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CNEKAHME NONUKPUCTANNMNHYECKNX MATEPUAITIOB HA OCHOBE
KYBUYECKOIO HUTPNOA BOPA N3 CYBMUKPOHHbBIX NMOPOLUKOB,
COOEPXALWNX ®PAKLIMN HAHOONATA3SOHA

1V|HCTVITyT cBepxTBepablx Mmatepuanos HAH YkpauHbl
yn. ABTosaBsofckas, 2, r. Kues, 04074, YkpanHa

2|/|HCTI/ITyT npobnem matepuanosegeHns HAH YkpauHbl
yn. KpxwxkaHosckoro, 3, r. Kues, 03680, YkpanHa

Hzyueno opmuposanue cmpykmypvl u C0UCME NOIUKPUCALIULECKUX MAMEPUATIO8
npu cnekanuu nopouikos Kybuueckoeo nHumpuoa 6opa (cBN), codepocawux ppaxyuu
HAHOOUANA30HA, 8 MOM YUCLe NPU PEaKYUOHHOM cnekanuu ¢ amomunuem. I[lpoyecc ocy-
wecmensnu 6 annapame evicoko2o oasnenus npu p = 7.7 GPa, T = 2100 K. Hccrnedosanu
HAOMHOCHb, MEEPOOCHb, MPEUWUHOCTOUKOCMb U CIMPYKmYypy obpasyos. Mamepuan, no-
ayuaemvlii peaxyuonuvim cnexanuem ¢ Al nopowros CBN, coodeporcawyux 15% ¢paryuii
HAHOOUANA30HA, NPUHYUNUATILHO OMIUYAEMCs CIMPYKMYPOL 0m ROOOOHbIX MAMepudanos
uz mukponopowxos (kubopuma-1 u xubopuma-2). 3epua CBN nacnedyrom pasmepor ze-
PEH UCXOOHO20 NOPOUIKA, HO He 00pa3yiom HenpepuleHyio (haszy, a HaxX00amcs 8 OKpyice-
nuu kepamuxu AIN-AIBy. Pasmep zepen AN 6auszok k nanoouanasony. Taxas cmpykmy-
Pa onpeoenuna noGbIUEHHYI0 MPeuuHOCMOUKOCHb Mamepuand.

[Tonukpucranmuyeckie MaTepuaabl HA OCHOBE KyOMUYECKOTo HUTpHAa 6opa, B
3apyOe)HBIX MHPOPMAITMOHHBIX M3naHusx uMeHnyembie PCBN, cocraBmstor mm-
POKHI KJTacc KOMITO3UIIMOHHBIX MaTE€pPHAJIOB, IO OCHOBHOMY (DYHKIIHOHATBHOMY
HA3HAYCHUIO OTHOCSIIUXCA K MHCTPYMEHTAJIBHBIM JUIS JIE3BHWHOW OOPaOOTKH.
Cpeau Apyrux IMAPOKO MU3BECTHBIX MHCTPYMEHTAIBHBIX MaTepuasioB (Ha OCHOBE
alMasa, TBEpPAbIX CILIABOB, OKCHIHON 1 HUTpHIHON Kepamuk) PCBN uMeroT cBou
o0yacTy MpUMEHEHUs, TJIeé OHM HE3aMEHUMBI WM MMEIOT CYIIECTBEHHBIE IIpe-
UMYIIECTBA, YTO OTPAKEHO B MEXIyHApOJHOM CTaHAApTE crenudukanuy u uc-
TI0JTb30BaHUS TBEPIBIX HHCTPYMEHTAIBHBIX MaTepuanos |SO513:2001 [1].

[IpakTryecku Bce B MHpe MPOMBIIIICHHBIE TeXHOJIOTHH Tpon3BoacTBa PCBN
B KQ4eCTBE UCXOIHOTO CHIPhS UCIONB3YIOT MUKpomnopomku CBN, HekoTopsIx Ty-
TOIJIaBKUX COEIUHEHUH U MeTayioB. [lis criekaHusl IpUMEHSETCSl TEXHUKA BbICO-
KUX JaBJICHUH—BBICOKMX Temrepatryp. OcoOble TpeOoBaHUS K MHCTPYMEHTY U3
PCBN miist pUHUIIHBIX ONepanuii 3aKIII0YaloTCsl B HEOOXOUMOCTH 00€CIICUCHIMS
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BBICOKOW TOYHOCTHU pa3MepHON 00pabOTKH, MUHUMAJIbHOM IIEPOXOBATOCTH 00pa-
0OTaHHOW TTOBEPXHOCTH, OOJBIIOrO MEepruoaa CTOMKOCTH pe3na. [ ux peanusa-
I HEOOXOIMMO COYETAaHHUE TOMOTCHHOH CTPYKTYphl M ONTUMAIBHBIX (PU3UKO-
MEXaHUYECKUX CBOICTB, B NEPBYIO0 OYepelb TBEPAOCTH U TPEIIMHOCTOMKOCTH,
onpenensgomux u3Hococtokocts PCBN. B mpocnekrax 3apyOexHBIX (GHUpM,
npousBomaux PCBN, ykasan MunumainsHbiii pasmep 3eped CBN — 0.5 um [2] u
< 1 pym [3], HO KOHKpEeTHO 00 HCIOJIB30BAHUU HaHOpa3MepHOro mopoiika ¢cBN
IUTA 3THX LIeJIER HE cOO0IaeTcs.

[Tony4yeHne MOHO(A3HBIX MOJUKPUCTAILNIOB HA OCHOBE HAHOPA3MEPHBIX IIO-
pomkoB CBN cBsi3aHO ¢ TpyIHOCTHIO (DOPMUPOBAHUS TPH CIICKAHUU TaKUX T10-
POIIIKOB MPOYHBIX TPAHMII 3€PEH C COXPAHCHHEM MX Pa3MepOB, OJIM3KUX K pazMe-
pam YacTHII HCXOIHOTO mopoiika. M3sectro [4], uro sTa mpobieMa umeer oOIImii
XapakTep s KepaMHUYeCKHX MaTepuasoB, MOJNyYaeMbIX CIEKaHWEM HaHOJIHC-
MEPCHBIX MOPOIIKOB TYTOIUIABKUX COEIMHEHUH MPU BHICOKOM JaBJICHUU.

Bropas mpobnema kacaercsi koukpetHo CBN u onpenensiercss naTeHCH(pUKa-
el pa3BUTHS NpH ClieKaHWU (Da3oBoro mepexoaa B rpaduronogobHyio dasy,
YTO BBI3BAHO 3HAYUTEIHLHOW MPOTSHKEHHOCTHIO TPAHUI] B CUCTEME HAHOIMCIIEPC-
HBIX 3epeH. TpeThsi mpobiema COrjlacHO HaIlMM HCCIEIOBAHUSIM IOJIMKPUCTA-
mudeckoro CBN [5] cBsi3aHa ¢ HETHITUYHBIM U3MEHEHHEM TBEPIOCTH MaTepuala B
3aBHCHUMOCTH OT pa3Mepa 3epHa. BblIo ycTaHOBIIEHO, YTO COOTHOIIEHHE XOI-
na—Ilerya, cBs3bIBaroIIee TBEPJOCTh MaTepHaja C pa3MepoOM €ro 3epeH, coOIIo-
nanoch s noaukpuctamioB CBN ¢ pasmepamu 3epen > 5-7 pum. [Ipu ymensie-
HUM pa3Mmepa 3epeH 710 3 UM u MeHee (BIutoTh 10 0.6 UM) Takasi 3aBUCUMOCTD ObI-
7a o0paTHOM. DTO O0YCIOBIECHO M3MEHEHHUEM CTPYKTYPHO-(a30BOTO COCTOSHHS
MoHoda3zHoro CBN ¢ ymeHbIIeHHEM pa3zmepa 3epeH.

B HUncturyTte cBepxtBepabix marepuanoB HAHY na ocHoBe CBN paspabora-
HBl MaTepHUalibl, BBITYCKaeMbIE IO/l TOPrOBO Mapkoil «kuboputr» [6]. Marepua-
761 OPMUPYIOTCS TPU BBICOKUX JABICHUSIX M TEMIEpAaTypax B pe3yJibTaTe peak-
IIMOHHOTO ClieKaHus MukpornopomkoB CBN u amromunus. MarpudHoit coctas-
nsrome  Marepuana  sBiasiercs  CBN, a  cBssyromas  ¢asza  cocraBa
AIN-AIB>(AIB17) pacnpesencHa MPeUMMYIIECTBEHHO B CThIKAX W IO T'PaHHIIAM
3epen CBN. HccrnenoBanusiMu yCTaHOBJIEHO, YTO CTONOpPAMHU TPEIIMH B TaKOM
CTPYKTYpE SIBISIFOTCS TJIaBHBIM oOpa3om MexdasHsie rpanuiipl [7]. Ucxoas u3
9TOTO MPEICTABISAETCS, YTO MPOYHOCTH MOJOOHBIX MAaTEpPHANIOB, MOTYYCHHBIX C
MCITOJIb30BaHWEM HaHopa3MepHoro mnopoika cBN, MoxeT ObITh 3HAYUTENHHO TI0-
BBIIIICHA B PE3YyJIbTATE YBEIHMUCHUS POTHKEHHOCTH MEK(a3HBIX TPAHULL.

B nanHoi#t paboTe M3IOKEHBI PE3yJIbTaThl MCCIICIOBAHUN, HANIPABICHHBIX HA
NOJyYeHHUE KOMIIO3HTA, MOJ00HOTr0 KHOOPUTY, HO C UCIIOJNIb30BAaHUEM B KauecTBE
HUCXOJIHOTO cyOMuKpoHHOTO TIopomika cBN crarnueckoro cuHTe3a ¢ coaepkaHu-
eM (¢pakiuii HaHoauama3zona ~ 15% mo obwvemy. B xome mccnenoBaHuii ObUTH
U3yYEHBI. a) CTPYKTYPHBIC OCOOCHHOCTH HcXoaHoro mopomka ¢BN; 6) p, T-
YCIIOBHSI CIIEKaHUSI KOMIIO3UIIMI TaKOTO MOPOIIKA C aJIOMHHHUEM; B) CTPYKTYPBI
TpeX TPy MOJYyYEHHBIX MOJUKPUCTAIIMNYECKHX 00paslloB, OJHA U3 KOTOPBIX —
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3TO 00pa3ibl MOHO(A3HOTO Marepuaa, noixy4yenusie npu p = 7.7 GPau T = 1750,
2100, 2300 K, aBe npyrue — 310 00pa3ipl MaTepraia peakIMOHHOTO CIICKaHUS C
no0aBKaMH B IIUXTY 10 Macce coorBercTBeHHO 2 U 10% Al; 1) TBepmocTh 1 Bsi3-
KOCTb pa3pyIlIeHusi 00pa3iioB HanboJiee BHICOKOH TUIOTHOCTH.

ATTecTaluio UCXOJIHOTO TOPOIIKA MPOBOIMINA COUCTAHHEM METOJ/IOB. PEHTTe-
Hogudpakunonnoro axamusa (XRD); mudpakiuu smexkrporos (ED); mpocseun-
Baroliel aekTpoHHON mukpockonuu (TEM); nmasepHoit rpanymomerpun (Laser
Size Test — LST); usmepenus yaeiapHoit mosepxaoctu (BET). OcHoBHBIE Xapak-
TEPUCTHKH MMOPOIIIKA PUBEACHBI B Ta0. 1.

Taomuma 1
XapakTepUCTHKHU UCX0HOT0 mopomka CBN, cogep:kamero ppakuuu
HaHoAuamna3zoHa ~ 15%, u MeToabI HX onpeaeIeHus

XapaKkTepucTuKa Meron Bennuuna
Conepxxanue CBN, % XRD 100
VY nenpHasi MOBEPXHOCTB, m7/cm® BET 30
CpenHuii pazMep yacTui, NM LST,; BET 600
Jlnama3oH pa3mMepoB 4acTuil, NM TEM 100-1000

DNEKTPOHHO-MUKPOCKOTIMUYECKUMHU HCCIICIOBAHUSMU yCTAaHOBJICHO, YTO WC-
XOJIHBIN TIOPOIIIOK COIEPKUT YaCTHIIBI TpeX pazHoBuUaHOCTeH. [lepBas, Hanbonee
KpYITHasi COCTaBIAIOIIAs IMpeACTaBlieHa yacTuuamMu pasmepamu 1-0.7 um. Oxu
OOBIYHO SBJISIOTCS IUIACTUHKAMHM M MMEIOT B IJIOCKOCTH M300pa)KeHHsI XOPOLIO
BBIPXCHHYIO TMOJMAPUUYECKYIO0 OTpaHKy. Peiako B HUX HAOMIOAAIOTCS €IWHWY-
HbIE JUCIIOKAauu M Je(eKThl yrnakoBKH. [IpUmoBepXHOCTHBIE 30HBI YacTHIL Jie-
dexTHBIC U coaepxar Meinkue (Menee 30-50 NM) pazopueHTHPOBAaHHBIE 00TACTH.
Bropas cocraBnstomas — gactuiel pazmepamu 0.1-0.3 pm. Onu ¢pparmentupo-
BaHHBIC, UMEIOT OKPYTJIOCTh B OTpaHKe H penbedHbie moBepxHoctu. Camas Men-
Kasi cocTaBisronas — 3To dactuibl pazmMepamu < 100 nm. OHU pacnoyioKeHBI
00bIYHO (KaK HAJMIIIIME) HAa Pa3BUTHIX MOBEPXHOCTIX 00J€e KPYIMHBIX YaCTHI
WIH ke 10 OOKOBBIM MOBEPXHOCTSIM UX orpaHku. CopepxaHue 4acTHIl pa3Mepa-
mu < 100 nm B nopoiuke He npesbimaet ~ 15%.

Crniekanue 00pa3loB OCYIIECTBISUIM B ammapare BBICOKOTO JaBJICHUS THIA
HAKOBaJbHS C yriryOneHnem» (TOpoua) ¢ rpadMTOBBIM HarpeBareneM. B pabo-
yeM 00beMe auaMeTpoM 8 MM, BBICOTOW 5 MM K03 PHUITMEHT W30CTaTUYHOCTH,
OTIpeIeNIsIeMblii KaK OTHOIIICHUE pajraabHON ycaaku K oceBoii [8], cocrassut 0.2
Ha ctaauu XojoaHoro npeccoBanus u 0.8-0.9 — Ha cTagum BeICOKOTEMIIEpATY]-
HOTro criekaHus. MicxoaHoe mpu KOMHATHON TeMIlepaType NaBJIeHHE CIICKaHUs CO-
crasisiio 7.7 GPa, remneparypa T = 1750, 2100 u 2300 K.

MeToa peakiMOHHOTO CIeKaHUs MOPOINKOBbIX kommosunuii (CBN + Al) [7]
BKJIIOYAET J[Ba dTana — MpeBapUTEIbHYIO MPOIMUTKY MO/ JAaBICHUEM B yCIOBUIX
OTCYTCTBHSI CMAUHMBAHHs ATIOMHUHHEM HHUTpUAA OOpa M 3aBepIIaolee ClieKaHue
npu Oosiee BBHICOKUX JaBJICHUAX U TeMIlepaTypax, 00ecleuynBaloluX CMauliBaHNe
1 XUMUYECKOE B3auMoeiicTeue B cucteMe CBN-AI.
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OcobeHHocTh mponuTKH npeccoBku nopomka CBN ¢ 15% nanopazMepHbIX
YacTHIl COCTOsUIa B ONPENEICHHOI MocieqoBaTeabHoCcTH nporeccoB. [locne xo-
JIOZJHOTO MIPECCOBAHUS TaKOro mopoiuka mnpu 2.5 GPa mopucToctb KOMIIAKTOB CO-
craBisina 44% npu nuamnasone pasmepoB mop B Hux 50-100 nm. ITpomwmrtka mox
nasiieaeM npu 1200 K mo3Bosisiia JOCTHYL TOMOTEHHOTO pactpesencHus Al B
takux mopax. [locmenyromee 3aBepmaromiee cnekanue npu 7.7 GPa u temmepa-
typax 1750-2300 K ocymecTBisIOCh B yCIOBUSAX CMauWBaHUS aTIOMHHUEM, T0-
3TOMY B JIOKaJIBHBIX 00beMax 1o rpanuiam 3epeH CBN nmpoucxomamno pacrekanue
QIIOMUHUS U 3aBEpLIANIOCHh peaKUMOHHOE B3aumoseiicTeue. [Ipu aTom obecneun-
BaJIOCh YUaCTHE B PEaKIUsIX HaHOpa3MepHbIX YacTuI] CBN.

CTpyKTypHBIE UCCIIEIOBaHUS KOMIAKTHBIX 00pa3I0B OCYIIECTBISUIA METOJOM
TEM ToHKHX (OJIBT U 3JEKTPOHHOU MUKPO(paKTOTpaduu ¢ TOMOIIBIO YTOJBHBIX
PEIUTUK OT €CTECTBEHHBIX M3JIOMOB. DBOJIIOLUIO MUKPOCTPYKTYPBI B 00pa3iax mo
Mepe TOBBIIICHUST TeMrepaTtypsl crekanus B uHTepBaie 1750-2100 K wutroct-
pupytort puc. 1-4.

Jlanee Ha OCHOBE JAHHBIX 3JEKTPOHHO-MUKPOCKOIMYECKUX HCCIEeI0BaHUI
OIHIIIEM, KaK TPOXOJHUT Pa3BUTHE MUKPOCTPYKTYPhl MOHO(DA3HBIX MOTHKPHUCTA-
JIOB ¥ KOMIIO3UTOB C POCTOM TEMIIEPATYPHI CIIEKAHUSI.

Momnogaszuvie obpaszyvr na ocnose CBN. B o0Opasuax, moiay4yeHHbIX npu 1 =
= 1750 K, (puc. 1) comepxatcs 3epHa AByX auana3oHos pazmepos: 0.5-0.8 u

a 9]

Puc. 1. DneKkTpoHHO-MHUKPOCKOIIMYECKOE
N300paKeHNE THITUYHOTO YYacTKa 3epeH-
HOHM CTPYKTYpbl MOHO(]A3HOTO MaTepuala,
nomyuenHoro npu 1750 K: a — cBetdo-
HIOJIHOE, 6 — TEMHOIIOJIBHOE; 6 — MHKPO-
AIIEKTPOHOTpaMMa
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a 0

Puc. 2. DrekTpOHHO-MUKPOCKOITUYECKOE M300paKEHUE THIMYHBIX YYaCTKOB 3€PEHHOU
CTPYKTYpHI MOHO(]A3HOTO MaTepuaa, moxyueraroro mpu 2100 (a) u 2300 K (6)

0.1-0.2 pm. Pacrmipenenenue KpymHBIX H METKUX 3€peH OJTHOPOJHO MO 00beMy 00-
pas3loB, B IPUMOBEPXHOCTHBIX 30HaX KPYMHBIX 3€pEH BBISABIAIOTCS TPYIIbI JUCIO-
KallUl ¥ MHOKECTBEHHBIC IapajuleibHbIe JNBOWHUKU. B MpoCiIoiKax MEIKHUX 3e-
PEH, a TakkKe B MOBEPXHOCTAX MX COMPSDKEHUS ¢ KPYNHBIMU 3€pHAMH UMEIOTCS T10-
pbl. 'paHUIIBI CONPSHKEHUS] MKy 3€pHAMH SIBIISIOTCS NMPAKTUYECKU HAIENIo Mexa-
HUYECKUMHU, T.€. 00pa3yIonMMuUcs B pe3ysibTare GOpMUPOBaHUS KOHTAKTa 32 CUET
COMMKEHUST HE3aBUCHMBIX MCXOIHBIX YacTHUI] MMOJ JACHCTBUEM BHEIIHEH HarpysKH.
O06pa3ipl MoHOGMA3HBI, TPaPUTONIOT00HBINH HUTPHU O0pa B HUX HE OOHAPYKEH.

B o0pasuax, monyuyennsix npu 2100 K, (puc. 2,a) conepxatcst 3epHa pas-
mepamu 0.3-0.7 um u 50-70 nm, pakTHUECKH UMEET MECTO ITUCIIEPTUPOBAHUE
3epeH pazmepamu < 0.3 pm. Kak Obu1o oTMeueHO, Takue 3epHa CUIbHO (par-
MEHTHPOBAHHBIE YK€ B MUCXOJAHOM COCTOSIHUHU, M B MpOLECCE CIEKaHUs B HUX
OPOXOIUT TMEpBUYHAS peKpucTamu3auus. PopMUpoBaHHE HAHOAMCIEPCHBIX
3epeH YKa3blBaeT Ha TO, YTO LEHTPAMH PEKPUCTAJUIU3AIMNH SBISIOTCS pPa3opu-
EHTUPOBaHHBIC ()parMeHTHl. PacrpesneneHne 3epeH pa3IMYHBIX MacmTaboB B
oOpa3nax ogHOPOAHO. B KpymHBIX 3€pHAX BBIABISIOTCS IJIOTHBIE CTyIIEHUS
nucnokanuii. st o6pa3oB xapakTepHbl MEX3E€pEHHBIC IPAHUIIBI TPEX BUIOB!
MEXIy MEJIKUMHU 3€pHaMH, MEXKIY MEJIKUMH W KPYIHBIMHU, a TaKkKe MEXIy
KPYIHBIMU 3epHaMU. TOJIBKO TPaHUIIBI TIEPBOTO BUJA SBISIOTCS TOHKUMU, XO-
pouio copMUPOBAHHBIMH, FPAHUIIBI ABYX MOCJIEIHUX BUJIOB CHILHO Ae(EeKT-
Hble. Hannune TOHKUX TpaHHI] CONPSDKEHUS] MEXKIY MEIKUMHU 3epHAMHU YKa3bl-
BAaET Ha pa3BUTHE COOMPATENILHON pEeKpUCTAIIU3ALNUN B CUCTEME TaKUX 3€pEH.
MukpoauppakIIMOHHBIMU HCCIIEJOBAaHUSIMU YCTAHOBJIEHO, 4YTO B oOpasmax
TOJILKO B OTJEJbHBIX M30JUPOBAHHBIX MUKPOOOBEMax BbISABISETCS Tpaduto-
no100HBINH HUTpHUAA Oopa.

Jis o6pasios, monyueHabix mpu 2300 K, (puc. 2,6) xapakTepHa CHIbHas He-
OJTHOPOJHOCTh 3€PEHHOI CTPYKTYpHI MO 00beMy. B HHX JIOKaJbHO comepikaTcs
obyacTv, TUIMYHBIE 711 00pa3ioB, nmoidydeHHbIX Tpu 2100 K, a taxxe kpymHO-
3epHHCTBIe 001acTu. Pa3smepsl 3epeH B 00JacTAX MOCIEIHEr0 TUMa JTOCTUTAIOT
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1.2-2.0 pm u Gomblue, IpU ITOM TaKue KPYIIHBIC 3epHA HAXOIATCS B OTOPOUKE
menkux (0.3-0.5 pum), 1 MekIy HUMH UMEIOTCS TOHKHE T'PAaHHIIBI. 3epHa 000HMX
MacIITa0OB B TaKUX OOJACTSIX SIBJISIOTCS COBEPIICHHBIMH, JIMIIL B HEKOTOPHIX
3epHaxX HAOJIOJAIOTCS TPYMIBI AUCIOKANUH. MeXIy STHMU OOJIACTSIMH MHUKPO-
CTPYKTYPBbI, OTJIHYAIONIUMUCS pa3MepaMu B CYOCTPYKTYpOH 3€peH, BBISIBISIOTCS
HECIUIOIIHOCTH, B KOTOPBIX COAEPKUTCS TpaduTonogo0HbIi HUTpua 6opa. Beiss-
JICHHbIE 0COOEHHOCTH 3€PEHHOM CTPYKTYpBl 00pa3loB U CTPYKTYPHOTO COCTOS-
HUS TPAHMI] MEXKy HUMHU YKa3bIBaloT, uTo npu criekanuu npu 2300 K pa3surtue
coOMpaTenbHOM PEKPUCTAIUIM3AINH MPOXOJUT BO BCEM 00bEeMe, a HE TOJIKO B
cUCTeMe HAHOAMCIEPCHBIX 3€PEH, KaK 3TO XapaKTEpHO JJs 00pa3IloB, MOIyYeH-
HbIX ipu 7= 2100 K.

Obpasyel na ocnose ucxoonozo cocmasa (CBN + Al). B MukpocTpyKType
oOpasioB, noayueHHbix npu 7' = 1750 K, (puc. 3) umerorcs 3epua CBN nByx
nuama3onoB pasMepos (0.3-0.8 u 0.1-0.2 um), a Takke 3epHa HUTPHIA ATIOMU-
Hus pazmepamu 15-30 nm. O Hanuyuu 6opuaa allOMUHUSA B 00paslax ciearh
3aKIJIIOUYEHUE HEJNb3sl, MMOCKOJIBbKY Ha MHKPOJJIEKTPOHOTpaMMax Hauboyiee CHIIb-
HbIC OTpaXCHHUs OOpuIa aTIOMHUHHS BeCbMa ONM3KH K CHUJIBHBIM OTPAXCHUSIM
HUTpuaa amomuans U CBN. PacripeneneHre HUTpuaa alfOMHHUS CPEIH 3€pPEH
SIBJISIETCS OJHOPOJHBIM: Ha TEMHOMOJIBHBIX M300paxkeHusx B pediekce 100N
BUJIHO, 4TO HaHoaucnepcHbie 3epHa AIN pacrpenencHbl B IPOCIORKAaX MEITKUX
3epeH CBN, Haxomsmuxcst Mexay Oojiee KpymHbIME (puc. 3). DTO 00yCI0BINBA-
eT TOT (aKT, 4YTO B 0Opasie (HaKTHUECKHU UMEIOTCS TOJBKO MEX(a3HbIe TPAHULIBI
CBN—AIN u rpanunsl mexay HaHo3epHamud AIN, KOHTAKTBHI MEXKIy 3epHAMH
CBN mpakTudecku MOTHOCTHIO OTCYTCTBYIOT. B 3epHax Hutpuaa Oopa Habmio-
JAIOTCS JIMIIh PEKUE TPYNIbl quciokanuii. ['paduronono0Heiii HUTpHUA 60pa B
oOpa3iax He oOHapyKeH.

Oo6pa3is, moayuennsie npu ' = 2100 K, (puc. 4) UMEIOT THIT MEKPOCTPYKTY-
PBI, XapakTepHbIH U1t 00pa31oB, noiaydeHHslx npu 7 = 1750 K: 3epHa Hutpuaa
Oopa HaxoAATCsl B 000JI0UKe 0oJiee AUCTIEPCHBIX 3€PEH CBSI3KH HA OCHOBE HUTPH-
na amoMuHuA. J[mama3oH pa3MepoB 3epeH HUTpHUAA Oopa MpaKTUYECKH HE H3Me-
HseTcs. B Hanbosee KpymHBIX 3€pHAX BBISBIAIOTCS CKOTUICHHS quciokaiuid. O0-
pasisl OecriopucThie. B HUX copepikaTcsl CIUIONIHBIE XOPOIIO C(OPMHUPOBAHHBIE
rpanuibl; kak Mexdasasie CBN—AIN, tak 1 mex3sepennsie AIN—AIN. Pasmepsr
3eper Hutpuaa amoMuaus (100-150 nm) yBenuueHsl M0 CPAaBHEHHIO C X Pa3Me-
pamu B oOpasnax, nmonydeHHbsIx ipu 7' = 1750 K. HekoTopoe ykpymnHeHHe 3epeH
00yCIIOBJICHO Pa3BUTUEM HAYaIbHOW CTAINH COOMPATETHHON PEKPHUCTATLUIA3AINH
B CHCTEME 3€pEeH HUTPHUJIA ATIOMHHUS, YTO MOITBEPKAACTCS HAJTHUUEM MEXITY
3epHaMH XOpoIIo CPOPMHUPOBAHHBIX TOHKHMX Tpanui (puc. 4,6). Ilpu anamuze
MHUKPORJIEKTPOHOTPAMM OT YYacTKOB 00pa3IoB, COACPKAIIMX 3€pHA HHUTPHIIOB
0opa ¥ aTIOMUHWSI, XOPOIIO BBISBISIFOTCS pedIIeKChl, COMYTCTBYIONINE €INHUIHBIM
pednexcam 111 Hutpuna 6opa. PacueT moka3pIBaeT, 4TO OHM COOTBETCTBYIOT MEXK-
wiockoctHOMY pacctosiauio 0.204 nm, 9To GJIM3KO COOTBETCTBYIOIIEMY PacCTOSI-
HHUIO HanOoJjiee CUIbHOTO oTpaxkeHus quoopuaa amomuans 101 (d = 0.2037 nm).

26



du3NKa U TEXHHKA BhICOKHX AaBjennii 2007, tom 17, Ne 1

8

Puc. 3. DIeKTpOHHO-MUKPOCKONUYECKOE H300paKCHUE TUIHUYHOTO y4yacTKa 3epeHHOMN
CTPYKTYpPbl KOMIIO3HUTa, TOJY4eHHOTro peakunoHHbM criekanuem (CBN + 10% Al) npu
T=1750K (1) u T = 2100 K (II): @ — cBeTnomOIBHOE, 6 — TEMHOIIOIBHOE, 8 — MHKPO-
anektpoHorpamma B peduiexcax: | —100an (1) u 111N (2); 11 — 100N

st 06pasios, nomyuenHsix npu 7 = 2300 K, xapakTepHO 3HAUUTENBHOE YK-
pynHenue (mo 0.3-1 um) 3epeH HUTpHIA ATIOMUHHSA. MEXIy TaKMMU 3epHAMHU
UMEIOTCS TOHKHE TPAHHUIIBI, a B 3€pHAX — TPYIIIBI AUCIOKAMid. Pasmeps! 3epeH
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HUTpHIA O0pa HE U3MEHSIOTCS, B HUX UMEIOTCSl CKOIUICHHS JUCIOKAIUN, KOTOPbIE
noo0HbI HabMoIaeMbIM B 0Opasuax, noiayueHHslx npu 7 = 2100 K. B mpuro-
BEPXHOCTHBIX 30Hax 3epeH CBN mpoxonut cunbHas ¢pparmenranus. OOpasibl sSB-
JSIFOTCS] IOPUCTBIMH, TIPUYEM TIOPBI COIEPKATCS B CTHIKAX 3€PEH, M0 MeK(pa3zHbIM
(cBN-AIN) u mex3epernbiM (AIN-AIN) rpanuiam. O6pa3oBanue mop B o0pas-
[[ax C POCTOM TEMIIEPAaTyphl UX CHEKAHHS MOXXET ObITh OOBSCHEHO pPa3BUTHUEM
IPOIIECCOB MOJI3YYEeCTH MpU criekaHuM. [loATBepKIeHUEM SBISIIOTCS TaKUE OCO-
OCHHOCTH 3€PEHHOW MHUKPOCTPYKTYPHI 00pa3loB, KaKk HAJUYWE TOHKHX MEX3e-
pernbix (AIN—AIN) rpanui ¢ mosBICHUEM OCTPOYTOJBHBIX TOpP B CTHIKAX 3€peH
u ¢opmupoBanue HecruiomHocTedl B Mexdaszubix (AIN—CBN) rpanumax. IIpu
9TOM B MPUIIOBEPXHOCTHHIX 30HaX 3epeH CBN, kak Obuto yke oTME4YeHO, MPOXo-
IuT cuibHas nedopmarus u gparmentanus. [logoOHBIE CTPYKTypHBIE TMpeBpa-
IIEeHUsT OOBIYHO UMEIOT MECTO IPH AeGOopMaIiU B YCIOBUSIX HOI3YUECTH.

Pe3ynbTaThl CTPYKTYpPHBIX HCCIICIOBAHUH MO3BOJISIOT 3aKIIOYNTH, YTO MeXa-
HHU3MBI CTPYKTYPHBIX MPEBPAIICHUH NPU CIICKAaHUU MOHO(A3HOTO ChalepUTHOTO
HUTpHIA OOpa W KoMmo3uta (HUTpHI Oopa + CBsI3Ka Ha OCHOBE HUTPHIA AJO-
MHUHHS) CYIIECTBEHHO pas3iIMuHBL. B mepBoM MaTepuaie HayalbHas CTAAHS MPH
T = 1750 K npoxouT B yCIOBHUSX MTOJABICHUS OATOMHBIX AU} (Py3nOHHBIX Tpo-
IIECCOB B HUTpHUAE 00pa U MOITOMY KOHTPOJIHUPYETCS TOIBKO CTPYKTYPHBIMH TIpe-
BPAILICHUSMU B CHCTEME YAaCTHUI[ PA3JIMYHBIX Pa3MEpPOB M Pa3IMYHOTO CTPYKTYp-
HOro coctosiHus. [Tockonbky 4yactuibl Menkoi (< 0.5 um) cocrasisiorieit yxe B
HCXOJTHOM COCTOSIHWUH SIBIISIIOTCSI CHJIBHO (DparMEHTHPOBAHHBIMH, Ha UX OCHOBE
IPOXOIUT PeKpUCTAILTH3ANMS (IEpBHYHAS W TOCIEAYIOmas coOupaTenbHas) mpu
temriepatype cnekanus 2100 K. DTo ciocoOCTByEeT TOMY, 9TO B CHCTEME METKUX
3epeH (OPMHUPYIOTCS CIUIOIIHBIC TPAHUIBI MEK3EPEHHOTO THIa. B mMecrax KoH-
TaKTa MEJIKHX M KPYIHBIX 3€pPEH JOKAIFHO BO3HHKAIOT TOJIBKO TAKUE TPAHUIIBI.
[Tpu cnekanuu Beime 2100 K pa3zButue CTpyKTYpHBIX MpeBpalleHUid KOHTPOIH-
pyeTcst MoaTOMHBIMH TU(P(Y3MOHHBIMH TPOLIECCAMH — HMEET MECTO COOMpaTelb-
Hasl peKpUCTALTU3AIMs HUTpHIA OOpa, 4TO CIOCOOCTBYET YKPYIHEHHIO 3EpEH.
[Tpuuem 3TOT npouecc MPOXOJUT CHIIBHO HEOJHOPOIAHO 1O 00beMy 00pasIioB.

B npucyrcTBun anroMuHus HavdainbHast crafus crekanus npu 1750 K onpene-
JsieTCs ero XuMHuueckuM B3aumojeiicteueM ¢ cBN u oOpaszoBanuem cBszyromieit
¢asbl, B KOTOPOH HA/KHO MIACHTH(PHUIUPYETCS METOJOM 3JIEKTPOHHON MUKPOIHU-
¢bpakym TOIRKO HHUTpUA amroMmuHus. CBssyromas ¢asza oOpasyercss B HaHOIWC-
HIEPCHOM COCTOSIHUHM M PAaBHOMEPHO PACIIPEAENISCTCs M0 TPAaHUIaM 3epeH HUTPHIA
6opa. D10 CIIOCOOCTBYET TOMY, UTO JajbHEHIee CIIeKaHne MaTepHraia IPOXOAUT B
OTCYTCTBHE KOHTaKTOB MEXIY 3epHAMH HHTpHIA Oopa (MMEIOTCSI KOHTAKTHI MEX-
dasusie CBN-AIN u mexsepennsie AIN-AIN) u ompenesnsiercs mprCyTCTBHEM
cBszku. [Ipm 2100 K matepuman craHOBUTCS OECIIOPUCTBIM, B HEM MPOUCXOIUT
dopMupoBaHne MeX(a3HBIX U MEK3EPEHHBIX IPAHMUII, IPU 3TOM UMEET MECTO CO-
OupartenbHas PEKPUCTAIUIM3ALUS HUTpHUIA amtoMUHUA. [Ipu Oosee BHICOKHUX TeM-
nepaTypax B KOMIIO3MTE OCYIIECTBISETCA IUIacTHUecKass nedopmanus IyTeM
NOJI3YYECTH, YTO CIIOCOOCTBYET pa3yIyIOTHEHHIO MaTepHraia. HecruomHuoct oOpa-
3yIOTCS KaK B CBsA3YIOIEi (hase (B CThIKAax 3epeH), TaK M B MEXK(a3HbIX TPAHUIIAX.
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Tabmumna 2
Xapakrepuctuku PCBN B 3aBucHMOCTH OT cOCTaBa IIHXTHI
U TMCIIEPCHOCTH Mopomkos CBN
XapakTepucTUKU B nmannol pabote Kubo- | Kubo-
P P 8 P put-1 | pur-2

Cpenuuii pazmep yactun CBN B mmnx- 06 06 06 5 30
Te, Um
Conepmgmne Hanogpaxuuu CBN B - 15 ~15 -15 0 0
muxre, %
Conepxanue Al B muxte, % 0 2 10 2 10
I110THOCTH crieueHHBIX 00pasioB p/pg | 0.95 0.96 0.96 0.99 0.99
Teepmocts (HKN10), GPa 28+1 - 31+2 34 29
Tsepmocts (HV5), GPa - 26+2 |28+£15 - -
TpemmHocToiikocTs, MPam®™2 ~  |105+06|75+05| 84 10.5
Hasznauenue matepuana ajs onepauuu 3 B HOJIy(bI/IHI/IIHIjOI/I
METAJII000pabOTKH Y YepHOBOM

B T1abn. 2 mpuBeneHsl JaHHBIE O MUKPOMEXaHHYECKHX CBOWCTBAX BBICOKO-
wIoTHBIX 00pa3noB (momyuyenusix npu 7' = 2100 K) Ha ocHoBe mopoinkos CBN
(conmepkamux ~ 15% dpakimii HaHOAMANAa30HA) MOHO(A3HBIX U MPU COICPIKAHUU
B ucxoaHou muxrte 2 u 10% amomunus. [l cpaBHEHHs MPUBEIEHBI TAK)KE CBOM-
CTBa aHAJIOTWYHBIX MAaTEPUAIIOB, TOyYaEMBIX M3 MHUKPOIIOPOIIKOB, — KHOOpuTa-1
u kuboputa-2. Bunno, yto MoHodazHble nomukpuctauibl CBN umeror Gonee
HU3KWE 3HAYCHHSI TBEPAOCTH M IUIOTHOCTH TI0 CPABHEHHIO C TOJMKPUCTAIIIAMHU
KOMITO3MIIMOHHOTO cocTaBa. [lommkpucTamisl u3 mopomka CBN, coxepixkamiero
15% nanodpaximii, ¢ foo6aBkamu 2 win 10% Al umMeroT 3HaYeHUST TBEPIOCTH M

8

Pressure, GPa

0 /;:;:i-:-:;:-f _
1300 1750 2100 2300
Temperature, K

Puc. 4. p, T-o6nact 3aKIIOYUTEIHFHON CTa-
K peakinonHoro crekanus CBN ¢ Al Ha
¢dazoBoii guarpamme HuTpuAa Oopa: 1 —
kuboput-1, 2 — kuboput-2, 3 — HOBBIA Ma-
TEepHaJI ¢ WCIOJIb30BaHHeM mopotka CBN,
coJieprKalero ppakuyu HaHOAWATIa30Ha

TPEUMHOCTOMKOCTH, OJHM3KHEe K 3Ha-
YCHUSIM ITHX XapaKTCPUCTHUK IS TI0-
JUKPHUCTAJUIOB W3 MHUKPOIOPOIIKOB.
Tot ¢axT, yTo B MaTepuaiie Ha OCHOBE
CcBN, conepxamero 15% nanodpak-
Ui, HE YJAJIOCh JOCTUYb ITOBBIIIICHUS
MEXaHUYECKUX  XapaKTEepPUCTUK  3a
CUYCT YBCIWYCHHS TMPOTHKEHHOCTH
MexX(pa3HbIX TpPaHUI[ B €ro MHUKpPO-
CTPYKTYpe, MOXET OBbITh OOBSCHEH
0oJee HHM3KOHM TUIOTHOCTHIO MaTepHa-
Ja, a TaKxkKe, CKOpee BCEro, HEOJHO-
POTHOCTBIO MUKPOCTPYKTYPHI IO 00B-
eMy wuccieayembix o60pasioB. Ilo-
clelHee OMpeeNseTcs HaluYhueM Ha-
HOJMCIEPCHON COCTAaBIAIOIIEH B HC-
XOJTHOM TOPOIIKE, YTO 00YyCIIOBIHMBA-
€T HAJIMYKME HAHOJUCIEPCHON MOpHUC-
TOCTH B HMCXOJHOW TPECCOBKE M BHI-
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3BaHHOE JTUM HETOMOTCHHOE paclpeielieHue amioMuHuS. B To ke Bpems mo-
CKOJIbKY TaKOW MaTepHall B OTJIWYHEe OT Kubopurta-l1 m kuboputa-2 mMeer cyo-
MUKPOKPHUCTAJUIMYECKYIO 36PEHHYIO CTPYKTYPY, OH MOXET OBITh MEePCTIEKTUBHBIM
JU1s1 GUHUTIITHBIX OTIEPAIMN METAITIO00PabOTKH.

[To pe3ynbraTam H3yuYeHUS] MHUKPOCTPYKTYpPHI U CBOWMCTB MOJNYYEHHBIX U HC-
cilemoBaHHBIX B MaHHON pabore PCBN MOXXHO MpemioxuTh onTUMaibHbIE p, -
00J1acTH TapaMeTpoB uX criekanus (puc. 4).

BriBOaBI

1. KomIuiekcHOe M3y4YeHHE MPOLECCOB CHEKaHMs MPH BBICOKHMX JABICHHUAX U
temriepatypax PCBN c pazmepamu wactuir < 1 um, coxepxaniero ~ 15% nanod-
pakKIuii, ucciaeioBaHue CTPYKTypOOOpa30BaHUs, a TAK)KE OLIEHKAa HEKOTOPHIX Me-
XaHUYECKUX CBOWCTB MOHO(a3HBIX MOJUKpUCTaIIoB CBN ¥ KOMITIO3UTOB, TOJTY-
YEHHBIX PEaKIIMOHHBIM CIIEKAaHUEM C aIFOMUHHEM, TIO3BOJIMJIO YCTAaHOBUTH ONTHU-
MaJbHYI0 00JacTh p, T-mapaMeTpoB crieKaHus U mony4uuTh HOBbIM PCBN, xapak-
TEPUBYIOMIUNCS CyOMUKPOHHON 3epEeHHOIN CTPYKTYpOWH M TOMOT€HHBIM pacmpese-
neHreM (a3oBbIX COCTABIAIONINX. MeXaHNUeCKHe CBOMCTBAa KOMITIO3UTA OJIM3KU K
TaKOBBIM JIJIsl U3BECTHBIX MaTepuanoB kuboput-1 u kubopur-2. OH MOXKeT OBITh
PEKOMEH/I0OBAaH [IJIsl WM3TOTOBJIEHHUS WMHCTPYMEHTA, MpeJHa3HAYCHHOTo Ui (u-
HUILIHBIX OTepalyii MeTauI000paboTKH.

2. OCcoOEHHOCTBIO CTPYKTYPBI MOHO(A3HBIX MOJUKpUcTaioB CBN, monxyueHn-
HBIX U3 NMOPOIIKOB ¢ 15% HaHOpakuui, ABISIOTCS HEIOCTaTOYHO MPOYHBIE Ipa-
U1kl cBN—cBN. Tlpu peakiimoHHOM CIIEKaHWH 3THX IMOPOIIKOB C MPEABAPUTEIIb-
HOM MPOMUTKON aJTIOMHHHMEM BMECTO HETpephIBHOTO Kapkaca CBN, momyyaemoro
IpU CIIEKAaHUH MUKPOIOPOIIKOB, 00pa3yeTcs BBICOKOJIUCIEPCHAs CTPYKTypa (da-
361 CBN B o0Gonouke cBssyromeii kepamuku AIN, pudem 3epeHHasi CTpYKTypa
AIN Onm3ka K HaHOIWAMa30Hy. Pelakcaiusi TpemuH Ha MeX(pa3HbIX TPaHUIAX
CBN-AIN obecrnieunBaeT TpeMHOCTONKOCTh MaTepHaa.

PaboTa BbIMONIHEHA NPH YaCTUYHOM (PMHAHCHPOBAHUH MO KOMIUIEKCHOW Ipo-
rpamme (QyHmameHTtanbHbIX ucchaeaoBaHuii HAH VYkpawmnsr wa 2006 rO07
«HaHOCTpYKTypHI CHUCTeMH, HaHOMAaTepiaid, HAHOTEXHOJIOTII» COTJIACHO PacIio-
psokennio [pesnauyma HAH Vipaunsr ot 03.05.06 Ne 253, mpoext 118/06-H.
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N.P. Bezhenar, A.A. Shulzhenko, SA. Bozhko, G.S. Oleynik

SINTERING OF POLYCRYSTALLINE MATERIALS ON THE BASIS
OF CUBIC BORON NITRIDE FROM THE SUBMICRONIC POWDERS
CONTAINING FRACTIONS OF NANOMETER PARTICLE SIZE

The formation of structure and properties of polycrystal at sintering powders of the cubic
boron nitride ¢cBN containing fractions of nanometer particle size, including the reaction
sintering with aluminium has been studied. The experiment was carried out in a high
pressure apparatus at p = 7.7 GPa, T = 2100 K. The density, hardness, crack-growth re-
sistance and structure of the obtained samples were researched. The material obtained by
the reaction sintering with Al of powders ¢BN, containing 15% of fractions of nanometer
particle size, essentially differs in structure from similar materials from micropowders
(kiborite-1 and kiborite-2). The AIN grain sizeis close to nanometer range. Such structure
has determined increased crack-growth resistance of the material.

Fig. 1. Electron-microscope image of grain structure typica section for monophase materia
obtained at 1750 K: a — light-field, 6 — dark-field; ¢ — microelectron diffraction pattern

Fig. 2. Electron-microscope image of grain structure typical sections for monophase ma-
terial obtained at 2100 («) and 2300 K (6)

Fig. 3. Electron-microscope image of grain structure typical section for composite ob-
tained by reaction sintering (cBN + 10% Al), T=1750 K (I) and T = 2100 K (II): a —
light-field, 6 — dark-field, ¢ — microelectron diffraction pattern in reflexes: | — 10041y (1)
n 111;pN (2); Il —100a1N

Fig. 4. p, T-areas of a closing stage of reaction sintering cBN with Al on the phase dia-
gram of boron nitride: 1 — kiborite-1, 2 — kiborite-2, 3 — a new material with use of cBN
powder containing nanopowder fractions
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