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BJIUSAHUE TEPMOOBPABOTKH B BAKYYME
HA HUKEJIbCOAEPKAIWE JE®EKTbBI B MOHOKPUCTAJIJIAX
CUHTETHYECKOI'O AJIMA3A

I.A. chaKOBl, I'. B. [Hapononl, n. n. A3ap1co2

U Hnemumym npurknaonvix gusuueckux npoénem um. A.H. Cesuenko, yn. Kypuamosa, 7,
220045, Munck, benapyce, e-mail:gga68@rambler.ru
? Benopycckuii 2ocyoapcmeennwiii ynusepcumem, np. Hezasucumocmu, 4, 220030,
Muwnck, Berapyco, e-mail:azarko@bsu.by

HccnenoBaHo BIHMAHHE ITIOCTPOCTOBOM TepMOOOPaOOTKM B BakyymMe Ha Ae(eKTHO-
IIPUMECHYIO CTPYKTYpy MoHOokpucramioB HPHT-anma3sa, BbIpalieHHBIX METOJOM TEMIIE-
patypsoro rpaaueHTa B cucreme Ni-Fe-C. ITokaszano, uto ncxomnsie kpuctamisl HPHT-
anMasa, CoJeprKaT MPUMECh HUKEIS He TOJIBKO B (POpMe OJMHOYHBIX aTOMOB, HO U B (hopMe
HaHOpa3MepHBIX KiacTepos. B mporecce BakyymHoro otxkura npu 7 > 800 °C nHauuHaeTcs
JIMCCOTIMAIIMSI 3TUX KJIACTEPOB. DTOT MPOIIECC MOTHOCTHIO 3aBepmaercs mpu 7 = 1000 °C.
IIpu 7> 1100 °C HaumHAeTCA MPOLECC arperariy MPUMECHBIX aTOMOB HHUKENS U a30Ta C
00pa30BaHUE CIOKHBIX JIEPEKTHBIX KOMIUICKCOB.

Knrouegwle cnosa: MOHOKPUCTAIUIBI CHHTETUYECKOTO aIMa3a; IPUMECH a30Ta U HUKEJIS;
BaKyyMHBIH OTXHT.

EFFECT OF VACUUM HEAT TREATMENT ON NICKEL-CONTAINING
DEFECTS IN SYNTHETIC DIAMOND SINGLE CRYSTALS
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The effect of post-growth vacuum heat treatment on the defect-impurity structure of
HPHT-diamond single crystal grown by the temperature gradient method in the Ni-Fe-C
system has been studied. It has been shown that initial HPHT diamond crystal contain
nickel impurity not only in the form of single atoms, but also in the form of nanosized clus-
ters. During vacuum annealing at 7 > 800 °C, the dissociation of these clusters begins. This
process is completed at 7= 1000 °C. At 7> 1100 °C, the process of aggregation of impu-
rity atoms of nickel and nitrogen begins with the formation of complex defect complexes.

Key words: synthetic diamond single crystals; nitrogen and nickel impurities; vacuum
annealing.

BBEJIEHUE

B mocrnennee BpeMst HaOIIOAAETCS HEYKIIOHHBIA POCT MPUMEHEHHS OJHOKPUCTAIBHOTO
QIMa3HOTO MHCTPYMEHTa CBEPXTOYHOW 00pabOTKM HM3IETUA M3 COBPEMEHHBIX KOHCTPYK-
IOUOHHBIX KOMITIO3UIIMOHHBIX MATECPUAJIOB, KEPAMUKH, IBETHBIX METAJIJIOB U CILJIABOB [1-3]
JnmrensHoe BpeMs U U3TOTOBJICHHUS OJJHOKPHCTAIBHOTO JIMa3HOTO MHCTPYMEHTA HCTIOb-
30BaUCH MIPEUMYIIECTBEHHO BBEICOKOKAUECTBEHHBIC IPHPOIHBIE aiMasbl. OTHAKO CHIDKCHUE
00BbEMOB JOOBIYM MPHUPOAHBIX ATMa30B U Pa3BUTHE TEXHOJOTHH CHHTE3a KPYIHBIX MOHO-
KPHCTAJUIOB ajiMa3a MOCTABHJIO BOIIPOC O 3aMEHE HATYPaJIbHBIX KPUCTAIJIOB MX CHHTCTHU-
yeckuM aHanorom [1,4]. Tem He MeHee, HECMOTPS Ha OYEBHIHYIO BaXKHOCTH BOMPOCA,
JAaHHbBIE O BIMAHUU MpHUMEcEil Ha MEXaHWYeCKHEe XapaKTePUCTUKH MOHOKPUCTAJUIOB ajiMa-
3a HC MHOTOYUCJICHHBI U BOIIPOC KPUTCPUCB 0T6opa CUHTCTHUYCCKOT'O ChIPbs JJId U3TOTOB-
JICHHSI BBICOKOKAUECTBEHHOTO aJIMa3HOI'0 MHCTPYMEHTa OCTAaeTCsI OTKPHITHIM. Panee HaMu
OBLUTO YCTAHOBJEHO [5], 9TO M3HOCOCTOHKOCTh M CTOHKOCTh KPUCTAUIOB CHHTETHYECKOTO
alMasza K pacKaJbIBaHHIO B MPOIECCE MEXaHO-TEPMUYECKONH 00pabOTKU CYIIECTBEHHO 3a-
BUCHUT OT COACPIKAHWA B HUX MPUMECU HUKEIIA (Hpencﬂe BCETO B ¢)opMe OAUMHOYHBIX aToO-
MOB B TIOJIOKEHWH 3aMellieHus). Bmecte ¢ TeM m3BecTHO [6], UTO mpu TepMOoOpaboTKe
CHHTETHIECKUX aJIMa30B IIPUMECHh HUKEIS aKTHBHO B3aUMOJICUCTBYET C APYTHMH IIPHMeE-
csiMH (TIPEXKIE BCETO C MPUMECHIO a30Ta) ¢ 00pa30BaHUEM CIIOKHBIX E(PEKTHBIX KOMILICK-
coB. Mcxofs U3 3TOTO0, 1EeTbI0 HACTOSIIEH padOThI SABJIAJIOCH U3YYEHUE BIMSHHUS MOCTPO-
CTOBO# TepM0ooOpabOTKK B BakyyMe Ha Je(DEKTHO-IPHUMECHYI0 CTPYKTYPYy MOHOKpHCTAI-
smoB HPHT-anmasa ¢ nenpro yaydmeHns HX MEXaHHYEeCKUX XapaKTePUCTHK.

MATEPHUAJIBI 1 METO/IbI

B Hacrosmeit pabote McCIeNOBAINCH KPUCTAIIIBI CHHTETHIECKOTO anMas3a, BBIPAIIeH-
HBIE METOOM TEeMIIepaTypHOTo rpaaneHTa B cucteme Ni-Fe-Cc ncnonp3oBanneM ammapa-
TOB BBICOKOT'O JaBJIEHUs TUMa «pa3pe3Has cdepar. [IpuMecHbli cOCTaB aIMa30B UCCIIEN0-
Bajics METOJIOM TornomeHus cBeta B UK- 1 BuguMoM nuama3oHax CHEKTpa, a Takke Me-
tomom DIIP. Jlns mpoBeneHHs 3KCIIEPUMEHTOB ObUTO 0TOOpaHo 6 o6pasnoB HPHT-anmaza
C Pas3IMYHBIM COJIEPXKAHUEM MPHMECH HUKENS B BHIC OJAWHOYHBIX aTOMOB B IOJOKCHHUH
3aMenieHus. Mcxoaupie 0Opasibl NPeaCcTaBIsIn COO0H MITOCKONapaslie/IbHbIe TNIACTHHBI C
TIoLaAbto moBepxHoctu ot 10 10 25 MM’ ¥ TOJIIMHOMN OT 0,5 mo 1 mm. OTOOp KpHCTAIOB
MIPOM3BOAMIICS IO CIIEKTpaM IOTJIONICHHS CBETa B BUAWMOM JHMAaNa30HE CIIEKTpa (MHTEH-
CHBHOCTB IIOJIOCHI TIOTJIOMIEHHS 658 HM). XapaKTepUCTHKH UCXOIHBIX 00pa3loB MpUBee-
HBI Ha pucyHke 1 u B Tabmuie. Bee mccnenoBanHbIe KPUCTAILIBI OTHOCWIINCH K THITY Ib ¢
BBICOKHM COJIep)KaHHEM MPUMECH a30Ta peumyliecTBeHHo B hopme C-aedexra (onnHOY-
HBI aTOM B TIOJIOKCHHH 3aMerneHust). OO0mas KOHIIEHTpanys IPIMECH a30Ta BapbHUpOBa-
nach B nuanazone ot 140 g0 280 ppm (yacTul Ha MIJUIMOH aTOMOB yriepoja). UHTeHcuB-
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HOCTb TTOTJIOIICHUS B CHCTEME MOJIOC 658 HM, CBSI3aHHOM ¢ OJMHOYHLIMU aTOMaMH HHUKEIIS
B TIOJOXCHHWW 3aMEIICHHs, BapbUpOBajach B Ipenenax ojaHoro mopsaka ot 0,27 no
1,92 OTHOCUTEILHBIX €IUHMII.

l'[pnmecmﬂﬁ COCTaB UCCJICI0BAHHBIX KPUCTAJIOB CHHTETHYECKOI'0 ajiMa3a

No CojeprkaHue IPUMECH a30Ta, ppm CojiepkaHue PUMECH HUKEIS
n O6iee co-
| et | Azt | AT aepmane | S| S| L
IPUMECH
1 132,5 31,35 12,65 176.,5 0,27 0,02 8,2E17
5 120 16,5 7,7 1442 0,42 0 1,25E17
6 155 18,15 15,95 189,1 1,92 0 2,4E18
7 172,5 8,25 10,45 191,2 1,72 0 1,13E18
9 137,5 26,4 9,9 173.8 0,3 0,01 1,22E18
10 162,5 1023 15,4 2802 0,46 0,04 | 1,51EI8

Omxur o0pas3uoB mpoBoawica B BakyyMHou neun CHIB3I2,5 (BakDTO, Poccus) npu
OCTATOYHOM naBieHnH Ta3oB 107> Ila B TemnepatypHoM mHTepBaie ot 800 mo 1300 °C.
JlmtensHOCTh TEpMOOOPabOTKH (BpeMs HaXOXKACHHUS NP MaKCHUMAJIBHOH TemIeparype)
BO BCEX JKCIEepUMEHTax cocTaBisuia 1 gac. OcTeiBaHHE 00pa3loOB MPOMCXOAMIO BMECTE C
neusto. [lepen perucrpanueil cCieKTpoB 00pasiibl 00padaTHIBATUCH B XPOMOBOW CMECH MPHU
T=120°C B Teuenne 2 4acoB, a 3aT€M MHOTOKPATHO MPOMBIBATIUCH TUCTHILTUPOBAHHOMN
BOJIOM.

PE3YJIbTATBI 1 OBCYXJIEHUE

Pe3ynpTaThl 3KCIEPUMEHTOB NMPUBEACHB Ha pUCyHKax 2—4. Kakol-miu0o BbIpakeHHOM
3aBHCHMOCTH PE3YJIbTaTOB OTXKHIa OT NMPHMECHOTO COCTaBa MCXOAHBIX OOpasIoB HE Ha-
omopmanoce. [loaToMy NpHBeICHHBIE KPUBBIE MOMYYCHBI MYyTEM YCPETHEHUS NAHHBIX IO
BCEM HCCIIeIOBaHHBIM 00pa3iam.

Ha pucynke 2 mpuBeneHbl 3aBUCUMOCTM KOHLEHTpanuu npumecu azora B HPHT-
anMaszax B (hopMe OAWHOYHBIX aTOMOB B HOJIOXKEHHH 3aMEIICHHS OT TEeMIIEPaTyphl Baky-
yMmHOro omkura no aasasiM OIIP u UK-cnextpockonuu. Bugno, yto npu T > 800 °C tn
3aBHCHMOCTH CYIIECTBCHHO pa3nudaioTcsa. Panee Hamu OBUTO TIOKA3aHO, YTO HA HHTECHCHB-
HocTh curHanma OIIP Pl-mieHTpa oKaspiBaeT CHIIBHOE BIHMSIHHE 3apsI0BOE€ COCTOSHUE Je-
(EeKTHOI CHCTEMBI B UCCIEIyEeMBIX KpUcTaiu1ax anmasa [7]. Takum 00pa3om, MOKHO TIpe-
MOJIOKHTD, YTO B pe3yJibTaTe BakyyMHoro oTxura mnpu 7 > 800 °C nmpoucxoanuT n3MeHEHHE
3apsA70BOTO COCTOSTHUS Ie(ekTOB B MOHOKpHcTaax HPHT-aimaza.

251



0.0154

0.010+

MornowieHve

=
©
L

2

L L . L ) T T T T T T
600 650 700 =0 800 0 200 400 600 800 1000 1200
[nuHa BonHbI, HM

0.005

KoHueHTparus, oTH.e/1.

0.000 -

Temnepatypa oTxkura, ‘c

1 —nHTeHCHBHOCTH curHana fedekra P1 B criektpax JI1P;
2 — VHTEeHCUBHOCTH Toj1ockl C-edexra

Pucynok 1. Cnekrpbl NOIJIOEeHUS
B ciektpax MK-normnomenyst

HCCJIECAOBAHHBIX KPUCTAJLJIOB CHHTETUYECKOI'0
aJiMa3a B BWIUMO# 00J1acTH PncyHOK 2. 3aBHCHMOCTH KOHIEHTpaluun

B HPHT-aima3ax npumecu a3ora B popme
O/IMHOYHBIX ATOMOB B IT0JI0’KEHUH 3aMelIeHHsI
OT TeMIepaTypbl BAKYYMHOI'0 OT:KUTa
1o fanHbIM JIIP u UK-cnexkrpockonuu

Ha pucynke 3 moka3aHo U3MEHEHHE KOHIIGHTPAIlMM aTOMOB HUKENS B MOJIOKEHUH 3a-
MEIIEHUSI C POCTOM TEMIIEPaTypbl BaKyyMHOTO oTxkura mis kpuctauioB HPHT-anmaza ¢
Pa3IMYHBIM COJEPKAHUEM IIPUMECH.
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1 —ucxonneiit; 2—T=800°C; 3—-T=1000C°C; 4—-T=1100°C; 5—-T=1200°C; 6 — T=1300°C

Pucynok 3. U3MeHeHHe NOTJIOMIEHHS] B cCHCTEMeE M0JI0C 658 HM ¢ pocTOM TeMmepaTypbl
BaKyyYMHOIo0 oT:kura st kpucraiaios HPHT-anmasa ¢ Bpicokum (a)
U HU3KHUM (0) coep:kaHNeM MPUMeCcH HUKeJs

Bunno, 4To BHE 3aBUCHUMOCTH OT Ha4aJbHOM KOHLIEHTpALMM NMPUMECH HUKENS 3TH 3a-
BHCHUMOCTH UMEIOT CXOXHi XapakTep. s HauanpHOU TemnepaTypsl omxura (7= 800 °C)
HaOMI0JaeTcsl yBeIMUCHUE MHTCHCUBHOCTH TIOTJIOIIEHHUS B cucTeMe mosioc 658 uM. [lpu
JAJIbHEHIIEM MOBBIIIEHUM TEMIEepaTypbl OT)KUIA MPOUCXOAUT MOCTEIIEHHOE CHU)KEHUE
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KOHIIEHTPALUHA IPUMECH HUKEIISA
B (OpME OAWHOYHBIX aTOMOB B
MOJIOKEHUH 3amelneHusd. [lpu-
YeM 3TOT MPOLECC 3aMETHO YCH-
muBaercs npu 7> 1100°C. Pe-
3yJIbTaThl ONTHYECKOH CIIEKTpPO-
CKOIIMH XOPOLIO COMIACYIOTCA C
nmauaeivMu OIP (puc. 4).
JleTanpHBIA aHANIU3 CIIEKTPOB
TIOTJIONIEHHsT O0pa3loB B BUJIU-
MOH 00JIaCTH CIIEKTPOB TIO3BOJIHI 06
BBIIBUTH OTHOCHTEIIBHO CIIa0bIe
U3MEHEHUs] B JMalla3oHe JUIVH
BoNH 540-550 HM, KOTOpBIE TIPO- I — uHTEeHCUBHOCTH cUrHaia nedexra W8 B cnekrpax OIIP;
MICXOJIAT C POCTOM TEMIIEpaTyphl 2 — MIHTEHCHBHOCTb CUCTEMBI IoJI0C 658 HM

BaKyyMHOFO OTIKUTA. HpI/I B CIIEKTpPax IOIJIOLIEHUS CBETA
o Pl{lcyHOK 4. 3aBucuMocTH KOHIeHTPaluu NpuMecH HUKe-
T> 800 °C B criekTpe MOsBIAETCS

Js B nojioxennu 3amemienusi B HPHT-anmaze
crafas monoca ¢ MaKCHMYyMOM OT TeMIepaTypbl BAKYYMHOI'0 OT/KATa [0 AaHHbIM DIIP
~541 HM, KOTOpasi MOJHOCTBIO H NOTJIOIeHNsl CBeTa B BUAMMOI 06,1aCTH ClIeKTpa
ncuezaer npu 1'=1000°C. Tlo

JaHHBIM [8] monoca 541 HM MOXeT ObITh CBsS3aHa ¢ Ae()eKTOM, BKIIFOYAIOIINM JiBa OJIM3KOpac-
TMIOJIOYKEHHBIX aTOMA HUKEJIA B MIOJIOKEHUH 3aMEILLICHNS U aTOM YIJIEPOIa B MEXKIIOY3JIHUH.

3AK/IIOYEHUE

00600111251 IPUBEICHHBIE BEINIE YKCIIEPUMCHTANBHBIC TAaHHBIE MOJKHO CHENATh CIEeXyIo-
mue BbiBoAbl. Mcxonusie kpucramsl HPHT-anmasa, no-sugumMoMy, coepxKalu IpUMeECh
HUKEISl HEe TOJIBKO B (hOpME OJUHOYHBIX aTOMOB, HO U B (JOpME HAHOPa3MEPHBIX KIlacTe-
poB. B mporiecce BakyymHoro orxura rmpu 7 > 800 °C HaumHaeTCst AUCCOIMAIIHS ITUX KIla-
ctepoB. [Ipu 3TOM yBennumMBaeTCss KOHIICHTPAIMS OJUHOYHBIX aTOMOB HHUKEIS, PETHCTPHU-
pyemasi metogamu omnrtudeckoi crnektpockonuu u OIIP. Ha mpoMexyTodHBIX cTamusx
BO3MOXKHO 00pa3oBaHue JePEeKTOB, BKIHOYAOIINX JBa OIU3KOPACIONOKEHHBIX aTOMa HHU-
kenst (mosoca 541 Hm). DToT mponecc monHocThio 3aBepiuaetcs npu 7= 1000 °C. IIpu
T > 1100 °C HaunHaeTCs MPOIECC arperauy IPUMECHBIX aTOMOB HUKEJS M a30Ta ¢ o0pa-
30BaHME CIIOKHBIX JE(PEKTHBIX KOMIUIEKCOB. [Ipy MakCHManIbHOW MCCIEIOBaHHOHN TeMIie-
patype (7= 1300 °C) mporiecc KOMIUIEKCOOOpa30BaHUs €Ille He 3aBepmaeTcs. Takum o0-
pa3om, [Jid MOJIHOTO CBA3BIBAHUSA MMPUMECHU HUKEIIA HBOGXOZ[I/IMI)I 0oJiee BHICOKHE TeMIICpa-
Typbl BAKYYMHOT'O OTXHUra. JTH HcceloBaHus OyIyT BBIIOJIHEHbI Ha CIEIYIOIIEM dTare
pabotel. [Imanupyercss TakKe MPOBECTH CPABHUTEIBHBIC HCIBITAHUS HW3HOCOCTOWKOCTH
WCXOJHBIX 00pa3loB M 00pa3IoB, MOJBEPTHYTHIX IOMOJHUTEILHOW TepM0oOpaboTKe B
BaKyyMe.

K(!I{II‘!IIT]’}.’IIUIH. OTH.e/L.
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T T T T T T
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YCKOPEHHOH Murpanneil coOCTBEHHBIX MEKY3eIbHBIX aTOMOB KPEMHHSI H UX B3auMOeH-
CTBHEM ¢ Apyrumu gedexramu pemerku B OI13 110708 Bo Bpems 00myUueHus.
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