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®I'BOY BO «/loHCcKol rocyiapcTBeHHbIH TeXHHUECKuit yHuBepcuter» (r. Pocros-Ha-Jlony, Poccuiickas ®eneparus)

Beeoenue. B kauecTBe OCHOBHOM 1€ HCCIICAOBAHMS BHIOpaHa CHCTEMATH3alUsA U aHAINU3 CTPYKTYPHBIX Je()eKTOB
BaKyyMHBIX MOHHO-IUTA3MEHHBIX MOKPBITHI, HA OCHOBE KOTOPHIX B pabOTe MPEIIOKEHBI UX KJIACCH(DHUKAIIMOHHBIC
npuHIUnEl. Emé omHOW BakHOW dYacThI0 pPalOTHI SIBISETCA OSKCICPUMEHTAIbHOE W3yUeHHE OIHOTO W3
cnenn(uIeckux Ae(eKTOB TOKPBITHHA, KOTOPHIH aBTOpPaMH IPEUIOKEHO HAa3BaTh «Ie(PeKTOM CyOCTPYKTYpHOTO
TIPOUCXOKACHUS.

Mamepuanet u memooOsi. B kauecTBe 00BbEKTa UCCIETOBAHUN MCTIONB30BaHbl PV D-ITOKPHITHS pa3TUIHBIX HATPHUIHBIX
U Merauimueckux cucreM TommuHOM 1,5-9,0 Mkm. IIOKphITHST HAHOCHJIM B BaKyyMHBIX YCTaHOBKAax C
WCTIONB30BaHUEM JAYTOBBIX W MarHETPOHHBIX HCIapuTenell. Pe3ynmpTaTthl WCCIeIOBaHWN TIONYYEHBI METOIAMH
AIEKTPOHHON MHKPOCKOIIHH BBEICOKOTO Pa3pelIeHus, YHEPTOAUCTICPCHOHHOTO aHAIN3a U HHACHTUPOBAHHS.
Peszynomamer uccnedosanus. B xadecTBe pe3yibTaTOB HCCIIEIOBAaHUS IPEACTABICHBI PA3IMYHBIC BHIBI NEPEKTOB
HOHHO-BaKYyMHBIX IIOKPHITHH, K KOTOPHIM OTHECEHHl HApPYIICHHWS CIUIONIHOCTH, XedopMarus KPHUCTAJUINTOB,
CTPYKTYpHBIC HEOAHOpOaHOCTH. OOOCHOBaHBI MPHUHIUIBI MX CHCTEMaTH3aluu. [IpenoxeHo kiaccuuIpoBaTh
Ne(eKThl Ha KamelbHbIe, CYyOCTPYKTYpHBIC U Je(EKThl pocTa (B 3aBUCHMOCTH OT MPHYHH MX 3aPOKIACHHUS), a TAKKE
Ha PETYyJSIPHBIC W CTOXACTHYECKHE (B 3aBHCHMOCTH OT HMX pacIpeeicHus B o0beme moKpbiTHs). Ocoboe MecTo B
paboTe OTBEICHO M3YYCHHUIO «CYOCTPYKTYPHBIX JIC(PEKTOB», OTHECEHHBIX aBTOPAMH K THITy CTOXACTHYECKUX. DTH
JNe(QEeKThl MUKPOMETPUUCCKUX PasMEPOB MMCIOT (OpPMY LWIMHAPA C KOHHYECKOHM «rojioBKOi». WX riaBHas och
OpUCHTHPOBAaHA TMCPICHAUKYJIIPHO TOBEPXHOCTH TOKPBHITUS. OHH HMCIOT OCOOCHHOCTh 3KCTPYIHPOBATHCS
(oTToprarbcst) mokpeITHEM. B craThe 00OCHOBAaH AWCIOKAIIMOHHBIN MEXaHHW3M HMX 3apOXKICHHUS M TEIMKOWTHBIN
TIPUHITUIT POCTA.

Obcyarcoenue u 3axaroyerus. Pe3sroMupyeTCst BRIBOI O TOM, YTO MPEIJIOKEHHAS CHCTEMAaTH3alus IeeKTOB HOHHO-
IUTa3MEHHBIX TOKPBITUH WMeEeT XapakTep IMPOMEXKYTOYHOTO pe3ylbTaTa MCCICIOBAHWNA B OTOM HaydYHOM
HanpasieHuH. [Ipu 3ToM cyOcTpyKTypHBIE He()eKTH He OKa3bIBalOT (PAaTATBHOTO BIMSAHUSA HA CTPYKTYPY M CBOHCTBA
MIOKPBITHUS B CHITY MaJIOCTH CBOUX Pa3MeEpPOB.

Knwuesvie cnosa: METAJUIOKEPAMUYCCKUEC TMMOKPLITHUA, BAKYYMHOC€ HOHHO-TIJIA3MEHHOE OCaXKACHUEC, MUKPOCTPYKTYpa,
)le(i)eKTLI CTPYKTYPBbI, paCTpOBas 3JICKTPOHHAA MUKPOCKOIIUA.
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Morphology and genealogy of structural defects in vacuum ion-plasma coatings

0. V. Kudryakov, V. N. Varavka, 1. Yu. Zabiyaka, E. A. Yadrets, V. P. Karavaev

Don State Technical University (Rostov-on-Don, Russian Federation)

Introduction. The main work objective is systematization and analysis of structural defects of vacuum ion-plasma
coatings; on this basis, their classification principles are developed and given in the paper. Another important part of the
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work is the experimental study on one of the specific defects of coatings, which the authors propose to call “defect of
substructural origin”.

Materials and Methods. PVD coatings of various nitride and metal systems 1.5-9.0 um thick were used as an object of
the research. Coatings were applied in vacuum installations using arc and magnetron evaporators. The research results
were obtained by high resolution electron microscopy, energy dispersive analysis and indentation.

Results. Various types of defects in ion-vacuum coatings are presented as the research results. They include
discontinuities, deformation of crystallites, and structural inhomogeneity. The principles of their systematization are
validated. It is proposed to classify defects into droplet, substructural, and growth defects (depending on the causes of
their nucleation), as well as regular and stochastic ones (depending on their distribution in the coating volume). The
study of “substructural defects”, classified by the authors as stochastic, is given special consideration. These
micrometric defects are shaped like a cylinder with a conical “head”. Their main axle is oriented perpendicular to the
surface of the coating. They can be “extruded” (tore away) by the coating. The paper validates the dislocation
mechanism of their nucleation and the helicoid growth principle.

Conclusions. The inference is summarized that the proposed systematization of defects in ion-plasma coatings has the
character of an intermediate result of research in this scientific area. At this, the “substructural defects” do not have a
fatal effect on the structure and properties of the coating due to a small size.

Keywords: metal ceramic coatings, vacuum ion-plasma deposition, microstructure, structure defects, scanning electron
microscopy.
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Brenenne u nocraHoBka 3agaqu. [lomydeHrne HOHHO-TIa3MEHHBIX OKPBITHH — OJHO M3 Hanbonee 6ypHO
MIPOTPECCUPYIOIIMX HAy4YHBIX HampaBineHuil. HecMoTps Ha BBICOKYIO ITyOIMKAaIMOHHYIO aKTUBHOCTh YYEHBIX,
paborarommx B 3TOH 00NacTH, aBTOpaM HE yOaJoch OOHAPYXHTh TIyOOKHX (DyHIaMEHTAIBHBIX HCCIICTOBAHUM,
TIOCBSIIICHHBIX JIe(eKTaM HOHHO-TIIA3MEHHBIX HOKpbITHi. [IpobieMy nedeKkToB NPHHATO OTHOCUTH K KaTEropuu
TEXHOJIOTHUECKUX M, eclnd e€ M KacaTbCs, TO HEe B COACP)KAaTeJIbHOW YacTH HAydHON IyONMKaIruu, a TOJBKO B
METOIUYECKOI. B cBs3M ¢ 3TUM TIpH BBHITOJHEHHH HACTOSINEH PabOTHI, IMOCBAIIEHHOHN mpobiieme Ne(eKToB MOHHO-
IUIA3MEHHBIX TTOKPBITHH, OBUTH MOCTABJIEHBI /IBE LIENH:

— Ha OCHOBe HeOOJBLIOro 0030pa NPEeIUIOKHUTh KIacCU(PHUKAIMOHHbIE OCHOBBI Je(eKTOB 3TOro THIA
HOKPBITUH;

— IIPOBECTH HCCIICIOBAaHNE OJHOTO M3 CHENU(HIECKMX BUAOB TAaKUX JIEPEKTOB, KOTOPBIM IPEJIONKEHO
Ha3BaTh «Ie(PEKTaMH CyOCTPYKTYPHOTO IIPOUCXOXKICHUS.

Marepuansl M MeToAbl. Jl1 TONyYeHUS MOKPHITHH HCHOIB30BATNCh YCTAaHOBKM BaKyyMHOTO HOHHO-
IIa3MEHHOTO HANbUIEHHs: aByXkatommas cucteMa PLATIT n¥, ocHamienmas gByms IyrOBBIMH HCIIApHTENSAMK;
MonepHu3upoBaHHass ycraHoBka TINA-900, ocHameHHass MarHEeTPOHHBIMH HCHapHUTEIsIMH. Pabodme peXuMbI
HAHECEHHsI TOKPBITHIA: TeMIepaTypa ocasaeHnst — 300—450 °C; naBnenne B BakyyMHoil Kamepe — (1,3—4,7)x107 mGap;
HanpsbkeHue cmemenuss — 100—150 B. B cooTBercTBUM C IpHBEJEHHBIMH MapaMeTpaMU BAaKyyMHOM HOHHO-
IUTa3MEHHON TEXHOJIOTUU IOJTyYaeMble MOKPBITUS OTHOCATCA K KaTeropuu PVD. MccnenoBansl MOKPBITHS PAa3IUYHBIX
HUTPHUIHBIX M METAIMYECKHX cucteM TtommuHor 1,5-9,0 Mkm. OCHOBHBIE pe3yabTaThl 1O HCCIEIOBAHUIO
CyOCTPYKTYpPHBIX 1e(heKTOB MOTy4eHB! Ha MOKPHITUAX Ti-Al-N. TBepa0CTh MOKPHITHIA BEIOPAHHBIX CHCTEM IPEBBIIIana
12—15 I'Tla, uTO NO3BONAET OTHECTU UX K KATETOPUU U3HOCOCTOMKHX.

B kadecTBe MNOJUIOKKH HCIOJIB30BAINCH 00pa3lbl W3 pPa3INYHBIX KOHCTPYKLIHOHHBIX craneil. Bimsxue
cOCTaBa, CTPYKTYPHI U CBOMCTB IMOJIOKKH HA TApaMeTPhl MOKPHITHI HE YIUTHIBAIOCH. [lepen HaHeCEHHEeM MOKPBITHS B
BaKyyMHOH KaMmepe MpOBOJMIIACH OYMCTKA ITOBEPXHOCTH OOPa3LOB HEIPEPHIBHBIM IIOTOKOM HOHOB Ar B TEUeHHE
5wmuH. [Ina obecnieyeHnsi BBICOKOW aAre3un TOKPHITUH HAa OYMINEHHYIO MOHHBIM ITyYKOM IOBEPXHOCTH 00pasua
HAHOCWJIY TIO/ICTION METajlla, CTOAIIETO B CHCTEME ITEPBBIM.

Jis mcciiemoBaHUST MHKPOCTPYKTYPHI MOKPHITHH M penbeda WX MOBEPXHOCTH C BBICOKUM pa3perieHHeM
HCTIONB30BAJICA CKAaHUPYIOUIHNNA IBYTydeBor (dmekTpoHHbIH/HoHHEI, SEM/FIB) Mukpockon ZEISS CrossBeam 340 co

BCTPOEHHBIM 3HEPIO/IUCIIEPCUOHHBIM PEHTIeHOBCKUM JieTekTopoM X-Max EDAX (Oxford Instruments).
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Pe3yabTaThl U X 00cy:kaeHne. OTHNM U3 OCHOBHBIX YCIIOBHI 0e31e(eKTHOCTH MOKPHITHIA, TOTYICHHBIX IO
HNOHHO-IUTa3MEHHOW TEXHOJIOTHH, SIBJISIETCSI MUHMMAJIbHAsI PAa3BETBICHHOCTh pelibepa MOBEPXHOCTH MOIONKKH. s
NPaKTHYECKOW peannu3ald TEXHOJIOTHH HOPMAaTHBHBIM YCJIOBHEM JUId pejibeda CUYMTAeTCsl ILIEepOXOBAaTOCTh C
mapamerpamu He Hmke R,<0,12wmkMm; R, <0,6 Mkm. HecoOmoneHne STHX YCIOBHH MOXET TPHBOAWTE K
(OPMHUPOBAHUIO «PETYISAPHBIX Ie()EKTOB POCTa» B MOKPBITHM INPH OCAXKACHHU B BHJE MOPHUCTOCTH, AedopManuu
KPUCTaJUIMTOB ¥ PpEIIeTKH, BHYTPEHHUX HampspkeHWd ¥ T. 1. OTHeNbHO Jpyr OT JApyra pacroJIOKeHHbIE
MHUKPOHEPOBHOCTH Ha OTHOCHTENBHO TJIAJAKOM penbede IMOMIONKKH TPHBOAAT K PA3OPUEHTAIMM OCEH pacTyInX
KPHCTAJUTUTOB, YTO BBI3BIBACT UX AehOpMaIuio 1 (GOPMHPYET HEKOTEPEHTHBIE, YaCTO TTOPUCTHIE, MEKKPHUCTATUIUTHBIC
rpaHuipl. Bbicokas MIOTHOCTE MHKPOHEPOBHOCTEH MNPUBOAUT K (OPMHPOBAHMIO OOJBIIOrO0 00BbEMa MOPHCTOCTH
BONM3M TPAaHUNBI pa3feia ITOKPHITHS M HOAJOXKKH. bomblias MaKpOHEPOBHOCTH TOBEPXHOCTH IOJUIOKKH, HAIPUMED
pu rpyooM mndoBaHuH, GOPMHUPYET B HOKPHITHH BEICOKHE HAMIPSKEHUS, KOTOPBIC NTPH CIIA0BIX KOT€3MOHHBIX CBA3AX
B MOKPBITUM MOTYT HNPUBOAMTH K €0 PACCIOCHMIO, a MpU ciIabol aare3ud — K IMOJHOMY OTCJIOSHHMIO MOKPBITHS.
[TokpeiThs, coxpepkamme Takue Je(eKThl, KaKk MNpaBWJIO, HE OTBEYAIOT JaXe CaMbIM MSTKUM TpPeOOBaHHAM
SKCIITyaTallly C TOYKH 3PEHUS 3aIUThl U3JEINH OT M3HAIINBAHUS, KOPPO3UH M MOJOOHBIX BO3AEHCTBHUM.

Ecnu ykazanHbIe TpeOOBaHHUS K MIEPOXOBATOCTH HOBEPXHOCTH HOAJIOKKH COOJIIOJICHBI 1 TIOKPBITHE OJHOPOIHO
0 INIOTHOCTH U CTPYKTYpE, 3TO HE UCKIIOYAET MOSABICHUS B HEM Ae(EKTOB CIy4alHOro Xapakrepa: CyOCTpyKTYpHOTO
MIPOHUCXOKACHHS U 00YCIIOBICHHBIX HAJIMYUEM KalelnbHON (asbl.

ITockonbKy mosiBIeHHE 00OMX THUIHOB J€(PEKTOB B KOHKPETHOM MHKPOOOBEME IOKPBHITHS HOCHUT CIydailHBINA
XapakTep, TO, B OTJIMYHE OT «PETYJSIPHBIX AEPEKTOB POCTa», MX JIOTUMHO OOBEAMHHUTH B KJIACC «CTOXACTUUECKHX
nedekroB». Cpeldu HHUX «KamejbHble JE(PEKTh» MPEUMYIIECTBEHHO (OPMHUPYIOTCS MpPU HCHOIB30BAHUM MOIIHBIX
TEPMHUUYECKHUX HCTAPUTENeH BaKyyMHOH YCTAHOBKH, a TaKXK€ IPH OCAXKICHUH JETKOIUIABKUX 3JEMEHTOB MOKPBITHS.
«KamenpHble 1eQEKTh» MOTYT OBITH MPAKTUYECKH IOJHOCTHIO NCKIIIOYEHBI IPH MarHETPOHHOM HcTiapeHHH. [IprumMepsr
«KareJbHbIX CTOXaCTUYECKHUX Je(eKTOBY» MOHHO-IIIA3MEHHBIX TIOKPBHITHH NMpHBeAeHb! Ha puc. 1. Ha moBepxHOCTH OHU
HMEIOT XapaKTepHYI0 (GOpPMY C XJIONBEBUIHON KOH(QHUTypanuei, KoTopas OTME4eHa Ha pPHC. 1 @ TEMHBIMHU CTpPEIIKaMH.
[Nomanast Ha MOBEPXHOCTH MOKPBITHS B MPOLIECCE €0 HAHECEHMs, KanelbHas (aza HapymaeT JaMUHAPHYIO AMHAMUKY
HOPMAaJILHOTO POCTA TIOKPBITHUS, YTO IPOSIBISETCS B BUJE MOP HEMPAaBUILHON (OPMBI B IONIEPEUHOM CEUEHHHU MTOKPBITHS
(puc. 1 6). B MHOrOCIOMHBIX TMOKPBITUSIX MOPbI M CTPYKTYpHbIE HEOJHOPOAHOCTH, C(HOPMUPOBABLIMECS B 30HAX
KanenbHOW (ha3bl, MOTYT MMETh BBHITAHYTYIO (OpMy Ha TpaHHIAX CIOEB TOKPBITHS HPH IEpexoje OT CIos C

TYTOIUTABKUMHU KOMIIOHEHTaMH K CIIOIO C JIETKOIIJIABKUM 3JIEMEHTOM (pHc. 1 8).
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8

Puc. 1. IIpumeps! KanenbHbIX edekToB mokpbiThii cuctems! Ti-Al-N, SEM:
a — Ha MOBEPXHOCTH MOKPHITHUS (TTOKa3aHbI TEMHBIMH CTPEIKAMH); 6 — B MONEPETHOM CEUCHUH MOHOCIOHHOTO MOKPHITHS;
6 — B TIOIIEPEYHOM CEUE€HUU MHOTOCIOHHOI0 NOKPHITHSA (TTIOKa3aHbl CBETIBIMU CTPEIKaAMHU)

B menom Bce paccMOTpeHHBIE BHIMIE ASPEKTHI TMOKPHITHA HMEIOT TEXHOJIOTHYECKOE MPOHUCXOXKAcHHe. X
MOSIBJICHHE MOXET OBITh HWCKIIOYEHO WM OTPAHWYEHO ONTHUMH3AIMEH TEXHOJIOTHUECKUX MapaMeTpoB HOHHO-
IUTa3MEHHOT'0 MeTo/1a B 0bopynoBanus. Uto kacaercs 1eeKTOB CyOCTPYKTYpHOTO IPOUCXOXKICHHUS, TO PETYINPOBAHNE
WJIM UCKITIOUEHUE MX TIOSBICHUS B TIOKPHITHH MPEICTABIISIETCS MaJOBEPOSITHBIM, MIOCKOJIBKY OHH OOYCIIOBJICHBI CaMOi
MPHUPOJION peaNbHOTO MaTepHualia IMOKPHITHHA. Pe3ynpTaThl HCCICHOBAaHHS TaKUX JC(PEKTOB SBISAIOTCS OCHOBHBIM

COJACPIKaHUEM HaCTOSIIIIeﬁ pa60TI>I.
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[Ipumeps! uccnenyeMbix IepeKTOB CyOCTPYKTYpHOTO IIPOMCXOKACHWS IMpHBEACHB Ha puc. | a (mokazaHbI
CBETNIIMHA CTpeiKamMu) W Ha puc.2. OHH 00NamaloT XapaKTepHOW TeoMeTpuuecKoil ¢opmoii. B Ttene mokpeiTus
HaXOJWTCS IWIMHAPUYECKass JacTb JeeKTa, a HaJ MOBEPXHOCTHIO ITOKPBITHS BBICTYNAeT KOHMYECKas 4acTh. [Ipm
OTIPEIICTICHHBIX YCIOBUSX C(HOPMUPOBABIIMICA NE(PEKT OTTOPracTcs, MOABEPrasch 3KCTPY3HH, T. €. BBIIABINBAHUIO
MOKPBITHEM, OCTaBJIsIsi HA MECTE CBOEH JIOKaJM3alUHM LWIMHAPUYECKUE YIIyOJieHHsl MPaBUIIBHON TIeOMEeTpHYECKOM
koH(urypauuu. Ecnm mporiecc HaHeCeHMS! TMOKPBITHS IPH 3TOM IPOAOJDKAETCS, TO YIIIyOJEeHHE 3aroJHsIeTcs
OocakJaeMbIMH HMOHaMH Marepuajia IOKPHITHS C OOJIbIEl CKOPOCTBIO, YeM OCTajJbHas IUIOCKAs MOBEPXHOCTb.
BeposiTHO, 3TOMy CrocoOCTBYIOT «KpaeBble 3()(EKTh» HIEKTPOMarHUTHOrO MOJIs, (OPMHUPYEMOIO HalpsHKEHHEM
CMELIeHUsI Ha TOAJIOXKKe. B pe3ynbTare NPOUCXOAMT «3aleuMBaHME» IMIMHIPUUECKUX YIIyOJIeHHil B mpolecce
HAHECCHUS U MOKPBITHE B 3TOM 001aCTH OKa3bIBAETCS OCTATOYHO OAHOPOAHBIM. Eciu ke paccMaTpuBaemble 1e(EKThI
SKCTPYAUPYIOTCS M3 TOKPBHITHS HEIOCPEACTBEHHO Mepell OKOHYaHMEM IIPOIecca €ro HAHECEHWs, TO OCTaBIIHECS
MIIHHAPUYECKUE HUIIN XOPOIIO MPOCMATPHUBAIOTCS Ha TOBEPXHOCTH (puc. 1 a u 2 a2 2).

Ha pwuc. 2 mpencraBieHa IMojHAas MHKPOCKONHYECKas KAapTUHA DPA3IMYHBIX CTAAWH JKU3HEHHOTO IIHKJIA
cyocTpyKTypHBIX nedekToB PVD-nokpeitust cucremsl Ti-Al-N. B HOpmanabHON NpoeKIMH MOKa3aHbl TpH aedekrta
pa3HOro paszMmepa, pacloI0KEHHBIX Ha PACCTOSHUU HECKOJIBKUX MUKPOMETPOB JPYT OT Apyra (OTMEUCHBI CTPENKAMH).
Xopomo BupHAa KoHHMYecKas (opMa BBICTYNArONIeH YacTH JIOKAIWU30BAaHHBIX Je(PEeKTOB M IWIMHAPHYECKAas HHIIA
9KCTpyaupoBaHHOro aedekra. Ha puc. 2 6-2 ¢ 3TH cTaguu CymeCTBOBaHHMA Ie()EKTOB NPEACTABICHBI B OOBEMHOH
KapTUHE. BhIcTynaromue U3 MOKPBHITHS KOHUYECKUE «TOJOBKM» 0003HaueHb! IU(pPoil 1, IMINHAPUYECKHE HHUIIH —
mudpoit 2, a uuppoi 3 Ha puc. 2 2 0003HAUYEHO MECTO HUILIM HA CTaJWH «3aleduBaHus». OObeMHOE U300pakeHne
MOJy4eHO NpernapupoBaHueM Kpocc-cekiun FIB, meprneHIuKynspHOW MOBEPXHOCTH HOKPBITHS, M IOCIEIYIOIINM
HaKJIOHOM o0pa3la B CTOpOHY jaeTekropa Ha 15-28°. Ha puc. 2 6, 2 6 mokazaHbl TOJBKO CEYEHHE ITOKPBHITUS U €ro
MIOBEPXHOCTh, @ Ha pHC.2 2 — BCA KPOCC-CEKUMs LENMKOM. IloAroToBKa KpOCC-CEKLMH IO3BOJIMIIA IIOJNYyYHTh
ToTIepey bl pazpe3 uccienyembix nedextoB (puc. 2 6, 2 6). Xopouo BHAHO, YTO MX HIXKHEE OCHOBAaHHUE IUIOCKOE,
PacIooKeHO BHYTPH IOKPBITHSA Ha PAa3IMYHOM IIIyOuHE U MOP(OJIOTHYECKH HE CBSA3aHO CO CTPYKTYPOH IMOKPBITUS I
¢ penbedoM noanoxku. [IpakTHuecku Bce BUANMBIE HA pHC. 2 N1e(QEKTH UMEIOT PA3INYHbIE TUAMETPBI U BBICOTHI, IIPU
3TOM YroJ TpPH BEPUIMHE KOHWYECKOW «TOJIOBKM», T.€. OTHOIIEHHE €€ aumaMeTpa K BBICOTE, H3MEHSETCA
HE3HAYUTENBHO. OTO [aeT OCHOBAaHHE IIOJNAaraTh, 4YTO JE(PEKTHl pacTyT MO Mepe pocTa MOKpbITHA. JledekTs
3apOXKIAIOTCS B KAaKOM-TO MOMEHT BPEMEHH Ha MOBEPXHOCTH )K€ CYIIECTBYIOIIETO «PACTYIIEro» IOKPBITHS U B
JAbHEHIIEeM CO BpPEMEHEM YBEJIMYHMBAIOT CBOM JUAaMETp W BBICOTY. PocT MOKpeITHS M Jedekra NPOUCXOAMT
OJTHOBPEMEHHO M C OJJMHAKOBOM CKOPOCTBIO 33 MCKJIIOUEHHEM OIEPEXKaloIlero pocra «rojoBKU» JedeKra, Tak Kak 10

MOMCHTA 3KCTPYAUPOBAHUSA «T'OJIOBKA» BCé BpEMs JOJKHA HAaXOJAUTHCS BBIIIEC YPOBHA MOBEPXHOCTU NOKPBITHA.

System Vacuum = 5.01e-06 mbar
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Line Scan =Off | EHT = 2.00kV Signal A = SE2 ZEISS
= ’ LG Gun Vacuum = 9.13e-10 mbar
TrackZ=0n | wp = 11.3 mm Ap;"“;;?:?; 3%%0 H /:" FIB Column Pressure = 2.51e-06 mbar
| 2pm Mag= 410KX i s FIB Lock Mags = No Date -

| g InfensDuo Mode = SE Time :
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- - s -

<2

Line Scan = Off | EMT = 2.00 kv Signal A = SE2 Sysge:’; il Z%%ZZ‘.‘?% mbar PR
TrackZ=0n | wp = 50mm Ap;”:;:ﬂi’:?_: 33902 H Z’ FIB Column Pressure = 2.26e-07 mbar
1 pm Mag= 495KX P = SASOp FIB Lock Mags = No Date :
. InlensDuo Mode = BSE Time :

g IR S R N U SN A g

Line Scan =Off | EHT = 2.00 kV Signal A = SE2 Sysg’[l"', ‘\;22‘3‘:1'{77’1 = ’9%:_01% 2‘[’;',
IR~ WD = 5.0mm Ap;"“:;i’;?f 33708 H Z’ FIB Column Pressure = 1.83e-07 mbar
2 um Mag= 7.52KX P9 = FeeH FiB Lock Mags = Yes Date :
b - InlensDuo Mode = BSE Time ;
6)
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Line Scan=0f | EHT = 2.00 kV Signal A = SE2 System Vacuum 9.66e-07 mbar ZEISS
Track Z=0On R Aperture Size = 30.00 ym Sun-Vactin = £.60e: 10.makr
WD = 53 mm Specimen | = 70.5pA FIB Column Pressure = 1.71e-07 mbar
2pm Mag= 4.57KX pecime 2P FIB Lock Mags = Yes Date :
F InlensDuo Mode = BSE Time : =
2)

Puc. 2. CyberpykTypHbIe ne(eKThl HOHHO-TUTa3MEHHBIX MOKPBITHH cucTeMbl Ti-Al-N, SEM: ¢ — Ha MOBepXHOCTH NOKPHITHS B
HOPMAaJIbHOM MPOEKINH (TIOKa3aHbl CTPEIKAMH), H—2 — Ha TIOBEPXHOCTH MOKPHITUS U B CE€YeHUH Kpocc-cekimu FIB

B nmreparype, kak B HaydHOH, TaK M B TEXHOJOTHYECKOH, Kacaromencs mporecca (GOpMHpPOBaHHUS HOHHO-
IUIA3MEHHBIX TTOKPBITHH, paccMaTpuBaeMbIM CyOCTPYKTYpHBIM JAe(eKTaM 4dacTO TPHIUCHIBACTCS KalelbHOE
npoucxoxaeHue. Cautaercs, 9To COPMHUPOBABIIASCS B KaMepe KarlenbHas (asa, Ionagast Ha IIOBEpXHOCTh MOKPHITHS,
nposkuraetr e€ U (GUKCHPYETCsl B MOBEPXHOCTHOM citoe. Koraa kamist Kpuctaniamusyercs, €€ 00beM YMEHBIIAETCsl U OHA
BBINIA/IaCT, OCTABIASA NWIMHAPUYECKYI0O HHIIy. OTOT MeEXaHHM3M (OPMHPOBAHHS pPACCMaTPHBAEMBIX JE(EKTOB
MPOTUBOPEYHT OIMCAHHOW BBINIE KWHETHUKE UX POCTA, OCHOBAHHOW HAa NPHUBEACHHBIX MUKpodoTorpadusx, a Takxe
OIIPOBEPraeTcsi TeM IKCIEPUMEHTAIBHBIM (PaKTOM, YTO Je(eKThl MOJOOHOM TeOMETpHN HaOIIOAIOTCS HE TOJBKO MPH
TEPMHUUYECKOM HCIAPEHUM, KOT/Ia HaJW4Msl KarejabHoW (a3pl u30exaTh HE YAaeTcs, HO M IPU MarHETPOHHOM
UCMApEHHH, PEXHUM KOTOPOro HCKIrouaeT (opMHpOBaHHE Kamenb B Kamepe. [Ipuyem, MOpQOIOrus ONHCHIBAEMBIX
nedeKkToB TpH AYroBOM W MarHeTpOHHOM HCIIapuTesne HIAeHTHYHAa. K TOMy jk€ B TOKpBITHSX, IOJYYEHHBIX
MarHeTpOHHBIM HCIIApEHHEM, yKa3aHHbIE Je()EeKThl BCTPEUAIOTCS U B TOM CIydae, KOTAAa BCE KOMIIOHEHTHI IMOKPBITHS
SIBIISIFOTCSL TYTOIUIABKMMH M WX TEeMIlepaTypa MepexoJa B JKHJIKOE COCTOSHHE HE MOXET OBITh JIOCTHIHYTa MpHU
UCTIONIb30BAHHBIX PEKMUMaxX HAHECEHUs MOKPHITHA [ 1, 2].

Ha ocHOBe mpHBeNeHHBIX 3KCHEPUMEHTAIBHBIX JaHHBIX B padoTe [3] aBTOpamMu BBIIBHHYTAa M 0OOCHOBaHA
THIIOTE3a 00 SHAOTEHHOM (BHYTPEHHEM II0 OTHOIIEHHUIO K MTOKPHITHIO) MPOUCXOKICHUN PacCMaTPUBAEMBIX Ae(DEeKTOB.
E€ dumsmueckas cymHOCTh 3akiroyaercs B cieaymoomeM. Kak U3BeCTHO, peasibHbIX 0e37e(DeKTHBIX MaTepHajIoB, B TOM
YHCIle ¥ MOKPBITHH, He ObiBaeT. B mporecce hopMUpOBaHUS KPHUCTANIMYECKOH CTPYKTYPBI HOKPBITUS 00pa3yloTcs U
npucymme eil aeeKThl pa3iMyHON I'eOMETPUH: TOYEYHBIC, JIMHEHHBbIE, MOBEPXHOCTHBIE, 00beMHbIe. [laxke camble
ma0THele PVD-NOKpBITUS € yHOPSAOYEHHOH CTPYKTYpOH, HalpuUMeEp, MOHOCJIOWHBIE TOHKUE IUIEHKH, COIEpHkKaT
pasinuHble 1e(eKThl KpUcTaiyeckoro crpoenus [4—8]. OOpa3oBaHue AUCIOKAIMI IIPH POCTE MOKPBITHHA, KaK U MPH
m000M TIpoliecce KPHCTaJUIM3alNK, SIBISETCS ecTeCTBCHHBIM. C yd4eToM XapakTepa OCaKAECHHS HMOHHO-TUIa3MEHHbIX
MOKPBITHH, KOT/Ia MOJBI KAacaTENbHBIX HAMPSIKEHUH B MOKPBITHH MPAKTHYECKH OTCYTCTBYIOT, Hamboiee BEpOSTHO
o0Opa3zoBaHie BUHTOBBIX AUCIOKanuii. Ecam Takas quciokanys BBIXOJUT HAa IMOBEPXHOCTH MOKPBITHS, OHA (opMupyeT
BUHTOBYIO CTYNEHBKY. IIpW ocakaeHHH, B pe3yiabTaTe NPHCOCIWHEHHS HOHOB K HE3apacTaloIled CTYIEHBKE,
mocieHsAs OyAeT MpOABUTaThCS MO MOBEPXHOCTH, BPAIIAsCh BOKPYT HEMOABIDKHOM ocH. Tak peanmusyeTcsl N3BECTHBIN
MEXaHH3M CIHPAJIBHOTO (TEMTMKONANBEHOT0) POCTa KPUCTAJUIa B HANIPABICHUH OCH JuciIoKannu [9]. JlncnokanuoHHbIH
MEXaHH3M pOCTa UCIIOJIb30BaH TaKKe JUIsl 00BsICHEHHS (POPMUPOBAHUS «KPUCTAIUIMIECKUX YCOBY» (BUCKEPOB).

[Ipu GoubIION MIIOTHOCTH BUHTOBBIX JHCIIOKAIWil Ha MOBEPXHOCTH PACCTOSIHHE MEXIY HHUMHU HEBEJIUKO U
(bopMupYIOLIHECs] HA COCEHUX CTYIIEHbKaX aTOMHBIE CJIOM CIMBAIOTCS. B 3TOM cityyae pocT OBEpXHOCTH MPOUCXOUT
€IMHBIM (PPOHTOM U JIaeT OTHOCUTEIHHO POBHYIO IJIOCKOCTH MOKPbITHs [10—12]. [Incinokaiuu, yaaneHHble Ha Oobiine
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paccTosiHus, 00pa3yloT OJMHOYHBIE KOHYCHI. JTO 00YCIIOBICHO TEM, YTO YYaCTKH CTYINEHBKH, PACIIOJIOKEHHBIE OJIIKe
K OCH TUCIIOKAIIMH, BPAIIAlOTCS BOKPYT He€ OBICTpee M TPeOYIOT I POCTa MEHBIIIETO KOJIUYECTBA OCAKIAEMBIX HOHOB
B COUHHIYy BPEMEHH, 4YeM YIaJeHHbIE Y4acTKH. TakuM o0pa3oM, 3aKpydHMBaHHE CIUPAIH TIPH BHUHTOBOM pOCTE
MIPOUCXOTUT OT TepUPEepur K OCH AWCIOKAIMH, YTO M OIpeneIsieT KOHHYECKYI (opMy BEICTyMAlOUmIeH YacTH
(«romoBKm») pactymero kpucramia (puc. 2). @opma crimpaneil TelnKonIa, To €CTh pa3Mephl CTYNEHEK, OTPEIeNsIeTCs
CKOpPOCTBIO MX POCTa, KOTOPasi, B CBOIO OYepeb, 3aBUCUT OT KOHIIEHTPAI[MH KOMIIOHEHTOB B PACTYIIEM KPHUCTAJUIHTE.
dopma mIomA0K PACTYIIMX CIUpPaied NpH OBICTPO CKOPOCTH POCTa M, COOTBETCTBEHHO, OOJIBIINX MEPECHIIEHHUIX
07M3Ka K KPYTrOBOH, NPH MEHbIIEH CKOPOCTH pOCTa M, COOTBETCTBEHHO, MajbIX INEPECHICHUSX — IOJUTOHAIbHAS.
[Tpn yBenmyeHnN CKOPOCTH pocTa (NPH YBEIMYESHUH HEPECHIIIEHHS) Yrojl KOHyca pOCTa CTAaHOBHUTCS OoJiee KPYThIM U
BBICOTA CTYIEHEH B TaKUX crMpassix 6ompmiast [13-16].

[IpuBeneHHBIE 0COOCHHOCTH TEIMKOUAATEHOTO POCTA MO3BOJSIOT TOBOPUTH O TOM, YTO paccMaTpHBacMble
nedeKThl MOHHO-TUIA3MEHHBIX TMOKPBITHH (puc. 2) GOPMUPYIOTCS C BBICOKOM CKOPOCTBIO pocTa. Ha 3TO yKa3wiBaeT
HIIMHAPUYECcKas (opMa MX «OCHOBaHUS», 3ariyOJIEHHOTO B MOKPBITHE, W OCTpas KOHHYECKas (opMa «TOJOBKHY,
BBICTyHa}OIHCﬁ Hal MMOBEPXHOCTHIO IMOKPBITUA. Ot TCOMETPHUUICCKUEC 0COOEHHOCTH MO3BOJISIOT TAKKE TPEATIOIO0XKUTD
oborarmieHne KOHNIECKUX KPUCTAIIINTOB OJHIM M3 KOMIIOHEHTOB HMOKPHITHA. [lo-BuanMomy, Ooiiee BBICOKast CKOPOCTh
pocCTa CHHMpalbHBIX TpaHEW paccMaTpuBaeMoro aedekTa Mo CPaBHEHHIO C OKPY)KAIOUINM ero 00BEMOM MOKPBHITHS
SIBJISIETCSI OCHOBHOW NPHYMHOM 00O0COOJIEHHOCTH PAacCMaTPUBAEMBIX CYOCTPYKTYPHBIX Ae(EKTOB B IOKPBITHH M
MOCJIEAYIOLIETO MX IKCTPYIUPOBAHUSI.

TakuM 00pa3zoM, C TEPMHUHOJIOTHYECKON TOUKH 3pEHUs], paccMaTprBaeMble Hamu Jedektsl PVD-nokpeituii mo
MIPOHUCXOKICHHIO SIBIISIOTCS CYOCTPYKTYPHBIMH, ITOCKOJIBKY

— 3apOXKIAl0TCs Ha JUCIIOKANUSX;

— 110 MECTY JIOKaJHM3aLUH SBISIOTCS CTOXAaCTUYECKUMH, T. K. BOSHHMKHOBEHHE JHCJIOKAlMH B MOKPBITHH —
MPOIIECC CIIyYaiHBIH;

— o MOpGOJIOTHH  SBIISIOTCS TEIUKOMTHBIMH, T.K. (OpPMHPYIOTCS Ha BHHTOBBIX IHCIOKAIMAX W
Pa3BUBAIOTCS IO MEXaHU3MY CIHPAIFHOTO POCTA.

CraTHCTHYECKUE AHHBIE 10 TEOMETPUYECKUM XapaKTePUCTHUKAM CYOCTPYKTYPHBIX Ae(eKTOB B MOKPHITHH Ti-Mo
mpuBeneHsl Ha puc. 3. Ilpm cTaTucTHYecKOM aHaiM3e B KadecTBe auameTrpa Aedexkra d paccMaTpUBalICS
MaKCHMaJbHBIA, U3MEPEHHBIH 1O MOBEPXHOCTHU MOKPBITUS, ZUAMETP «T'OJIOBKHY.
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Puc. 3. Pacnpenernenue mo auaMerpam d cyOCTPYKTYPHBIX 1e(EKTOB MOKPBITHS cucteMsl Ti-Mo

Pa3Opoc 3HaueHmit d JOBONBHO 3HauwWTeneH W cocTtaBiser 0,95-3,3 MkM, cpemHee 3HaYCHHE —
dep = 2,26 Mxm. JIns mokpeituil cucremsl Ti-Al-N 3HaueHHMs aHAJOTMYHBIX CTaTHCTUYECKMX MapaMETPOB PAaBHBI:
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d=1,2-4,0 mxm; dg, = 1,91 mxm. CpeiHee cTaTHCTHUYECKOE 3HaueHHUe mapamerpa d/hg, rie hy — BbICOTa KOHHYECKOH
«TOJOBKM» Ne(eKTa, BHICTYMAIOMECH HaJ MOBEPXHOCTHIO MOKPBITHS, UL BCEX HCCIICIOBAHHBIX COCTaBOB IMOKPBHITHI
coctaBmIIO 1,48, 9TO COOTBETCTBYET YIITy IPH BEPIIMHE KOHYCA «TOJOBKIM» — 73°.

AHaIOTHYHBIA CTaTUCTUYECKUH aHAIW3, BBIIIOJHEHHBIH IO pe3yiabTaTaM 3JIEKTPOHHO-MHKPOCKOITMYECKHX
HCCJIEOBAaHNUH AUAMETPOB SKCTPYANPOBAHHBIX Ae(hekToB (HUI) d,, TIOKA3al, YTO pa3dpoc 3HAUYECHUH d, CIHIIKOM BEITHK
JUTSL TOTO YTOOBI YTBEPKAATh, UTO AKCTPY3HS JeeKTa MPOUCXOTUT MIPH JOCTIKCHUH OTIPEAEICHHOTO (GUKCHPOBAHHOTO
KpUTHYECKOTr0 3HaueHus d.. Ha puc. 4 BugHo, 4To B mOKpBITUN cucTeMbl Ti-Al-N BcTpedaroTcst 3KCTpY3HH CaMbIX
pa3HbIX AMAMETPOB, pa3dpoc 3Ha4YeHWi KOTOphIX cocTaBun d. = 1,3—4,6 MKM. DTOT HHTEpBal NEpEeKphIBAcTCs C
WHTEpBAJIOM 3HaueHWH d, a cpenHHE 3HAYCHHS CpPAaBHUBACMBIX IapaMETPOB TaKXKe OKa3bIBAIOTCSA OJM3KHU:
dep = 1,91 MKM U deg, = 2,17 MKM.
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Line Scan = Off EHT = 2.00 kV Signal A = SE2 System Vacuum =_3,036-—06 mbar
TrackZ=0n | wp = 5.0mm Aperture Size = 30.00 um Gun Vacuum = 8.09e-10 mbar
: FIB Column Pressure = 2.25e-07 mbar

Specimen | = 111.5 pA

10 um =
e aare InlensDuo Mode = BSE

FIB Lock Mags = No Date :
Time :

Puc. 4. ITosepxuaocTs mokpbITUs Ti-Al-N ¢ cybcTpykrypHbIME Aedektamu, SEM: cTpenkaMul moKa3aHbl 9KCTPY3UH Je(eKToB;
B LIEHTpEe — MpsiMOyToJibHas Kpocc-cekuus FIB

Wmeromuecst 3KCIIEPUMEHTANbHbIE [aHHBIE HE OOBSCHSIOT, NP KAKUX TeOMETPHYECKUX Mapamerpax
pactyiiero cyocTpyKTypHOro aedekra MpOUCXOIUT €ro IKCTPYIAUPOBAHHE U3 MOKPHITHS, HO OHH (JOPMUPYIOT OCHOBY
JUIsL IaIbHEHIIero TEOPETHYECKOr0 N3yYEHHsI TOrO acleKkTa, HarpuMep, Ha 0a3e KIIacCHYECKUX TEOpUH JAMUCIOKALMHA U1
3apOABIIIe00pa3OBaHusl.

3akiueHne. B pamkax MOCTaBIECHHBIX aBTOpaMH ILiesicii paboTa JaeT ONpeelCHHBbIE MPOMEKYTOYHBIC
peE3yJIbTaThl KaK II0 KJ'IaCCI/I(pI/IKaI_II/IOHHI:IM IMpU3HaAKaM I[e(beKTOB HOHHO-IIJIAa3MEHHBIX HOKpI:ITI/Iﬁ, TakK MU II0
HCCIIeIOBAHHIO JIePEKTOB CYOCTPYKTYPHOTO MPOUCXOXKEHUsI. PaccMOTpeHHbIe aBTopamMu CyOCTPYKTYpHBIE Jae(eKTh
BCTPEYAIOTCA B IIOKPBITUAX Pa3jIM4HOIO CcOcTaBa U CTPYKTypbl. IloaTOMy OHM MOryT, HECMOTpS Ha CBOil
CTOXACTHYECKHUH XapakTep, IPETCHA0BATh Ha 3BaHUE «CUCTEMHOM OIIMOKN TEXHOJIOTHH», HE OKa3bIBaIOIIEH, BIIpoUeM,
(baTanbHOTO BIUSHHS HA CTPYKTYPY M CBOMCTBA MOKPBITHS B CHIIy MAJIOCTH CBOMX pa3MepoB. boiiee uin MeHee MOJIHO
aBTOpaMHM M3YYEH 3TOT TUH Je(EKTOB TONBKO B MOKPHITUAX cucTeMbl Ti-Al-N, m03TOMy JIOrH4ecKoe pa3BUTHE 3TOTO
HAINpPAaBJICHUS UCCICIOBAHUIN TPE/IIONAraeT PACIIMPEHUE JHUana30Ha COCTaBa MOKPBITHIA.
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3aasenennwiii 6x1a0 coagmopos:

O. B. KynpsikoB — ocHOBHas wuies M IDlaH paboThl, pa3padOTKa KOHIENTYAIbHBIX KIaCCH(PUKAITMOHHBIX
NPUHOUIOB U Je(eKTOB BaKyyMHBIX HMOHHO-IUIa3MEHHBIX HOKDPBITHH, aHANIN3 OSKCIICPUMEHTAJIBHBIX JaHHBIX,
TEOpeTHYecKoe 0OOCHOBAHUE TUIIOTE3bI 3aPOKACHHS «CYOCTPYKTYPHBIX JI€()EKTOBY» MOKPBITHH, HAYyYHOE PYKOBOJICTBO
paboroil, penakTupoBaHue Tekcra crarbu. B. H. BapaBka — BeIpaOoTKa 1eselt 1 3a/1au UCCieI0BaHusl, OpraHu3alys 1
obecrieueHre METOJIUYECKOM M SKCIEePUMEHTAILHOM YacTH HCCIEOBAaHWH, IOATOTOBKAa M (OPMHUpPOBAaHHE TEKCTa
CTaThH, UTOTOBBIX BHIBOAOB M 3arioueHus. M. 10. 3abusika — BBINONHEHNE IKCIIEPUMEHTAIBHBIX HCCICAOBAHUI 110
METOIMKAM pPacTPOBOH DJIEKTPOHHOW MHKPOCKOIUH, JHEPrOANCIIEPCHOHHOTO aHajiu3a W HAHOMHICHTHPOBAHMS.
3. A. faperr — npoOomoAroToBKa 00pa3IOB IS UCCIIENOBAHUS, YIaCTHE B HAHECCHHH JKCIIEPUMEHTAIBLHBIX NOHHO-
IUIa3MEHHBIX TOKPBITHH, ydacTHe B IOJYYEHHH HEOOXOIMMBIX 3KCIEepPUMEHTANBHBIX INaHHbIX. B.II. KapaBae —
aHAJM3 JIUTEPATYPHBIX MCTOYHHKOB M COOCTBEHHBIX JaHHBIX II0 TEMaTHKe pabOTHI, HPOTOKOJIUPOBAHHE H
TEKCTYaJIM3alHs SKCIIEPUMEHTAIBHBIX JaHHBIX, TOJTOTOBKA WIUTIOCTPALUil A7 CTaThH.

Bce agmopul npouumanu u 0006punu oKOH4aAMenbHuIl 6aPUANI PYKONUCU.

MaIHI/IHOCTpoeHI/Ie 1 MallIMHOBEACHUEC

279



