina3sMOXMMHYECKOM peakTOpe BBIpAlleHbl IUIGHKH KommnosuTta SiC-anma3 Ha
MOJIIOKKAX U3 KpeMHus nuamerpom 110 50 mm (Puc. 1). DkciepuMeHTaIbHO Onpe/ieieHa 001acTh
napamMeTpoB Ipollecca OCaXACHUs (Temmeparypa TIOJJIOKKH, JaBieHue, BBoaumas CBY
MOIIIHOCTB) B cMecsx Bappupyemoro coctaBa H2-CH4-SiH4, nmpuBoasamx K moay4eHnI0 YUCThIX
KoMITOHEHT (¢a3) anmmaza u SiC, 1 KOMIO3UTHBIX CTPYKTYp anma3z-SiC Ha MOII0KKAX KPEMHUS C
opuenranueit (100) m (111).
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Puc. 1. (a) Cxema CBY-mnazmoxumuueckoro peakropa YIICA-100 u onTu4eckoil AUarHOCTUKH TLIA3MBbl
(OES — ontryeckas aMmuccuoHHas criektpockonus). (b) Cxema ocaxaenust komnosura anmasz-SiC 8 CBYU
Ia3Me B CMECH METaH-BOIOPOI-CHIIaH Ha TOMJIOKKE Si ¢ IpeIBapUTEIIBHO BEIPAIEHHBIM mojcioeM SiC.
HanouacTuier anmvasza (50-200 HM) BHOCSATCS Ha MMOBEPXHOCTh Si JIJIsl HHUITUAIIMH POCTa aJIMa3HBIX 3EPECH.

Haiineno, 49ro HEOOXOAMMBIM YCJIOBHEM TIOJYYCHHS KOMITIO3UTOB anMasz-SiC sBiseTcs
BBIpAaBHUBAHUE, 32 CUET BBIOOpa YCIIOBHUH CHHTE3a, CKOPOCTEH pocTa Kaxaoi u3 IBYX das.
YCTaHOBHeHO, ,u06a131<a CUJIaHa B I‘aBOBYIO CMCECh CYH_IGCTBGHHO, Ha HOpSI,Z[OK BCJINMYHHbI, CHUXKACT
CKOpOCTB pOCTa aHMaSHOﬁ IIJICHKU. Onpez[eneHo OIITUMAJILHOC JIA HOJIy‘-IeHI/IH KOMIIO3UTa



COOTHOIIICHHE TOTOKOB cwiaHa W MeraHa [SiH4]/[CH4] oxono 20%, mpu 3TOM CKOpPOCTh
ocaxkaenuss pocturaia 300 HM/4. [lomydeHbl KOMIIO3WTHBIE TUIGHKH Ha TMOJIOKKAX C
MPOMEKYTOUHBIMH CIIOSIMU T€TepPOIMUTAKCHATBHOTO SiC MIIM YUCTOTO MUKPOKPUCTAILTUIECKOTO
ajamasa, BhIpallIeHHBIMH B TOM K€ peaktope. KoMIO3UTHbIE MJICHKU C MOJCIOAMH U3 ajaMasa Uiu
SiC, BeIpareHHbIe B einHOM Tporiecce metooMm CVD, noiydeHs! BliepBbI€.

(2) C npumeHeHrneM KOH(pOKAIBHON CIIEKTPOCKONMMK KOMOMHAIMOHHOTO paccesiHus ceeta (KP),
cnekTpockonuu QortomomunectueHmu (DJI), pactpoBoii snekTpoHHo Mukpockonuu (POM),
aTOMHO-CHIIOBOM MHKpockonuu (ACM), peHTreHoBcKoro ¢azoporo ananuza (P@A) momyueHs!
JieTajbHbIC FKCIICPUMEHTAIbHbIE JAHHBIE O CTPYKTYpPE MOody4deHHbIX 00pa3noB (Puc. 2). CnexkTpsl
KP noka3zanu, uto SiC cOCTOUT MPEUMYIIIECTBEHHO U3 MOJIUTHIA KyOondeckou cTpykTypsl 3C-SiC
(Puc. 3). IlponemoncTpupoBana 3 (HEKTHBHOCTH UCIIOIB30BaHUS KapTUpOBaHus criekTpoB KP mo
IIOBEPXHOCTU KOMIIO3UTOB (€ IIaroM 1 MKM) /7151 OTHOBPEMEHHOT'O OIPEENCHHs UX 3€PEHHON U
KpUCTANINYECKON CTpyKTyp. OLeHeHbl pa3Mmepbl O0JacCTH KOT€PEHTHOI'O PpacCesHus JUlsl
kpuctamuToB SiC (okoso 60 HM) 1 anmasa (>150 um). [Tokazano, 4To HOPMUPOBAHUE KOMITO3UTA
anma3-SiC compoBOKAAECTCS CUIBHBIM JIETUPOBAHUEM alIMa3HOM (pa3bl KpeMHUEM ¢ 00pa3oBaHue
IPUMECHOT0 J1e()eKTHOTO IIeHTpa KpeMHUK-BakaHcus SiV Ha JJMHe BOJMHBI 738 HM B CHEKTpax
@JI, npuyeM JIernpoBaHUE IIPOUCXOJUT BECbMa PABHOMEPHO 110 ILIOLIA/IHN.
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Puc. 2. U3o00pakenuss POM komnosutHo# mieHky anmas-SiC Ha ckodie (b) 1 Ha poCTOBO# IOBEPXHOCTH
(d,e) B pexumax BTOpuuHBIX 35ekTpoHOB BSE (b,d) m paspemeHHON MO 3HEPrHHM PEHTTCHOBCKON
CHEKTPOCKOMHU AJis aneMenTHoro ananuza EDX (e). KpucrannmuTe! anmasa packpalieHsl 3eJICHBIM LIBETOM,
SiC - KpacHBIM IIBETOM.
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Puc. 3. (a,b) Criextpsl KP npu Bo30yxkaeHuu Ha JuyinHaX BOJH 473 1 325 HM npu (pOKYCHPOBKE JIa3€pHOIO
JIy4a Ha 3€pHO aiMa3a (HUXKHHE CIIEKTPhI) M CKOTLICHHSI CyOMUKPOHHBIX 3epeH SiC (BepXHHE CIIEKTPHI). (C)
cnektp ®PJI ans 3epen anmasza u SiC. Ha BcTaBke ycuieHHas 4acTh criekTpa ¢ tuHuer 575 am (NV 1eHTp)
u cepueit auHUN 649, 614 m 590 HM (qUBaKaHCHS C MIPUMECHBIM aTOMOM, To 3aifiieBy) [A.M. Zaitsev,

Optical properties of diamond, 2013.]).



(3) Ha nognoxke Si ¢ opuentanmert (111) auamerpom 2 mroliMa Mpu HU3KUX TeMIIEpaTypax
(875C) B cmecu H2-CH4-SiH4 peann3oBaHO OCaXKICHHE T'€TEPOINMUTAKCHAIBHBIX TUICHOK
kapouna kpemuauns nonurtumna 3C-SiC (B-SiC) 6e3 npumeceit anmasa (Puc. 4). Ilponecc ynaercs
NPOBECTU B OAHY CTaiuio (06e3 TpaIuIMOHHOW MpeaBapUTEIbHON KapOOHU3AIMH TOBEPXHOCTH
MOJITIOKKH KPEMHHUSL.
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Puc. 4. DnurakcnanpHas TwieHKa kapouna kpeMuans 3C-SiC rommmuHoN 1 MKM Ha IJTacTHHE KPEMHUS C
opuenranueii (111). Poct B cmecu 0.8%SiH4+4%CH4+H», Bpems pocta 65 yacos. (a) M3o0paxeHnue
POM ckomna. (6) POA cnektp. (¢) Crextp KP mommoxkku Si u rienku SiC.

(4) C momortrpio onTudeckoii aMuccuoHHoi ciekTpockonuu CBY mnasmer B cmecsix Ho-CHs-SiHy
NOJTy4YeHBI 3KCIIEPUMEHTANIbHBIE JaHHbIE 0 cocTaBe paaukanos Si, CH, H, C2 B mna3me B mporecce
CHUHTE3a IUICHOK Komrmo3uTa anMa3-SiC W snuTakcuanbHbiXx 1meHok SiC. OmnpenencHbl
MpOCTpaHCTBEHHBIC Tpodrin pacnpenenenus paaukaioB Ho u C2 Ha pa3nuyHBIX PacCTOSHHIX
OT TOJUIOKKH B paJajJbHOM M aKcHalbHOM (och Z) HampaBieHusix. [Ipociexena nuHammka
WHTEHCUBHOCTH JIMHUM SMHCCHHM TIpH Bapuanuu KoHIeHTpammu SiH4 B cmecm B IMIMpPOKHX
npenenax. [1o ToHkoi BpamareabHOU CTpYKType nepexoaoB CBana B numepe C2 orieHeHa ra3oBast
temneparypa Tg mna3msl (3100K 1o 3300K). [Toydens! orieHKH Temneparypbl BO30YXAeHUS Texc
atomMoB Bojopona. [lokazaHo, 4TO BBEJAEHHME WHEPTHOTO ra3a aproHa B CMECh MPUBOIUT K
VIIAPEHHUIO TUIA3MEHHOTO O0JIaka W TOBBIMICHHI0 Temmeparypbl Tg. C 1eIbl0 TOBBIIICHUS
CKOPOCTH OCaXICHUS ajMa3HbIX IUIeHOK B cMecax H>-CHs4 TpaaulimoHHO HCHOIB3YIOT
HeOonpmue nodaBku (20-200 ppm) azora N» B ra3oByro cmech. AHanu3 crekTpoB ODC BBIABIII
HOBBIHN Q) (DeKT - no6aBku cunana B cMecu Ho-CHy-No CHIDKAIOT KOHIIGHTPAIUIO KaTaTUTHISCKU
aKkTUBHBIX MosieKys1 CN, 4TO MOKET BIUATh HA KHHETUKY POCTa aIMa3HOM TUICHKH.

5. BmepBeie m3MepeHa TEIUIONPOBOMHOCTh (k) KOMITO3WTHBIX IIeHOK SiC-anmas, KoTopas
coctaBmiia okojo 120 Br/mMK npu xomHaTHOW Temmeparype, HO Ha 2 MOpsAKa BBILIE, YeM IS
amopduoro SiC (k=1.3 — 1.7 Br/m*K), Ha nopsiiok Bbliie, 4YeM s YJIbTPAaHOKPHCTATTNUECKUX
anMaszHbix MieHok (14 Bt/m-K), u 6musko x BenmmuuHam (95 Bt/m-K) ans tonkux (1 Mkwm)
MHUKPOKPUCTAUTMYECKUX ~ QJIMA3HBIX IUICHOK. YTOOBl OIEHHTh MOTCHUHMAN YIy4lICHUS
TEIUIONPOBOAHOCTH KOMIIO3UTA, JIa3epHBIM (PIAII-METOOM OBUTM U3MEPEHbl BEIMYUHBI Kk
COCTaBJISIOLIMX KOMIIO3UTA — OT/AEIBHO ajiMa3a U OTJEIbHO MOHOKPUCTAIIJIOB KapOuaa KPEMHHUSL.
Hns momutuna 4H-SiC Boons ocu C, momydena BenmwumHa 310 BT/MK, m mis mimacTuHbI
MHUKPOKPHUCTAIUTHYECKOTO anmasa ToimuHoi 190 Mmxm n3mepeno 820 Bt/m-K. B cmecn CH4-H2
BhIpallleHa MIaCTUHA MOJUKPHUCTAIIIMYECKOTO ajaMasa, odboramieHHoro o uzorony 12C 10 99.96%
tonmmuHon 0,4 MM u pa3Mepom 3epHa okoyio 80 MKM, U U3MEpeHa €€ TEIUIONPOBOJIHOCTh B
nuanaszone Temmeparyp 5—410K. Ilpu komHatHOM Temmnepatype BennunHa k(293K) cocraBuia



2510 Bt/MK, 4dTo BbINIE, YeM 1T MOHOKpPUCTAILHOTO anmasza. CrmenaH BBIBOA O TOM, UTO IYTH
MOBBIIICHHS TETIOMPOBOAHOCTH KomIio3uTa SiC-anmas CBsI3aHbI C YBETHUCHUEM Pa3MEPOB 3epeH
SiC ¥ MOBBIIIEHUEM CTPYKTYPHOT'O COBEPIICHCTBA aJiMa3a.

(6) BmepBple u3MepeHa MPOBOJUMOCTH KOMITO3UTHBIX IUICHOK aliMa3-KapOua KpeMHUs B
nuana3zone temmneparyp 300 — 460 K. IlokazaHo, 4To TemmepaTypHbIE KPHUBBIEC YJIEIBHOTO
conportusyieHuss p(7) KOMIIO3UTOB HMEIOT TOJYNPOBOJHUKOBBIM XapakTep, OIMMCHIBAIOTCS
SKCTIOHCHIIMAIBHOW 3aBUCUMOCTBIO ¢ BennuuHO# sHepruu aktuBamuu 0,20+0,01 B (Puc. 5).
HaiineHo, 4to yaenbHOE CONPOTUBIICHHUE TUIEHOK JICKHUT B AUANIa30HE 6x102 —2x10"! Om*cMm, Ha
2-3 mopsaka HIKe, YeM JJIs YUCTOro MoHokpucrawmueckoro SiC, m muHumym Ha 10-14
MOPSIIKOB HUXKE, YeM JUIsl HEJeTHpPOBaHHOTO anmasa. l[IpenmosoxeHo, 4To MPOBOJAUMOCTH
OTIpe/IeNIIeTCS HECKONBKUMU (hakTopamu, B TOM yucie NedeKTHOCThIO 3epeH SiC, HemoaHOH
CBSI3HOCTBIO TIPOBOJSIICH CETH 3THUX 3epeH, a Takxke noned (~20-30%) kapbuma B oObeme
KOMIIO3UTA.
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Puc. 5. (a) Uzobpaxkenne POM B pexxnMe oTpakeHHBIX 2J1eKTpoHOB (BSE) ckona KOMIO3UTHON TUICHKH

“nonmukpuctamnyeckuii anma3 (PCD) — SiC” Ha nmoanoxke Si ¢ MpoMeXyTOuHBIM clioeM anmasza PCD.
3epna cetiioro kouTpacta — SiC. (b) TemmnepaTypHas 3aBHCUMOCTbD yJIEIBHOTO COIPOTUBICHUS 00pa3oB
p kommosuTta anMas-SiC B auanazone temmnepatyp 300-460K. Dueprum aktusaimu £, = 0,20+0,01 »B.

(7) Ucnions3ys npuHIMI co-ocaxaeHus nByX ¢a3 3 CBY mia3mel, Mo aHAIOTHH ¢ KOMITO3UTOM
anma3-SiC BOEpBBIE MOTYYEHBI MHUKPOKPUCTALTUYECKHE KOMITO3UIIMOHHBIE IIJICHKH COCTaBa
anmas-repmannii (Puc. 6). CuHTe3 KoMmo3uTa Ha MOJIOKKaX KpeMmHus ¢ opueHTaruei (100)
peamuzoBan B CBY-mnasmenHom peaktope B cMecax CHs-Hz-GeHs. Haitnensl onTumanbHbie
ycioBus  opmupoBanus komrosuta anmas-Ge. C mnpumeHeHueM wmeTonoB POM, P®DA,
cnexkrpockonuu KP n @JI mpocnekeHa 53BOJOLUS CTPYKTYpbl IUIEHOK C TEMIIEpaTypoi
no/105KKU. OOHAPYKEHO, YTO POCT KOMIIO3UTa COMPOBOXKIAETCS JIESTHPOBAHUEM KPHCTAJUIUTOB
alMasza TepMaHueM C o00pa3oBaHHMEM IIEHTPOB OKpacku repMmanuii-akancus (GeV) c¢
WHTEHCUBHOU (OTOTIOMHUHECIICHITEH Ha yTuHE BOHBI 602 HM. MHTEepec k nentpy GeV BhI3BaH
BO3MOXXHBIMH TPUMEHEHUSMA B HaHOQOTOHUKE, HAHOTEPMOMETPHHM, B ONTHYECKHX
Omomapkepax.
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Puc. 6. (a) Criextpber @JI kommo3uTos anmMas-Ge, BEIPAMIEHHBIX MTPH PA3IMIHBIX TEMIIEPATypax MOI0KKH
Si. JIunuu Ha 602 aM 1 738 HM npuHamiexkar neHrpam GeV u SiV, cootBeTcTBeHHO. (C,d) M300paskeHus
POM B pexxumax BTOpUYHOM 3yekTpoHHOH sMmuccuu (SE, ¢) u oTpaxkeHHbIx snexTponoB (BSE, d)
MUKPOKPUCTAJUIMYECKON TNICHKU KOMIOo3uTa anMas-Ge, BeipaleHHoi npu temnepatype 800°C. Kpymnusie
KPUCTAJUTHTHI CO CBETIIBIM KOHTpacToM- 3epHa Ge.

(8) TTo monenu Kepnepa BbITOJIHEHBI pacueThl K03 dunmnerTa 3QPEeKTUBHOTO TEMITIEPaTypPHOTO
pacumpenus (KTP) xommosutoB anmas-SiC u anmasz-Ge B 3aBUCMMOCTH OT JOJH ajamas3a B
marepuane (Puc. 7). Beenenne kpucrammuto SiC B anMa3Hyr0 MaTPHILy MO3BOJISET YBEIUYUTh
KTP xommno3ura TakuM o0Opa3oM, 4ToObI MPUOIU3UTH ero BenuuuHy K 3HayeHusM KTP s
MOJTYTIPOBOHUKOB, HanpuMmep, Si uiaH SiC, U3 KOTOPBIX U3rOTaBIMBAIOT 3JIEKTPOHHBIE TPUOOPHI.
[Tokazano, uto mpu mgone anmasa 34 - 45 06% Bennmunna KTP cranoBurcs 6muskoii k KTP mis
SiC, a mnsa xommo3uta anmasz-SiC mpu gone anmasza 37 - 48 06% moxHo corimacoBaTh KTP
KOMITO3UTa U KpeMHHs. TakuMm oOpa3zom, Bo3MOxHO cornacoBanne KTP momaynpoBoagHHKOBBIX
3JICKTPOHHBIX MPHOOPOB HA TJIACTHHE KapOuaa KPEeMHHsI M TeTJIOOTBOISAIIEH TUTACTUHBI (TUICHKH )
U3 KOMIIO3UTA, W PE3KO OCIa0UTh YypPOBEHb MEXaHMUYECKHX HAIPSHKCHUH B CTPYKTYpax
MOJTYTIPOBOTHUK-TIO/IJIOKKA.
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Puc. 7. Pacuernsie 3aBucumoctd KTP mis kommosutoB anmasz-Ge (opamkeBble KpuBbIe) U anmasz-SiC
(ronyOble KpuBbIE) OT 0OBEMHOM 0/ alMa3Hoi (a3bl B MaTepuasie. CIUIONIHBIE U TyHKTUPHBIC JIMHUN
0003HAYAIOT BEpXHHUU U HWXKHUIA npeaen B Mojaenu Kepuepa. Ha BctaBke: pacder st KOMITO3UTa aiMas-
SiC B y3kux mpezenax J0JH aaMasa.

Pe3ynbraThl MOJTy4YeHbI NPU OOBEIUHEHUH HECKOJIBKHX HaNpaBICHUH HcciaenoBaHusA: (U3MKH
CBY-mia3mMbl ¥ ONTHUYECKOW HMHUCCHUOHHOM CIEKTPOCKONMHWM JJI1 JAUArHOCTUKH ILJIa3MBl,
TCXHOJIOTUMU TOJYYCHHA TIOJYIIPOBOAHUKOBBIX TIIJICHOK, MCTOJ0B (I)I/IBI/IKI/I TBCPAOTO TCJia
(anekTpodu3udeckue W TEIUIODU3UYECKUE WM3MEPEHUS CHHTE3UPYEeMBIX YHCTBIX (a3 u
KOMHO3I/ITOB), MaTCpruaAJIOBCACHUA C HUCIIOJIb30BAHUCM KOMIUICKCA COBPCMCHHBIX MCTOIOB
ananm3a (criekrpockonusi KP, ACM, POM, PDA, onrtuueckas npoduinomerpus). Takum oOpazom,



paboTa HOCUT MEXAUCHUIUIMHAPHBIN XapakTep, BCEe UCIOJIb30BaHHbIE U pa3pabOTaHHbIE METOIbI
U TEXHOJIOTMW ObUIM HampaBlIeHbl Ha pEIICHHE OCHOBHOW 3aJayd — CO3JaHHUS HOBBIX
KOMIIO3UIIMOHHBIX TUICHOYHBIX MAaTE€PHAJIOB C BHICOKOW TEIIONPOBOAHOCTHIO.
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