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Ocadicoenuem 8 c8epxeblcOKOUACTOMHOU NA3Me U3 CMecell MemaH—e000P00 U MemaH—e000po0—
asom noayueHsvl 00HO- U MHO2OCIOUHbIE MUKPO- U HAHOKPUCMANIUYECKUE ANMA3Hble NOKPLIMUS HA pe3yax
u3 meepooeo cniasa BK6 (kapouo éonvghpama c npucaoxoii kobarema, WC + 6 mac.% Co) ¢ npumeneruem
yayvuarowux aoee3uio 0apbepHulx cioes us goiv@pama. Memodom cnexmpockonuu KoMOUHAYUOHHO2O
pacceanus ceema Uccie008amnbl USMEHEHUs CHPYKMYpbl AlMA3HbIX HOKPLIMULL 6 3a8UCUMOCHU Om napa-
mempog ocadicoenus. Ilonyuenvt dannvie 0 cmenenu ux CMpyKmypHoOU nepecmpoux npu pasiuiHuix ycio-
8UAX MPUOOLO2UUECKO20 KOHMAKMA U U3VUEHbl NPOYECCbl BMOPUYHO2O 3APOObIUEODPA308AHUs HA PA3HBIX
SPAHAX AIMA3A 8 NPOYECce OCANCOEHUs U3 2A30601 (hazbl.

Knrwoueswle cnoea: anmas, ocasicoerue uz 2a3o8otl ¢asvl, NAAZMOXUMUYECKUL CBEPXBbICOKOUACTNOMHbII
Peakmop, MUKpo- U HAHOKPUCMALIUYECKUe NIEeHKU, KOMOUHAYUOHHOe paccesHue, (Pomomiomunecyenyus,
mpeHue, N0GePXHOCMHOE pa3pyulenue.

The single- and multilayer coatings of micro- and nanocrystalline diamond were deposited on cemented
carbide substrates (WC + 6 wt.% Co alloy) in a microwave plasma of methane-hydrogen and methane-
hydrogen-nitrogen mixtures. The barrier tungsten layers were used to improve adhesion of the diamond
coatings on the substrates. Raman spectroscopy was used to study properties of the nano- and
microcrystalline diamond coatings depending on the deposition parameters. Data on structural
transformations of the coatings under different tribological contact conditions were obtained, and the
secondary nucleation processes on different diamond faces during the deposition from the gas phase were
investigated.

Keywords: diamond, vapor deposition, microwave plasma-chemical reactor, micro- and nanocrystal-
line films, Raman scattering, photoluminescence, friction, surface destruction.
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BBeaenue. Anmasnsle mokpbiTusa (All), xumMuuecku ocaxaeHHble U3 ra3oBoii ¢a3el (XOI'D) Ha pesibl
u3 kapbumna Bonbppama WC + 6 mac.% Co (BK6), Bo MHOTO pa3 yBETHUHBAIOT U3HOCOCTOMKOCTE M JOJITO-
BEYHOCTH TBEPIOCIUIABHOTO HHCTPYMEHTA, CYIICCTBEHHO CHIKAIOT KOA(PPHUIUCHT TPEHHUS MEXKIY CTPYKKOI
U TOKPBITHEM, MPEIOTBPAIIAIOT 3PO3HUI0 U KOPPO3UIO HHCTPYMEHTA, YMEHBIIIaI0T HarpeB U HapoCTOO0pa3o-
BaHUE, a TaK)Ke MOBHIIIAIOT Ka4ecTBO 00pabaTeiBaeMoii MoBepXHOCTH [1]. DTO 0COOSHHO aKTyalbHO MPH BbI-
COKOTOYHOH 00pabOTKe METAUIOMATPUYHBIX M YTIICTIIACTUKOBBIX KOMITO3UIIMOHHBIX MAaTEPHAIOB IS HYX]
A’POKOCMUYECKOH, OOOPOHHONW M aTOMHON MPOMBIIUICHHOCTH. [IOBBIIEHHE CLEIUICHUS C MOIJIOXKKOW H
VIIydIIeHUEe PEKYIUX CBOMCTB MHCTPYMEHTA MOXKET ObITh TOCTUTHYTO NIpU (DOPMUPOBAHUH IBYX- U MHOTO-
cioitHpIx AIl. M3BecTHBI pabOTHI IO OCaXKICHUIO U CBOWCTBAM JIBYXCIOWHBIX MHUKPO/HAHOKPHCTAITHYCCKUX
kommo3uTHEIX All (cMm., Hampumep, [1—4]), B KOTOPBHIX CIIOH HAaHOKPUCTAJUITMYECKOTO aliMas3a OCaXIeH
cBepxy. [Ipu Takoii KoH(pUTYypauKuy MOKPHITHHA YIaeTCsl UCIOIB30BaTh BBICOKYIO TBEPAOCTh U XOPOULIYIO aJl-
Te3MI0 K MOJIOKKE MUKPOKPUCTAIITMYECKIX aIMa3HBIX CJIOEB [5] COBMECTHO ¢ HU3KOW IIEPOXOBATOCTHIO U
BBICOKOW yNPYTOCTbIO HAHOKPUCTANTMUYECKUX anMa3HbIX ciioeB [3]. [Ipumenenue mHorocnoineix All nomon-
HUTEJIBHO MO3BOJIACT NPEAOTBPATUTH MPOLIECCH PACTPECKUBAHMS U IOBBICUTD UX TEILIONPOBOAHOCTH [6].

i mupoKoTo Kilacca yriepoJHbIX COCTUHEHUH MeToll KOMOWHAIMOHHOTO paccesHus ceera (KP) ot-
JIMYAETCsl BHICOKON UYBCTBUTEIBHOCTHIO M MPOCTPAHCTBEHHOM JIOKAIBHOCTBIO U MO3BOJISET MOJyyaTh JaH-
HbIe 00 UX CTPYKTYpe, COCTaBe, JIOKAIbHBIX HANPSKEHUSAX U OCHOBHBIX MpuMecsx [7]. B HacTosmieit pabote
MPEJICTAaBICHBI PE3yIbTAThl UCCIEAOBAHMI B3aUMOCBS3H CTPYKTYphl All Ha MUKpPO- 1 Ha MaKpOypOBHE, Me-
XaHU3MOB M3HAIMBAaHUs U MOBEPXHOCTHOIO pa3pylLIeHUs ¢ AaHHBIMU M3MepeHuil cnexktpoB KP Ha paznuu-
HBIX ATalax OCAXJIEHHs M UCIBITAHUSA OJHO- U MHOTOcIoWHbIX AIl. MeTonamu 3yeKTpOHHOH MUKPOCKOIIHH
u KP u3ydeHbl poriecchl OCaKICHHUS aMa3HbIX CIIOEB Ha Pa3HBIX TPaHAX MOHOKpPHCTAIIA aMa3a, MOJCITH-
pyromye poct HaHOKpUcTauindecknx Al B MHOTOCIONWHBIX CTPYKTypax Ha pe3liax u3 TBepzoro cruiaBa BK6.

JxcnepumenT. Cunte3 AIl Ha BK6 u anMasHbBIX MOJJIOKKaX NMPOBOAMIICS Ha IUIA3MOXUMHYECKOM
cBepxBbicokodacToTHOM (CBY) peakrope ARDIS-100, OO0 “Ontocucremsr” (2.45 I'Tn, 5 xBT). AIl momy-
yeHbl B pesynbTare XOI'® B emecsax CH4/H,; 1 CHy/Ho/N, mytem pasnoxkenus B miazme CBY peakrtopa Ho-
cuTens yriepoa (MeTana) ¢ obpazoBaHueM aToMapHOro Bogopoaa H u aktuBHbIX paaukanos CH,. Mcnomns-
30BaHME KOHTYypa IUIa3Mbl KaK OCHOBHOTO MCTOYHHKA TEIUIONEepedayd U3Iy4YeHHEM MO3BOJHIIO BIEpPBbIC
peanuzoBath B TnazMeHHoM CBY peakTope mMeton rpymmoBoro pocta All Ha BEICOKOACTIEKTHBIX TNIACTHHAX
BK6 npowusronsHON (opmel [8, 9]. TemmnepaTypa MOIOKEK B ONTHMAIBHOM 00JIACTH TpoIlecca CHHTE3a
740—760 °C.

Onna u3 pyHIaMEeHTaIBHBIX MpobieM mpu ocaxaeHuH All Ha moTOXKKH U3 TBeporo craBa BK6 —
KaTaJINTHIeCKoe AeHCTBHE KOOaIbTa B CIUIaBe, MPUBOASIICEe K 00pa30BAHUIO Sp -yIiIepoa BMECTO anMasa
npu XOI'D. Jlns ynaneHus kobajabTa ¢ TOBEPXHOCTH TUIACTHH TBEPAOTO CIUIaBa MPUMEHSIIH METOJ MO3Tarl-
HON XMMHUYECKOH 00pabOTKH MOAJIOKKH pearecHToM Mypakamu 1 kucnotoit Kapo [9, 10]. i ymydrmeHus
aare3uy W OJIOKUPOBKH KOOAJIbTa MarHETPOHHBIM HamblJICHHEM (popMUpoBaiH OapbepHBIE CI0U BOJb(pama
no texnonoruu [9]. [lepen ocaxknennem AIl Ha TPOMEXYTOUHBIH CIIOH BONMB(ppamMa A CTUMYJIIIINAN 3apo-
JKJICHHS aMa3a HaHOCHIIMCH IOPOIIKU JETOHAI[MOHHOTO aiMas3a M APOOJCHHOTO CHHTETHYECKOTO anMasa
(pa3Mepb! YacTHIL 5 1 50 HM), 4TO 0GECIICUHBAIIO TOTHOCTh ATMA3HBIX 3apobiiieii ~10° acTii/cm’.

CtpykTypa, COCTaB U JIOKaJIbHbIE HANPSHKEHUS U3YUYEHBI ¢ MoMolIbio ciekrpockonuu KP u ¢oromomu-
Hecriennuu (@JI) ¢ ucnons3zoBanueM cnekrpomerpa LabRam HR800 (Horiba Jobin-Yvon) B koH(OKanbHOI
koHpurypamuu u penierok 1800 m 600 mrp/mM. CrekTpanbHOe paspemieHue g pemietkr 1800 mrp/mm
cocraBisio 2.0 cm !, qucnepcust — 0.59 cm npu mwupuHe wenn 100 mxMm. M3nydyenne Bo30yXIaroIIero
nazepa (A = 473 HM) ObUTO cOOpaHO B TeOMETPHUU OOPATHOTO PACCESHUS C MMOMOIIBI0 0O BEKTHBA MUKPOCKOTIA
Olympus (100x, gucnopas aneptypa NA = 0.90) c mpocTpaHCTBEeHHBIM pa3perienneM ~1 Mxm. Kaptuposa-
Hue cnektpoB KP mpoBeneHo ¢ MOMOIIBI0 MOTOPH30BaHHOTO cToimka Mirzhduser Wetzlar ¢ TouHOCTBIO
no3utmoHupoBanus ~0.5 MkMm. Jlns uicciiemoBaHUs aare3uu MOKPHITUNA MCTOIB30BaH CTAHIIAPTHBIA METO
Poxsemnna (tBepaomep KB 3000). KoaddurueHT TpeHUs onpeneneH MeTOA0M U3MEPUTEIBHOTO CKOIBKECHUS
(Tribometer, CSM Instruments). Mopdosorus noBepxHocti All nccinenoBana Ha CKAHUPYIOIIEM HJIEKTPOH-
HoM MuKpockorie JSM-7001F.

Pe3yabTaThl H ux odcy:kaenne. Hccredosanue npoyeccog dezpadayuu ooHocaounvix AIl npu mpubo-
noeudeckux ucnvimanusx. O0pasbl OTHOCIOWHBIX MUKpPO- U HaHokpucTammnueckux All na BK6-noamox-
kax auameTpoM 10 MM u BbIcoTOM 4.5 MM nonydeHsl MeTogoM XOI'® B muiazmoxumuueckom CBU peaxtope
B cMecsix metan—Bojiopoa. Cunte3 All npoBenen mpu ycnoBusix: CBY momuocTs 2.5—2.9 kBT, naBnenue
B Kamepe peakropa 10 klla, razoBas cmech H,/CH4, koHUIEHTpanus Metana 4 u 15 % mpu pocTe MUKPO- U
HaHokpuctautnueckux All Ilo maHHBIM pacTpoBoil anekTpoHHOH MuKpockonuu (POM) MUKpOKpHCTALIH-
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yeckue All cocrosr u3 3epen pazmepom 500—1000 HM ¢ npeumyecTBeHHoi opuenTanueii (111) (puc. 1, a).
3HAYUTENIFHOTO JBOHUKOBAHMS KPUCTAUIMTOB, a TaKkKe JeeKTOB, CBI3aHHBIX C HEPAaBHOMEPHOCTBIO 3ace-
Ba Ha IOJUIOXKKH, He BRIIBICHO. HaHOkpucTammmaeckue Al coCTOSIT MpenMyIIeCTBEHHO U3 CITyYaifHO OpH-
SHTHPOBAaHHBIX 3epeH pa3smepoM <100 uM (puc. 1, 6). TBepmocts HRc, u3mepeHHas MeTooM Pokserma Ha
pa3NUYHOM yIOAJCHHH OT KPOMKH TOMJIOXKKH, A MHKpPO- M HaHOKpucTaumdeckux All cocrapmser
80.1+0.5 u 80.4 = 0.3 eguann HRc. KoappuumeHTs TpeHHUs B mape ¢ KOHTPTeIoM u3 SizNy (IpUKIamb-
BaeMas Harpyska 2 H, nuametp mapuka 3 MM, ckopocTtb BpamieHust 5 cm/c) 0.065 u 0.080 11 HaHO- U MUK-
poxpuctammaeckoro Al [9].

Puc. 1. POM-u306pakenns (x15000) aama3HBIX TOKPBITHA, OCRKICHHBIX TIPU KOHIIEHTPAIlMd METaHa
B ra3oBoii cMecu 4 % (Mukpokpuctammmyeckue All) (a) u 15 % (manoxpucrannnueckue All) (6)

Ixp, OTH. €11 1335

|

1

1600 vip, cM !

i 1 " i L i

1200 1400

Puc. 2. KP-criekTpbl 0JHOCTOMHBIX HAHO- U MUKpOKpHUCTaIndeckoro All, n3amMepeHHbIe B HEMTOBPEKIEHHOU

obnactu (/ u 3) ¥ B 00JIacTH MaKCUMAIBHOTO U3HOCA (2 U 4) Tociie TpHOOIOTUIECKUX HCITBITAHUHI ¢ KOHTP-

TEJIOM — MAapuKoM W3 SizNy; 5 — CHEKTp KpHCTaJlIa MPUPOTHOTO ajiMa3a, WMIUTAHTHPOBAHHOTO HOHAMHM
HUKeNs [22]; creKTpbl CMEUIeHbI IPYT OTHOCUTENIBHO JIpyra Mo BePTUKAIU

Ha puc. 2 npencraenena tpancdopmanus KP-cniektpoB HaHOKpucTamumyeckoro All mo mepe moBbiie-
HUSI CTETICHU €T0 W3HOCA MPH UCTBITaHUAX ¢ SizNy-mmapukoM. 1o manasmvM KP, ucxomnoe AIl nocrarouno ox-
HOPOJHO M HaXOJIUTCA B C)KaTOM COCTOSHHM W3-3a pa3inyus B Kod(pduiueHTax TeMrnepaTypHOro paciiupe-
Hust AIl un nonnoxku BK6. Makcumym anmasHoro nuka KP nmomymmpunoit I',=9 CM ' CMeIeH oT HOD-
MaJIbHOTO TooXkenns 1332.5 k 1335 em ', uro COOTBETCTBYET CXKMMarollleMy HarpsbkeHuto ¢ ~ 1.4 I'Tla.
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Hanpspxkenue 6 paccuuTaHo no casury auHuM anMasa Ap B crnekrpe KP u3 coornHomenus ¢ =—0.57Ap [11].
ITomumo anmazHoro mwuka B crektpax KP perucrpupytoreas monocst D (1350 em !, Typ=40 CMfI)
1 G (1605 cM ', Ty ~ 80 cM '), 06yCIIOBICHHBIE Pa3yOPSIOYCHHBIM HeaIMa3HBIM Sp -yIIePOLOM, H XapaK-
TepHbIe s HaHokpuctamumdeckux All momocsr 1145 u 1475 oM, 00yCIOBIICHHBIE KOJICOAHUSIMH YTIIEBO-
JIOPOJTHBIX TpaHcronuanuTuieHoBbIX (TITA) mernodek Ha MEXKPUCTATUTHBIX TpaHunax [12]. U3-3a ympy-
TUX HalpsDKEHUH, HaMIW4Msg MEKKPUCTAUIMTHBIX I'PaHMLl U JIOKAIbHBIX HEOJHOPOIHOCTEH CTPYKTYpPHI I1O-
JYUIMPUHBI U TIOJ0KEHUSI MaKCUMyMOB 1osioc B criektpax KP n3menstorcs Bross nosepxHocta All B npe-
nemax 5 M . TIo Mepe MOBBIIICHHS CTENIEHH H3HOCA TOCIIEIOBATEIBHO IPOMCXO/IAT YMEHBIICHHE aMITTATY-
JIbl U yIIUPEHUE alIMa3HOTO MHKa M CYMIECTBEHHOE CHIDKEHWE MHTEHCHBHOCTH mojioc 1145 u 1475 oM
(ciextp 2), a COOTHOILIEHUE MHTEHCUBHOCTEH mosioc D u G u3MeHsercs He3HauyuTeabHO. OTHOBPEMEHHO
MeHsieTcs U nosioxkeHue nosnoc. Cmemenue nonoc TITA nemnouek v D-TOJ0CH K MEHBIITUM 4aCTOTaM MOXKET
OBITh OOBSCHEHO pa3ymopsI0UYeHIEM JITUHBI 1ernouek [12] u ynopsaoueHneM sz—FI/I6pI/I)Z[I/130BaHHI>IX C=C-
cBs3ell B apomarnueckux konbnax [12]. Takue n3menenus criekrpoB KP He mpoTuBOpedar TeopeTHIecKIM
npeacTaBieHusM [13] 1 MUKpOCKONIMUECKUM JaHHBIM [14] 0 CTPYKTYpHOI mepecTpoiike HaHOKpHUCTaIIHYe-
ckux AlIl npu tpubonormueckux ucnbiTanusx. CoraacHo [13, 14], mactudeckas aedopmanus npumoBepx-
HOCTHOTO CJIOSl Ha yJacTKaX KOHTaKTa C MIaPUKOM IIPHBOAUT K aMOp(HU3aNU HE TOIBKO HPUIIOBEPXHOCTHO-
ro cnos All, HO U HMXKE PaCMONOKEHHOTO MEPEXOJHOr0 ¢jI0s ToMmuHoi ~100 HM. JJomoNHUTENBHO MPO-
JIYKTBI U3HOCa 0oOecreunBaoT o0pa3oBaHue CIIos TBepAol cMma3ku Ha moBepxHoctd All. Kpowme toro, mo-
BEPXHOCTHAs SHEPTUs B 00JACTH TpeKa M3HOCA BHIMIC TI0 CPABHEHHIO C IMIOBEPXHOCTBIO IUIEHKH. PocT KOH-
HEHTpaluu 1e(eKTOB B MPHUIOBEPXHOCTHOM cioe All, B ToM uuciie 000pBaHHBIX YIIEPOIHBIX CBs3eH, Mpu-
BOJIUT K YBEIUYCHUIO XUMHUYECKON akTHBHOCTH [15], 4TO B CBOIO ouepenb CHIDKACT KOI(G(QHUIMEHT Tpe-
Hus [16]. CtyneHvatsiii XapakTep TpaHchopmanmu criekTpoB KP Xopoio coriacyercs ¢ HEMOHOTOHHOCTBIO
u3MeHeHHs Kod(UIEeHTa TPEHHS TOTO ke 00pa3la B X0e UCIIBITaHuil [9].

B crextpax KP muxpoxpucrammaeckoro All (puc. 2) nomuumpyer anmasubiii mak (Djp=6 cM ')
¢ MakcuMyMoM Ha Avgp = 1335 cM . TomumMo crnaGonHTeHcHBHBIX KP-momoc ¢ Makcumymamu npu 1155,
1350 i 1475 cM ', HAGTIOMABIINXCS U B cnekTpax HaHokpuctamumyeckux All, B KP-crekTpax MHKpoOKpH-
cramummaeckoro All mposBisiroTest oTHOCUTENbHO y3kue (I, = 20—30 CMil) MOJIOCHI ¢ MAKCUMYMaMH BOJIH-
3u 1390, 1425 u 1620 M (cnextpel 3 u 4). OTHOCHTENbHAS WHTEHCUBHOCTH STUX IOJOC BapbUPYETCS
BJ0MIb MOBepxHOCTH All, 4TO, BEposATHO, 00YCIOBIEHO OCOOEHHOCTSIMU €0 MOP(HOJIOTUU ¢ pa3MepaMu all-
Ma3HbIX KpPUCTALIUTOB ~0.5—5 MKM, T. €. codeTarouleil CBOWCTBAa HaHO- U MHUKpOKpHcTauinueckux AlL
Iomoca BOmm3H 1620 cM ' B KP-cnektpax AIl MOXET CBHUIETENBCTBOBATh O HAIMYUHU BKIIOUEHUN MHUKPO-
KpucTamuudeckoro rpagura [12, 16]. Ilocae TpubosornuecKux UCHBITAHUN aJMa3HBIA MUK YIIUPUICS 10
Ip=9cM ', momoca Ha 1145 cM ' He3HAYMTENBHO 0CIA6/IA M CMECTHIIACH K MEHBIINM YacTOTaM, a I10J10ca C
MaKkCUMyMOM BOm3u 1425 em (ciextp 4), kotopyto B [13] cunuratoT 00yciIOBIEHHOH NedekTaMu aamas-
HOH pelIeTKy B 00JacTsAX IBOMHUKOBAHUS, CyIIeCTBEHHO ycmmnack. [lomocer KP, xapaktepHble ajs mare-
puana koHTpTena Si;Ny, He HaOIr01aHCh.

[Ipupona IOMONMHUTENBHBIX OTHOCHUTENBHO Y3KUX (momymupunoit 20—30 CMil) MOJIOC B CHEKTPax
Mukpokpucraummdeckux All B quanazone 1350—1550 cM ' ocraetcs JUCKYCCUOHHOM. Takas BbICOKas 4ac-
TOTA He XapaKTepHa HH IS OHOM (HOPMBI sp°-yriieposa, Uisi KOTOPOro MaKCHMANbHAs BO3MOYKHAS 4aCTOTa
xoneGanmii ~1400 cv ' [17]. biuzkue Mo MONOKEHUIO U TOJIYIIMPUHE TIOJIO0CH HaOMI0IaIuCh, HATPUMED, B
KP-cnexrpax mukpokpucrannnueckux All, ocaxieHHBIX U3 pa3IMuYHBIX Fa30BBIX CMECEH METOAOM “Tops-
uyeit anTr’ Ha BK6 mommoxku [18], a Takke B [19], oqHako ux mpupoaa e obcyxnanacs. B KP-ciekTpax
HMOHHO-MMIUIAHTHPOBAHHBIX WM OOJYyYEHHBIX OBICTPHIMH HEHTpoHaMu anMaszoB [20—23] B aumama3oHe
1400—1800 cm ' PETHCTPUPYETCS] HECKOJIBKO OTHOCHUTEIIBHO Y3KHX IOJIOC, 0OYCIIOBJIICHHBIX KOJIeOaHMSIMH
KOMIIIEKCOB COOCTBEHHBIX JIe()eKTOB B anmMma3Hou pemieTke. HecoBnanenue yactor KP Ha 1390 u 1425 Y
B criekTpax mukpokpucramumueckux All na BK6 (puc. 2) ¢ wacroramu B KP-ciekTpax paanannoHHO II0-
BPEX/ICHHBIX alIMa30B CBHJCTEIbCTBYET B MOJIB3Y NMPEANONOKEHHS, YTO 3TH JBE MOJIOCH 00YCIOBIEHHI Jie-
(exTamMu He B 00BEMe aIMa3HBIX KPHCTAIUIATOB, @ Ha MEKKPUCTAJUINTHBIX TPAHUIAX U B 00IACTIX ABOMHM-
koBaHus B All Ha BK6, B yacTHOCTH, CONPSIKEHHBIX spz-yrneponﬂmx uenoyex [24].

HUccneoosanue npoguis ogyxcrovinwvix AIl ¢ nomowwro cnekmpockonuu KP. KoHdpokanbHas CrieKTpo-
ckonust KP adpdextuBHa nis uccnenoBanus npoduist All [4], y KOTOPbIX HUKHUNA MUKPOKPUCTAIUINYECKHIA
ciiolt 00namaeT BHICOKOM TBEPAOCTHIO, YIIPYTOCThIO M Xopoiei aaresueii k BK6-moanoxke, a BepxHuii Ha-
HOKPHUCTAIUTMYESCKUN CIIOH — BBICOKOW MPOYHOCTHIO HAa M3THO, HU3KOH MIEPOXOBATOCTHIO M KOA(PHUIIHCH-
ToM TpeHusa. B Hacrosiee Bpemst nByxcioiinbie All Ha BK6-nognoxkax ocaxaaroTcsi METOJOM “‘Topsueit
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HUTH, a JUIA yTIPaBJICHUS pa3MepoM 3epHa MCIONb3yeTcs JU00 HampsikeHue cMmeuienus [6, 25], nubo us-
MEHEHHE KOHIIEHTPaIlMK MeTaHa | JIaBJIeHus cMecH [4].

B nacroseii pabote ynpaeneHue cTpykrypoil cnoeB All mpoBoausocs godasinenuem B CBY peakrop
a30Ta, BBI3BIBAIONICTO BTOPHMYHOE 3apOABIIIcoOpa3oBaHNE W YMEHBIICHHE pa3Mepa ajJMa3HBIX KPHCTaJUIU-
TOB [26, 27]. B kadecTBe TBEpAOCIUIABHBIX MOJIOKEK MUCIOIb30BAHbBI MHOTOTPAHHBIE PEXKYILIUE MIACTUHBI
u3 BK6 pazmepom 12.5%12.5%3.5 mm ¢ 3agamm yriom 11° (TOCT 19064-80). AIl ocaxkganock B TeUeHUE
5 1 pu 750 °C: B Teuenue nepBbix 2.5 u B cmecu CH4/H,, 3arem nobasisiicst N, KOHIIEHTpAIHs KOTOPOTO
K CyMMapHOMY I'a30BOMY IIOTOKY IOJEp>KHUBajach Ha ypoBHE 4 %, MOCKOJIbKY MOBBIIIEHNE KOHIIEHTpalluu

azota <10 % 3aMeTHO CHIDKAeT TBEPAOCTh OCaXIaeMbIX HaHOKpHucTamnueckux All [28]. OOpasubl ais u3-
mepenus crnekrpoB KP ornenenst or BK6-nognoxku B pesynbrate ucnsitanus aare3uu AlIl meronom Pok-
Besia. Pa3mep nazepHOro msTHa NpU CKAaHUPOBAHUU | MKM, mar ckaHupoBaHus 0.5 MKM.

Ha puc. 3 npencranens! criektpsl KP B ueTslpex xapaxkTepHbIX obnacTsx no Tonmuae All. BunHs! math
MOJIOC TIEPEeMEHHON MHTeHCUBHOCTH. MakcumyMm anmasHoro nuka KP (I'y, m3mensiercst ot 10 mo 20 CMil)
Haxoautcs npu 1332—1333 cM . [ToMHUMO anMa3sHOro IHUKa peructpupyroTtcs monockl D (1350 CMil) uG
(1560 cM "), 0ByCIIOBICHHBIC Pa3yOPSIOYCHHBIM HEAIMA3HBIM Sp°-yIIEPOIOM, H XapaKTepHbIC U HAaHO-
kpuctammdeckux All momocer 1140 u 1490 eM oOycnoBneHHble kKoyieOanussMu TIIA 1iermovek Ha Mex-
KPUCTAJUIUTHBIX rpaHuiax. COOTHOLIEHHE MEXIy WHTEHCHBHOCTAMHU NOJOC U3MeHseTcs mo tonuuae All,
oTpakass U3MEHEHHs ero CTPYKTypbl. B Hawane mporecca ocaxaeHus (GOpMHUPYIOTCS aqMa3HbIe CIOH CO
cnektpoMm KP, XapakTepHbIM 11l HAHOKpHUCTATHYecKoro anMasa (criektp /). [lpu ganpHe#meM ocaxIeHIH
ATl nipu tommuae AIT ~1—1.5 mxm I'y, anMa3zHoro nuka u nHTEeHCUBHOCTH Tosioc TITA memouyek, pacmoso-
JKEHHBIX Ha MEXKPHUCTAUTUTHBIX IPAHUIAX, YMEHBLIAIOTCA KaK 10 OTHOLIECHHUIO K aTMa3HOMY MHUKY (CHEKTp
2), Tak ¥ 1o oTHomeHHIO K G-nonoce. [lo6aBnenue azota B CBY peakTop BBI3BIBACT MPOIECCH BTOPUYHOM
HYKJICallHH C YMCHBIIEHHEM Pa3MepoB KpUCTALIHTOB. OONacTh mepexoaa OT MHKPO- K HAHOKPHCTAJUIHIe-
ckomy Al xoporo ompenensercs no crnekrpam KP (puc. 3) no ymupeHuo 1 yMEHbIIEHHUIO OTHOCUTEIBHOM
MHTEHCHBHOCTH a/IMa3HON MOIOCH ¢ MAKCHMyMOM BOmm3H 1332 ¢M ', a Takke mo ycuaenuio momoc TITA
neriouek. OOMacTh mepexoa OT MUKPO- K HAHOKPHUCTAJUTMIECKOMY POCTY HaXOIHUTCS B 5 MKM OT TIOJUTOKKH
BK6, 4T0 M03BOJIAET OLIEHUTH CPETHUE CKOPOCTH OCAXKICHHUA HAaHO- © MUKPOKpUCTaJUIMYeckoro anMasa 50 u
30 HM/MHH.

Ixp, OTH. €.
4
3
2 -
3
2
1 =
1
1200 1400 1600 vp, cM !

Puc. 3. Tpanchopmaruu KP-cniekrpa, n3amepeHHOro nomnepek ckoia apyxcioiHoro All, ocaxkieHHOTO
XOI'® B CBY peakrope: [/ — Bomu3u nmoanoxku BK6, 2 — mukpokpucrammudeckuid cinoit AIT (4 Mkm
OT HYKJICATUBHON CTOPOHBI), 3 — HaHOKpHcTamuaeckuii ciioit AIl (7 MKM OT HyKJI€aTUBHOW CTOPOHBI),
4 — BOM3HM pocTOoBOi moBepxHOCTU All; crieKTpBI CMELIeHb! APYT OTHOCUTEIBHO APYra 10 BEpTHKAIN
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[Ipu wusmenennu pexuma ocaxaeHus All BaxkHO MpenoTBpaTHTh OOpa30BaHUE CJIOA C BBICOKOH
KOHIICHTpalluel sp”-yriaeposa Ha TpaHuIle ux pasnena [4, 6] U OJHOBPEMEHHO 00ecieuuTh (HOpMUPOBAHHE
mragkoro u npouHoro AIl. Cyns mo manaeiM KP, mocie no6aeienus aszora npu XOI'® B CBY peakrtope
(opMupyeTCcs ePeXOTHBIIN CII0N TONMIMHONW ~2 MKM, COYETAIOIINI CBOMCTBA MUKPO- M HAHOKPHCTAJUINYEC-
kux All, xoTopsrii o ganaeM [1, 4, 6] moBsimaet croiikocTs AIl Ha BK6 k akcTpeManbHBIM MEXaHIYECKIM
U TEPMHUYECKUM Harpy3kaM. Q@OpMHpOBaHHUE CJIOS HAHOKPHUCTAIIMUYECKOTO anMa3a TOMIUHOW 1—1.5 MM
BOJIM3M HYKJICAIIMOHHOW CTOPOHBI HE MOBIHSIIO OTPUIATEIHLHO HA XOPOUIYIO aJIr€3HI0, BEICOKAE TBEPAOCTb
(85 emunani HRc) M U3BHOCOCTOMKOCTH IBYXCioiHOTO ATl

CdhopmupoBaTh 60po3aKy n3HOca Ha moBepxHOCTH All B 00macTi BO3AEHCTBHS KOHTPTENA IMapUKa U3
Si3N4 npu Harpyske 1 H ne ymanocs. Usnoc AIl we npesbiman 1.5 - 10~ MxM’/HM, 9TO TOYTH Ha YEThIpE
mopsiika HIDKE, YeM NPHBEICHHBIN m3HOC mapuka u3 SisNs. Kosdoumment tpenms mexny AIl m SizNyg
<0.06. Crnextpsl KP Ha moBepxHOcTH HaHOKpucTayuimdeckoi Al (puc. 2, cnektp 4) He TyBCTBUTEIBHBI
K BozjeiicTBrIO mapuka u3 SizNy. Cyast o 3TUM JaHHBIM, noOasienue 4 % azorta npu XOI'd B CBY peak-
TOpe yny4lllaeT MeXaHMYeCKUe CBOWCTBA HaHOKpHUCcTamnueckux All, Kak 3T0 MPOUCXOAMUT U MPHU JIETUPOBa-
Hun All kpemaneMm unu 6opom [29] mpu XOI'D metonom “ropsiueit HUTH .

Pocm nanokpucmaniuuecko2o aimasa Ha pasiuyHblX pOCMOGLIX 2PAHAX MOHOKPUCAIUYECKO20 aIMasd.
IIpu ocaxneHuN BEpXHEr0 HAaHOKPUCTALUTUYECKOTO ciios B 1ByxciaoiHOM AIl na BK6 BaxHo noO6uThCs mo-
JTy4eHUs] Ha OTPaHECHHOW MHUKPOKPHUCTAJUTMYECKON IUICHKE CIDIOMIHOTO TJIAJKOTO IOKPBITHS, M30ekaB mpu
3TOM (hOpMHEPOBaHHS sp>-ci10s B 00macT uHTepdeiica. s MoenupoBanus mponeccos XOI'D HaHOKpH-
cramummaeckoro All Ha pa3HBIX KpucTauIOrpadUUecKUX TpaHsX MUKpokpucTamummdeckoro All B kauecTBe
MOJUTOKKH HCIIONIb30BaH OTPaHEHHBIM MOHOKpHcTaul anmasza. OcaxzaeHue All Ha anMasHylO MOIJIOKKY
MPOXOAUTIO B PEKUMAaX, OMU3KUX K OcaxaeHuI0 HaHokpuctaumyeckux All ma BK6, a uMeHHO B Tra3oBoi
cmecu Hy/CH4/N, nipu ob1em pacxone raza 500 cranz. CM’/MUH (92%H,/4%CH4/4%N,), naBieHUU B Kame-
pe 130 Topp u CBY momHocTr 2.8 kBT. B KadecTBe MOATOKKH UCTIONB30BaH BBIPAIIEHHBIN B YCIOBHUSIX BBI-
COKOTr'0 JlaBJIeHUs U TeMiiepatypHoro rpaguenta (HPHT) kpucramn anmasa, y kotoporo mo miockoctu (001)
OTpe3aHa BepXHs 4acTh, COepKalias pocToBsle Tpanu Tuna {001}, {110}, {111}, {211} u {311}. Tonmu-
Ha anMaszHoit HPHT-nogmoxxku 0.9 MM, 4to oOecriedynBacT Ha €€ TpaHsIX MaKCHUMAJIBHO ONU3KHE yCIOBHS
pocta B CBY peakrope.

ITo maHHBIM 3neKTpoHHOM MuKpockonuu Mopdoaorus All Ha rpansx {100} u {111} moamoXku NpuH-
[IUITAAIBHO pa3nuyaeTcs: miockoctd {100} Taagkue M Ha HUX MPOMCXOANUT TOMOAIHTAKCHAIBHOE HAPAIIH-
BaHuWe, a Ha rpaHsax {111} u {110} ocaxxmaercs HaHOKpUcTaUTHYeckoe All ¢ pasMepaMu KpUCTaJUIUTOB OT
HECKOJIBKUX JIECATKOB JI0 COTeH HaHoMmeTpoB. Mcxomneie Tpanu {311} u {211} moamoxxku He conepkaT
YYaCTKOB C BBIXOJaMH KpHCTALTHYECKUX Iiockoctedd {100}, HO yXe Ha HaYaJIbHOW CTaJIMK POCTa Ha HHUX
00pa3yroTcs 4eTKo c(hopMUPOBaHHBIE POBHBIC YUaCTKH TutockocTeit {100} Ha BeprumHax cioeB tuma {111}.
ITo Mepe panpHeiIero pocra 3TUX rpaHeil miomanp miockocted {100} ymeHbIIaeTcs, Ha HUX 00pa3yIoTCs
MOJMUKPHUCTAIITNYECKUE YIACTKU.

[To okoHYaHUM ceaHca pocTa JIUTENBbHOCTRIO 5 MUH U3MepeHbl KP-criekTpsl ocaXIeHHBIX Ha BCEX Ipa-
Hsax obpasua All (puc. 4). Cnextp KP Ha rpanu {100} HPHT-anma3Ho# MOANTOXKKH COAEPKUT TOJIBKO OC-
HOBHYIO aJIMa3Hyr0 JUHUIO (Avgp = 1332.5 CMil, =27 CMfl). Ha ocTanbHbIX IpaHsix B CHEKTpax Takke
MPHUCYTCTBYIOT HIUPOKHE TIOJIOCH HEYNOPSAOYEHHOTO yriiepoaa ¢ MakcuMmymamu mipu 1355 u 1560 oM (D-
u G-moJiockl) M xapaktepHble 1 HaHokpuctammudeckux All monocsl TIIA nenouek (Makcumymsbl 1140 u
1490 cv ') [11]. Ty, anmasmoro muka KP ysenuumsaercs B pagy {100} —{110}—{111}—»—{211}—{311}
or 2.7 10 4.3 cM . Ero monoxenne s rpaseii {100} u {211} COOTBETCTBYET HEHANPSIKCHHOMY aIMa3y,
s rpadeid {111} u {110} cMerieHne ajaMa3HOTO MHKAa COOTBETCTBYET HANPSHKCHHUIO COKATHS HA YPOBHE
0.15 I'TTa, a st rpanu {311} — HanpspkeHuro pacTsbkeHus 0.3—0.6 T'Tla [7]. OTHOIIEHHE HHTEHCUBHOCTEH
momoc TIIA memouek w G-mojockl K  IUIOMIAAM  alMa3HOTO TMHMKAa BO3pacTaeT B psaax
{100} = {211} —={111}= {110} — {311} u {100} —{211}— {111} —>{311}={110}.

B KP-cnextpe rpanu {100} AIl npu nimuxe BomHBI Bo30yskaeHust 473 um nosiocel G, D u TIIA orcyTt-
CTBYIOT, HO HaOJIFO/IaeTCsl MIMPOKas Moyioca ¢ MakcuMyMmoM BOmm3u 1300 oM, obycnosnennas ®OJI (puc. 4,
BcTaBka). [ToMmuMo nonoc ¢ 6echOHOHHBIMY JIMHUSMHU Ha 575 1 638 HM (LIEHTPHI NV u NV) B ciektpe ®JI
rparu {100} mpucyrtcTByeT mojuoca ¢ 6echononHoi suHuel Ha 503 HM (eHTp 2NV), KOTOpas paHee Ha-
omonanace B HeoOmydeHHBIX XOI'® AIl Tonpko Jmmib mocie BeicokoTemreparypHbix (1500 °C u BbIe)
oTxuroB B Bakyyme [12,30]. Ee nossnenue B ciektpax OJI uccnenyembix All cBUAETENBCTBYET O BHICOKOM
KOHIICHTpALlMK TpUMecHOTro azoTa B All 3a cdeT BBICOKOW MOABIKHOCTH a30TCOACPKAIIUX PaJMKAIOB Ha
poctoBoit moBepxHocTy mipu XOT'D [31].



TIPUMEHEHME KP CBETA JUUI1 AHAJIMU3A CTPYKTYPbI [IOKPBITHI

301

Ixp, OTH. €. Ips, OTH. €1.
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Puc. 4. KP-cniektpbl AIl, ocaxIeHHOrOo B TEYEHHE 5 MHH W3 CMECH BOJOPOJ/METaH/a30T, Ha IPaHIX

{100} (1), {110} (2), {111} (3), {211} (4) wm {311} (5) MOHOKpHUCTa/Ia anMa3a, CHHTE3UPOBAHHOTO

metogoM HPHT; cnekTpbl cMelieHbl OTHOCUTEIBHO APYT ApyTa II0 BEPTUKAIH; Ha BCTaBke — cnekTp DJI,
n3meperHsbIi ¢ All Ha rparu {100}

3akawuenne. OcaxaennemM B CBY mmasme w3 cMmeceld MeTaH—BOJOPOJ TMOJYYEHBI CBEPXTBEp/bIE
MHUKpPO- ¥ HAaHOKPUCTAJUNIMYECKUE OJHO- U IBYXCJIOHHBIE alIMa3HbIe IOKPBITUS Ha pe3lax U3 TBEPAOIo CIUla-
Ba BK6, peanuzoBaH pexxuM rpymnmnoBOro pocta Ha BBICOKOACIIEKTHBIX METAUTMYECKUX MOANoXKKax. MeTo-
nom KP uccnenoBana cBA3b KPUCTAJUIMYECKON CTPYKTYPBI U TPUOOJIOTHYECKUX CBOMCTB TOHKHX alIMa3HBIX
MOKPBITHH, ocakaeHHbIX 3 cMeceit CHy/H,, 1 moka3aHo, 4TO M3HOC HAHOKPHUCTATMYECKUX aJIMa3HbIX TO-
KPBITHH CBSI3aH C IpoIeccaMi UX aMop(u3amum, a y 0oiee CTOHKNX MHUKPOKPHUCTALTHUSCKUX AIMa3HBIX
MOKPBITUHA — C HAKOTUIEHHEM TOYEYHBIX U MPOTSHKEHHBIX NE(PEKTOB B 00JACTAX TBOMHUKOBAHUS U BOIHM3H
MEKKPUCTAIUITMTHBIX TpaHuIl. JloOaBiieHHe a30Ta B Ta3oByr0 (asy mospossier ocaxnath 3 CBY mma3mer
TBEpHble, IIaJKue U HM3HOCOCTOWKHE NBYXCIOWHBIE MUKPO/HAaHOKPUCTAJUIMYECKHE ajMa3Hble MOKPBITHS,
W3MEHEHHE CTPYKTYpPbl KOTOPBIX MOXHO TpociexkuBarh no cnektpam KP. Merogamu KP u anextponHoit
MUKPOCKOIIMH U3y4YeHBI MPOLECCH OCAXKICHHUS HAHOKPUCTAITUUYECKUX aJIMa3HbIX MOKPBITUI HA Pa3nUYHbIX
TPaHsIX MOHOKPUCTAIUTMYECKOTO ajiMasa. Y CTAHOBJICHO, YTO B PEKUMAX OCAKACHUS, ONM3KUX K UCIIONB3ye-
MBIM JUI OCAXKACHHUS alIMa3HbIX NOKpeITU Ha BK6-momnoxku, Ha rpansx {100} anmasa npoucXoAuT TOMO-
SMUTaKCHAJIbHOEC HapamuBaHue, Ha TpaHsx {111} u {110} ocaxmaeTcsi HAHOKPUCTAIUIMYECKOE aIMa3HOE
MTOKPBITHE C pa3MepaMH KPUCTAIDIUTOB OT HECKOJIBKUX NECATKOB J0 COTCH HAHOMETPOB, a Ha TpaHsx {311}
u {211} peanuzyercs CMEIIaHHBII PEXUM pOCTa.

ABtops! BeipaxaroT npusHatenbHOCTh [1. A. IpirankoBy u J[. H. CoBBIKy 32 MOATOTOBKY IMOIJIOKEK
BK6 u M. U. [leTpxuKy 3a H3MEPEHUS JHHAMUYCCKOTO KO3 (HUITUCHTA TPEHHUSL.
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