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XAPAKTUPMCTUKH BAKYYMHO-IYTOBBIX MOKPBLITHI U3
YEPEJIYIOLMXCS CJIOEB TiN/ TiNCu
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Hncmumym ¢uzuxku meepooco mena, mamepuanogedenus u mexronoeuit HHI] XOTHU (Xapvkos)
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[Toctynuna B penakuuto 07.04.2011

HccnenoBaHbl XapakTepHUCTUKU BAKY yMHO-IyTOBBIX IIOKPBITHI, COCTOSIIIUX U3 YEPEAYIOIINXCS CIIOEB
TiN u cioes TiN, nerupoBanHbIx Cu IpH OTHOBPEMEHHOM pad0Te MICTOYHUKA C THTAHOBBIM KaTOIOM
B IIOCTOSIHHOM DPEXHME, @ C MEAHBIM KaTOAOM B MMITYJIbCHOM. YCTaHOBIJIEHO, YTO C POCTOM KOH-
nentpauuu Cu ot 0,3 1o 34 Bec.% pasmep OKP nurpuna turana ymenpmaercs ot 22 1o 11 M, uro
MOXET CBUCTENbCTBOBATh O MOJABICHUM TEHAEHIMH K CTOJI0YaTOMY pocTy KpucTtamumroB TiN.
Ecnn B mokpeitusax TiN npucyTCTBYIOT ()parMeHThI CTONIOYAaTONH CTPYKTYPBI TO IPU KOHILIEHTPALUU
Cu J0.3 Bec.% u BhILIE, TakoBasi He OOHapyxuBaeTcs. Hanbospias MUKpOTBEPAOCTh MOKPHITUI
(37 I'lla) mocturaercs npu 1,2 Bec.% Cu.

KnroueBble cioBa: BakyyMHas 1yra, nokpbitus, TiN, neruposanue, Cu, MUKPOTBEPAOCTb.

JociimkeHo XxapakTepUCTHKH BaKy yMHO-TYTOBUX ITOKPUTTIB, IO CKIaal0Thes 3 mapis TiN i mapis
TiN, 110 yepryroThes, JieroBanux Cu Mpu 0JJHOYACHIH POOOTI JpKepesia 3 TATAHOBUM KaTOJIOM B I10-
CTIHOMY pEXUMI 1 MiIHUM KaTOIOM B IMITYJTbCHOMY. BCTaHOBIIEHO, 1110 13 3pOCTaHHSAM KOHIIEHTpAIi]
Cu Bin 0,3 no 34 Bar. % po3mip OKP HiTpuay turany 3meHumyerscs Big 22 go 11 HM, o0 Moxe
CBIIUUTH MPO MPHUIYIMICHHS TEHICSHIII O CTOBMUYATOro 3pocTaHHs kpuctamiTiB TiN. Skmo y mo-
kputTsix TiN mpucyTHI ¢parMeHTH CTOBIMYATOI CTPYKTYpH TO mpH KoHueHTpanii Cu ~ 0.3 Bar% i
BUILIE, TaKa HE BHUABIAEThCS. Halibinpina mikpoTBepaicTs HOKpHUTTIB (37 I'ma ) mocsraeTsest mpu
1,2 Bar. % Cu.

Kaiouesi ciioBa: BakyymHa nyra, Hokputts, TiN, neryBanns, Cu, MiKpOTBEPIiCTb.

Properties of the vacuum-arc coatings composed of alternate layers of TiN and TiN doped by Cu we-
re studied. Dopant Cu was added from copper cathode by means of pulse vacuum arc. It was find out
while Cu concentration increased from 0,3 to 34 wt.%, size of TiN coherent dispersion area decreased
from 22 to 11 nm. This can be an evidence of TiN columnar crystal growth suppression. When doped
Cu percentage becomes more than 0.3 wt.% no TiN columnar structure was found. The greatest

microhardness was reached (37 GPa) at 1,2 wt. % doped Cu.
Keywords: vacuum-arc, coatings, TiN, doped, Cu, microhardness.

BBEJIEHUE

WNHHo-1ma3MeHHbIe TEXHOIOTHH Onaroiaps ux
IIMPOKO U3BECTHBIM JOCTOMHCTBAM, MOIYYHUIN
HIMPOKOE MPU3HAHKE B TEXHUKE (HOPMUPOBAHUS
Pa3IMYHOTO TUTIA MTOKPHITHIA, KaK OJJHOCIONHBIX,
TaK U COCTOAMIMX U3 ABYX U O0Jiee CII0eB pa3iny-
HBIX MaTepUaJIOB, TOKPBITHI C YepeayIOIMMUCS
CJIOSIMU, JIETUPOBAHHBIX MaJIbIMH J100aBKaMu U
T. A.. Takue MOKPBITHS UCTIONB3YIOT B KaUeCTBE
U3HOCOCTOMKHUX B PEXKYIIUX MHCTPYMEHTAX, JIe-
TaJsAX MallluH, B 3alIUTE U3/IETHI OT KOPPO3UU
U T.JI.

KauecTBeHHBIM MTPOPBHIBOM B MOUCKE HOBBIX
CBEPXTBEP/BIX MOKPHITHIA CTAJIO MOSIBIICHHE KOH-
HEeNIUu HaHoMmarepuaioB. HaHoCTpykTypHbIe
MOKPBITHS MOTYT OBbITh OIIPE/IENIEHBI KaK TTOKPHI-
TUS1, UMEIOIIHE 00Jiee BHICOKYIO IJIOTHOCTD I'pa-

HUI] 3epeH WIN MeK(a3HbIX TPAHHUIL, IPU ITOM
pPa3MEPHOCTh JIEMEHTOB CTPYKTYPHI (CpeaHuit
pa3Mmep 3epeH, TONIIMUHBI CIOEB B TOKPBITHSIX C
YepeayIOIUMUCS CIOSIMH U T.]1.) JOJKHA HaXo-
JTUTHCS] B HAHOMAacCIITaOHOM JHana3oHe (MeHee
100 um) [1 - 8].

Jns ynpaBneHus pa3MepaMu U OpueHTaIuen
3epeH UCIONIb3YIOT HOHHYI0 O0MOAapAUPOBKY B
npoiiecce ocaxxaeHust okpeITui [9, 10] u uepe-
NyIOIIKEecs CIIOM METAJIJIOB ¢ OTIUYAIOIIUMUCS
YOPYTUMH CBOMCTBAMH U OJTM3KUMHU KOA P (HHUTIH-
€HTaMM TepMUYECKOro pacimpenus [8, 11]. Tak,
IIPU OCAXKIECHUU OJHOCIONHOTO MOKPBITUS CrN
BaKyyMHO-JIyTOBBIM CIIOCOOOM pa3Mephl KpHcC-
taumToB CrN cHrkarores ot 45 1o [B HM ¢ yBe-
JMYEHHEM TOTEHIMaNla MOUIOKKH B Mpeneax
0— 150 B[10]. B cityyae nokpbITUi C Uepeayto-
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NIUMUCS CJIOSIMHU, TAKUMHU Kak, HalpuMep,
TiN/NbN momnydena tBepaocts >40 I'Tla [8].
B sTom ciydae, uepeayrorieecs mosist HanmpsoKe-
HUI B HAHOKPHCTAJUIAX SBISIOTCS OapbepaMu
JUTSL TBVOKEHUS! TUCITOKALTHA.

BricoknMH XapakTepUCTUKaMH 00IamaroT
TaK)kK€ HaHOKPHUCTATMYECKHUE KOMITO3UIIMOH-
HBbIE TOKPBITHSA. OHU MPENCTaBIAIOT U3 cels
HAHOKPUCTAJUIBI, BHEIPEHHBIE B aMOP(HYIO WIIH
HaHOKPHUCTAJUINIECKYIO MaTPHILYy, KOTOPHIE BbI-
IVISLIAT, KaK TpaHuLibl 3epeH [ 12]. Paznuuator 1Ba
THUIA HAHOKOMITIO3UIMOHHBIX MOKpbITHH. [lep-
BBII THIT HAHOKOMITO3UINH — HK-MeN/TBEpaas
¢asa (manpumep, a-TiB,, a-Si,N,) — u Bropoi
i — HK-MeN/msrkas daza (manpumep, Cu, Ag,
Ni, Co), T7e HK- U a- COOTBETCTBEHHO HAHO-
KpUcTauIndeckast 1 amop¢Has ¢a3er; Me-me-
tamiel Ti, W, Zr, Cr, Al, Mo u ap., obpa3syroriue
TBEPABIE HUTPHUBL. J[JIs TONy9YeHHs TaKUX TI0-
KPBITHIA NCTIOJIB30BAJICS BAKYyMHO-IYTOBOM Me-
ton [13], maruerponnsiii [ 14, 15, 16, 17], Baky-
YMHO-IIyTOBO€ ucnapeHue Ti 1 MarHeTpoHHOE
Cu [18], pacnbuierne mumeneit u3 Ti u Cu B
MHHOM HcToyHuke Tuna Kaydpmana. B ciygae
KOMITO3UTOB repBoro turma (Hanpumep TiN/BN)
MOJTYYEHBI ONITUMAJIbHBIC 3HAYEHUS! TBEPIOCTH
o ~70 I'Tla [19], mst BTOporo (TiN/Cu) (22
[20], LH7 [18], no (55-55) I'lla. B mokpsITHsix
TiN/Cu mMakcuMalbHBIE 3HAYCHHS TBEPIOCTH
HaOmonanuck npu kKonuentpauuu Cu U 1.5%,
nipu 5ToM pasmep 3epeH TiN cocrasmser ot [122
10 (5 — 10) am [18]. B HaHOKOMITO3UIIMOHHBIX
MOKPBITUSX TBEPAOCTH 00YyCIIaBIUBAETCS HAHO-
Pa3sMEepHOCTHIO 3€pEeH HUTPUAHOM (pas3bl U BbI-
COKMMHU BHYTPEHHHUMH HampspkeHusMu. [Ipu
YBEJIIMYCHUU TEMIIEpaTyphl B MPOIECCE OCaAXK-
JICHHS, TaK K€ KaK U MPH OTXKUTE, TBEPAOCTD
TIOKPBITHH ¢ TBEPIOH Basoit (Hanpumep a-Si;N,)
coxpansercs BIioTh 10 1150 °C, B To Bpems Kak
10 Mepe yBETMUEHUs TeMIIepaTypbl TBEPIOCTD
MOKPBITUH C METAJUIMYECKON (pa30ii CHIKAETCA.
Tak mus mokpertuiit ZrN/Cu ipu 600 °C ona cTa-
HoButcsa meHee 15 I'Tla [8]. AHamoruuHbIM 00-
pa3oM BeayT ceOsl M Ipyrue HAaHOCTPYKTYPHBIE
nokpbeiTus Tuna CrN/Ni, ZrN/Ni u ap [8]. On-
HAaKo, HE CMOTPSl HAa HU3KYI TEPMOCTOUKOCTD
TaKWe TIOKPHITHS MOTYT OBITh MCIIOJIb30BAHEI B
KauecTBE aHTU(PUKIIMOHHBIX B y3J1aX TPEHHUS.

Heo0xoaumocTh MoBBIIEHHUS KOHKYPEHTHON
CIOCOOHOCTH JIaHHOTO METOJ[a OCTABISET IIH-

POKOE TI0JI€ JIJIs1 TOMCKOB TEXHOJIOTHYECKHX Pe-
IIEHUH 0 YCOBEPIICHCTBOBAHUIO KaK CaMOTO
METO/1a TaK ¥ ONTUMHU3AIMH TPOIIECCOB GOPMHU-
pOBaHUS MOKPHITHI. B CBSA3M ¢ 3TUM, IpecTaB-
JISATIOCH TIeJIeCO00pa3HbIM MPOBECTH HCCIIEN0-
BaHUS XapPaKTEPUCTUK MOKPBITHI, COCTOSIINX,
B OTJIMYHE OT M3BECTHBIX, M3 YEPETYIOLIUXCS
CJIOEB OJIMH W3 KOTOPBIX COACPKUT JICTUPYIO-
11y 700aBKy. J[71s1 ycTaHOBIICHHS BIUSHUS Ue-
penoBaHUsS CI0EB ObUT BHIOPAH KOMITO3UT W3
cioeB TiN u cioeB TiN, nerupoBanubix Cu. st
BBeneHus B ciion TiN no6aBok Cu B MaJIbIX KO-
JUYECTBax oTpadaThiBajIach HMITYJIbCHAS paboTa
HCTOYHHMKA C MEIHBIM KaTOIOM.

OIMMCAHUE SKCINEPUMEHTAJIbHOM
YCTAHOBKHA U METOAUK IMPOBE1E-
HUS UCCJIEIOBAHUM

DKCIEPUMEHTHI POBOIMIINCH Ha YCTaHOBKE TH-
na “bynar”, cHaOGKeHHO# TByMsI HCTOUHUKAMHU
1a3Mbl BAKyyYMHO-yTOBOTO pa3psiaa. OnuH u3
MCTOYHMKOB cojiepskall katof u3 Ti, a BTopoii u3
Cu. HammpoTuB kato/10B pacrnonaraics MOAI0xXK-
Kozepkarens 1 ¢ oopasmamu 2 (puc. 1). Ocaxna-
suck OKpeITUs TiN/Cu U3 4epeyroImxcs CI0-
eB TiN u cioeB TiN JerupoBaHHBIX MEJIBIO TIPH
OJTHOBpEMEHHOM paboTe TUTAHOBOTO U METHOTO
HCTOYHHKOB.

w

- imimimIm

37.5cm

R

Puc. 1. Cxemarndeckoe n300pakeHHE PACIIONOKCHIS
KaTOZI0B OTHOCHUTENHHO MONIOKKH ¢ 00pasiamu: 1 —mos-
JIOXKKa, 2 — 00pas3iel, 3 — KaTyIIKH-COICHONIB MarHHUT-
HOTO TIOJIS.

Jlns nerupoBanus koHaeHcatoB TiN Meabio
B MaJibIx KonnuectBax (1 — 5%Bec. u MmeHee) o1-
pabarsiBaniachk UMITyJIbCHAsl paboTa UCTOUYHUKA
C MEJHBIM KaTOJIOM U HCMapeHHe THUTAaHa B TIO-
CTOSIHHOM pexxuMme. [TokpeITHs ocakaanuch B
cpeze azora mpu gasienun 5007 mm.pr.ct. Tok
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nyTu Juist Tutada coctasisut 110 A, a qist menu
30—-40 A (B ummnynsce). [IpuHIMn uMmyabcHON
pabOThI HCTOYHHUKA COCTOUT B cieayromeM. [o-
CKOJIbKY BpEMs CyIlI€CTBOBAaHHSI KATOAHBIX IISITEH
SIBJISIETCS] BEIMYMHOMN CITy4aliHOM, TO CYLIECTBY-
€T KOHEYHAasl BEpOSTHOCTh TIOracaHus paspsiza.
OTa BEpOATHOCTh YBEJIUYMBAETCS C YMEHbIIE-
HUEM TOKa AyTH. J{J11 Meau CTallMOHApHBIN pe-
YKUM pabOThI UCTOUHUKA PEaTU3yeTCsl IPH TOKaX
30 —40 A, HIDKE KOTOPBIX pa3ps/l HE CTaOMIIeH.
[Ipu TakKx TOKax CKOPOCThH OCaXACHUS OKPHI-
TU# gocrarouHo Benuka (1 — 2 MKm/4ac), 9To He
MI03BOJISIET BBOJUTH B OCHOBOW MaTepua JeTru-
PYIOIYIO 100aBKy B MaJIbIX KOJIMYECTBAX.

WMmyneCHBIN pexuM paboTbl ObLT OpraHu-
30BaH ciexyoumm oopasom. [locne kaxaoro ca-
MOIIPOM3BOJILHOIO ITOracaHus paspsja ayra
BHOBb aBTOMAaTHYECKHU IMOJKHUraigack. Yacrora
CJICZIOBAHMSI UMITYJIBCOB pa3psiia OblIa paBHOU
3 I'u. [omxuratoiiiee yCTpoUCTBO BBIJICPKUBAIIO
10 100000 BkmroueHuid. BeposTHOCTh 3axkura-
HUs paspsiga cocrasisiia 95%. Mzmepenue 1iu-
TEJBHOCTH pa3psija fp U TOKa TyTH (110 NaIeHUI0
HaNpsHKEHUs Ha CONPOTUBIICHUH ) IPOBOAMIOCH
ocimumorpadom C1-67. 3a BpeMs CyIieCTBOBA-
HUS pa3psi/ia Ha IOBEPXHOCTHU KaToja Habmroia-
JIMCh TPEKHU, IPOXOAUMBIE KaTOIHBIMU M THAMH.
JlHa UX U3MeHsIach B 3aBUCUMOCTHU OT TOKa
nyru ot 5 10 30 mm. [Ipu BKIIFOUEHUH MarHUT-
Horo noiist (30 —40 3) nsaTHa nepeABUraIuch 1o
KOJIBLIEBBIM TpaeKTopusiM. C 1eNbI0 CHUKEHUS
JUTMTENTEHOCTH pa3psiioB fp u pa3dpoca ux 3Ha-
YeHU 00JacTh CyIIECTBOBAHUS KATOIHBIX TIs-
TeH Oblna orpanuueHa. C 3Toil 1esbl0 Ha MO-
BEPXHOCTU KaToaa ObLTH BhIPpE3epoOBaHBI Ka-
HaBKU NIyOMHOM 7 U IIMPHUHOHN 2 MM, pa3fiens-
IOLME€ TOBEPXHOCTh KaToj1a Ha cekTopa. B aTom
Cllyyae KaTOJHOE€ ITHO, Monajas B KaHaBKY,
racyo. Ha puc. 2 npuBeneHa 3aBUCMOCTD KOJIH-
YEeCTBa Pa3psIOB # (B OTH. €41.) OT UX JJIUTEIb-
HOCTH #p JJIsl KaTOJI0B C IJIOCKOW U CEKIIMOHU-
POBaHHOI MOBEpXHOCTHIO. M3 prcyHKa cienyer,
YTO pa30MBKa MMOBEPXHOCTHU Ha CEKTOpPA MpHU-
BOJIUT K CHWKEHMIO /p U UHTEPBAILy €ro 3Haue-
HUH, BCIEACTBUE NMPUHYIUTEIBHOIO ralleHUs
paspsaa.

Bo Bpemst ocaxieHus1 MOKPBITUI Ha TIOJIOXK-
Ky TOJABaJICsl OTPULATEIbHBIA MOTEHIMAT —
200 B. OcaxxneHuto NOKPBITUM IpeanecTBo-
Bajla MOHHAsl OYMCTKA NpPU OTPULIATEIbHOM
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Puc. 2. 3aBUCUMOCTH KOJIMYECTBA PA3PsIOB /2 (B OTH. €]1.)

OT UX JTUTEILHOCTH {p JUIsl METHOTO KaTola C TUIOCKOH U

CEKIIMOHUPOBAHHOM MOBEPXHOCTHIO: | — MII0CKas MOBEP-

XHOCTb; 2 — CeKIIMOHUPOBAHHAS TTIOBEPXHOCTb.

noreHuuane Ha nominoxke — 1 kB. Ilokpertus
HAaHOCHUJIMCh Ha 00paslbl U3 HeprKaBerollen
CTajJMd C LIEPOXOBATOCTHIO MOBEPXHOCTH
Ra = 0.2 MKM, U3MEPEHHOUN TPOPUIOMETPOM
turna All mozxens 283. Temneparypa oOpa3iioB
U3MepsUIach XpOMEIb-aJlOMENeBON TepMoIia-
poii. Ona mmensuiach ot ~ 600 °C mist 00pasos
PacHoI0KEHHBIX HAIPOTUB TUTAHOBOTO KaTO/a
u 10 ~350 °C — HanpOTUB MEAHOTO.

TonumHa MOKPBITHI U3MEPSIACh METOAOM
“TeHEeBBIX HOXKEN~ (MaCKMPOBAHUEM OJUIOKKH )
npy oMoI MUKpouHTepdepomerpa MUN-4,
a TaKk)Ke Ha MOTMEPEYHbIX NUTH(AX TOKPBITUS C
HOJUIOKKOM. B 006acTu THTAaHOBOTO KaTo/1a OHA
cocrasisia L20 MkM. MUKpOTBEpPIOCTh OKPHBI-
Tuil usmepsnacek Ha npuodope [IMT-3 npu Harpy-
3ke Ha uaaeHrep 50 — 100 .

Cocras nokpertuit TiN/TiNCu onpenensiics
METOJIOM PEHTTeHO-(IIyOPECIEHTHOTO aHAIN3a
(P®A) Ha cniextpometpe “CIIPYT” B usznyue-
HUM cepedpsiHoro aHona. Hanuuue nerkux ane-
meHTOB (N, C, O) onpenensnoch KaueCTBEHHO.
YCTaHOBJIEHO, YTO OCHOBHBIMHU JIEMEHTaMU B
NOKPBITHX SBISUTUCEH Ti, Cu 1 N. [l MOKphI-
TUH, TIOJTYYEHHBIX C UCIIOIb30BAHUEM JIBYX Ka-
TonoB u3 Ti u Cu 0 MHTEHCUBHOCTHU XapakTe-
puctnyeckux auani Ti-Ka u Cu-Ka 6buu pac-
CUMTAHbl 3HAYEHHS] BECOBOW KOHLIEHTpaLUU
pUMeCcH MeJU B TUTaHe (0e3 ydera a3oTa).

PeHTreHoCTpyKTypHBIE HCCIEA0BaHUS MIPO-
Boauinch Ha anmapare JIPOH-3 B ¢punsrpoBan-
HoM m3nmyudeHun Cu-Ka. Ceemka nudpaxror-
pamm [t (pa30BOTO aHaIM3a MPOU3BOAMIACH B
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cxeme 0-20 ckannpoBaHus ¢ HOKYCHPOBKOH I10
bpery-bpenrano B untepsaine ymios ot 20 10
80 rpan. s pacmmdpoBku qudpakrorpamm
MCIOJIb30BaJIach 0a3a JaHHBIX MEK/TYHApOIHOTO
nentpa audpaxnuonHsix nanasix JCPDS. Tlo
MOJIOKEHUIO TU(PAKIIMOHHBIX JTMHUN, UIEHTH-
(GUIMPOBaHHBIX KaK TUHUH HUTpUAa THTaHa TiN
¢ KyOuueckoil pemerkoii Tuna NaCl, ompene-
JISIICA IEPUOJT KPUCTAIIMYECKOW PEIIETKU 3TON
(a3bl B HaNpaBIEHUH HOPMAJIU K IOBEPXHOCTH
rieHkH (a). Pacuer mpoBoAmiics ¢ y4eToM Bcex
MMEIOUINXCSI UHTEHCUBHBIX oTpaxkeHuil. 1o
ymupenuto quaud (111) TiN v muauu (111) Cu
u3 cootHouenus CensaxoBa-llleppepa onpene-
nsICs pa3Mep o0nacTel KOrepeHTHOTo paccesi-
uus (OKP) B atux daszax (L).

CTpyKTypa NOKpPBITUH H3ydallach TaKxkKe
3JIEKTPOHHO-MUKPOCKONMIUYECKUM METOA0M
(POM).

PE3VYJIBTATBI U UX OBCYXJIEHUE

Ha puc. 3 npuBeseHbl 3aBUCIMOCTH KOJTMYECTBA
CKOHJIEHCUPOBaHHOW Macchl Am JI71sl TOKPBITUI
u3 uepenyrontuxcs cmoeB TiN u TiN/TiNCu ot-
HOCHUTEITBHO UCTOYHHUKOB IITa3MbI IIPH UMITYJTBC-
HO paboTe MenHOro uctTouHuka. Hanbompime
3HAUEHHsI CKOPOCTU MPUPOCTA MACCHI IS STHX
MOKPHITUH HAOTIOAANNCH JIJIT 00pasIoB pac-
MOJIOKEHHBIX HANpPOTHB KaToAoB. Takoe pac-
MOJIOKEHUE KaTOIOB TO3BOJIMIIO TTOJTyYaTh I0-
KpBITHA ¢ KOHIEHTpauueill menu ot 1 Bec.% u
menee 110 [B4 Bec.%. [Tokpertus u3 TiN/TiNCu
MMEITU 30JIOTUCTBIH IBET, a U3 Cu, OCaKICHHBIC
B cpezte N, oOnananyu HHTEpQEPEHIUEH 1 DITEK-
TPOCOTIPOTUBIIEHUEM, YTO CBHIETEIBLCTBYET 00
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Puc. 3. 3aBucuMOCTH KOTHYECTBA CKOHACHCHPOBAHHOM
MAacCBl OT PaCIONOKEHHS 00pa3lioB OTHOCHTEIHHO HC-
TOYHHKOB TUTa3MbI IIPH UMITYIIECHON paboTe METHOTO HC-

toynnka: 1 — TiIN/TiNCu; 2 — Mens ocaxaeHHas B cpene

aszora pu P, = 5007 mm.pr.cT.

00pa3oBaHUM €€ COeAMHEHUH ¢ a3oToM. JleicT-
BUTENILHO, U3BECTHO, YTO TaKHe HUTPUABI KaK
Li3N, Zn3N2, Cu3N U APYTHE OTIIMYAOTCS BBICO-
KUM YJIEIbHBIM JJIEKTPUYECKUM COIPOTHUBIIE-
arem (61101 Omldm st Cu,N) [21]. Coennnenne
Cu,N necrotiko u pasznaraercs npu 450 °C.

Ha puc. 4 nprBeeHbI 3aBUCUMOCTH KOHIIEHT-
pauuu meau B mokpbitusix TiN/TiNCu ot pactio-

JIOXKCHUSA 06pa311013 OTHOCUTCIBHO HCTOYHUKOB.
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Puc. 4. 3aBucHMOCTD KOHIIEHTPAIIMX MEAN B TIOKPBITHAX
TiN/TiNCu ot pacmonoxeHust 00pa3oB OTHOCHTEIEHO
HCTOYHUKOB.

JudpakrorpaMMbl HccIEIOBaHHBIX 00pas3-
LIOB NIPUBEAEHBI Ha puc. 5 u 6. BuaHo, uro Ha
BCeX OU(pakTorpaMMax BBISBISIOTCS JIMHUU

=
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Puc. 5. PeHTreHOBCKHE TU(PpaKTOrpaMMbI BAKy yMHO-/1y-
roBeIx OKpbITHI cucTembl TiN/TiNCu, ¢ pa3HbIM cozep-

>kaHueM menu (u3nyyenue Cu-Ka).
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Puc. 6. PertrenoBckue mugpakTorpaMMbl BAKYyMHO-1TY-
ToBBIX TOKpBITHN cucTeMbl TiN/TiNCu, ¢ pa3HbIM conep-
xanueMm Mean (m3nmyyenne Cu-Ka): 12 u 34% Cu coor-
BETCTBYIOT pabOTE METHOTO UCTOYHHKA B TIOCTOSTHHOM pe-
KHUME.

HUTpUaa TuTana TiN, KOTOpBII UMeeT KyOndec-
kyto perierky tura NaCl (JCPDS 38 — 1420), u
cnmabwie muauu A-Ti (JCPDS 44-1294), 06ycioB-
JICHHbIE HAJTMYMEM B IMMOKPHITHX KareIbHOH (a-
3bl. [Ipy TOM yCTaHOBIIEHO, YTO KOJTUYECTBO BbI-
saBAseMbIX JTUHUH (a3l TiN, ©X WHTCHCHUB-
HOCTbh, IIMPUHA U TOJIOKEHUE 3aBUCAT OT CO-
nepxxkanusi Cu B MOKPBITHSIX. 3aBUCUMOCTH T1€-
pHoJa pelieTK B HapaBIeHUH HOPMAJH K TO-
BepxHocTH TieHkH U pasmMepa OKP TiN ot 3Ha-
YEHUsl KOHIICHTPALIMK MEIY B TUICHKAX MPHUBE-
JICHbI Ha puc. 7 u 8.

0,430+
0,428 4

0,426-*

a, HM

0,422 4

0,420 fr——aF—-"v-—-a--v-ov-—v——v+—"ar—r-—-r--1—
0 5 10 15 20 25 30 35
Ceur BEC.%

Puc 7. 3aBucumocts nepuoaa pemeTrkd TiN B Hampas-
JICHUH HOPMAJH K MTOBEPXHOCTH IUICHKH OT COIEPIKAHUS
meau B tuienkax cucremsl TiN/TiNCu: 12 u 34% Cu co-
OTBETCTBYIOT pabOTE MEIHOTO UCTOYHHKA B TOCTOSTHHOM
pexuMe.

40 4
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" 20- -\
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Cc., BeC.%
Puc. 8.3aBucumocts pazmepa OKP B ¢haze TiN ot cozmep-
skanus Meau B maeHkax cucteMsl TIN/TiNCu: 12 1 34%
Cu COOTBETCTBYIOT pabOTEe METHOTO UCTOYHHKA B TOCTO-
STHHOM PEXUME.

B nuienke, nosy4eHHON C MCIOJIB30BAHUEM
TOJILKO TUTAHOBOTO KaToJia, KOTOpasi HE COoAep-
KHUT Meb, GOPMHUPYETCS TPaAULMOHHAS IS
BaKyyMHO-IyTOBBIX MOKpbITHIA TiN cTonbuaras
CTPYKTypa C CHJIBHOM aKCHaJbHOW TEKCTYpOH
[111]. Ha mudpakrorpaMmmax 3TOH IIEHKH BHUI-
HbI cuibHble oTpaxkeHus (111) u (222). Oc-
TanbHble oTpaxeHus TiN oueHn crnabbie. Pas-
mep OKP B 3epnax TiN cocrasisier 30 HM, a 3Ha-
yeHue nepuoaa pemerku 0,4266 HM, 4TO TIpe-
BocxoautT Benmuuny 0,4243 HM, XapakTepHYIO
JUTst MacCUBHOTO TiN CTEeXHOMETPUIECKOTO COC-
taBa. Cleayer OTMETUTb, YTO JUIs (pa3bl BHE-
perus TiN xapakTepHa UpoKasi 00JacTh TOMO-
TE€HHOCTH, O/IHAKO IPU OTKJIOHEHUU OT CTEXHO-
METPHUUYECKOTO COIEP>KAHUS a30Ta, KaK B MEHb-
IIYI0, TaK U B OOJIBIIYIO CTOPOHY, HAOIOaeTCs
yMeHbllIeHue nepuoja pemerku. Hanbosee Be-
POSATHO, YTO OCHOBHBIM (DaKTOPOM, MPHUBOIS-
IIMM K TTOBBIIIIEHHOMY TIEpHOY, SBIIsIeTCs Pop-
MHUPOBAHNE BBICOKUX CKMUMAOIIUX HATPSKEHUI
B TJIEHKaX, 00yCIIOBICHHOE HHTEHCUBHOM HOH-
HOW 60MOapIUPOBKOI TOBEPXHOCTH POCTA.

JlerupoBaHue MIEHOK MEbI0O MPUBOAUT K
U3MEHEHUIO TU(PPAKIIMOHHON KapTUHBI: HA AU (]-
pakTorpamme rieHku, cogepxkarieit 0,3% menu,
MHTEHCUBHOCTH JuHui (111) u (222) pesko
YMEHBILIAETCS U CTAaHOBUTCSI COIIOCTaBUMOM C
MHTEHCUBHOCTBIO ocTanbHBIX JuHUHA TiN. Ta-
KUM 00pa3oM, cToj0uaTasi CTpyKTypa B pe3yiib-
Tare JIETUPOBAHMS CTAHOBUTCS MEHEE BbIpa-
keHHOU. [leproa KpucTamIM4ecKon pemeTKu
TiN npakTudecku He MEHSeTCs. DTO CBHJIETE-
JBCTBYET O TOM, 4TO MeJib B pemietke TiN He pac-
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TBOpsieTcs. [1o-BuarMOMY, aTOMBI ME/IU BbIJIEIIS-
10Tcs Ha rpaHunax 3epeH TiN, mpensTcTBys
CTOJI0YaTOMY POCTY B IJICHKE.

Ha nmudpakrorpamme mieHku, ¢ 60jiee BbICO-
KUM cojiepkanuem Meau 1,2% MosBIIsitoTCs Ju-
Hun kpucramnudeckoidr Cu (JCPDS 04-0836).
[Tpu nanpHelIIeM YBETUYEHUN KOHIEHTPALUU
muHun Cu cTaHOBATCA 00Jiee MHTEHCUBHBIMH U
Y3KHUMH, YTO CBUJIETEIBCTBYET O POCTE KOJIH-
YecTBa W pa3Mepa KPUCTAJIUTOB ATOH (asbl.
JleiicTBUTENBHO, C pOCTOM KOHIIEHTpauu Cu ot
1,2 o 34% pa3mep OKP meaun yBennuuBaercs
ot 20 o 42 um. B toxe Bpems pazmep OKP
Hutpuga TiN ymenbmaercs ot 22 go 11 am
(puc. 8). CooTHOIIIEHHE WHTEHCUBHOCTH JIMHUI
HUTPHUJIA MPUOIMKACTCS K TaOJUYHBIM 3HA-
YEHUSIM, XapaKTEePHBIM JJIsi HETEKCTYpUPOBAH-
Hoi (aswl. [lepuosa pemeTkn HUTPUIA CHU-
J)KaeTcs 40 TAaOJIHMYHOIO 3HAYEHMS, YTO, I10-BH-
JTUMOMY, OOYCIIOBIIEHO CHI>KEHHUEM YPOBHS OC-
TaTOYHBIX HAMIPSHKEHUHN Onaroaaps ieMnupyro-
iemy 3QQexTy riacTuaHoi meau. Takum oOpa-
30M, MOXXHO YTBEPK/1aTh, YTO JIETUPOBAHUE Me-
I610 TUIEHOK TiN B pacCMOTPEHHOM JTHaIia30He
KOHIICHTpAIUH MOJaBIISIET CTOJIOUATHI POCT HU-
TpUJa W MPUBOAHUT K (POPMUPOBAHHUIO TETEPO-
(ha3HOI HAHOKPUCTAIITUIECKON CTPYKTYPBHI.

Ha puc. 9 npuBeneHsl 3J€KTPOHHO-MUKPO-
CKOITMYECKHE CHUMKH TTOTIEPEYHBIX MITH(OB 1O~
kpbiTuit u3 TiN — a), TiN/TiNCu ¢ coneprxaHu-
em Meau B cioe [1.3 Bec.% —6) u [12 Bec.% —
B).

N3 puc. 9 cnenyert, 4yTo eciu A MOKPHITUH
u3 TiN npucyTcTBYIOT (pparMeHThl CTONIOUATON
CTPYKTYpBI, TO AJISi MMOKPBITUI, COCTOAIIUX W3

ST 20kV

FACHILE BITICAR] TRLVEDIT DN o™

HSEX 20kV

darsays fenional SsvarEiny iis -

105im

LI TTHLT FI- SR )

HSEX 20kV

daraays fenional SsvarEiey §a1 [ ]

23500 10pm

Mol EsrrlEd 0 13 1R

Puc. 9 . DnexrpoHHO-MUKpOCKonudeckue (ororpadun
nornepeyHsIx Qo mokpeiTHit: a) — TiN; 6) — TiN/
TiNCu (C_, = 0.3 Bec.%); B) ~TiN/TiNCu (C_, =
12 Bec.%): B) — ucnapenue Cu B TIOCTOSIHHOM PEXUME.

yepenyrouuxcs cioeB TiN, 0MH U3 KOTOPBIX Jie-
THPOBaH MEJIbI0, TAKOBAsI OTCYTCTBYET.

Taxum 006pa3om, MOKHO TOJIaraTh, 4YTo B MO-
KPBITHSIX U3 YEPEOYIOIIUXCS CI0E€B HUTPUIOB
TUTaHA, OTHU U3 KOTOPBIX JIETUPOBAHBI MEJIBIO,
MIPOMCXOUT MOJAaBJICHHE CTOIOUATOrO POCTa HU-
TPHUJA, YTO MOATBEPKAAET BHIBOIBI, CACTIaHHBIE
U3 PEHTTeHOCTPYKTYPHOTO aHaJIN3a MOKPBITUH.

Ha puc. 10 uzo0pakeHa MHUKpPOTBEPAOCTH
nokpeITUi TiN/TiNCu B 3aBUCUMOCTH OT COJIEP-
JKaHUS MEJIU.

N3 puc. 10 cneayer, 4To B YyepeayrOIIUXCS
cnosx nmokpeiTuit u3 TiN u TiN, onuH U3 KOTO-
PBIX JIETUPOBAH MEJIBI0, IPU UMITYJIECHOM PEXKH-
Me paboThl UICTOUHUKA, HAUOOJbIIIEEe 3HAUCHUE
MukpotBepaocta (37 I'Tla) UMErOT MOKPBITHS C
conepxanueM Meau B cioe L1 %Bec. (kpuBas 1).
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Puc. 10. Mukpotsepaocts mokpseitaii TiN/TiNCu B 3a-
BUCHUMOCTH OT COZAEPX aHUSA MeIu: 1 — UMITYJIbCHBIN pe-
JKUM PabOTHI METHOTO MCTOYHUKA; 2 — MOCTOSIHHBIA pe-
UM pPabOThI METHOTO HCTOYHHKA.
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ITo omeHkam paccTOSHHE MEXAY CIOSMHU B
TaKHX MOKPBITUAX cocTaBisuio [B — 4 HM, a
TOJIIIMHA CJIOIB JISTUPOBAHHBIX Mebio [l HM.
[Ipu mocTtossHHOM pekuMe PabOThl UCTOYHUKA,
KOT/Ia MEJIb pacrpeiesieHa paBHOMEPHO 110 BCEi
TOJIIUHE TUICHKH MUKPOTBEPIOCTh HUXKE (KpHU-
Bas 2). OHa coctanmser 28 'mia mpu conep:kaHuu
memu 1,2 — 2 Bec.%.

MO>KHO I0J1araTh, YTO OCHOBHOM BKJIaJ B I10-
BBIIIICHUE MUKPOTBEPIOCTH BHOCHT UYepeI0Ba-
Hue cioeB u3 TiN u TiN nerupoBaHHBIX MEBIO.

BbIBO/1bI

1. OtpaboraHa MeTOqUKa IMOJYYEHHs BaKy-
YMHO-/IyTOBBIX IOKPBITUI U3 YepeayIOIINX-
cs cioeB TiN u croeB TiN, JlerupoBaHHBIX
MeJIbIOo IpH paboTe NCTOUHUKA C METHBIM Ka-
TOJIOM B UMIYJIbCHOM PEXHUME.

2. TlomydeHsl NOKpBITUS ¢ KOHIIeHTpanuen Cu
ot <1 go 34 Bec.%.

3. Ha ocHOBaHUH pe3ylbTaTOB PEHTTE€HO-
CTPYKTYPHBIX HCCIIEZIOBAaHUIN YCTAHOBIICHO,
4yTO ¢ pocToM KoHieHTpanuu Cu ot 0,3 10
34 Bec.% paszmep OKP mutpuna tutana
yMeHbIaercs ot 22 10 11 HM, 4T0 MOXET
CBUJICTENILCTBOBATDH O MOJABICHUH TEH/CH-
MU K CTOJIOYAaTOMY POCTY KPHUCTAJUIMUTOB
TiN.

4. DAEeKTPOHHO-MUKPOCKOMUYECKUE UCCIIE0-
BaHU MIOKa3al, 4TO B MOKPHITUSAX TiN mpu-
CYTCTBYIOT (hparMeHTBI CTOJIOUATON CTPYK-
Typbl, B TO BpeMs Kak MpHU KOHILIEHTPALUU
meau 0,3 Bec % U BbIIIE TaKOBa HE OOHApY-
YKUBAETCS.

5. YcTtaHOBJIEHO, UTO HAUOOJbIIIAs MUKPOTBEP-
JOCTh OKPBITUH, TerupoBaHHbIX Cu, T0CTH-
raetrcsa npu 1,2 Bec. %. C nanpHelmum
yBEJIUYEHHEM KOHIICHTPAIlM MUKPOTBEp-
JIOCTh YMEHBIIIAETCSI.

6. IlokazaHo, YTO MUKPOTBEPIOCTb IIPH PABHO-
MepHOM pacnpenenenuu Cu Mo TONIIUHE
(IOCTOSIHHBIN PEXUM padOTHl HCTOYHHUKOB)
B 1,3 pa3a HiKe, HEXKENU JUIsl TOKPHITUH C
yepenyromumucs ciaosmu (28 u 37 I'ma, co-
OTBETCTBEHHO).
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