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CNEKAHME NONUKPUCTANNMNHYECKNX MATEPUAITIOB HA OCHOBE
KYBUYECKOIO HUTPNOA BOPA N3 CYBMUKPOHHbIX NMOPOLUKOB,
COOEPXALWNX ®PAKLIMN HAHOONATASOHA

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

2I/IHCTMTyT npobnem matepuanosegeHns HAH YkpauHbl
yn. KpxwxkaHosckoro, 3, r. Kues, 03680, YkpanHa

H3yyeno opmuposanue cmpykmypsl U C80UCME NOIUKPUCTANIULECKUX MAMEPUANIO8
npu CNeKaHuu NnopowKos Kybuuveckoeo wumpuda dopa (cBN), codepocawux ppaxyuu
HAHOOUANA30HA, 8 MOM YUCTIe NPU PeaKYUOHHOM ChneKkanuu ¢ anomunuem. Ilpoyecc ocy-
wecmesiu 8 annapame olcoko2o oasrenua npu p = 7.7 GPa, T = 2100 K. Hccnedosanu
HJIOMHOCMb, MEEPOOCMb, MPEWUHOCIMOUKOCMb U CIMPYKmypy obpasyos. Mamepuan, no-
Jyuaemulil peakyuoHuvim cnexanuem ¢ Al nopowkos cBN, codepoicawux 15% ppaxyuii
HaHOOUANA30Ha, NPUHYUNUATIBLHO OMAUYAEMCs CIMPYKMYPOL Om NOOOOHBIX MAMEPUdLos
u3 Mukponopouikos (kubopuma-1 u kubopuma-2). 3epua cBN nacredyrom paszmepol 3e-
PEH UCXOOHO20 NOPOUIKA, HO He 00pa3yiom Henpepulenyio (haszy, a HaxX00AMcs 8 OKpYyice-
nuu kepamuxu AIN-AIB;. Pazmep 3epen AIN 6auzox k nanoouanazony. Taxas cmpykmy-
pa onpeoenuna noGblUeHHYI0 MpeuwuHoCMoOUKOCMb Mamepuaid.

[omukpucrananueckue MaTepraibl HA OCHOBE KyOM4eckoro HuTpuaa oopa, B
3apyOe)HBIX MHPOPMAITMOHHBIX W3IaHusX uMeHyeMble PCBN, cocrapistor mu-
POKHI KJacc KOMIO3ULMOHHBIX MaTe€pHajoB, IO OCHOBHOMY (PYHKLHMOHAIbHOMY
HA3HAUYCHHUIO OTHOCSIIMXCA K MHCTPYMEHTAIBHBIM Ui JIE3BUWHOW 0OpabOTKH.
Cpenu Apyrux HMIMPOKO M3BECTHBIX MHCTPYMEHTAJIBHBIX MaTEpUaoB (Ha OCHOBE
anMasa, TBEp/bIX CIUIABOB, OKCUIHOM 1 HUTpUAHOHM kepamuk) PCBN umeroT cBou
001acTH NPUMEHEHHUs, T/l OHM HE3aMEHMMbI WJIM HUMEIOT CYIIECTBEHHbIE Ipe-
UMYIIECTBA, YTO OTPAKEHO B MEXIyHApOJHOM CTaHAApPTE crenuduKanuy u uc-
II0JIb30BaHUs TBEPIBIX HHCTPYMEHTANBHBIX MaTepuanos [SO513:2001 [1].

[IpakTuuecku Bce B MUpE MPOMBIIIJIEHHBIE TEXHOJOTUHU npousBoacTBa PCBN
B KQ4E€CTBE MCXOAHOIO ChIPbsI UCIOJB3YIOT MUKPONOPOIIKH ¢BN, HEKOTOPBIX Ty-
rOIUIABKUX COCIMHEHUM U METaJUIOB. {715 CrIeKaHus IPUMEHSETCS TEXHUKA BBICO-
KUX JIaBJICHUH—BBICOKUX TemmepaTyp. OcoOble TpeOOBaHUS K MHCTPYMEHTY W3
PCBN nst pUHHIIHBIX OTNIEepanyii 3aKIIF0YalOTCs B HEOOXOIUMOCTH 00€CIICUCHISI
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BBICOKOW TOYHOCTH pa3MepHON 00pabOTKH, MUHUMAJIbHOM IIEPOXOBATOCTH 00pa-
0OTaHHOW TTOBEPXHOCTH, OOJBIIOrO MEepruoaa CTOMKOCTH pesna. s ux peanusa-
UM HEOOXOJUMO COYeTaHHE TOMOT€HHOW CTPYKTYpPhl M ONTUMAIIBHBIX (DU3MKO-
MEXaHUYECKUX CBOICTB, B NEPBYIO O4Yepelb TBEPAOCTH U TPEIIMHOCTOMKOCTH,
onpenensomux u3Hococtokoctb PCBN. B mpocnekrax 3apyOexHBIX (GHUpM,
npousBoasaux PCBN, yka3an muHuManbHbli pazmep 3epeH ¢cBN — 0.5 um [2] u
< 1 pum [3], HO KOHKPETHO 00 MCTMOJB30BAaHUU HAaHOpPa3MEpHOro mopoika cBN
IUTA 3THX LIeJIEH HE cOOOIIaeTcs.

[Tonyuyenne MOHO(A3HBIX MOJMKPUCTAJUIOB HA OCHOBE HAHOPA3MEPHBIX IIO-
pouikoB ¢BN cBsizaHO ¢ TpyAHOCTHIO (OPMUPOBAHUS MPHU CHEKAHUU TAKUX IIO-
POILIKOB MPOYHBIX TPAHMII 3€PEH C COXPAHEHHEM MX pa3MepoB, OJM3KUX K pa3zMme-
paM 4acTHIl UCXOTHOTO mopoika. M3secTtHo [4], 9To 5Ta mpobieMa uMeet oOIuit
XapakTep I8 KEepaMHUUECKUX MaTEpHalIOB, IMOJYyYaeMbIX CIIEKAaHUEM HaHOIUC-
MEPCHBIX MOPOIIKOB TyTOIUIABKUX COEIMHEHUN MPU BHICOKOM JIaBIICHUU.

Bropas npobnema kacaetrcst koHKpeTHO ¢BN U omnpenensercss HHTeHCH(pHKa-
Mel pa3BHUTHS TpPHU ClIeKaHWUW (Ha30BOro mepexoaa B rpaduronomodHyro dasy,
YTO BBI3BAHO 3HAYMTEIBHOM MPOTSHKEHHOCTHIO TPAHUI] B CUCTEME HAHOAMCIIEpC-
HBIX 3epeH. TpeThs mpobiema COrjlacHO HAIlMM HCCIIEIOBAaHUSIM IOJIMKPUCTA-
andeckoro ¢cBN [5] cBsizaHa ¢ HETUIMYHBIM U3MEHEHUEM TBEPIOCTH MaTepuala B
3aBHCHUMOCTH OT pa3Mepa 3epHa. BblIo ycTaHOBIIEHO, YTO COOTHOIIEHHE XOJ-
na—Ilerya, cBs3bIBaroIIee TBEPJOCTh MaTepHaja C pa3MEepoOM €ro 3epeH, coOIIo-
Janock 1iid nonukpuctaiioB ¢cBN ¢ pasmepamu 3epeH > 5—7 um. [Ipu ymensbIe-
HHUH pa3Mepa 3epeH 10 3 pm 1 MeHee (BILIOTH 10 0.6 um) Takast 3aBUCUMOCTb Obl-
7a oOpaTHOW. DTO O0YCIOBIECHO M3MEHEHHUEM CTPYKTYPHO-(a30BOTO COCTOSHHS
MoHo(ha3Horo cBN ¢ yMeHbIIIEeHHEM pa3Mepa 3epeH.

B HUncturyTte cBepxtBepabix marepuanoB HAHY na ocHoBe ¢cBN pa3pabora-
HBl MaTepHalibl, BBITyCKaeMbIE MOJI TOPrOBOM MapKoil «kuboput» [6]. Marepua-
761 GOPMUPYIOTCS TPU BBICOKUX JABICHUSIX M TEMIEpAaTypax B pe3yJibTaTe peax-
LIUOHHOI'O CIIEKaHUsl MHUKponopowkos ¢cBN u amomunus. MaTpudHOi cOCTaB-
nsrome  Marepuana  sBiasiercs  ¢BN, a  cBsmsyromas ¢asza  cocraBa
AIN—-AIB,(AlB};) pacnpeneneHa NMpeuMyIIECTBEHHO B CThIKax W IO TPaHHUIIAM
3epeH ¢cBN. HccrnenoBaHusiMM yCTaHOBIIEHO, YTO CTOIOpAaMHU TPEIIMH B TaKOM
CTPYKTYpE SBJSIFOTCS TJaBHBIM 00pa3om MmexdaszHeie rpanuniel [7]. Ucxons us
3TOTO TMPEACTABIACTCS, YTO MPOYHOCTh MOAOOHBIX MAaTEpPHANOB, MOJYYEHHBIX C
UCIOJIb30BaHUEM HaHOpa3MepHoro nopoika cBN, MoxkeT ObITh 3HAYUTENIBHO T0-
BBIIIICHA B PE3YyJIbTATE YBEIHMUCHUS POTHKCHHOCTH MEK(a3HBIX TPAHUIL.

B nanHoi#t paboTe M3IIOKEHBI PE3yJIbTAThl MCCIICIOBAHUN, HANIPABICHHBIX HA
NOJy4YeHHE KOMIIO3HTA, MOJ00HOTr0 KHOOPUTY, HO C UCIIOJNIb30BAaHUEM B KauecTBe
UCXOAHOT0 CyOMUKpPOHHOTO mopoiika ¢cBN cTatuyeckoro cuHTe3a ¢ cofepixaHu-
eM (¢pakiuii HaHoauamna3zona ~ 15% mo obwemy. B xome uccnenoBaHuii ObuTH
M3Y4YEeHBI: a) CTPYKTYpHBIE OCOOCHHOCTH HcxoaHoro mopomka c¢BN; 0) p, T-
YCIJIOBUS CIIEKAHMS KOMIIO3MIIMM TaKOro IMOPOIIKA C aJIOMHUHHMEM; B) CTPYKTYpbI
TpeX TPy MOJYyYEHHBIX MOJUKPUCTAIINYECKUX 00paslloB, OJHA U3 KOTOPBIX —
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3T0 00pa3ibl MOHO(]A3HOTO MaTepuaa, noixy4yeHusie npu p = 7.7 GPau T'= 1750,
2100, 2300 K, nBe npyrue — 3T0 00pa3isl MaTepraja peakIMOHHOTO CIICKaHUS C
no0aBKaMH B MIUXTY MO Macce cooTBeTcTBeHHO 2 U 10% Al; T) TBepaocTh U BSI3-
KOCTb pa3pylieHusi 00pa3iioB HanboJiee BHICOKOH TUIOTHOCTH.

ATTecTalmio UCXOIHOTO MOPOIIKAa MPOBOJIMINA COYETAaHHEM METO/I0B: PEHTTe-
HoaudpakmonHoro anammsa (XRD); mudpakmuu smekrponos (ED); mpocBeun-
Barolei 3nekTpoHHoi mMukpockonuu (TEM); nazepnoii rpanynomerpun (Laser
Size Test — LST); usmepenus yaenpHor noBepxHoctu (BET). OcHoBHBIE Xapak-
TEPUCTHUKH MOPOIIKA IPUBEACHHI B Ta0. 1.

Taonuma 1
XapakTepUCTHKHU MCXO0HOT0 nopowmka cBN, coagepkaimero ppakuun
HaHoAHAaNAa30HA ~ 15%, U MeTOAbI UX ONpe/ieJIeHUus

XapaKTepucTuKa Meron Bennuuna
Copepxanue cBN, % XRD 100
Y nenpHasi MOBEPXHOCTH, m’/cm’ BET 30
CpenHuii pa3Mep yacTHIl, hm LST; BET 600
Junana3oH pa3MepoB 4acTHIL, Nm TEM 100-1000

ONEKTPOHHO-MUKPOCKOIIMYECKUMH HCCIIEN0BAHUSIMU YCTAaHOBJIEHO, 4TO HC-
XOJIHBIN TIOPOIIIOK COAEPKUT YACTHIIBI TpeX pazHoBuaHOCTeH. [lepBas, Hanbonee
KpYyNHas COCTaBJIAIOIIAs NpeacTaBieHa yactuuamu pasmepamu 1-0.7 pm. Onu
OOBIYHO SIBJISIOTCS IUIACTUHKAMHM M MMEIOT B IJIOCKOCTH M300pa)KeHHsI XOPOLIO
BBIPXCHHYIO TOJMAPUUYECKYIO0 OTpaHKy. Penako B HHUX HAOMIOAAOTCS €IUHWY-
HbIE JUCIOKAUU U Je(deKThl yrnakoBKH. [IpUmoBepXHOCTHBIE 30HBI YACTHUIL Je-
dexTHbIe U conepxkaT Menkue (MmeHee 30—50 nm) pa3opUeHTUPOBAHHBIC O0IACTH.
Bropas cocraBnstomas — gactuiel pazmepamu 0.1-0.3 um. Onu ¢pparmenTupo-
BaHHBIC, UMEIOT OKPYTJIOCTh B OTpaHKe H penbedHbie moBepxHoctu. Camas Men-
Kasi COCTaBJIsItoIIasi — 3TO yactuibl pazMepamu < 100 nm. OHU pacnogoKeHbl
OOBIYHO (KaK HAJIMIIIIKME) Ha Pa3BUTHIX MOBEPXHOCTIX 0ojee KpPYMHBIX YacTHUI]
WIH ke 10 OOKOBBIM MOBEPXHOCTSIM UX orpaHku. CopepxaHue 4acTHIl pa3Mepa-
MU < 100 nm B nopoiuke He npessimaet ~ 15%.

Crniekanue 00pa3loB OCYIIECTBISUIM B ammapare BBICOKOTO JaBJICHUS THIMA
«HaKOBAJIbHSA C yTiayOsieHHeM» (Topou) ¢ TpaguTOBBIM HarpeBareieMm. B pabo-
yeM 00beMe AuaMeTpoM § mm, BBICOTOM 5 mm KO3()PHUIIMEHT W30CTaTUYHOCTH,
onpeesieMblil Kak OTHOIIEHHE paAralibHON ycaJaku K oceBoi [8], cocTaBmsin 0.2
Ha ctaauu XoJogHoro npeccoBanusd v 0.8—0.9 — Ha cTaguu BBICOKOTEMIIEpATYP-
HOro criekanus. McxoaHoe nmpu KOMHaTHOM TEMIEPAType aBIEHUE CIIEKAHUS CO-
crasisuio 7.7 GPa, remneparypa 7= 1750, 2100 u 2300 K.

MeTo i peakllMOHHOTO CTIEeKaHHUsS MOPOIIKOBBIX Kommo3uimii (cBN + Al) [7]
BKJIIOYAET J[Ba dTana — MpPeBapUTEIbHYIO MPOIMUTKY MO/ JaBIECHUEM B yCIOBUIX
OTCYTCTBHSI CMAUMBAaHHs ATIOMHUHHEM HHUTpUAA OOpa M 3aBeplIaolee CIieKaHHue
npu Oosiee BBICOKUX JAaBJICHUAX U TeMIlepaTypax, 00ecleuynBaloluX CMauliBaHNue
U XUMUYECKOE B3auMo/ieicTBUE B cucTeMe cBN—AL.
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OcobeHHOCTh MPONHUTKH NpeccoBku mopomika ¢cBN ¢ 15% HaHOpazMepHbIX
YacTHIl COCTOsUIa B ONPENENICHHON MociieoBaTeabHoCTH nporeccoB. [locne xo-
JIOTHOT'O MPECCOBAHMS Takoro nopoiika npu 2.5 GPa nopuctoctb KOMIIAKTOB CO-
craBisina 44% npu nuanasone pasmepos nop B HUX 50—100 nm. ITponurtka nox
nasieaneM npu 1200 K mo3Bossiia JOCTHYh TOMOTEHHOTO pactipeneneHus Al B
takux nopax. [locnenyromee 3aBepmaromiee criekanue npu 7.7 GPa u temnepa-
typax 1750-2300 K ocy1miecTBiasiocs B yCIOBUSAX CMauyMBaHUS AFOMUHUEM, I10-
3TOMY B JIOKQJIbHBIX 00beMax Mo rpanuiam 3epeH cBN npoucxonuino pacrekaHue
QATIOMUHMS U 3aBEPIIANIOCh PEaKIIMOHHOE B3auMoieicTBue. [Ipu sTom obecriedn-
BAJIOCh YYACTHUE B peakIUsAX HaHOpa3MepHbIX yactuil cBN.

CTpyKTypHBIE UCCIIEIOBAaHUS KOMIAKTHBIX 00Pa3l0B OCYIIECTBIISLITA METOIOM
TEM ToHKHX (OJIBT U 3JEKTPOHHOU MUKPOQpaKTOTpaduu ¢ TOMOIIBIO YTOJbHBIX
PEIUIHK OT €CTECTBEHHBIX H3JIOMOB. DBOIIOIUI0 MUKPOCTPYKTYPHI B 00pa3Iax 1mo
Mepe MOBBIIIEHUS TeMmepaTypbl cnekanud B uHrepBaie 1750-2100 K wummroct-
pupytort puc. 1-4.

Jlanee Ha OCHOBE [AHHBIX 3JEKTPOHHO-MUKPOCKOIMYECKUX HCCIEeI0BaHUI
OIHIIIEM, KaK TPOXOJHUT Pa3BUTHE MUKPOCTPYKTYpPbl MOHO(DA3HBIX MOTHKPHUCTA-
JIOB U KOMIIO3UTOB C POCTOM TEMIIEPATYPHI CIIEKAHUSI.

Monogasuvie obpaszyst Ha ochose cBN. B oOpa3iax, monydeHHbIX npu 1 =
= 1750 K, (puc. 1) cogepxarcs 3epHa IByX auamna3zoHoB pazMmepoB: 0.5-0.8 u

a o
Puc. 1. DneKTpOHHO-MHUKPOCKOIUYECKOE
n300paXeHNEe TUIMYHOIO Y4acTKa 3€peH-
HOU CTPYKTYyphl MOHO(]A3HOTO MaTepuaia,
noxydeHHoro mpu 1750 K: a — csetio-
HOJIbHOE, 6 — TEMHOIIOJIBHOE; 8 — MHUKPO-
3JIEKTPOHOTpaMMa
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a 0

Puc. 2. DnekTpoHHO-MUKPOCKONTMYECKOe M300paXKeHHe THUIMHYHBIX YYacTKOB 3€PEHHOM
CTPYKTYpBI MOHO(a3HOTO MaTepuana, moiaydennoro npu 2100 (a) u 2300 K (6)

0.1-0.2 pm. Pacnpenenenue KpymHbIX U MEJIKUX 3€PEH OJHOPOIHO 1O 00beMy 00-
pas3loB, B IPUIOBEPXHOCTHBIX 30HaX KPYMHBIX 3€pEH BBISABIAIOTCS TPYIIbI JUCIO-
KallUd ¥ MHOKECTBEHHBIC IIapaJuleibHbIe NBOMHUKU. B MpOCIOMKax MEIKHUX 3e-
PEH, a TaKkkKe B MOBEPXHOCTAX MX COMPSHKEHUS ¢ KPYNHBIMU 3€pHAMH UMEIOTCS T10-
pbl. I'paHUIIBI CONPSHKEHUS] MKy 3€pHAMH SIBIISIOTCS NMPAKTUYECKU HAIlEIo MeXa-
HUYECKUMHU, T.€. 00pazyIonMMUCs B pe3yibTare GOpMUPOBaHUS KOHTAKTa 32 CUET
COMMKEHUST HE3aBUCHMBIX MCXOIHBIX YacTHUI] MMOJ JACHCTBHEM BHEIIHEH HarpysKH.
O06pa3ipl MoHOGDA3HBI, TPAPUTONIOTO0HBIN HUTPU OOpa B HUX HE OOHAPYKEH.

B o6pa3uax, monyuennsix npu 2100 K, (puc. 2,a) comepxatcs 3epHa pas-
Mepamu 0.3—0.7 um u 50—70 nm, GpakTHUYECKH UMEET MECTO TUCIIEPTUPOBAHUE
3epeH pazmepamu < 0.3 pm. Kak Obuto OTMEUYEHO, TaKWe 3€pHa CHIBHO ¢par-
MEHTHPOBAHHBIE YK€ B MUCXOJAHOM COCTOSIHUHU, M B MPOLECCE CIEKaHUs B HUX
OPOXOIUT TMEpBUYHAS peKpucTamu3auus. PopMupoBaHWE HAHOAMCIEPCHBIX
3epeH YKa3blBaeT Ha TO, YTO LEHTPAMH PEKPUCTAJUIU3AIMNH SBISIIOTCS pPa3opu-
EHTUPOBaHHBIC ()parMeHTHl. PacrpesneneHne 3epeH pa3IMYHBIX MacmTaboB B
oOpa3nax ogHOPOAHO. B KpymHBIX 3€pHAX BBIABISIOTCS IJIOTHBIE CTyIIEHUS
nucnokanuii. st o6pa3oB xapakTepHbl MEX3€pEHHBIC IPAHUIIBI TPEX BUIOB:
MEXJy MEJIKUMHU 3€pHaMH, MEXKIY MEJIKUMH W KPYHHBIMH, a TaKkKe MEXIy
KPYIHBIMU 3epHaMU. TOJIBKO TPaHUIIBI TIEPBOTO BUJA SBISIOTCS TOHKUMU, XO-
pouio copMUPOBAHHBIMY, IPAHULIBI ABYX MOCJIEIHUX BUJIOB CHIHHO Ae(eKT-
Hble. Hann4une TOHKUX TpaHUIl COMPSIKEHUS MEXKIYy MEIKUMH 3€pHAMU yKa3bl-
BAET Ha pa3BUTHE COOMPATENILHON PEeKPUCTAIIU3ALUN B CUCTEME TaKUX 3€pEH.
MukpoauppakIIMOHHBIMU HCCIIEJOBAaHUSIMU YCTAHOBJIEHO, YTO B oOpasmax
TOJILKO B OTJEJbHBIX H30JUPOBAHHBIX MUKPOOOBEMax BbISABISETCS Tpaduto-
no00HBIN HUTpHUIA Oopa.

Jlst o6pasmoB, nmomyueHHbsix npu 2300 K, (puc. 2,0) XxapakTepHa cuibHas He-
OJTHOPOJHOCTh 3€PEHHOI CTPYKTYpHI MO 00beMy. B HHX JIOKaJbHO comepikaTcs
obyacTv, TUIMYHBIC 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 Gosble, MpU 3TOM TaKUE KPYMHbIE 3€pHA HAXOMAATCS B OTOPOUKE
menkux (0.3—0.5 um), ¥ MEeXIy HUMH UMEIOTCS TOHKHE TPaHHUIBI. 3epHAa 000MX
MacIITa0OB B TaKUX OOJACTSIX SIBJISIOTCS COBEPIICHHBIMH, JIMIIL B HEKOTOPHIX
3epHaxX HaAOJIONAIOTCS TPYMIMbl AUCIOKAaMi. Mexay 3TUMU 00JacTIMH MHUKPO-
CTPYKTYPBbI, OTIMYAIONIUMUCS pa3MepaMu B CYOCTPYKTYpPOU 3€peH, BBISIBIISIOTCS
HECIUIOIIHOCTH, B KOTOPBIX COAEPKUTCS TpaduTonoao0HbIi HUTpua 6opa. Briss-
JICHHbIE OCOOEHHOCTH 3€PEHHOM CTPYKTYpBl 00pa3LoB U CTPYKTYPHOTO COCTOS-
HUS TPAHUI] MEXIYy HUMHU YKa3bIBalOT, 4To npu cnekanuu npu 2300 K pazsurtue
coOMpaTeNnbHON PEKPUCTAIUIN3AIMK MTPOXOAUT BO BCEM 00bEeMe, a HEe TOJIBKO B
CUCTEME HAHOIMCIIEPCHBIX 3€pEeH, KaK 3TO XapaKTEepHO sl oOpas3IoB, MOTy4YeH-
HeIX ipu 7= 2100 K.

Obpasyvl Ha ocHose ucxoonoco cocmasa (cBN + Al). B mukpocTpykType
obpasmos, nonyueHHslx npu 7 = 1750 K, (puc. 3) mmerorcs 3epHa ¢cBN aByx
nuarma3zoHoB pazMepoB (0.3—0.8 u 0.1-0.2 um), a Takke 3epHa HUTPHUIA ATIOMH-
Hus pazmepamu 15-30 nm. O Hanuyuu 6opuaa alfOMUHUSA B 00paslax cliearh
3aKJII0YEHHUE HEeJb3sl, MOCKOJIbKY Ha MHKPO3JEKTpOHOrpaMMax Hauboliee CHIIb-
HbIC OTpaXeHHUs OOpHIa aTIOMHUHHS BEeCbMa ONM3KH K CHUJIIBHBIM OTPAXKCHUSIM
Hutpuga amomuHus 1 cBN. Pacnipenenenue HuTpuaa alrOMUHUS CPEAU 3€pPEH
SBJISIETCS OAHOPOIHBIM: Ha TEMHOMOJBHBIX M300paxeHusx B pediekce 10041n
BUJTHO, YTO HaHOJUCTIEpCHBIC 3epHa AIN pacrpeneneHbl B IPOCIOMKAX MEIKUX
3epeH ¢cBN, Haxomsmmxcst Mex Iy 0oJiee KpynHbIMU (puc. 3). DTo 00yClI0BIMBa-
eT TOT (aKT, 4YTO B 0Opasie (HaKTHUECKU UMEIOTCS TOJBKO MEX(a3HbIe TPAHULIBI
cBN—-AIN u rpanunel Mexay HaHozepHamu AIN, KOHTaKThI MEXIy 3epHaAMU
¢BN mpakTudecku MOJHOCTBIO OTCYTCTBYIOT. B 3epHax HuTpuaa Oopa Haliro-
JAIOTCS JIMIIH PEKUE TPYNIbl quciokanuii. ['padurononoO6HbIii HUTpHUA 60pa B
oOpasmax He 0OHapyKeH.

O6pa3iel, momydeHHsie pu 7' = 2100 K, (puc. 4) ©IMEIOT TUIT MUKPOCTPYKTY-
PBI, XapaKTepHbIH U1t 00pa31oB, noiaydeHHslx npu 7 = 1750 K: 3epna nutpuaa
O0opa HaxoAATCsl B 000JI0UKe OoJsiee AUCTIEPCHBIX 3€PEH CBSI3KH HA OCHOBE HUTPH-
na amoMuHuA. J[Mama3oH pa3MepoB 3epeH HUTpHUAa Oopa MPaKTUYECKH HE H3Me-
HseTcs. B Hanbosiee KpymHBIX 3€pHaX BBISBIAIOTCS CKOTUICHHS quciokaruid. O0-
pasisl OecriopucThie. B HUX copepikaTcsl CIUIONIHBIE XOPOIIO C(OPMHUPOBAHHBIE
rpanuIpl: Kak Mexdasasie cBN-AIN, tak u Mex3epennsie AIN—AIN. Pazmepst
3epeH HuTpuaa amroMuHus (100—-150 nm) yBenudeHbI IO CPaBHEHUIO C UX pa3Me-
pamu B oOpasnax, nmomydeHHbsIX ipu 7' = 1750 K. HekoTopoe ykpynHeHHe 3epeH
00yCIIOBICHO Pa3BUTHUEM HAYaIbHOW CTAINH COOMPATETHHON PEKPHUCTATLIM3AINH
B CHUCTEME 3€peH HHUTPHAA ATIOMUHUS, YTO MOJATBEP)KIACTCS HAIUYHEM MEXKITY
3epHaMM XOpOILIO CPOPMHUPOBAHHBIX TOHKMUX Tpanul (puc. 4,0). Ilpu anamuze
MHUKPO3JIEKTPOHOTPAaMM OT Y4YacTKOB OOpa3lloB, COAEpXKAIlUX 3€pHa HUTPUAOB
0opa u aTIOMUHWSI, XOPOIIO BBISBISIFOTCS pe(IIeKChI, COMYTCTBYIONIUE €ANHUIHBIM
pednexcam 111 Hutpuna 6opa. PacueT moka3bsIBaeT, 4TO OHM COOTBETCTBYIOT MEXK-
TIOCKOCTHOMY pacctosiHuio 0.204 nm, 94To GJIM3KO COOTBETCTBYIOIIEMY PacCTOSI-
HUIO0 HanboJee CUIbHOTO oTpakeHus audopuna amomuaus 101 (d = 0.2037 nm).
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I II

8

Puc. 3. DneKkTpoHHO-MUKPOCKOIIMYECKOE HM300pakeHHE THUIMYHOTO y4yacTKa 3epeHHON
CTPYKTYpBl KOMIIO3WTa, MOJYYEHHOTO peakiMoHHbIM criekanueM (cBN + 10% Al) mpu
T=1750 K (I) u T = 2100 K (II): a — cBeTJIONMOJIbHOE, 6 — TEMHOTIOJIBHOE, 8 — MUKPO-
anekTpoHorpamma B peduiekcax: [ — 1004 (/) u 111N (2); IT— 10041n

st 06pasios, nonyueHHsix npu 7 = 2300 K, xapakTepHO 3HAUUTEIBHOE YK-
pynsHenue (1o 0.3—1 pm) 3epeH HUTpUAA aNOMUHHUA. MeX1y TakKMMM 3€pHaMHU
UMEIOTCS TOHKHE I'PAaHHULbI, a B 3€pHaX — IPYIIbl AUcIoKanuil. Pazmeps! 3epeH
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HUTpHIa 60pa HE U3MEHSIOTCS, B HUX UMEIOTCS CKOIUIEHUS IUCIIOKAIUM, KOTOpbIE
noo0HbI HabMoaeMbIM B 00Opasuax, noixydeHusix npu 7' = 2100 K. B npurno-
BEPXHOCTHBIX 30HaX 3epeH ¢BN npoxonut cunpHas ¢pparmenrtanus. OOpasibl SB-
JSIFOTCS TIOPUCTBIMU, TIPUYEM MOPBI COIEPIKATCS B CTHIKAX 3€PEH, 0 MeX(pa3HbIM
(cBN—AIN) u mex3eperabiM (AIN—-AIN) rpanunam. O6pazoBanue mop B o0pas-
[[ax C POCTOM TEMIIEPAaTyphbl UX CHEKAaHHsI MOXXET ObITh OOBSCHEHO pPa3BUTHUEM
IIPOLIECCOB TOJI3YyYECTH MpH crieKaHuu. lloaTBepKaeHNEM SBISAIOTCS TaKHE OCO-
OCHHOCTH 3€pPEHHOW MHUKPOCTPYKTYPHI 00pa3loB, KaK HAJUYWE TOHKHX MEX3e-
peHsbIX (AIN—AIN) rpaHuIl ¢ TIOSBICHUEM OCTPOYTOJIBHBIX TOP B CTHIKaX 3€peH
u (opmupoBanue HecromHOocTed B MexdasHbX (AIN-cBN) rpanumax. Ilpu
9TOM B IIPUIIOBEPXHOCTHBIX 30HaX 3epeH cBN, kak ObUIO y’ke OTMEUEHO, MPOXO-
IuT cuiabHas nedopmarus u gparmentanus. [logoOHBIE CTPYKTypHBIE MpEeBpa-
IIEHUS] OOBIYHO UMEIOT MECTO IPH Ae(POopMalK B yCIOBUSX MOI3YUECTH.

Pe3ynbTaThl CTPYKTYPHBIX MCCIIEJOBAHUI MO3BOJISIIOT 3aKIIOYUTh, YTO MeEXa-
HU3MBbI CTPYKTYPHBIX MPEBPALICHUN NPU CIIEKaHUU MOHO(}A3HOro c(harepuTHOTO
HUTpUJa 60opa ¥ KoMno3uta (HUTpu O6opa + CBsA3Ka HA OCHOBE HUTpHJA aJIo-
MUHUS) CyIIECTBEHHO pa3jinuHbl. B mepBoM marepuasne HadalbHasl CTaaus MpHU
T = 1750 K npoxoJuT B yCIOBHUSX ITOJIABICHUS TOATOMHBIX AU} (Py3nOHHBIX Tpo-
IIECCOB B HUTpHUAE 00pa U MOITOMY KOHTPOJIHUPYETCS TOIBKO CTPYKTYPHBIMH TIpe-
BpAIllEHUSIMU B CHCTEME YacCTHI] Pa3JIMYHBIX Pa3MEPOB U PA3IUYHOIO CTPYKTYp-
Horo coctosinus. [lockonbky yactuibl Menkoit (< 0.5 pm) cocraBisioueil yxe B
HCXOJTHOM COCTOSIHUH SIBIISIIOTCSI CHJIBHO (DparMEHTHPOBAHHBIMH, Ha WX OCHOBE
MIPOXOJNUT PEKpUCTAIUTM3aNUS (IEPBUYHAS U MOCIEAYIONIasi coOupaTesbHas) Ipu
temriepatype cnekanus 2100 K. 9To cnocoOCTByeT TOMyY, 9TO B CHCTEME METKUX
3epeH (OPMUPYIOTCS CIUIOIIHBIE TPAHUIBI MEX3EPEHHOro Tumna. B Mectax KoH-
TaKTa MEJIKMX U KPYMHBIX 3€pEH JIOKAIbHO BO3HUKAIOT TOJBKO TAKHE TPAHMULIBL.
ITpu cnexanuu Boime 2100 K pa3Butue CTpyKTYpHBIX MpPEBpallleHUH KOHTpPOJIU-
pyeTcst HOaTOMHBIMU JU(PPY3MOHHBIMH IPOLIECCAaMH — UMEET MECTO coOUpaTeb-
Hasl peKpHCTALTU3AIMs HUTpHIA OOpa, 4TO CIIOCOOCTBYET YKPYIHEHHIO 3€pPEH.
[Tpuuem 3TOT mpouecc MPOXOJUT CHIIBHO HEOJHOPOIAHO 10 00beMy 00pasIioB.

B npucyTcTBuM antoMuHMs HadaiabHas ctaaus cnekanus mnpu 1750 K onpene-
JISIETCSL €r0 XUMHUYECKUM B3aumojeiictBueM ¢ cBN u oOpa3zoBanunem CBs3yromIiei
¢a3pl, B KOTOPOH HAJIKHO HIECHTHU(PULUPYETCSI METOJIOM 3JIEKTPOHHOM MUKPOIU-
¢dpakym TOIRKO HHUTpUA amroMuHus. Cssyromas ¢asza oOpazyercss B HaHOIHMC-
IIEPCHOM COCTOSTHUM M PaBHOMEPHO paclpeesieTcsl 10 IpaHuLaM 3epeH HUTpHUa
60opa. IT0 crIOCOOCTBYET TOMY, UTO JajbHENINEE CIIEKaHHe MaTepHrasa POXOAUT B
OTCYTCTBHE KOHTAKTOB MEXJIY 3€pHaMM HUTpHJA Oopa (MMEIOTCSI KOHTAKThl MEX-
dasupie cBN-AIN u wmexsepennbie AIN—AIN) u ompenensercss mpuCyTCTBUEM
cBszku. [Ipum 2100 K matepman craHOBUTCS OECIOPUCTBIM, B HEM MPOUCXOIUT
(dopmupoBaHue MeX(}a3HbIX U MEX3EPEHHBIX IPAHULL, IPH 3TOM UMEET MECTO CO-
OuparenbHas PEKPUCTAIUIM3ALUS HUTpHUIA amtoMuHUA. [Ipu Oosee BHICOKHX TeM-
nepaTypax B KOMIIO3MTE OCYIIECTBISETCA IUIacTHUecKass nedopmanus IyTeM
NOJI3Y4ECTH, YTO CIIOCOOCTBYET pa3yIuIOTHEHHIO MaTepraia. HecrutomHoctu o0pa-
3YIOTCS KaK B CBsI3YIOMIeH (pase (B CThIKax 3e€peH), TaK M B MEX(a3HBIX TPaHHUIIAX.
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Tab6muma 2

Xapakrepuctuku PCBN B 3aBHCHMOCTH OT COCTABA IIMXTHI
U JUCIIEPCHOCTH NOpPoKoB cBN

XapakTepucTUKU B manHoOi#1 pabote Kubo- | Kubo-
P p 8 P put-1 | pur-2

Cpennuii pasmep dacturl cBN B mnx- 06 06 06 5 30
Te, Um
Conepmjmne HaHodpakuu cBN B 15 - 15 - 15 0 0
muxre, %
Conepxxanue Al B muxre, % 0 2 10 2 10
IToTHOCTE crieueHHBIX 00pa3ioB p/py | 0.95 0.96 0.96 0.99 0.99
Teepnocts (HKN10), GPa 28+1 - 312 34 29
Tsepnocts (HVS), GPa - 262 |28+1.5 — -
TpemmuHOCTOMKOCTD, MPam' — 10.5£0.6|7.5+0.5| 8.4 10.5
HasnaueHnue MaTepuana 1y onepanuu 3 R Honyq)nﬂmmjon
METaJII000pabOTKH Y YepHOBOM

B Tabn. 2 nmpuBeneHsl JaHHBIE O MUKPOMEXAHHYECKHMX CBOMCTBAaX BBICOKO-
IUIOTHBIX 00pa3uoB (nmonmyueHHbIx mpu 7' = 2100 K) Ha ocHOBe moporikoB cBN
(comepxkamux ~ 15% ¢pakunii HaHOAMANa30Ha) MOHO(DA3HBIX U MPH COJICPKAHIH
B ucxoaHou muxrte 2 u 10% amtomunus. J{ns cpaBHEHUs NPUBEICHBI TAK)KE CBOM-
CTBa aHAJIOTUYHBIX MATEPHAIIOB, ITOyYAEMBIX M3 MHUKPOIIOPOIIKOB, — KHOOpHUTa-1
u kubopurta-2. Bunno, yto MoHo(da3Hble momukpuctauibl ¢cBN umeror OGonee
HU3KHE 3HAUEHUS! TBEPJOCTU U IUIOTHOCTH IO CPABHEHUIO C MOJUKPUCTAIUIAMU
KOMIO3UIIMOHHOTO cocTaBa. [lommkpucramnsl u3 nopomka ¢BN, comepxariero
15% wnanodpakmwmii, ¢ qobaBkamu 2 wiu 10% Al uMeroT 3HaYEHUS TBEPIOCTH H

8

Pressure, GPa
N
1

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

Puc. 4. p, T-o6nacti 3aKIIOYUTETHFHON CTa-
Iiu peakiuorHoro crekanus ¢cBN ¢ Al Ha
¢dazoBoii guarpamme HuTpuga Oopa: [ —
kuboput-1, 2 — kuboput-2, 3 — HOBBIH Ma-
Tepuall ¢ UCIMOJb30BaHUEM mnopoiika cBN,
coJieprKaliero ppakiuy HaHOAUATIa30Ha

TPEIUIMHOCTOMKOCTH, OJHM3KHEe K 3Ha-
YEHUSIM ITHX XapaKTEPUCTHK IS IO-
JUKPUCTAJUIOB U3 MHUKPOIIOPOIIKOB.
Tot ¢axT, yTo B MaTepHuaie Ha OCHOBE
¢BN, conepxamero 15% nHaHodpak-
11, HE YJaJIOCh JOCTUYb MOBBIILICHUS
MEXaHUYECKUX  XapaKTEepPUCTUK 32
CYET YBEJIWYEHUS] MPOTIKEHHOCTU
MexX(pa3HbIX TPaHUI[ B €ro MHUKpPO-
CTPYKTYpEe, MOXET OBbITh OOBSCHEH
0oJee HM3KOHM TUIOTHOCTHIO MaTepHa-
Ja, a TaKkKe, CKOpee BCEro, HEOJHO-
POJTHOCTBIO MUKPOCTPYKTYPBI IO 00B-
eMy wuccieayembix o0pasioB. Ilo-
clelHee OMpeeNsIeTcs HaluYhueM Ha-
HOJMCIEPCHON COCTAaBIAIOIIEH B HC-
XOJTHOM MOPOIIKE, YTO 00YyCIIOBIHBA-
€T HAJIMYKME HAHOJUCIEPCHON MOpHUC-
TOCTH B HUCXOJHOW TPECCOBKE H BHI-
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3BaHHOE JTUM HETOMOTCHHOE paclpeielieHue amioMuHuS. B To ke Bpems mo-
CKOJIbKY TaKOW MaTepuall B OTJIWYHE OT Kubopurta-1 m kmboputa-2 mMeer cyo-
MUKPOKPHUCTATUIMYECKYIO 36PEHHYIO CTPYKTYPY, OH MOXET OBITh MEePCTIEKTUBHBIM
JU1s1 GUHUITHBIX OTIEPAIMA METAIITI000PabOTKH.

[To pe3ynbraTaM H3y4eHUS] MHUKPOCTPYKTYpPHI U CBOWMCTB MOJYYEHHBIX U HC-
CJIeIOBaHHBIX B MaHHOW pabore PCBN MOXXHO NMpemioxKuTh onTUMaNIbHBIE p, 1-
00J1acTH MapaMeTpoB UX crieKaHus (puc. 4).

BriBOaBI

1. KoMmmekcHOe U3ydeHue MPOLECCOB CIEKAHUS IIPU BBICOKUX JABJICHUAX U
temneparypax PCBN c pazmepamu vactun < 1 um, cogepxatiero ~ 15% Hanod-
paKImii, ucciaeioBaHue CTPYKTYpOOOpa30BaHUsA, a TAK)KE OLIEHKAa HEKOTOPBIX Me-
XaHUYECKUX CBOWCTB MOHO(A3HBIX MOJUKpUCTAIIIOB ¢BN M KOMITO3UTOB, TOJTY-
YEHHBIX PEAKLMOHHBIM CIIEKaHUEM C AIIOMHUHHEM, ITO3BOJIUJIO YCTAHOBUTH OITH-
MaJbHYI0 00J7acTh p, T-mapaMeTpoB criekaHus U mony4uuTh HOBbI PCBN, xapak-
TEPUBYIOMIMKCS CyOMUKPOHHON 3epEeHHON CTPYKTYpOH M TOMOT€HHBIM pacmpese-
neHueM (a30oBbIX COCTABIAIONINX. MeXaHNUeCKHe CBOMCTBAa KOMIIO3UTA OJIM3KU K
TaKOBBIM JIJIsl U3BECTHBIX MaTepuaioB Kuboput-1 u xkuboput-2. OH MOXKeT OBITh
PEKOMEH/IOBaH ISl WM3TOTOBJIEHHUS WHCTPYMEHTA, MpeJHa3HAYeHHOTo s (u-
HUILIHBIX OTepalfii MEeTauI000paboTKH.

2. OcoOGEHHOCTBIO CTPYKTYPhl MOHO(DA3HBIX MOJHUKPUCTALIOB ¢BN, mory4en-
HBIX U3 MOPOIIKOB ¢ 15% HaHO(ppaKUMi, IBISIOTCS HEIOCTaTOYHO MPOYHBIE Ipa-
Huibl c BN—cBN. IIpu peakiinOHHOM CIIEKaHWM 3TUX MOPOIIKOB C MPEIBAPUTENb-
HOM IPONUTKOMN alOMMHUEM BMECTO HENPEPBIBHOIO Kapkaca cBN, nmomxydaemoro
IpU CIIEKAaHUH MUKPOIOPOIIKOB, 00pa3yeTcs BBICOKOJUCIEPCHAs CTPYKTypa da-
361 ¢cBN B 06omnouke cBssyromieir kepamuku AIN, mpudeM 3epeHHast CTPyKTypa
AIN Onu3ka k HaHOAMama3zoHy. Pemakcarus TpemmH Ha MEX(a3HBIX TpaHUIAX
c¢BN—-AIN obecrnieunBaeT TpeIMHOCTORKOCTh MaTepHara.

PaboTa BbIMONIHEHA NPH YaCTUYHOM (PMHAHCHPOBAHUH MO KOMIUIEKCHOW TpO-
rpamme (QyHmameHtanbHbIX uccaegoBaHuii HAH VYkpawmnsr wHa 2006 TOA
«HanocTpyKkTypHi cucTeMH, HaHOMAaTepiajal, HAHOTEXHOJOT1(» COIJIAaCHO pacro-
psoxenuto [Ipesuanyma HAH Yxkpaunst ot 03.05.06 Ne 253, mpoekT 118/06-H.
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N.P. Bezhenar, A.A. Shulzhenko, S.A. 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 ¢cBN, 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 size is close to nanometer range. Such structure
has determined increased crack-growth resistance of the material.

Fig. 1. Electron-microscope image of grain structure typical section for monophase material
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 (a) and 2300 K (6)

Fig. 3. Electron-microscope image of grain structure typical section for composite ob-
tained by reaction sintering (¢cBN + 10% Al), 7= 1750 K (I) and 7 = 2100 K (II): a —
light-field, 6 — dark-field, ¢ — microelectron diffraction pattern in reflexes: I — 1005n (/)
u 111N (2); 11— 100a1N

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