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Metomamu peHTreHOBCKOHM qudypAKTOMETPHHU, JIEKTPOHHON MUKPOCKOIIMU ¥ MUKPONHIEHTUPOBAHUS HC-
cireToBaHbI (ha30BHIM COCTAB, CTPYKTYPA, CYOCTPYKTYpa M TBEPIOCTH BAKYYMHO-IYTOBBIX MHOTOCJIOMHBIX TI0-
kportuit cucremsl TiN / CrN, mosiyueHHBIX B MHTepBasie naeienus azora 1-10-5...5:10-3 Topp mpu momaue
TIOCTOSTHHOTO ¥ WMITYJIBCHOTO OTPHUITATEIBHOTO TIOTEHITUAIA CMENeHUs. ¥ CTAHOBJIEHO (POPMUPOBAHIE JBYX-
da3HOrO COCTOAHMS € MPEMMYIIECTBEHHON OpHWEeHTaImell pocTa KPpUCTaUIUTOB. [Ipu BBICOKOM JaBIIEHUH
(1...5)-10-3 Topp u Imogave OTPHUIATEJIHHOI'O IIOCTOSHHOTO IoTeHnuasia cvemenus: Ui, =— 20 B — ock Tek-
crypst [100], mpu — 230 B — ock Texcrypsr [111]. OcHoBHIBasiCH HA UCCIIEIOBAHUSX CYOCTPYKTYPHOIO COCTOS-
HUSs, YCTAHOBJIEHA CBs3b Iepexoma B cBepxTBepmoe (mo 57 I'Tla) cocrosinme ¢ ymeHbIeHHEM MHUKpPOIedop-

Manuu U pasMepa KpuctasiuTtos B TiN ciosx.

Kmiouessie cioBa: Bakyymuo-myrosoit meron, asnenwne, Ilorenmman cmemenus, CrN, TiN, Texcrypa,
Cy06crpyrrypa, Mukpogedopmarus, Pasmep kprcTaaainTos.

1. BBEJIEHUE

Wsyuenne 3axoHOMepHOCTEH (QOpPMUPOBAHUSA HAa-
HocIoHHBIX TiN / CrN-moKpBITHI, HOJIydaeMBIX MEeTO-
JIOM BaKyyMHO-IyTOBOI'O MCIIAPEHUs, IIPEJICTABIISIET KaK
HAYYHBIN, TaK U mpakTuyecknit murepec. C Toukwm 3pe-
HUS TPAKTAYECKOTO NPUMEHEHUS TaKas KOHCTPYKIIHS
TMOKPBITUS TIO3BOJISIET COYETATh BBICOKYIO H3HOCOCTOM-
KOCTh TIOKDITHUSI ¥ HU3KYI H3HAINBAEMOCTh KOHTpTEeJIA
[1-3]. Iokperruss TiN / CrN moxasanu BBICOKYIO addek-
THBHOCTH B CJIy4ae WX WCIOJIb30BAHUS HA PEsKYIIUX WH-
CTPYMEHTAX IIPH PE3aHuU TPYIHOOOpPabaTBIBAEMBIX MAa-
Tepraos [4].

Hayunsrit maTepec cBsidan ¢ yriaybJieHreM ITOHUMA -
HUSI MAaJIOM3YYEHHBIX IIPOIECCOB (DOPMHUPOBAHUSA HA-
HOCJIOMHBIX CTPYKTYP HA OCHOBE B3aWMHO PaCTBOPUMBIX
cucrem tuna TiN / CrN B yciioBUSIX ocasKIeHUsST BBICOKO-
MOHU3WPOBAHHBIX, BO30YKIEHHBIX KOMIIOHEHTOB IIOTO-
KOB BaKyyMHO-IYTOBO# ILJTa3MHI [5, 6].

Ilo aromy B mamHOII pabore ObLIa IOCTABJIEHA IIEJIb
MIPOBECTH KOMILIIEKCHBIE WCCJIEIOBAHUSA 110 BJIUSHHUIO
OCHOBHBIX (DH3MKO-TEXHOJIOTHYECKUX ITapaMeTpoB Ha
CTPYKTYPHOE COCTOSHMNE MHOTOCJIOMHBIX HMOKPBITUN, YUTO
MOYKET CTaTh 0a30M /I PA3BUTUSA OCHOB CTPYKTYPHOM
WH¥KEHEePUH MHOTOCJIOMHBIX HUTPHUTHBIX ITOKPHITHM.

2. METOJAUKA ITIOJIVIEHHUA "N
HNCCJIEJOBAHNA OBPA3IIOB

MHaorocsoiiasie aByxX(a3Hble HAHOCTPYKTYPHBIE II0-
kpbitusa TiN / CrN ocaskmanucs B BaKyyMHO-TyTOBOM
ycranoeke «Bymnar-6». B kauecrBe marepnaJioB KaTOIOB
ucroab3oBauel: tutan BT 1-0; MasoermpoBaHHBIN
ciuiaB xpoma BX1-17; axkruBHEBI ras — a3or (99,95 %).
[TokpbITHST HAHOCHJIMCHL HA IOBEPXHOCTH 00pPA3IOB
20x20x 2 MM w3 cramm 18H10T, momrororsenHyo
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CTAHIAPTHBEIMM METOOAMHM IIIAQOBAHUSA M IIOJMPOBA-
aus. [Ipomeaypa ocaskaeHMss MHOTOCJIONHBIX ITOKPBITHAN
BRJIIOYAJIA CJIeAyIolye omepanuu. BakyymMHy0 KaMmepy
oTkaunBaym 10 masieHus 10-5 Topp. 3arem Ha 1moBoO-
POTHOE YCTPOMCTBO C IIOJJIOKKOIEPIKATEIEM IT0[aBaJIx
OTPHUIIATEbHBIM ToTeHInaa 1 kB, BrIoYasm ucmapu-
TeJIb W TPOU3BOMUJIN OYHCTKY IIOBEPXHOCTH TEPBOM U3
IBYX MOMJIOMKEK 00MOApIHMpPOBKOM HMOHAMHU XpoMa B Te-
vyernue 3...5 muH. [locsie aTOTO TIOAITOMKKOIEPIKATEIIDH TIO-
BopauuBasm Ha 180° u IpoM3BOOUIIACH TAKAS YKE OUMCT-
Ka BTOPOM IIOMJIOKEKH. J[asee BRIIIOYAIN OJHOBPEMEHHO
00a HcIapuTeIs, IoAaBaJICa B KaMepy a30T U OCaKIaIn
mepBEIM  ciaoi ¢ ommoii croporsl CrN, a c¢ mpo-
TUBOIOI0:KHO0M — TiN.

IIporiece ocasgmeHuss OCYIIECTBIIAJICA IIPU CJIEYTO-
IMUX TeXHOJIOTHYecKuX yciaoBusax. Ilocie ocasmenus
IepPBOro cJos 00a HMCIIAPUTENS OTKJIIYAJIM, HOBOPAYH-
BaJId TOJIOMKKOeps:kaTesib Ha 180° u cHOBa OIHOBpeE-
MEHHO BKJIOYaIn 00a ucnapuressd. Tok ayru B mpoiiecce
ocasmenus cocrasyuan 85...90 A, masienue asora (PN) B
KaMepe  BapbUpOBaJIOCb B  HHTepBaJe 10-5...
5-10 -3 Topp, paccrossHyre OT UCIIAPUTEJIS J0 IIOMJIOMKN —
250 MM, Temneparypa momyokkn (77,) ObLIa B UHTEpBaJie
250...350 °C. Tlonmyuany IOKPBITAS TOJIIIHHON OKOJIO
7 mrm. OnHa mapa u3 nByx HanocsaoeB TiN / CrN umena
TOJIIUHY 0K0JI0 40 HM, IIPK 9TOM TOJIIIIHMHA KaYKJIOr0 U3
HAHOCJIOEB COCTABJISLIIA 0K0JI0 20 HM.

Muorocoittasie HAHOCTPYKTYPHBIE TOKPBITHUST
TiN / CrN ¢ ogHOBpeMeHHOM HOHHOM HMILJIAHTAIUEH B
IIpoIiecce MOJIYYEHUs OCAKIAJIMCEH IIPU IIoJadve Ha II0M-
JIOIKKOJIePyKATe b HapsAay C OTPUIIATEJIBHBIM ITOCTOSH-
HBIM IIOTEHIIUAJIOM WMILYJIbCHBIA TIOTEHIIAA C JJIH-
TeJbHOCTBI0 HMITLYJIbCOB 10 MKC, YacCTOTOM CJIeJOBAHUS
7 kl'n m ammmrymoit mo 800 B. OcuoBHOe mpeumyiie-
CTBO JAHHOI'O MeToJa IIJIa3MEHHOM MOHHOW MMILJIAaHTAa-

© 2015 CymMcbEull Jep:KaBHUM YHIBEPCUTET


http://jnep.sumdu.edu.ua/index.php?lang=uk
http://jnep.sumdu.edu.ua/index.php?lang=en
http://sumdu.edu.ua/
mailto:sool@kpi.kharkov.ua

0.B. CopoJib, A.A. AHJIPEEB, B.®. 'OPBAHB U JIP.

muu u ocasknenus (PBII&D-meron) npu cumTese IByX-
dasuerx HanocrpykTyp TiN / CrN cocrout B cyIecTBeH-
HOM CHUKEHUH TEeMIIepaTyphl pa3orpeBa IOAJIOMKKN IIPU
ocasgnenun (Hrmxe 200 °C), yTo TOJLKHO OJIOKHMPOBATH
3aMeTHOe IH(P(Py3HOHHOE IIepeMeIINBaHNe KOMIIOHEH-
TOB CHCTEMEI.

®Das30BBIA COCTAB, CTPYKTYpa U CyOCTPYKTYpHBIE Xa-
PAKTEPUCTUKNA H3YYaJUCh METOIOM PEHTTE€HOBCKOM JIH-
dpaxromerpun (JIPOH-3M) ¢ ucnonnsosanuem Cu-Ka-
uanydenunsi. JIJiss MOHOXPOMATHU3AIUH PETUCTPUPYEMOTO
U3JIyYeHUsT MPUMEHSJICI TPa(UTOBHIA MOHOXPOMATOP,
KOTOPBIN YCTAHABJIMBAJICSA BO BTOPUYHOM Iy4Ke (Ireper
nerexropom). Mayduenue ¢asoBoro cocraBa, CTPYKTYPHI
(TEKCTYpBI, CYOCTPYKTYPHI) IIPOM3BOJUIN C IIOMOIIBIO
TPAJUIIMOHHBIX METOIUK PEHTTeHOBCKON IUpPaKTOMET-
puM IIyTeM AaHaJIM3a IIOJIOKEHWSI, WHTEHCUBHOCTA U
dopmer mpodmeit aupparimoHHBIX pedrercoB. Jlis
pacim@poBKr TUPPAKTOrPAMM HCIOJIB30BAJIMCHL Ta0b-
JIUIIBL MESKIYHAPOIHOTO IIeHTpa JU(PAKIIMOHHBIX JTaH-
ueix Powder Diffraction File. CyGerpykrypHbie xapak-
TEPUCTUKH OIIPEeIsJIACh METOIOM AIIIPOKCUMAIIH [7].

MukporHIeHTUPOBAHME IIPOBOMAUJIA HA YCTAHOBKE
«Mwugpon-ramma» 1pu Harpyske g0 F'=0,5 H anvmasnoit
nupamuaoii bepkosuua c yriiom 3aToukm 65°, ¢ aBToMa-
THYECKH BBITIOJIHSIEMBIMU HATPYKEHHEM U Pa3rpyKeHH-
eM Ha mporsakeHUU 30 cCeKyH/I.

3. PE3YJIBTATDBI 1 UX OBCYKIEHUNE

Ha pucynre 1 mpusenens: Mukpodororpadvu uamoma
nokpertuit TiN/CrN, nomyueHHBIX 6e3 () ¥ ¢ UMITYJIbCHOM
BBICOKOBOJIBTHOM cTuMYyJIsAtme (0).

Busso, uyTo B OTCYyTCTBHE MOHHOM CTUMYJIAIIMH POCTA
TIOKPHITUSA, TAK U IIPX €€ HAJWYWHA HA TOBEPXHOCTH op-
MupyeTcs: sTuelKoo0pasHas crpykrypa (puc. 1), a cTpyKTy-
pa M370Ma HOKPBITHS TIOKA3BIBAET CTOJIOUATHIA B pac-
TYIIUX 3ePeH-KPUCTAJINTOB, OJTHAKO I0IaYa BHICOKOBOJIb-
THOTO WIMITYJIHCHOTO TIOTEHIIAAJIA IIPUBOINUT K HEKOTOPOMY
BBIPABHMBAHUIO pacTyileil moBepxHocTy (puc. 16) m3-3a
OoJIBbIIIEN TIOABHIKHOCTH OCAYKIAeMBIX B OTOM CJIydae
IUTEHKOOOPA3YIOIIHX YACTUL], ¥ K BOJIOKHHCTON CTPYKType
pocra ¢ MEeHBIIMM Pa3MepOM 3e€peH B IIOCKOCTH CEYEHUS
apasuIeIbHOM ITOBEPXHOCTH.

x6k 1lpm x4.3k lum

Puc. 1 — ®paxrorpaMmMbl HM3JI0Ma MHOTOCJIOMHBIX ITOKPBITHHR
TiN / CrN, nmomyuennsix upu Un, =—230 B, Px= 0,005 Topp,
T, =250 °C: a — 6e3 UMILYJIbCHOM CTUMYJIAIUN, O — C UMITYJIbC-
HOHM CTUMYJIAITHEH

Ilo maHHBIM PEHTTEHOBCKON AU(MPPAKTOMETPUHN IIPH
nogave mocrogHHoro morerimana Un, = — 230 B 6e3 nm-
IIyJILCHOI'O BO3JEMCTBUSA B 3aBHUCHUMOCTH OT JABJICHUS B
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naTepBasie (10-4...5-10-3) Topp mpomcxoauT wH3MeHe-
HIE CTPYKTYPHOTO COCTOSTHUS OT IIOJIMKPHCTAJIINIECKO-
ro 6e3 IPenMyIIeCTBEHHOM OPUEHTAIUHN JI0 TEKCTYPUPO-
BAHHOIO ¢ ochbio [111] ImepueHIUKYJISPHOM IJIOCKOCTH
pocta (IrocseHee IPOSBIISIETCS B OTHOCUTEJIBHOM YBe-
JIMYeHUU WHTEHCUBHOCTH OT IIHKOB CEMENCTBA ILJIOCKO-
crett {111} — puc. 2, cuexkTpsl 3 1 4, a TakKe 1ocje 00-
paboTKU U BBIIEeIeHU Ipoduiieit Ha puc. 3a u 0).
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Puc. 3 — YuacTku criekTpoB ¢ pasjiesieHueM Ha COCTABJISIOIIIE
mudparmuonHoro mpodmia nokpsiTua TiN / CrN, ocasmeHHO-
ro npu Upn=—230 B u Px=5-10-3 Topp: a) 1— npoduss BbI-
neneHUs OTUPPAKIMOHHON KpuBoii or miockoerr (111) TiN, 2—
npodIb BBHIAEJICHUS TUQPPAKIIIOHHON KPUBOM OT ILJIOCKOCTH
(111) CrN, 3 — cymmapHas anmpoKCUMUpYOIIas KpuBas, 4 —
TOYKH HCXOJHOTO MACCHBA JAHHBIX; 0) 1 — mpodmib BeImEJIE-
HUS JTUQPAKITHOHHON KPUBOM oT mrockoct (222) TiN, 2- mpo-
mb BBIIEIEHUA TUQPPAKITHOHHOM KPUBOM OT ILJIOCKOCTH (222)
CrN, 3 — cymmapHas anmpoKCUMUpPYIOIIas KpUBasi, 4 — TOUKHU
HMCXOHOTO MACCUBA JIAHHBIX, 5 — IpPoQUJIb BHIJEJIEHUS -
dparimonHo# KpuBoit oT tiockoctu (311) TiN

IIpu orHOCHMTENIBHO HEBBICOKOM maBjeHmu 1-10-3
Topp dopmMupoBaIoch OUTEKCTYPHOE COCTOSTHUE C OCSIMU
mpeumyinecrBeHHou opwentaruu [100] u [110], uTo
CBSI3BIBAETCSI ¢ BBICOKOM MOABUKHOCTBHIO IIEHKOOOpAasy-
OIX aTOMOB, a IIPW HAWMeHbIeM napjennu 1-10-4
Topp — Texcrypa ¢ ocko [311]. [lossBIIeHME TTOCTEMHEH B
HUTPHUIAX IE€PEXOJHBIX METAJIJIOB C IIPOCTON KybOmde-

01034-2



CTPYKTYPHAA MHKEHEPUA MHOT'OCJIOMHOM CUCTEMHI ...

cKoi pererkoit crpykrypHoro Tuna NaCl, mosryuyeHHBIX
BaKyyMHO-IyTOBBIM HCIIAPEHUEM, CBA3BIBAETCS C PaU-
AIMOHHBIM JIeHCTBMEM YCKOPEHHBIX B II0JI€ OTPHILA-
TeJIbHOI'O TIOTEHITUAJIA CMEeIeHUsT YACTHII.

Takum oOpas3om, Ipy MOHWKEHUH JTAaBJICHUI, KOTIa
YBEJIMYUBAETCS JJIUWHA CBOOOJHOTO mpodera WM yMeHb-
LIAIOTCS ITOTEPH dHEPTHU HA CTOJKHOBEHUE, IIPOUCXOIUT
IepexoJl OT TEKCTYPHhI 1e)OPMUPOBAHHOIO COCTOSIHFS
[111], xoTopass cdopmupyeTcsi mpu OOJIBIIIOM COMEPIKA-
HUM aToMOB as3ora B permrerke [8] m Texcryp [100] m
[110] bopMupyeMBIX IIpY BBHICOKOM ITOJBUKHOCTH ILJIEH-
K000pa3yoIAX aTOMOM B YCJIOBHUSX MOHHOTO BO3IEHCT-
BUS IPU CPeIHeM IaBJIEeHUH, 0 TeKcTyphl [311], ompe-
eIsieMOM pAaJHAIlHOHHBEIM [eHCTBHEM IIPU HAUMEHb-
1I1eM J1aBJICHUH.

Jlagusie 00 M3MEHEHNN WHTEHCHUBHOCTY IIMKOB, OII-
pelesisieMble IOSIBJIEHWEM IIPEeUMYIIEeCTBEHHOM OpHEeH-
Tanmu B wHTepBasie masieHuit (1...5)-10-2 Topp mis
cocrasusonux ciaoeB TiN m CrN das mpusBemensr Ha
puc. 4.
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Puc. 4 — Pacupeniesienrie umHTEHCUBHOCTEH U PAKIIMOHHBIX
NHUKOB IIPX pasHoM AaBieHun ocasxaenun misa TiN (a) m CrN
(6), mokpertuit cucremel TiN / CrN, momyuensbix mpu Ui, =
—230B: 1 — (111), 2 — (200), 3 — (220), 4 — (311), 5 — (222),
Tabanunsie 3Havenusa (PDF Ne 870629 u PDF Ne770047): 1' —
(111), 2' — (200), 8' — (220), 4' — (311), 5' — (222)

IIpu srom mepuon pemreTku M (pas U3MEHSJICS CHH-
XPOHHO, HO He MOHOTOHHO (puc. 5). BunHo, uto ¢ yBemrye-
HHeM JABJIEHHWs IIPOMCXOIUT POCT IIEPHOIA B HAIIpaBJIe-
HUHW HOPMAJIA K IIOBEPXHOCTU, UYTO MOIKET OBITH 00YCJIOB-
JIEHO, KaK YBeJMYEHUEM COIEeP:KaHMsA a30Ta B IOKPBITUM,
TAK ¥ IOBBLIIIEHNEM YPOBHS CAKUMAIOIIMX HATIPSKeHnin. B
Cllydae HUTPHIA TUTAHA YBEJIMUYEHWE I[EePHOIa KPUCTAJI-
Jraeckoit perretkn 0 0,4279 HM MOKeT OBITH CBS3AHHO C
TeM, uro paza CrN B cHIIy MEHBIIIEH TEPMOIUHAMIUECKOM
YCTOMYMBOCTH II0[, BO3IEMCTBAEM MOHHOM 00MOApIUPOBKI
¥ JIOKQJIBHOTO Pa30rpeBa PacTBOPSIETCS B HUTPHIE TUTAHA
¢ obpasosanmem TBepaoro pacrsopa (Ti, Cr)N u ysesmye-
HHEeM [OpH 9TOM IIEPHOA PEIIeTKHA. JTO COIrJIACyeTcs ¢
IaHHBIMHM OKCIIEPUMEHTa, ONMMCAHHOrO B [1] Korma is
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TOHKUX IIJIEHOK TOJIIMHOM 50 HM, ITOJIyYeHHBIX II0CJIeO-
Ba-TeJIbHBIM ocaskmenriem HauocsorHo# mapsl TiN / CrN ¢
TepuoIOM He MpeBHIaomM 10 HM 0 JAHHBIM JJIeK-
TPOHHOIO AU(PPAKIIMOHHOIO AHAJIM3a KaKas-JII00 IBYX-
dasHocTh He BBIABISLIACKH. V3 3JIEKTPOHOTpAMM CJIe0Ba-
JIO, YTO IIPHM TAKOH TOJIIIMHE HAHOCJOEB B IIPO-IIecce oca-
SKIIEHMSI 00pa30BhIBAJIACH KyOmueckas: pasa TBEpIOro pac-
TBOpa (Ti, Cr)N co CTPYKTYPHBIM THIIOM KPHUCTAJLIHYECKON
perrerkn NaCl, Kak u B cIydae MOHOHUTPHIA TUTAHA.

W3 ananmsa moJiyYeHHBIX 3aBUCHMOCTEHM TaKsKe clie-
JIyeT OTMETHTH 0ojiee HU3KOe 3HAYEHHE IIepuojaa IJIs
0bomx a3 mpu uX POpMHUPOBAHKE B YCIOBUAX TEHCTBUA
BBICOKOBOJIBTHOT'O MMILYJIbCHOTO BoagercrBus. I[lpuum-
HOHM 9TOT0, MO0 BUIUMOMY, SIBJISETCS yMeHbIIIeHUWe Ha-
TIPSIPKEHHOTO COCTOSHUSA, YTO XapaKTePHO JJId BO3IEHCT-
BUSA Takoro tuma [9].

ITomaya BBEICOKOBOJIBTHBIX HMIIYJIBCOB B IIpOIlecce
OCAMKIEHNS B COYETAHMH C IIOCTOSIHHBIM OTPHUIIATE]Ib-
HbIM moTeHasioM — 230 B mpuumunmnansHo He mame-
HAeT xapakrep GopMupPyeMoro (as3oBO-CTPYKTYPHOTO
CO-CTOSTHHS IIOKPBITHHA (puc. 6).
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Puc. 5 — Uamenenne mepmomos pemrerkn TiN (a) u CrN (6)
COCTABJIAIONINX MHOTOCJIOHON CHCTeMBI B 3aBHUCHMOCTH OT
maBneHua. 1 — Uw=— 230B, Uw=0; 2 — Uwm=-230B,
Un=—"700B; 3— Uum=—20B, Un=—"700 B
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Puc. 6 — Vuactkn udpaklUoOHHBIX CIIEKTPOB  IIOKPBITHI

TiN/CrN, nonyuenssix npu U, = — 230 B u ummnysibcHOM BO3-
nevictBur Uny =—700 B u Pn, Topp: 1 — 1:10-4, 2 — 1-10-3,
3-310-34-510-3
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Puc. 7 — Pacuipeniesienne WHTEHCHBHOCTEH TuPAKIIMOHHBIX
IHUKOB IIPpX pasHoM AaBieHun ocasxaenuu misa TiN (a) u CrN
(6), moxpertmit cucrembl TiN/CrN, momydeHublx mpu U, =
—230B 1 Uw=—700B: 1 — (111), 2 — (200), 3 — (220), 4 —
(311), 5 — (222), Tabmuunsie sHauerus (PDF No 870629 u PDF
No 770047): 1' — (111), 2' — (200), 3' — (220), 4' — (311), 5' — (222)

Taxsxe MOKHO OTMETUTEH OPMUPOBAHUE IIPEUMYIIIE-
CTBEHHOM OpHeHTaItnu ¢ ocbio [111] coBepIreHCTBO KO-
Topoii (pu maBiaeHuax (3...5)-10-3 Topp) moswlIaercs
¢ yBesinueHueM gaBienus (cMm. puc. 4 u 7).

OCHOBHBIE OTJIMYHST IIPOSIBJISIIOTCS HA CYOCTPYKTYP-HOM
YPOBHE B BHJEe 3HAUUTEIHHO MEHBIIEr0 pasMepa KpH-
crasumToB U MuKpoaedopmarmy TiN cocTaBismomux co-
€B IIpH OOJIBIINX JABJIEHUAX ocaxaeHus (puc. 8a, B). B To
Bpems kak B CrN ciosix momaua mpu ux hOpMUPOBAHUH
BBICOKOBOJIBTHBIX MMITYJIHCOB IIPUBOIUT K 00JIe€ BHICOKOMY
cpenHeMy 3HAYEHMIO padMepa KPHCTAJIIUTOB IIpH 0osiee
HHU3KOM MuKpomedopmaruu (puc. 8 6, T).

[Ipu sTOM CiteryeT OTMETUTD, YTO B OTJIMYHE OT HUT-
puma TUTAHA B HUTPUJE XpoMa MHUKpomedopMalius C
yBeJIMYEHHUEM JIABJICHUS JIJIs BCeX PEeKUMOB — BO3pac-
Taer, OJHAKO B CJIy4yae HMILYJIBCHOTO BO3IEHMCTBUS, IO
BHIUMOMY, B CJIEJICTBUH BO3MOXKHOCTH YTIIOPSIOYEHUSI,
TaKO! POCT IIPOSABJIAETCA B HaUMeHbIIlell CTelleHN.

[Tonm:xeHMe IIOCTOSHHOTO OTPHIIATEILHOIO IIOTEH-
muana cmenienns 10 — 20 B mpu mMImysibcHOM BBICOKO-
BOJITHOM BO3[IEWMCTBUH IIPUBOIUT K KAYECTBEHHOMY W3-
MEHEHHMI0 (POPMHUPYEMOTO CTPYKTYPHOTO COCTOSIHHS, UTO
MIPOSIBJISIETCS HA JUPPAKIIMOHHBIX CIIEKTpax (puc. 9).

Buso, uro mpy HOBBINIIEHNN TABJIEHUS B 9TOM CJIydae
MPOUCXOOUT (POPMHUPOBAHME JPYTOr0 THIIA IIPEUMYIIE-
CTBEHHOM OPHEHTAIINH KPHCTAJLINTOB — ¢ ocbio [100] mep-
MEeHIUKYJISIPHOM IIJIOCKOCTH [TOBEPXHOCTHA POCTA, YUTO IIPO-
SIBJISIETCS. B YBEJIMUEHUM OTHOCUTEJIFHON WHTEHCUBHOCTH
muKkoB  oT 1wiockoct (200) B yIVIOBOM JHAIIa30HE
260 = 40...45°, xax nya TiN, rax u CrN das (puc. 10).

Kax BuaHo u3 mpuBemeHHBIX Ha pucyHKe 11 3aBu-
CHMOCTeH WHTEHCUBHOCTH IU(MPAKIMOHHBIX ITHUKOB OT
aBJIEeHHUs a30THOM aTMocdeps! mpu ocaskmenunu B TiN
dase Tercrypa ¢ ockio [100] sBIIsIETCA IpPEBAIUPYIOIIEH
HAUMHASA C CAMBIX HU3KHUX JABJCHUN HPHU OCAMKICHUHN
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(puc. 11a) B 1o Bpems, kak B CrN ¢ase B uHTepBase
CpeTHUX IaBJIEHUM HabJ0aeTcss obpazoBaHue OHUTEK-
cTypHOro coctossHus ¢ ocamu [100] u [111] (pme. 116).
OTtHomreHre 00BEMHOTO COIepsKaHusA hasbl HUTPHIA
TUTAHA K HATPUJY XpoMma cocrasiser okoso 1,5/1. Cire-
JIyeT OTMETHUTD, UTO IIPH Iepexojie 0T Hanbosiee HU3KOr0
nmasiienusa npu ocaskaenuu 1-10-° Topp k Gosiee BbICO-
komy 1,2-10-4Topp (puc. 9, crexrpor 1 u 2) dasoBsrit
cocraB mamMeHsieTcst or Mertasutudeckoro Ti u Cr k HuUT-
pUIy TATAHA IIPU COXPAHEHUU XPOMa B METAJLJIHYECKOM
cocrossaun. U Tospko mpu masiiennu 5-10-¢ Topp mpo-
ucxoauT OPMUPOBAHME HUTPHIA XPOMa M30MOPMHOMI
MOHOHUTPHAY TUTaHa Momupuramu (puc. 9, cuexTp 3).
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Puc. 8 — 3aBrucuMocTy N3MEHEHUA CyOCTPYKTYPHBIX XapaKTepH-
cTuk (CpegHHU pasMep KpucTa/LmToB, L (a, 6) m Murpomedop-
Mmarus, <e> (8, 1)) B kpucraumyeckux dasax TiN (a, 8) u CrN
(6, T) MHOT'OCJIOMHOI CHCTEMBI OT JABJIEHHUA a30THON aToMOoC(hephl
apu ocaskaeHvu Pn: 1 — Unpn=—230 B, U =0; 2 — Unn =— 230 B,
Unu=—T00B; 3 — Upn=—20 B, Up. =— 700 B
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CTPYKTYPHASI UHAKEHEPUA MHOTOCJIOMHON CUCTEMBI ...
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510-4,4-1-10-3,5-310-3, 6 — 5-10-3

Puc. 9 — Vuacrgu CIIEKTPOB
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Puc. 10 — YuacTok crieKkTpa ¢ pasjiesieHreM Ha COCTABJIAIOIINE
mudparmponHoro mpodmisa mokpsiTua TiN / CrN, ocasmeHHo-
ro upu Unpn=—20B, Upnw=—700B u Px=5-10-3 Topp: 1 —
podMJIb BHIIEJIEHAS JUQPAKIMOHHON KPUBOM OT ILJIOCKOCTH
(111) TiN, 2 — mpodmis BeImeIeHUA TUPPAKIIMOHHON KPUBOM
ot miockoctu (111) CrN, 3 — mpoduiib BeImeIeHUA TUPPAKIIA-
oHHO# KpuBoi oT mwiockoctu (200) TiN, 4 — mpoduis BhIEsTE-
HUS OupakuoHHoi KpmBoi or iockoctu (200) CrN, 5 —
cyMMapHas anpoKCUMUPYIOIIAsa KpUBas, 6 — TOUKH UCXOIHOTO
MaccuBa
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Puc. 11 — Pacnipenesienre mHTEHCHUBHOCTEN IUQPAKIIMOHHBIX
IUKOB IIpu pasHoMm aasienuu ocaskmenun st TiN (a) u CrN
(6), mokpertmit cucrembl TiN / CrN, mosyuenubix mpu U, =
—20Bu Un=—-"700B: 1 - (111), 2 —(200), 3 — (220), 4 — (311),
Tabsmmansre 3HaveHus: (PDF No 870629 u PDF No770047): 1' —
(111), 2' - (200), 3' — (220), 4' — (311)

K. HAHO- EJIEKTPOH. @I13. 7, 01034 (2015)

OOpasoBanue HUTPHIA XpOMa IIPU 0oJiee BHICOKOM
IaBJIEHUH, YeM HUTPHAA THUTAHA MOYKHO OOBSICHUTH
pe3yabTaToOM MIPENMYIIECTBEHHOTO CHHTe3a HHUTPUIA
TUTAHA 10 CPABHEHWIO C HUTPHUIOM XPOMAa BCJIEIICTBHE
0oJiee BBICOKOTO CPOCTBa ¢ a30ToM B cucteMme Ti-N, uem
B cucreme Cr-N. CBobomuas sueprust obpasoBanusa TiN
moutu B aBa pasa Ooabmre, yem CrN [10], a komcramTa
CKOPOCTH PeakIlnu CHHTe3a — BhImIe B 1,5 paaa.

W3 mosyueHHBIX 3aBUCHMOCTEH TBEPIOCTUA TOKPBITHI
OT JABJIEHUS IIPU OCAYKIEHUU, IPEICTABJIEHHBIX HA DPHU-
cyHKe 12 BHAHO, YTO TPHU CPABHUTEIHLHO HU3KOM IIO-
CTOSTHHOM OTPHIIATEIFHOM IoTeHImate cMemenns — 20 B
(puc. 12, 3aBHCMMOCTH 3) MOKPBITHSI C BBICOKOM TBEp-
II0CThI0 DOPMUPYIOTCS IIPU HAMOOJIBIIEM JaBjeHuu 5-10-3
Topp. 3HAYKUTETHLHBIA IPUPOCT TBEPIOCTH HAOIIOAAETCS
TIPH YBEJIMYEHUU TIOCTOSIHHOTO OTPHIIATEIBHOTO TIOTEHITH-
amna o — 230 B (puc. 12, saBucumocru 2 u 3).
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Puc. 12 — 3aBuCHUMOCTE MHUKPOTBEPIOCTH MHOTOCJIOMHBIX II0-
kpertaii TiN/ CrN or maBiieHuss asoTHO# atomocdepsl MIpu
ocasxmeHnu (Px): 1 — Unpn=—230B, Unw=0; 2 — Unn =— 230 B,
Unw=-"700B; 3—Un=—-20B, Uw=—-"700B

TIpu aTOM MMITYJIBCHOE BO3IEHCTBUE, MPUBOAAIILE K
YMEHBIIEHWI0 MUKPOIe)OPMAIIUY ¥ MEHBIIIEMY pasMepy
kpuctanToB B cioax TiN (puc. 8) ofyciiaBiauBaer cy-
IIIECTBEHHEIN IPUPOCT TBepaocTu mokpeituii (mo 57 I'lla).

Taxum 00pa3oMm, B ciaydae OCAKIEHHS IIOKPBITHI
IpU peKuMe, COYeTAloIeM IIOCTOSHHBIM OTPHUIIATENIb-
HBIM ToTeHImaa momiaokkn (— 230 B) u ummranTaimio
WOHOB M3 ra30-MeTaJIMUYEeCKON IJIa3Mbl (TUTaHAa, XpoMa
¥ a30Ta), MPU COMOCTABAMBIX JABJIEHUSX a30Ta HMMeeT
MECTO CYIIEeCTBEHHBINA IIPHUPOCT TBEPIOCTH II0 OTHOIIE-
HUIO K IIOKPBITHUSAM, OJIyYeHHBIM 0e3 MMILIAHTALIHN.

IIpurumnHoOl TaKOro IPHUPOCTa, KAK MOKHO CYOUTH K3
MOJIYYEHHBIX CTPYKTYPHBIX PE3yJIbTATOB, MOJKET CJIy-
SKUTH KaK yMEHBIIEHUEe CPeIHEro pasMepa KpUCTAJLIIH-
ToB B TiN cJ104xX, Tak M MeHbIIAA BeJINYMHA MUKPOJIE-
dopmarmu. Ilocientue pe3ysibTaThl CBUAETEIBCTBYIOT O
0OJIBIIIe PABHOMEPHOCTH B pAacCIIpeIeIeHMH ATOMOB,
CTUMYJINPOBAHHONM HMILYJIbCHOM UMILIaHTAIIUeN YCKO-
PEHHBIX 110 BBICOKOI JHEPruM HOHOB, 00JIaJaioIIuX B
pesyJIbTaTe 9TOro IIOBBIIIEHHOM OB KHOCTBIO.

BBIBOJIbI

1. BeisieiteHo (popMupoBaHme IBYX(PA3HOIO COCTOSHIS
¢ Oosiee ap(peKTUBHBEIM HUTPHUI000PA3OBAHUEM B CJIOAX C
turaoM. Ilomada TOCTOSTHHOTO IIOTEHITMAIA CMEIEeHUs
BesmmumHOM — 20 B mpmBoIuT K HOSBIIEHMIO TEKCTYPHI C
oceio [100], a rpu mmogade Gosibioro morertmasia — 230 B —
coceio [111].

2. Nmmybcaoe Bosneticteue mpu — 230 B mpuBoguT K
MOSIBJIEHUIO IIPENMYIINeCTBeHHOM opueHTarmu [311] mpu
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0.B. CopoJib, A.A. AHJIPEEB, B.®. 'OPBAHB U JIP.

Pn=1-10-3 Topp. [Ipu Gosree BHICOKOM JaBJIEHUHU PA3BU-
Baercst Tekcrypa [111], omHako MeHee coBepIIeHHASI, YeM
B ci1y4yae 0e3UMILYJIBCHOTO BO3IEICTBHSI.

3. VBesmuenue naBiaeHus paboueil a30THOM aTMO-
chepsl IpU OCAYKIEHUH IIPUBOIUT K POCTY IIEPHOIA, UTO
CBSI3AHO C HACHIIEHNEM KPUCTAJUIMIECKON PeIeTKH
aToMaMH a30Ta.

4. [lomaua BBICOKOBOJIBTHBIX HMIIYJIBCOB 34 CYET IIO-
BBIIIEHUST CPEIHEN SHEPTHU OCAYKIAEMBIX YACTHUI] IIPH-
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BOOUT K YMEHBIIEHWI0 BHYTPUKPHUCTAJIMYECKUX HECO-
BEPIIIEHCTB U CBSI3AHHOM ¢ HUMU MUKPOIedOpPMAITHH.

5. YcraHoBJIeHA BO3MOYKHOCTD ITOJIYYEHUS HOKPHITHN
BBICOKO#M TBepmoctu 0 57 I'lla mpu mogadve moreHImaia
cvernenust — 230 B v uMITy I6CHOM BBICOKOBOJIBTHOM BO3-
[IeMCTBUM, UTO CBS3AHO C YMEHBIIIEHHUEM IIPK 9TOM Cpefl-
Hero pasmepa KpPHUCTAJJINTOB W CHUKEHUU YPOBHS BHYT-
PUKpHCTAJLIMYECKON MUKpomedopmarun, kak B TiN, Tak
B CrN cirosix.

Structural Engineering of Multilayer TiN / CxrN System Obtained by
the Vacuum Arc Evaporation

0.V. Sobol'l, A.A. Andreev?, V.A. Stolbovoy2, V.F. Gorban’3, N.V. Pinchuk!, A.A. Meylekhov!

1 National Technical University «Kharkiv Polytechnic Institute», 21, Frunze Str., 61002 Kharkiv, Ukraine
2 National Science Center Kharkov Institute of Physics and Technology, 1, Akademicheskaya Str., 61108 Kharkiv, Ukraine
3 Frantsevich Institute for Problems of Materials Science, 8, Krzhizhanouvsky Str., 03680 Kyiv-142, Ukraine

By the X-ray diffraction, electron microscopy, and microindentation methods we have investigated the
phase composition, structure, substructure and hardness of vacuum arc multilayer coatings of TiN / CrN
system obtained in the range of nitrogen pressure of 1-10-5 ... 5-10-3 Torr when applying continuous and
pulsed negative bias potential. Formation of two-phase state with a preferred orientation of the crystallite
growth was established at high pressure of (1 ... 5)-10-3 Torr and feeding of negative DC bias potential:
Uy,=—20V — texture axis [100], at — 230 V — texture axis [111]. Based on the studies of substructural
state, connection of the transition to the superhard (57 GPa) state with decrease in the crystallite size and
microstrain in TiN layers was established.

Keywords: Vacuum-arc method, Pressure, Bias potential, CrN, TiN, Texture, Substructure, Microstrain,
Size of crystallites.

CrpykrypHa iHmxenepia 6araromaposoi cucremu TiN / CrN, orpuMaHOl BAKYyMHO-IyTOBUM

BUIAPOBYBAHHAM

0.B. Co6onn!, A.O. Aunpeesn?, B.A. Cron6osuii2, B.®. 'opbaus3, H.B. [linuyk!, A.O. Meitnexos!
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MeTtomaMu peHTTEHIBCBKOI IUPPAKTOMETPil, eJeKTPOHHOI MIKPOCKOMIi Ta MIKPOIHAEHTYBAHHS IOCIIi-
IKeHl (as3oBUi CKJIAM, CTPYKTYPA, CyOCTPYKTYypa 1 TBEPIiCTh BAKYYMHO-IyTOBUX 0AraToIIapOBUX IIOKPUTTIB
cucremu TiN / CrN, orpumanux B iHTepBasi Tucky asory 1-10-5 ... 5-10-3Topp 3 momadero mocriifHoro Ta
IMITyJIbCHOTO HEraTHBHOTO ITOTEHITIAJy 3CyBy. BcramoBieHO popMyBaHHSA IBOX(A3HOrO CTAHY 3 IIepeBasK-
HUM OPIEHTYBAHHSM 3POCTAHHS KPUCTAJITIB Ipu BucokoMy THCKY (1...5)-10-2 Topp Ta momadi HeraTuBHOIO
mocTifiHoro moTeHtiaty 3cyBy U =— 20 B — Bich Texcrypu [100], mpu — 230 B — Bics Texerypu [111]. Ipym-
TYIOYNCh Ha JOCJKEHHSX CyOCTPYKTYPHOIO CTaHy, BCTAHOBJIEH 3B’SI30K IIEPEXOJy B HAITBEpAHI (10
57 I'la) crau 31 ameHIIeHHAM Mikpogedopmarrii ta poamipy kpucramTis y TiN mapax.

Kmouori ciiora: Bakyymuo-ayrosuit meron, Tuck, [lorentiasn scysy, CrN, TiN, Texcrypa, Cyberpyrrypa,

Mikponedopmarisz, Poamip kpucraiTis.

CIINCOK JINTEPATYPBI

1. A.A. Auppees, JLII. Ca6mer, C.H. I'puropwes, Bakyymmo-
odyeosvie nokpoumus (Xaperxos: HHIT XOTU: 2010)
(A.A. Andreyev, L.P. Sablev, S.N. Grigor'yev, Vakuumno-
dugovyye pokrytiya (Khar'kov: NNTS KhFTI: 2010)).

2. 10.B. Kyuuenxo, B.B. Kyuuenxo, N.M. Hexrsonos,
I'.H. Kaprmasos, A.A. Aunpees, Bonpocbt amomHoll HayKu
u mexnurku Ne 2(90), 203 (2007) (Yu.V. Kunchenko,
V.V. Kunchenko, I.M. Neklyudov, G.N. Kartmazov,
A.A. Andreyev, Voprosy atomnoy nauki 1 tekhniki
No 2(90), 203 (2007)).

3. M. Oden, J. Almer, G. Hakansson, M. Olsson, Thin Solid
Films 377-378, 407 (2000).

4. AA. Andreev, L.V. Gavrilko, A.G. Gavrilov, A.S. Vereschaka,
V.P. Zhed, V.G. Padalka, A.K. Sinelschikov, Pat. No 4 436 830

USA, MKI S04V 35/3. Coating for metal-cutting tools (1984).

5. A.D. Pogrebnjak, A.P. Shpak, N.A. Azarenkov,
V.M. Beresnev, Phys.-Usp. 52 No 1, 29 (2009).

6. Albano Cavaleiro, De Hosson, Th.M. Jeff, Nanostructured
coatings (Springer: Verlag: 2006).

7. 0.V. Sobol', Phys. Solid State 53 No 7, 1464 (2011).

8. N.A. Azarenkov, 0.V. Sobol, A.D. Pogrebnjak,
V.M. Beresnev, S.V.Lytovchenko, O.N.Ivanov, The
materials science of non-equilibrium states of modified sur-
face (Sumy: Sumy State University: 2012).

9. 0.V. Sobol’, A.A. Andreev, S.N. Grigoriev, et al., Metal Sci.
Heat Treat. 54 No 3-4, 195 (2012).

I".B. Camconor, Humpuov: (Kuer: HaykoBa aymka, 1969)
(G.V. Samsonov, Nitridy (Kyev: Naukova dumka, 1969)).

01034-6


http://dx.doi.org/10.1016/S0040-6090(00)01307-9
http://dx.doi.org/10.1016/S0040-6090(00)01307-9
http://dx.doi.org/10.3367/UFNe.0179.200901b.0035
http://dx.doi.org/10.1134/S1063783411070274
http://dx.doi.org/10.1007/s11041-012-9481-8
http://dx.doi.org/10.1007/s11041-012-9481-8

