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C OMOIIBIO YHUKAJIBHBIX METOIOB: aHHUTWIISIIMU TO3UTPOHOB, MUKPOITyYKa IPOTOHOB, Pe3zepdop-
JIoBCcKOTO 0OpaTtHoTO paccesHus (RBS) nonos, mukpoananusa ¢ momomsio EDSX comectHo ¢ SEM,
JTU(pakuK peHTreHoBckux Jtyueii (XRD), peHTreHOBCKO# TeH30MeTpuH (O-sin)), TECTOB HA HAHO-
TBEPAOCTh, MOIYJIb YIPYTOCTH, MHAEKCA INIACTUYHOCTH U CKPEU-TECTOB OBLTH MCCIIEN0BAaHbl HAHO-
crpykrypHbie mokpeTus Ti-Si-N; Ti-Hf-Si-N; (Ti-Hf-Zr-V-Nb)N, BrIpaIieHHbIe KaTOTHBIM BaKy yMHO-
JyTOBBIM HCTOUYHHUKOM. bbtn mosydens! mpodunu nedeKToB 1o ITyOuHE TOKPHITHH 1 H3Y4EHO BIHSIHUE
tepmuaeckoro orxura 10 600 °C (30 MuH) Ha U3MeHeHue 1e(heKTHON CTPYKTYPHI, YIPYTO-HaITpaBJIeH-
HOTO COCTOSIHUSI, (Ja30BOr0 COCTABA U NIepepacipeaeIeHUs IPUMECHBIX aTOMOB B Pe3yJIbTaTe TEPMO-
¢ y3un 1 IPOIECCOB Cerperaluy o rpaHuLaM U cyorpannnam HaHosepeH. OOHapy>KeHO yBelu-
YEeHHUE TBEPAOCTH N10CIIE OT)KUTA, YMEHBILICHNE BEJTUINHBI YIPYTO-1e(QOpMHUPYEMOro COCTOSIHNS, IIepe-
pacrpeniesieHue IPUMECHBIX aTOMOB U Je(EeKTOB.

KuroueBbie c/10Ba: HAHOCTPYKTYPHBIE IIOKPBITHS, (DA30BBII 1 3lIEMEHTHBIH COCTAB, aATe3us, CBEPXTBEP-
JIOCTb, NE(EKTHI, Cerperamusi, HanpsLKeHHS.

BIIJIUB JE®EKTIB I IPUMICHUX ATOMIB HA ®I3UKO-MEXAHIYHI
BJACTHUBOCTI HAHOCTPYKTYPHHUX IMOKPUTTIB B OBJACTI TPAHUIIb IX
PO3ALITY
M.B. Kagepin, R. Krause-Rehberg, B.M. bepecueB, b.A. IlocToabHslii, J1.A.
Koaicaukis, U.B. SIkymenko, M.A. bunokyp, b.P. ’Konibi0exos
3a I0ToMOT 010 YHIKaJIbHUX METOIIB: aHITLIAIIT TO3UTPOHIB, MIKpOITy4Ka MPOTOHiB, PesephopaiBcsroro
obepueHoro poscitoBanns (RBS) ioniB, Mikpoananiza 3a nonomororo EDSX pa3om i3 SEM, nudpakrii
peHTreHiBchbKuX mpoMeHiB (XRD), peHTreHiBCbkoi TeH30MeTpii (O-sin’J), TeCTiB Ha HAHOTBEPIICTb,
MOJLYJTb IPY>KHOCTI, iH/IEKCa IIIACTUYHOCTI Ta CKPETUY-TECTIB OYJIM AOCTIKEHI HAHOCTPYKTYPHI HOKPUT-
1 Ti-Si-N; Ti-Hf-Si-N; (Ti-Hf-Zr-V-Nb)N, BupoOIleHI KaTOIHUM BaKyyMHO-IYTOBUM JIKEPEIOM.
Bynu orpumani nmpodini gedeKTiB 1o TOBIII HOKPHUTTIB, Ta OCIIIKSHUH BILUTUB TEPMIYHOTO BiAIAIIO-
BauHs1 10 600 °C (30 xB) Ha 3MiHY JIe(heKTHOI CTPYKTYpH, IPYKHBO-(ha30BOTO CTaHYy, (pa30BOTO CKIaLy
Ta epepo3NoALTY JOMIIIKOBUX aTOMIB B pe3yJbTaTi TepMOAUQYy3ii Ta MPOLECiB cerperaiii mo Mexam
Ta cyOMexaM HaHO3epeH. 3HaiIeHO 301IbIICHHS TBEPOCTI MiCIs BiIIAIFOBAHHS, 3SMCHIIICHHSI BEJIH-

YHHU NPY>KHBO-Ae(QopManiifHOTO cTaHy, HepepO3MNOALT aTOMIB Ta JeEKTiB.
KirouoBi ciioBa: HAaHOCTPYKTYpHI MOKPUTTS, (Pa30BHil Ta CJIEMEHTHHUN CKJIaJl, aare3is, HaJTBEPIICTh,
nedekTH, cerperartisi, Harpy>KeHHSI.

UKasepun M.B., Krause-Rehberg R., bepecnes B.M., IToctomsnsrii b.A., Konecankos [I.A.,
160 sxymenxo U.B., Bunoxyp M.A., XomisiGexos B.P., 2013



KABEPUH M.B., KRAUSE-REHBERG R., BEPECHEB B.M., IOCTOJIbHBI! B.A., KOJIECHUKOB JI.A., AKYIIIEHKO U.B., BUJIOKYP M.A., ...

THE INFLUENCE OF DEFECTS AND IMPURITY ATOMS ON THE PHYSICAL AND
MECHANICAL PROPERTIES OF NANOSTRUCTURED COATINGS IN THE
BOUNDARY REGION SEPARATING THEM
M.V. Kaverin, R. Krause-Rehberg, V.M. Beresnev, B.A. Postolnyi, D.A. Kolesnikov,
L.V. Yakuschenko, M.A. Bilokur, B.R. Zhollybekov
Using unique methods: positron annihilation, proton microbeam, Rutherford backscattering (RBS) of
ions, microprobe using EDSX with SEM, X-ray diffraction (XRD), X-ray strain measurement
(a-sin?y), tests of nanohardness, elastic modulus, index plasticity and scratch tests were investigated
nanostructured coatings Ti-Si-N; Ti-Hf-Si-N; (Ti-Hf-Zr-V-Nb)N, grown by cathodic vacuum arc
source. Defects’ profiles were obtained at all depth of coating, and effect of thermal annealing at
600 °C (30 min) on the change of the defect structure, elastic-directed state, the phase composition
and the redistribution of impurity atoms as a result of thermal diffusion and segregation processes
boundaries and sub-boundaries of nanograins were studied. An increase of hardness after annealing,
decreasing of the elastic-strain state, the redistribution of impurity atoms and defects were observed.
Keywords: nanostructured coatings, phase and elemental composition, adhesion, superhardness, defects,

segregation, stress.

BBEJIEHUE

HanoctpykTypHbIe MaTepuasbl BCIEACTBHE Ma-
Joro pasMepa 3epeH < 10 HM, U3 KOTOPBIX OHU
COCTOST, U OOJIBIIIEH 3HAYUMOCTH TPAHUYHBIX 30H
(TTOBEpXHOCTHOTO pa3ziesia B TOM YHUCIIE), OKPY-
YKAIOIIUX OTAENbHBIC 3epHA U CTHIKU HAHO3EPEH,
BeAyT ceOs [0 IPyroMy B CPAaBHEHHH C OOBIUHBI-
MU MaTepuaiamu ¢ pazMepoM 3epeH = 100 am
U, I03TOMY, IEMOHCTPUPYIOT COBEPIIECHO IpyTHE
cBoiicTtBa [1 — 13].

B cBs3u ¢ 3TUM u3yueHHE T'paHUIl 3epeH,
TPOMHBIX CTHIKOB MHTEP(EICOB SBIAETCS aK-
TyaJIbHOH 3a71aueii uccieIoBaHu, T.K. OHH (Tpa-
HUIIBI) OTIPEIEIISIOT OOJIBIIMHCTBO BBIAAIOIINXCS
CBOICTB HAaHOCTPYKTYPHBIX MaTepuanoB. Hau-
6osee 3(hPeKTUBHBIM, YyBCTBUTEIHLHBIM 1 Ha-
JIEKHBIM METO/IOM M3yUYeHUSI CBOOOTHBIX 00be-
MOB B HAHOKPHCTAJIMUYECKHX MaTepUaiax sBJis-
€TCS aHHUTUJIALMS TO3UTPOHOB [15, 18].

Jannbrit MeTo Hanboee NepCreKTUBEH AJIs
U3YYEHHS AJIEKTPOHHOI CTPYKTYpBI TBEPIOTO
TeJa C TOYCUHBIMH, THHCWHBIMH U 00BEMHBIMU
nedexraMmu. ITOT METO/1 YyBCTBUTEIIEH K OUEHb
MaJIOMY COJIEpKaHHIO 1e()eKTOB B TBEPAOM Telle
—ot 10° 1o 107 nedexroB Ha aTrom. braronaps
3axBaTy nedeKTaMu TBEPAOro Tea, MO3UTPOHBI
YCTIEUTHO UCTIONB3YIOT AJIS aHAIN3a MPaHUI] pa3-
Jieia B HAHOCTPYKTYPHBIX BEIIECTBAX.

JlnmuHa cBobGotHOTO TIpodera (auddy3un) mo-
3UTpOHA B 0e3/1e()eKTHOM HJIeaIbHOM KPUCTAII-
JUYECKOM TBEPJOM TE€JIe COCTABIISIET OKOJIO
100 HM, T.€. IpeBBILIAET pa3Mep YACTUIL UITU 3€-
pPEH HAHOCTPYKTypHOro marepuana. [losTomy
1I0CJI€ TEPMOJIU3ALUY, T.€. TOPMOXKEHHUS, 03U-
TPOH, KaK MPaBUJIO, 3aXBATHIBAETCS B TPAHULIC

pasnena JByX cocenHux 3epeH. Kpome toro,
4acTh O3UTPOHOB MOKET 3aXBAThIBATHCA B CThI-
Kax TpEX COCeTHUX 3€PEH — HAHOIIOPax U B CBO-
00HBIX 00BEMAX OTCYTCTBYIOIIUX AaTOMOB.

3T0 00CTOATENHCTBO AAET YHUKATIHHYIO BO3-
MO>KHOCTb PEIIUThH OJIHY U3 CAMBIX CIIOKHBIX U
MHTEPECHBIX MPO0JIeM HaHOMAaTEepUaIOB — TO-
HATH CTPYKTYpY I'paHuIl paszaena. T.K. CTpyKTypa
TpaHMII pa3jiena Haps Iy ¢ MaJIOCThIO pa3Mepa 3e-
peH ompenenseT OOJIbIIMHCTBO CBOWCTB HAHO-
CTPYKTYPHBIX MaTepuanoB. JpyrumMu npsiMbIMu
METOAaMH, HalPUMeEP, TPOCBEUHBAIOIIEH 2TEKT-
POHHOM MHKPOCKOTHEN BHICOKOTO pa3peIIeHus,
U3y4daTh TPaHUIIbI pa3jena u quddys3uro aToOMOB
ropaszio TpyaHee [19 —44].

boutn BRIOpaHBI HAHOCTPYKTYPHBIE MOKPHI-
THs Takoro tuma: Ti-Si-N — Kiaccuueckuil Bapu-
aHT HAHOCTPYKTYPHOTO MOKPBITHS, KOTOPBIii 10-
CTAaTOYHO XOPOIIO U3Y4EeH U SIBJISIETCS Kak Obl 3Ta-
JIOHOM B UCCIICJIOBAHHSIX CTPYKTYPHI, CBOWCTB
U TEPMUYECKON CTAOMIILHOCTH; BTOpast CUCTEMa
Ti-Hf-Si-N, roe no6asied Hf, B 3aBucuMocTH OT
conepkanus Siu N MoxeT ObITh 1ByXxaznoi (Ti,
Hf)N u a-Si,N,) u onHodasHoii (B 9TOM city4ae
00bEMHAsT KOHIICHTpAIUS C(—Si3N , S 3% meé
amop(hHO#1 a3kl HETOCTATOYHO JUIS IOJHOTO 00-
BOJIAaKMBAaHMSI HAHO3EPEH TBEPIOTO pacTBopa [7].
DTOT TUMN MOKPHITUI MOXKET 00JiagaTh CBEpX-
TBEPAOCTHIO OT 48 110 52 I'Tla, HU3KUM KOd P Hu-
[IUEHTOM TPEHUsI, XOPOIIel CTOUKOCTBIO K U3-
HOCY U, IPU HE OYEHb BBICOKUX KOHIIEHTPALIUAX
Hf B TBepom pactBope, 061a1aTh TOCTAaTOYHON
(= 1000 °C) TepMuyeckoil cTaOMIBHOCTHIO.
TpeThsi cucTeMa HaHOCTPYKTYPHBIX MOKPBITUI
CO31a€TCsl HA OCHOBE BBICOKODHTPOIUMHBIX
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CIIJIaBOB, KOTOpPbHIE B MEPBYIO0 OYEpPEIb MOTYT
OBITh TEPMUYECKU CTAOMIIBHBIMU. B cooTBETCT-
BUU C ATOW KOHIIEMIMEN BBICOKAS] YHTPOMUS
CMEIIEHUS MOKET CTaOMIIN3UPOBATH 00pa3oBa-
HUE 0JHO(PA3HOTO COCTOSHUS B BUJI€ HEYNOPSI-
JOYEHHOH (a3bl TBEPJOTO pacTBOpa M MPEIOT-
BpaTUTh 00pa30BaHNE HHTEPMETATUIUIAHBIX (a3
B Tpoliecce Kpuctamuzanuu. OOpa3oBaHHbIE
TaKMM 00pa30M BBICOKOIHTPONMMHBIE CIIaBbI
KOT'YT 00J1a/1aTh [OBBIIIEHHON IPOYHOCTbIO B CO-
YETAHUH C XOPOILIEH CTOMKOCTBIO K OCKUCIICHHUIO
u Koppo3uu. [loaToMy criiaB JOIKEH COCTOSITH
KaK MMHUMYM U3 5 WIH 00OJEM 3JIEMEHTOB C
aTOMHON KOoHIeHTpauuend mexny 5 u 40%. B
TaKOM COYETaHUH, KaK U CTaOWIM3UPYIOLINE
bbc-pemerky V u Nb, Tak 1 B 0COOEHHOCTH TYTO-
rutaBkue Metayniel Hf, Zr u Ti, B cuity cBoero BbI-
COKOT'O CPOJICTBA K a30TY, OIIPEIEIISIFOT BO3MOXK-
HOCTh CO3JaHUsI HUTPUIHOU (pa3wl HA OCHOBE
BBICOKOHTPOIUITHOTO OJHOKOMIIOHEHTHOTO
cruiaBa. [loaTomy 1enbio 1aHHOM paboThI OBLIO
HCCJIEIOBaHUE AJIEKTPOHHOW CTPYKTYpBI U Jie-
¢bexToB, nudPy3uu NpUMECHBIX aTOMOB Ha Ipa-
HUIaX WHTepeicoB (Ha TPOMHBIX CTHIKaX Ha-
HO3EPEH) U BIUSHUE HAIIPSYKEHHOTO COCTOSIHUS
Ha U3MEHEeHHEe (PU3NKO-MEXaHUYECKUX CBOUCTB
TAKOTO TUIIA HAHOCTPYKTYPHBIX MOKPBITHUM:
Ti-Si-N; Ti-Hf-Si-N u (Ti, Hf, Zr, V, Nb)N, niosy-
YEHHBIX (BBIPAILIEHHBIX) C IOMOLIbIO KaTOIHOTO
PVD (CPVD).

9KCINEPUMEHTAJIBHBIE METO/IbI U
YCJIOBUSI HOJTYYEHUS ITIOKPBITUI
s ananm3a neeKToB BAKaHCMOHHOTO THIIA B
MOKPBITHH HCIIOJIB30BAJICS MUKPOITYYOK ME/I-
neHHbIx mo3utpoHoB (SPB) Halle, Germany. Tax-
xKe, u3mepsuicst S-napametrp [lomiepoBckoro
yHmpeHust aHHurwisnuonnoro nuka (I YAII),
MIPY ATOM U3MEHSJIaCh SHEPTUsl aIAI0IIero MyY-
Ka Io3UTpoHOB 0T 1 k3B 10 30 k3B, uTo no3Bo-
JIUJI0 U3MEHSTH ITyOuny aHanusa [14, 15].

s uccrienoBaHusl 3IEMEHTHOTO COCTaBa
OBIJI MCIOJIB30BAH PACTPOBBIN 3JIEKTPOHHBIN
mukpockon ¢ EDS-ananuzom JEOL-7000F
(Japan). Jlyst anam3a 371eMEHTOB 110 TITYOHHE T10-
KPBITHSI HCTIOJIB30Bajack cxema Pesepdopaosce-
Koro ooparnoro paccesiaus (RBS) Ha nonax He*
¢ aHeprueii 1.7 MaB (yromn paccesiaus 0 = 170°)
IpyU HOPMAJIBHOM MaJCHUH 30HIUPYIOIIUX
MOHOB Ha 00pa3ibl ¢ mokpeiTueM. Ilpu sToMm,

SHEPreTUUYECKOE pa3pellieHHE JETEKTOPA COCTaB-
ns10 16 K3B, a 103a MOHOB T'eIus CoCTaBlIsdIa S
HCi. [Ins oOpabotku cnekTpoB RBS u momyue-
HUS TpousIell pacrpesiesieHus: SIEMEHTOB 10
[IyOMHE MOKPBITUS OBLJIO UCTIOIB30BAHO CTAH-
JapTHOE MporpaMMHoOe obecrieueHue [16].

B nccnenoBaHusax Takke MPUMEHSIICS MHK-
ponyuok npotoHoB (U — PIXE) ¢ HavanbHOM
sHeprueii 1,4 MaB Ha 6a3e anekTpocTatnieckoro
yckopurens IAP (Sumy) ¢ pasmepom mydka 10
0.4 mxm (3apsin 31070 Kon/mukcests, pactp 50%50,
miar ckanupoBanus 0,5 mxm) [17]. B pesynbrare
OBLIIM TOJYYEHBbI KapThl paclpeiesieHus dje-
meHToB Ti, Zr, Hf, V, Nb B He0OpaboTaHHBIX I10-
KPBITUSIX Cpa3y rmocie ocaxaeHus (as deposited),
a TaKXKe B MOKPBITHUAX, MTOJIBEPTHYTHIX TEPMHU-
4eCcKOMy OTKUTY npu Temneparype 600 °C.

Taxoke, 47151 UCCIIeT0BaHMsI 3JIEMEHTHOI'O COC-
TaBa, UCIOJIb30BAIN METO/Ibl BTOPUUHOM Macc-
CIEKTPOMETPHHU Ha Macc-crieKTpoMeTpax SAJW-
0.5 SIMS ¢ kBaapyIOIBHBIM aHAJIN3aTOPOM MaCC
QMA-410 Balzers, u SAWJ-01 GP-MS c tiero-
MM Pa3psI0OM U KBaJIPYIOJIbHBIM aHAJIN3aTO-
pom macc SRS-300 (Poland, Warszawa).

IIpocBeunBaroImuii AEKTPOHHBIN MUKPOCKOII
JEOL 2010F Obu1 ncriosib30BaH J1st KCCIEA0Ba-
HUS CTPYKTYPBI HCCIIETyEMbIX TOKPBITHH.

Jnst mcenenoBanus MOPQOIOTUH TOBEPXHOC-
THU MCII0JIb30BAJIM aTOMHO-CHIJIOBYIO MUKPOCKO-
o AFM Objective, moydas Tonorpaduto mo-
BEPXHOCTH B 3D U 3J€KTPOHHO-UOHHO-CKaHU-
pytomuii Mukpockon Quanta 200 3D, ocHailieH-
HBII PEHTIeHO(ITyOPECEHTHBIM MUKPOAHAIIH-
3atopom EDAX ¢ mporpamMmMHbIM obecrieue-
HUEM, aBTOMAaTHU3UPOBAHHBIN MPELU3NOHHBIN
koHTakTHBIN podrmomerp SURTRONIC 25.

HccnenoBanus Gpa3oBOro coctaBa v CTPyKTY-
PHBIE MCCIIEIOBAHUS MPOBOAMIINCH HA PEHTTe-
HOBCKoM fudpakromeTrpe JIPOH-3M B uzinyue-
aun CuKa u Rigaku RINT-2500-MDG Japan ¢
UCIIOJIb30BAaHUEM BO BTOPUYHOM ITyUKe rpadu-
TOBOI'0 MOHOXpoMartopa. CbeMKH 1ndpaKIIuoH-
HBIX CIIEKTPOB OCYIIECTBIISIMCH B TOTOYEYHOM
pexume ¢ marom ckanuposanus 2 = 0.05, ...
0.1°, Tak>ke UCIIOJIb30BANIACh MU PAKITUST X-ITy-
Yyel ¢ MOMOIIIBIO CKONIB3s1ero my4ka B Cr u3imy-
yeHUM 1ol yriioM 3°. J{is u3ydeHus: HanpsiKeH-
HOT'O COCTOSIHUSI TOKPBITHI MCIIOJIb30BAJICS Me-
TOJI PEHTTEHOBCKO# TeH30MeTpHH (“‘O-sin’’”’-Me-
TOA) U €ro MoJu(pUKALUU, IPUMEHsIEMbIE K
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IIOKPBITHSIM C CUJIBHOU TEKCTYPOM aKCHAJILHOTO
tumna [18 — 21].

HccnenoBanne MexaHMYECKHX XapaKTepHC-
TUK CJIO€B IIPOBOMIIN METOAOM HAaHOUHJEHTH-
poBanus Ha mpudope Nanoindenter G200 (MES
Systems, USA) ¢ rcrions30BaHiEM TpEXTPaHHON
aIMa3HOM nUpaMuaKu bepkoBuda ¢ paanycom
3aKpyriieHus mpu BepiiuHe okoso 20 am. Tou-
HOCTbh U3MEPEHHUSI TIIyOUHBI OTIIEYaTKa COCTaB-
msuta 0.4 uM. M3MepeHnne HaHOTBEPAOCTH 00pa3-
I[OB C MOKPBITHEM MPOBOJIMIU 10 TIyOUHBI
200 HM JU1s yMEHBIICHHUS BIUSHUS OJI0KKHN Ha
U3MEpEHHbIE 3HaYeHMsI TBepAocTH. OTneuaTku
HAHOCWJIUCH HAa PACCTOSIHUM 15 MKM JIpyT OT Apy-
ra. Ha kax oM oOpasiie MpoBOUIOCH HE MEHBIIIE
S U3MEpEHN, U UCTIOJIB30BAJICSI MOAYJIb HEIpE-
PBIBHOTO KOHTpOJIs s)kecTkocTi CMA (continuous
stiffness measurement). [Ipu 3ToM ryOMHa BI1aB-
JMBaHUS HAHOMHAEHTOPA ObliIa 3aMETHO MEHb-
mre 1/10 TommMHBI MOKPBITUS — TIeHKH [22].
AHanu3 Harpy304YHbIX KPUBBIX BBITOJIHAJICS 110
meroanke Onusepa u Pappa.

TpuboIOrN4YeCKre UCTBITAaHUS TTPOBOIMIN
Ha BBICOKOTEMIIEpATypHON MalluHE TPEHUS
High-temperature Tribometer, CSM Instruments Ha
BO3/1yX€ 10 CXeMe “‘IIapUK-AUCK MPU TEMIIepa-
typax 20 °C, 300 °C; 500 °C. B xauecTBe KOHTp-
TEJ1a UCIIOIb30BAJICS IIAPUK JUAMETPOM 6 MM H3-
TOTOBJICHHBIA M3 CIIEYEHHOTO cepTU(HIHPO-
BaHHOro Marepuaina — Al,O,. Jlucku, Ha KOTO-
pble HAHOCUJIUCH MOKPBITHUS, U3TOTABIUBAIUCH
u3 ctanu 45 (HRC = 55) nuamerpom 50 mm, ToI1-
nHoM 5 MM. Harpyska cocrasisna 3,0 H, ckop-
OCTb cKoJBkeHust 10 cMm/c.

Jlnst ompeneneHus aare3nOHHONW/KOTe3n0H-
HOU IPOYHOCTH, CTOMKOCTH K I1aparaHuio, a Tak-
e U1 UCCIIEJ0BAHNS MEXaHNU3Ma pa3pyIllIeHUs
ucnoJsib3oBaiics ckpetd-trectep REVETEST
(CSM Instruments), cxema KOTOPOTO MPUBEIEHA
Ha puc. 1 [23]. Ha moBepXHOCTh MOKPHITHS, aJl-
Ma3HBIM CepUIECKUM UHICHTOPOM THIa Pok-
Besu1 C ¢ paauycom 3akpyniienust 200 MKM, HaHO-
CWJIM LapallvHbl IPU HENPEPHIBHO HApaCTaro-
meld Harpy3ke Mo cxeme, pUBEACHHOHN Ha
puc. 2. OMTHOBPEMEHHO PETUCTPUPOBAIU AKYC-
TUYECKYIO SMUCCHIO, KO DUITHESHT TPEHHUS, TITY-
OMHY MPOHUKHOBEHUS HHICHTOPA, U BEJIMUUHY
HOpMaJIbHOM Harpysku (F,). Jlnsa momxydenus
JIOCTOBEPHBIX PE3YJIbTaTOB Ha TIOBEPXHOCTH 00-
Pa3LoB ¢ MOKPHITHEM HAHOCUIIUCH IO TPU Llapa-
MUHBI Ha KaXIbI 00pasell.
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Puc. 1. Cxemarndeckoe n300pakeHIe SKCIIEPUMEHTAITb-
HOM YCTaHOBKH AJIS OTIPECIICHUS air€3NOHHON/KOTe3n-
OHHOW MPOYHOCTH. F, — BENIMYUHA HOPMAIbHOU Ha-
TPY3KH.

N

Depth scnsor

Scratch stylus Acoustic
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detector

-
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Puc. 2. Cxema IPpOBEACHUA AATC3MOHHBIX HCTIBITAHMIA.

W cnibrranust mpoBOAKIIN MTPH CIIETYIONTUX YC-
JIOBHSIX: Harpy3Ka Ha MHIEHTOp HapacTaia ot 0,9
1o 70 H, ckopocTh nepemenieHusi THAESHTOpa —
1 MM/MUH, TITHHA TTApaniHB cocTaBmia 10 M,
CKOpOCTh Harpyxenus — 6,91 H/muH, gacrora
JIMCKpPETHOCTU curHana — 60 I'u, akyctuyeckas
smuccus — 9 J10.

B pesynbrare ucnsITanmii onpeaesiii MUHHU-
MaJIbHYIO (KPUTHYECKYI0) HATPY3KY L ., — KOTO-
past 0003HavaeT HavYaJI0 MPOHUKHOBEHUS MH/ICH-
TOpPA B MIOKPBITHUE; L ., — HAYAIIO MOSIBIIEHHUS [IEP-
BOH TpemuHbl. COBOKYITHOCTh Pa3IMYHBIX (HU-
3UYECKHX MTapaMeTPOB, PETUCTPUPYEMBIX B ITPO-
11€CCe MCTBITAHWM, TIOBBIIIAIOT JOCTOBEPHOCTh
METOJMKH ¥ TOYHOCTD OTIPEICTICHUS KPUTHYIEC-
KOo¥ Harpy3ku. [TokpeiTus, nedhopMUpOBaHHbBIE
aJMa3HBIM HWHJIEHTOPOM, HCCIEAOBAIH JIOTOJI-
HUTEJIBHO C TTIOMOIIIbIO BCTPOCHHOTO ONTHYECKO-
IO MHKPOCKOIIA, a TAKXKE AJIEKTPOHHO-HOHHOTO
cKaHupyroniero mukpockorna Quanta 200 3D, oc-
HaIIEHHOT0 MHTErPUPOBAaHHOM cucteMol Pega-
sus 2000 711 MUKpOaHaIU3a.
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OpUKIIMOHHBIE UCIIBITAHUS 110 METOY ‘‘Tia-
JIEN-TIOBEPXHOCTH~ MPOBOJUIM Ha TPHOOMETpE
TAVY-1M B ycnoBusx cyxoro Tpenus. Koaddu-
[IUEHT TPEHUS U U3HOCOCTOMKOCTH IMJIEHOK OII-
pEeNesTy PY BO3BPATHO-MIOCTYATEIEHOM CKO-
JIBKEHUH, BBITTOTHEHHOM MPU KOMHATHOW TeM-
nepatype (22 £ 1 °C) 1 OTHOCUTETTLHOM BJIaXK-
HoctH 80 % 5%. CKOpPOCTh JBMIKEHUSI CTOJIMKA
¢ oOpa3iom cocTarisiia 4 MMm/c, HHISHTOP C pa-
nuycoMm 3akpyrienus 0,5 MM ObLT BBITIOJTHEH U3
TtBepaoro cruiaBa BK8 (tBepmocts 87,5 HRC),
Harpy3ka Ha WHICHTOP TPU UCIBITAHUSIX COC-
taBisiia 1 H.

YCJIOBUA HOJTYYEHUA
WCCJIEJTYEMBIX IOKPBITUM
a) [Tomyuenune mokpertrii Ti-Si-N.

Ha o0pa3smp! u3 cranu 3, pasmepamu 20 MM B
JIMaMETPE, TOJIIUHOW 2 MM U C MTOJUPOBAHHOU
MMOBEPXHOCTHIO, OCAXIAJIM TOKPBITHE HA yCTa-
HOBKE C KaTOHBIM BaKyyMHO-IyTOBBIM UCTIApHU-
teneM B BU paspsizie ¢ ucnonp30BaHUEM IBYX Ka-
tonoB u3 Ti u Si. B xamepy Hamyckanu aromap-
Hbl1 N. TonmuHa NoJy4eHHOro MOKPBITUS W3
Ti-Si-N cocrasisuia okoso 2,2 MkMm. [TapameTpbl

OCaKJICHHUS TIPUBEICHBI B Ta0II. 1.
Tabmura 1

DU3HKO-TEXHOJIOTUYECKHE TaPAMETPBI
OCAKICHMS TOKPBITUI

OcaxaemMoe MOKPBITHE P, nasnentue aso-flloTerar if3
Ta B Kamepe, [1a| mouroxke, B
Ti- Si-N
OGpasen 1 03 200
Oobpaserr 1 0,7 200
Ti-HESIN
23 (cenapupoBaHHbIIA) 0,7 -200
28 (mpsmoii) 0,6—0,7 —200
35 (mpsamoii) 0,6 +0,7 -100
37 (cenapupoBaHHEIiT) 0,6 -100
31 (cemapupoBaHHEIi1) 03 -200
10 (cenapupoBaHHEIif) 0,5 -180
11 (cemapupoBaHHEIif) 0,7 -150
(Ti-Zr-HEVND)N
OGpaser 504 07 200
O6paszern; 506 03 —-100
O6pa3zer 508 0,1 -100
O6pazser 515 4002 -200

0) [Momyuenne nokpeituii Ti-Hf-Si-N.

Ha o6pa3mupl u3 cranm 3 quamerpom 20 MM 1
TONIMHON 3 MM ocaxxaiu ieHku Ti-Hf-Si-N
B BaKyyYMHOU KaMepe ¢ TIOMOIIIbIO BaKyyMHOTO-

JlyroBOro ncrounuka B BY paspsize, rae ucnoiib-
30BaiM criedeHHbIi karon u3 Ti-Hf-Si. J{ns mo-
JTy4eHUs HUTPUIOB B KAMEPY YCKOPUTEIIS HAITY-
CKaJIM aTOMAapHBIM a30T MPHU Pa3IUYHBIX JaB-
JICHUSIX ¥ TIOTEHIIMaIaX Ha MoaoxkKy. [lapamer-
pBI OCcaXIeHus puBeAeHbI B Tab. 1. Mcnomns-
30BajJIM BaKyyMHO-IyTOBOM MCTOYHMK ‘‘bynar-
3T” c BU reneparopom [20]. [ToTentman cmere-
HUSI TOJIaBaJIM Ha MOJJI0KKY oT BU-reneparopa,
KOTOPBIH TeHEePUPOBAI UMITYIIbChI 3aTYXAOIINX
KosiebaHuii ¢ yactoroi < 1 MI'l, IIMTEILHOCTD
Ka)XJ10r0 umiyibca 60 MKC, ¢ 4aCTOTOM IIOBTOPE-
Hus = 10 k['u. BennunHa oTpuiiaTeabHOro aBTo-
CMeIIeHUs MOTeHIINaja Ha MOJI0KKe, Oaroaa-
pst BU muonaomy ¢ dexty, cocranmsina 2 + 3 kB.
OCHOBHOE OTJINYHE y CO3AaHHBIX (OCaXIeH-
HBIX ) TOKPBITHUI OBUIO B COOTHOILIICHUN KOHIIEHT-
pauuu aromoB Ti/Hf. B mepBoii cepun 310 COOT-
nowenue cocrasuio Tig Hf, , a Bo Bropoii — pas-
guna owsuta ooseie — Ti . 4Hf3 ¢» HO TIPH 3TOM KOH-
HeHTpanus Si U3MEeHsJIaCh HE3HAYUTEIIHHO: B MH-
TepBasie ot 7,5 10 9,5 at.%, Tak ke, KaKk U KOH-
neHtpanusi N u3MeHsuiach B uHTepBasie ot 40
1o 47%. Bce octanbHbIe cepuu 1O KOHIIEHTPA-
uU (KOMIO3UIMH) OTIMYAINCh HE3HAYUTEIb-
HO.
B) [Tomyuenue nokperruii (Ti-Zr-Hf-V-Nb)N.
Karonbl 13 BHICOKOIHTPOMUMHBIX CIIJIABOB
cucremsl Ti-Zr-Hf-V-Nb usrorasnmsanmice MeTo-
JIOM BaKyyMHO-JIyTOBOH TUIaBKH B atMocdepe
BBICOKOYHCTOTO aproHa. [[maBka mpoBoauiacs He
pacxoayemMbIM BOJIb(QPaMOBBIM 3JEKTPOJIOM B
OXJIXKJTAEMYIO BOJIOM MEHYI0 EMKOCTh (IIOIM-
Hy). [TomydeHHbBIE CMTKH TIEPETUIABISLIICH 6 — 7
a3 co CKOPOCTHIO oxakaeHus nopsiaka 50 K/e st
OKOHYATEJIbHOM TrOMOTeHHU3aIluu cocTana [24].
OcaxxieHre OKPBITHIA MPOBOAWIN KaTOIHO-
BaKyyMHO-IYTOBBIM METOJIOM Ha YCTaHOBKE “‘by-
nar-6” [24], npu nogaye Ha MOMJIOKKY ITOCTOSH-
HOT'O OTPHUIATENILHOTO MOTEHIIMAaIa US = (-100 —
(-200)) B, Tox ayrn He ipeBbIIIa 85 A, 1aBieHHE
ocraroyHbIx ra3oB 0,0066 ITa. Pexumel nomyye-
HUSI HEKOTOPBIX Cepuil 00pa3lioB MOKPBITHI
NpUBEIeHbI B Ta0M. 1.

IKCHHEPUMEHTAJIBHBIE
PE3VYJIBTATBI U UX OBCYKJIEHUE
a) Ti-Si-N

Ha puic. 3 npezcraBieHbt npoduinu 1eheKkToB
(3aBHCHUMOCTH S-mapameTrpa KpuBbix Jloruie-
POBCKOTO YIIMPEHUS aHHUTHIISLIHOHHOTO MTHKa
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Puc. 3. 3aBucumocTs S-mapameTpa OT PHEPTHH MHUKPO-
My4Ka MMO3HTPOHOB: a) — IOKPBITHE TIOCIE OCAXKICHUS;
0) — MMOKPHITHE TTOCIIe OTKUTA B BakyyMme tipu 7 = 600 °C
(30 muH.).

JAVAII) no u mocie TePMHUYECKOTO OTKHTa
(600 °C) st 06pa3oB ¢ HAHOCTPYKTYPHBIM TI0-
kpbiTeM Ti-Si-N. B pesynbrare omxwura (30 MuH)
MIPOU3OIILIY 3HAUUTETbHBIEC U3MEHEHUS B AJIEKT-
POHHOM U JIe(HEKTHOM CTPYKTYype MOKPHITUN Ha
Bcell mTyOuHe aHanmu3a, T.K. XOJ KPUBBIX TMOKa-
3bIBAET yBEJIMYEHHE S-apameTpa OoJiee ueM Ha
2%, a B oomactu 1,5 + 1,7 mxm ot 4,5% mo 8%,
YTO CBHJIETEIBLCTBYET O MOJHOM JOKaIU3alun
BCEX MO3UTPOHOB Ha ATUX JiedekTax. PacueT koH-
HEHTpaluu 1edeKTOB M0 U3MEHEHUI0 S-mapa-
MeTpa MOKa3bIBAET, YTO KOHIIEHTPAIUS MEITKUX
BaKaHCHOHHBIX KJIacTepoB (OMBaKaHCHI U BBI-
1re), u3MeHseTcs B 3toi odactu ot 5S0'° 10
7,500 cm3, a KOHIIEHTpAIKs TEPMUUECKH aK-
TUBUPOBAHHBIX BakaHcuit oT 10'% go 510"%cm!
(cm. puc. 30)). T.x. mmyouna nuddy3nu Tepmanu-
30BaHHBIX MMO3UTPOHOB MPUMEPHO paBHA
100 HM, a pa3Mepbl HAHO3EPEH OMpPEACICHHBIE
n3 na"HHbix XRD-aHanu3a 1no mupuHE MUKOB
coctapysitoT (12,5 + 13 HM), TO MPaKTUIECKH BCE

MIO3UTPOHBI 3aXBATHIBAIOTCA Ae(heKTaMu Ha MH-
tepeiice. [To-Buanmomy, Bce 1e(heKThl CTEKaroT
(mubdynaupyror) Ha Mex(dazHyro rpaHuiy. B
pe3ynabpTaTe OTXKUTa, YMEHBIIACTCS BETNYMHA
MUKpPOHAIPSKEHUH (HaNpsHKEHHO-1e(POpPMHU-
POBaHHOTO cocTOsIHMSA) B TBepioM pactBope (Ti,
Si)N Gomnprnast nedopmarus cxatus — 2,6%, a
MoCJIe OT’KUTa yMEHbIIaeTcs moutu 110 2,3%, T.e.
(10 + 12%), a pa3mep 3epeH BO3pacTaeT BCETO
ot 12,5 no 13 M.

Pe3ynbrarsl 3JIeMEHTHOTO aHaJIH3a, TOTy4eH-
HbIe ¢ moMoInbio Mmetosa RBS n EDS, pencras-
JeHbl Ha puc. 4a), 0). V3 noiay4yeHHBIX pe3ylib-
TaTOB CJIEYeT, YTO B MOKPHITUU HAaUOOJBUIYIO
KOHI[eHTpauuio umeeT Ti, KoHIeHTpauus N
npubnusurensHo pasHa (15 + 20) ar.%, a koH-
neHTpanus Si MeHsbIe 5 ar.%.

8000+
N
~—— Experimental Ti-Si-N
e Ode]
,(.0\6000-
z Si
>S5
[o]
o
240001
[0
C
(]
=
20004
Wy
"% ) 300 400
a) 200 Channel
120001
100001 — WSi
) W
S 8000+
3
; 60001
2
& 40004
= .
20004 Si
6) 0 100 200 300 400
Channel

Puc. 4. Dueprerundeckue cekTpsl RBS ananmza momyyen-
HBIE IS 00pa3moB ¢ MOKPHITHIMH Ti-Si-N, OIy4eHHBIX
MIPH Pa3HBIX PEXNUMAax OCAKICHUS: a) — MOTECHIHAI Ha
noioxky —50 B, P = 0,5 Tla, Bropast kpuBast nosydeHHast
Kak 3TanoH SiW — ais cpaBHEHUS, 0) — MMOTCHIMAT Ha
nooxky —100 B, P, = 0,7 ITa.

[Tocne omxura mokpeITHs, Ha criekTpax RBS
ObLJT 3aMedeH HeOOobIIOoM MUK Kuciopoaa. Tak-
xKe, aHanu3upyto nanueie RBS ananuza, MoxxHO
HaliTU 3HAYE€HHUE TOJIIHHBI MOKPBITUS — OHO
paBHsiercs 2,18 mxm £0,01.
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Ha puc. 5 npencraBinens! ¢gparMeHTsl Aud-
PaKIIMOHHBIX CIIEKTPOB, U3MEPEHHBIC HA 00pa3-
1ax ¢ mokpeITueM u3 Ti-Si-N 110 ¥ oclie oT>kura
600 °C (30 MuH.), U3 KOTOPBIX TaKke ObLT pac-
CUMTaH MmapaMeTp (a) pemeTKy, KOTOPBIA paBeH

a,=0,42462 A. Takoxe, 6bia 0GHapyKeHa CHITb-

HO BeIpakeHHas TeKkcTypa nokpbitus —(111) (Ti,
Si)N u (222) (Ti,Si)N (cMm. kpuBsie 1, 2). Kpome
TOT0, OBLJI0O OTMEUEHO MOSBJICHHE CIa0bIX ped-
nexcos ot okucna TiO, (JCPDS-19-370). O6be-
MHO€ COZIep>KaHHE OKUCIIOB MOCIIE TEPMUYECKO-
ro OT)KUTa B KaMepe JOBOJILHO HEBEIHKO, U HE
npeBbIimaet 5%.

(111)TIN (222)TIN

noanoHaG

(220)TiN

(200)TIN

(1MNTIO,
(311)TIN

O,
2,

I, arb, un.
221)Tif

)

(

P‘_(
N

(122)Til
202)T1!

.,
2 4 50 60 70 80

Puc. 5. YuacTku peHTreHorpaMM MOKPBITUII Ha OCHOBE
Ti-Si-N nocne omkura: 1) — MCX0IHOE COCTOSIHUE; 2) — MO~
cie omxura 7= 600 °C (30 mun), Bakyym P = 50 mbap.

AHanu3 HanpsHKeHHO-Ae(pOPMUPOBAHHOTO
COCTOSIHHS ITOKa3aJl, uTo B TBepaoM pactope (Ti,
Si)N Oonbmas aepopmanus cxatus —2,6%, a
[I0CJIE OTXKHUIa OHA HECKOJIBKO YMEHBILIAECTCS 10
BEJIMYMHGI 2,3%.

Onenka 00acTH KOrepeHTHOTO PACCESTHUS
(OKP) o teppepy mokasaia, 4To pasmMep HaHO-
3epeH yBenuuuBaercs ot 12,5 uM, 10 13 um, a ipu
pasMepe 3epeH 25 HM (B UCXOJHOM COCTOSIHUH)
yBenuuuBaetcs 110 (28 + 30) um. T.e. B pe3yssrare
orxura 600 °C B TeueHrn 30 MUHYT IPOUCXOAUT
HE3HAUYMTEIbHOE U3MEHEHHE pa3Mepa 3epeH, a 0c-
TaJIbHAs PHEPIHs TPATUTCS Ha 3aBEPLLIECHUE IIPO-
11ecca CIMHOIAJIbHOM Cerperayy, BbICTpauBaHus
B BUJIE MOHOCJIOS O(—Si3N ,- OIiHaKo, 5T0 MOHOCTION
MBI HE MOXEM OOHAapy>KUTh, TaK KaK 3HaYECHUE
00BEMHOM 1011 3TOH (ha3bl HAXOIUTCS HA TPaHe
OOHapy keHUs TU(PPAKIIUU PEHTTEHOBCKUX JTyUeH.

MoxHO crienaTh POMEKYTOUHBIN BBIBOJI, UTO
IIPYU CWJIBHOW J1e(OpMalluy CKaTHUsl U BBICOKOM
CTETICHU TEKCTYPUPOBAHOCTH, OTXKHT IIPU TEMIIe-
parype 600 °C B Teuernu 30 MUHYT, HE IPUBOJIUT

K KaTacTpo(hyecKuM M3MEHEHHSIM — KaK B (pa30BOM
COCTaBe U CTPYKTYpE, TaK 1 B HANPsKEHHO-71eop-
MHUPOBaHHOM cocTosiHMH. [Iponcxomut Qopmu-
poBaHue c1osi B Bujie TBepaoro pacteopa (Ti, Si)N,
Y CHJTMKO-HUTPHUIHON (pa3bl BOKPYT HAHO3EPEH, a
B CJIEZICTBUH ATOTO IPOMCXOTUT YMEHBIIEHHE KOH-
HEHTpauuu Si B TBEPIOM PacTBOpE, U 4acTh aTo-
MoB Ti popmupyer TiO, mieHKy Ha TOBEPXHOCTH
TIOKPBITHSL.

Crpyxkrypa nokpsituii Ti-Si-N xapakTepusyercs
BBICOKMM YPOBHEM MHKpOAe(hOpMaIUil peIeTKr
(6omnee 1%) [25]. BornbIas BemmurHa MEKpoiedop-
Malfid PeIIeTKN CBUNIETEIILCTBYET, CKOPEE BCETO,
0 XMMHYECKOW HEOJHOPOTHOCTH COCTaBa B KaXK-
JI0H (pa3e MOKPHITHSL.

[TOKpBITHS IMEFOT SIPKO BBIPKEHHYIO TEKCTYPY
[26]. KoneHCcallMOHHbBIE CKUMAIOIIIME HaTIPsKe-
HUS B TJIEHKax TBepAoro pactopa (Ti, Si)N npu-
BOZAT K popmupoBanuio TekcTypsl (111). Omperne-
JIEHHbIE METOJIOM aNNPOKCUMALIIH CPETHHE pa3-
MepsI kprctayumToB (Ti, Si)N TBepaoro pactsopa
coctaBuiu oT L =12,5 no 25 um. IlomydeHHsie
MOKPBITUSI UMEIOT CIIEAYIOUTYI0 TBepAoCTh: TiN
(H=28TTla, E=312TITla); Ti-Si-N (H=38 —
39 I'Tla, E =356 I'Tla). B Tabin. 2 npuBeneHs! pe-
3yJABTaThl TPUOOTEXHUYECKUX UCTbITanuid. Kak
BUJTHO M3 NIPE/ICTABIICHHBIX PE3YJIbTaTOB, C yBEIIHU-
YEHHEM TEMITEpaTypbl UCIIbITaHHS Y TOKPBITHS TiIN
yBenuuuBaeTcs kodddurment tpenus, a st Ti-
Si-N (ipu 7'= 500 °C) k03¢ dHIIHEHT TPEHUS yMe-
HbInaercs 10 0,69, uto npumepHo Ha 25% MeHbIIIe
3HAYEHMs1, YeM NP KOMHATHOW TeMIIeparype.

Tabnuua 2
Pesynbrarhl TpUOOIOTHIECKUX CBOWCTB
HAHOKOMITO3UTHBIX MOKPBITHI

| Paxrop | ®daxrop
[MokperTus Tgamnfﬁ? nggfgjﬂ KOI;IﬁfHoca f,
Tanui, °C 3 i prena,
MM’/HM | MM*/HM
30 7.69000° | 3.280° 0.88
Ti-Si-N 300 | 2.6300° | 34900° | 082
500 1.95000° | 2.7500073 0.69
30 6.7500° | 3.3000° 0.81
TiN 300 | 3.6200°| 3.500° | 087
500 5.160° | 3.8300°7 091

Ha puc. 6 npuBeneHsl KpUBbIE HArpy3Ku U
pas3rpy3Ku Npy BHEIPEHUH HAHOWH/IEHTOpPA B T10-
BEPXHOCTHBI! CJIO HAHOCTPYKTYPHOT'O IIOKPBITUS
u3 Ti-Si-N (Tpu pazHble Harpy3ku). Kak BuiHO, 13

166

OIIT OUITPSE, 2013, T. 11, Ne 2, vol. 11, No. 2



KABEPUH M.B., KRAUSE-REHBERG R., BEPECHEB B.M., IOCTOJIbHBI! B.A., KOJIECHUKOB JI.A., AKYIIIEHKO U.B., BUJIOKYP M.A., ...

18 v L) v T A ) v L) v L) v L) M L) v L)
161 N/
144 Ti-Si-N ,“’;f ]
124 T
=

E 101
8 -
64

Load

44
2-

v 1 M L) v ) v LJ N ) M Ll

60 80 160 120 140 140
Displacement, nm

Puc. 6. KpuBsle Harpy3Kku u pa3rpy3KH, TOIXyIeHHBIE TIPH

WHACHTHPOBAaHUH HaHOWHAEHTOpa Ha ryomny 50, 100,
150 aM, monydeHHBIe AN MOKpHITHSA U3 Ti-Si-N
(U=-100B,P,=0,7ITa).

pe3yasTaToB pacdera 1o Metoanke Onmsepa-dap-
pa, TBEpPIOCTh MOJTyYEHHAs IS JaHHBIX PEKUMOB
ocaxkaeHus naet cpennee 3HaueHue 38,7 ['la, mpu
momyre yrpyroctu 370 +12 I'Tla. Orxwur mo 600°C
B BaKyyMe PUBOJIUT K YBEJIMUEHUIO HAHOTBEP/I0-
ctu 10 46,7 £ 1,3 I'Tla 1 OBBIIIEHUTO MOJTYJISL YTI-
pyroct 110 (430 —448) I'Tla, yto B iepByo oue-
pellb CBA3aHO C OKOHYaHKEM IIpolLecca CIIMHO/A-
JIBHOW Cerperanyy Mo rpaHullaM HaHO3EPEH T.C.
(opmuposanue Toukoi npocoiiku u3 SiN(Si,N,)
KBa3uamMopHo 1 aMmopdHo# (asbl, 0 4eM CBU-
JIETEJILCTBYIOT PE3YIJIBTaThl MOyYEHHBIE C TIOMO-
b0 AaHHUTWISLMN TTO3UTPOHOB.

0) Ti-Hf-Si-N

Ha puc. 7a), 6) npencTaBieHbl 3aBUCHMOCTH
S-napameTpa OT SHEpI1H MaJar0IIEr0 MUKPOITyYKa
no3uTpoHoB. [IpencraBneHHble Npopuiiu BakaH-
CHOHHBIX JIe(DEKTOB 110 ITyOMHE Oy YEeHHBIX T10-
KpbITUH (cepust 2 1 cepus 3) 3HAYUTENBHO OTIIH-
YaroTcs, KaK M0 CTEXMOMETPUHU (COAEpKAHHUIO)
SNIEMEHTOB, TaK 1 B ha30BoM cocTage. T.e., B oTHOM
cllydae, y Hac JiByX(a3Hasi CHCTeMa, COCTOSIIIAs U3
a-Si,N, u (Ti, Hf)N), uto xopomio BuHo u3 puc. 7,
I7ie IOBE/IEHUE KPUBBIX 3aMETHO pa3yinyaercs. A
MMEHHO — J11s1 IByX(pa3HOTO MOKPBITHS XapaKTEpPHO
JBa TIMKa (yBeJIMYEHHE S-TlapaMeTpa) B palioHe
10 k3B u 3arem Ha sHepriu 20 k3B (BOMHM3H Mex-
(ha3HO TpaHUIIBI TOKPBITHE-TIONIOKKA). Bo BTO-
POM ciy4ae, 171t 0HO(a3HON CHCTEMBI TBEPOTO
pactBopa (Ti, Hf)N, Benmuuna S-napamerpa no-
CTaTo4HO BbIcOKa — 0,492, 1 ipu NpuOIMAKEHUU K
IpaHULE TUICHKA-TIO/UIOXKKA HAYMHAET YMEHbIIIa-
Thest 70 BenuuuH 0,476.
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Puc. 7. 3aBucumocTu S-napaMerpa OT S3HEpPTrUU aHATTU3U-
PYIOLIEro MUKPOITyYKa ITO3UTPOHOB 15l TOKpbITHiT Ne 35
(a)uNe 11 (0).

N3 puc. 7a), 6), moryueHHBIX C TOMOIIBIO0 MUK-
pOITyuKa IMO3UTPOHOB CIIEIYET, U4TO B cy4ae (op-
MHUPOBaHHUS B MOKPBITHH JIBYX (pa3 (TBEpIOro pac-
tBopa (Ti, HYN n 0-Si,N, kBasuamopdroii asbr)
TIO3UTPOHBI AHHUTHJIUPYFOT M 3aXBaThIBAFOTCS Ha-
HOTIOPaMHM Ha TPaHMIIaX pa3ziena, T.K. pasMep HaHO-
3epen u3 (Ti, HP)N cocrasnser ot 3,9 mo 10 aMm, a
kBazuamopHoi (azer — 0,8 +1,2 HM, cocTosmei
W3 OJTHOTO WJTH JIByX MOHOCJIOEB, TIO3TOMY 00bEM-
Hasi JI0JIsl TpaHuIl paszena MoxkeT gocturatb 30%
[27 — 30] oT 0OBEMHOI IO BCETO TOKPBITHSI.
OrneHka KOHIICHTPAITUH BAKAHCUOHHBIX Te(DEKTOB
10 MOJIEJTM 3aXBaTa C IBYMsI THIIaMu J1e(peKToB, a
WUMEHHO (HaHOTIOPBI HA CTHIKE TPEX TPaHUIl HAHO-
3epeH) Ipy u3MEeHeHnn S-napamerpa Ha 1,7% naer
snagenust ot 50" o 8,610 cm 3, a koHIIEHTpa-
IIMs] BAKAHCHOHHBIX KJIaCTEpOB (CKOpee BaKaH-
cuil M nuBakaHcui) coctamiser oT 610 mo
7,500 cm™ (u3meHenune S-napametpa 1,85%).
MoyKHO 00paTHTh BHUMAHKE Ha TO, YTO KOHIICHT-
parysi BAKAHCHOHHBIX JIS()EKTOB TI0 TIIyOHHE TI0-
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KPBITHSI OTIIMYACTCS 1T KK cepur 00pasIioB.
A Tak kak nyouHa 1udQy3un TepMaT30BaHHBIX
MIO3UTPOHOB IpuMepHO paBHa 100 HM, a pa3mep
HaHo3epeH (4 + 10) HM, TO IPaKTUUYECKHU BCE MO3H-
TPOHBI 3aXBaThIBAIOTCS Ha Jedekrax B oOnactu
uHTepdeiicoB (rparurl pazaena) [25].

Ha puc. 8a), 0), B) npencTaBieHbl pe3yabTraThl
M3Y4EeHHS HJIEMEHTHOTO COCTaBa CBEPXTBEPAbIX Ha-
HOCTPYKTYpHBIX IIeHOK Ti-Hf-Si-N, moyuennsie
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Puc. 8. a) — sHepreTuueckuii CieKTp 0OpaTHOTO paccesi-
Hus noHoB He™ ¢ sreprueii 1,3 MeB, momydeHHsI# 0T 00-
pasma cramu ¢ enkoit Ti-Hf-Si-N: kpusas 1 — moTeHmman
100 B, p = 0,6 ITa; xpuBas 2 —morertman 200 B, p = 0,7 [a;
0) — mpo N KOHIIEHTPAIMK DIIEMEHTOB, BXOJAIINX B
COCTaB MOKPBITHSI, MOIYYEHHBIX C TTOMOIIbI0 MeTosia POP
(BKIIOYAst HEKOHTPOJIMPYEMBIE TPUMECH ); B) — IPOPHIH
AIIEMEHTOB 110 TiryomnHe moKpeITH U3 Ti-Hf-Si-N momry-
geHHbIe U3 crekTpoB POP, ¢ yueTom TOTO, 9TO aTOMHast
TUTOTHOCTH €105 OJM3Ka K aTOMHOM IUTOTHOCTH HUTPHU/IA
THTaHa.

metonioM POP (a) ananmza. CoracHo 3TUM pesy-
JBTaTam, JUis MepBoi cepur 00paslioB ¢ TOKPHI-
TUsIMH (prc. 8a), KpuBas 1), KOMIIO3HUITUS TICHOK
u3 Ti-Hf-Si-N cocrasnser (Ti, -Hf ,-Sig )N, .
Xopoliio u3BecTHo, 4to Meton POP sBnsiercs
ATAJIOHHBIM (IJIs1 APYTHUX METOJIOB aHAJK3a) MpU
OTpeIeTIEHNH KOHIIEHTPAIIUH JIEMEHTOB C BBICO-
KM aTOMHBIM HOMEPOM, a TaKKe MPH YCTaHOB-
JIEHUH TONIIMHBI IIeHKH. KpoMme Toro, 3ToT MeToa
ABJISIETCSI TAKKe HEpa3pyLIAIOIIIM, U B 3TOM €T0
MPEUMYILIECTBO MePe]] aHATOTUUHBIMU METOJIAMU
HCCIIeIOBaHMS DIIEMEHTHOT' 0 cocTaBa. B Tojke Bpe-
Mms1, BUMC siBiisieTcst 6osiee 4yBCTBUTEIIHHBIM Me-
TONIOM aHanm3a (ropor ooHapyxerus 10° at.%).
[TosTOMY CpaBHEHHE 3THX PE3YIIBTATOB, TIOTyUYEeH-
HbIX Tipu oMot MetogoB POP, BUMC u GP-
MS ¢ TretormM pazpsaoMm, Mo3BOISLIIO MOTYYUTh
Oonee peanbHYI0 KapTUHY U3MEHEHHUS DJIeMEHT-
HOT'0 COCTaBa M0 ITyOHHE CII0sL. ITO 1a7I0 BO3MOXK-
HOCTb IIPOAHATM3UPOBATH COCTAB IO IITyOMHE Beei
TUIEHKH KaK BOJIM3U MOBEPXHOCTH, TaK U J0 MEX-
(da3HOIl TpaHUIIbI TJIEHKA-TIOIOKKA, BKIIIOYAs
HekoHTpompyeMble mpuMeck O 1 C, KOTopbIe Mo-
SBJISIFOTCSL U3 OCTAaTOYHOM aTMOc(ephl B KaMepe.
Ha puc. 80), 8B) mpencTaBieHb! mpoduiim dIIeMeH-
TOB BXOJSIIUX B COCTAaB MOKPBITHS (BKITFOYAst He-
KOHTPOJUPYEMYIO IPUMECH) U TOIYYEHHBIX C
nomorsio Metona POP. Otu npodumm moctpoe-
HBI, 0e3 ydera pe3yasraroB BUMC ananm3a.
Taxum oOpa3oM, 1JIs IEPBOM ceprn 00pa3IoB
CTEXMOMETPHSI IIEHKH ObL1a nonydena, kax (Ti, -
Hf, -Si)N,,, Ipy TOJIIMHE HOKPHITUS (IIEHKH),
kotopast coctapisier 1 mxMm * 0,012 mxm. Tlocne
yBeIMUeHus noTeHnumanina cmenienus 10 —200 B u
n3MeHus aasinenue B kamepe no 0,7 I1a, Obuia
MOJTy4YeHa BTOpas cepusi 00paslioB C MJICHKAMHU
Ti-Hf-Si-N (1 o cpaBHenuto ¢ napienuem 0,3 [1a).
N3yuas cocras mieHok ¢ momoripio POP meto-
na (KkpuBast 2), Bropasi CepHsi, puc. 8a, ¥ COIoCTaB-
JISISL €70 € pe3yNbTaTaMy SHEPrOUCIIEPCHOM PEHT-
reHoBckoi cnekrpockonueii, BUMC anannzoB
(puc. 9) MBI OOHAPYKUITK CIEAYIOIINN COCTaB
wieHok — (Ti, -Hf, -Si )N_.
PeHTreHoCTpyKTYpHBIEC HCCIIEIOBAHMSI BBISIBH-
1 hopMUpoBaHUE NBYX(a3HON CUCTEMBI B TIOKPbI-
tun Ti-Hf-Si-N: TBepapIii pactBop 3amemienus (Ti,
Hf)N (T.x. audpakimoHHbIe TUKK 3TOH a3kl HAXO-
JIITCst MK Ty TiikaMu MOHOHUTpu10B TiN (JCPDS
38-1420) u HEN (JCPDS 33-0592). [lannas ¢a3a
WHTUIIIPOBAHA KaK TBEPIBI PACTBOP 3aMEIIICHUS
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Puc. 9. IIpo¢punu sanemenros B menke Ti-Hf-Si-N noay-
yeHHble ¢ noMmoibsio BUMC ananu3a npu KOHIEHTpaLUU
Ti = 24%, Hf = 14%, Si = 12%, N = 50 (niepBasi cepusi) B
aTOMHBIX IIPOLIEHTAX, 00bIYHAS IIKaIa KOHLEHTPAIIH.

(Ti, HF)N, a pa3mbIThIe TUKH CTa00 HHTEHCUBHO-
CTHU, KOTOPBIE MPUCYTCTBYIOT Ha TU(PPAKIIMOHHOM
CrieKTpe B MHTEpBase ymios 20 =40° — 60°, ot-
HOCATCS K CIIEKTPY MHMKOB BTOPOH (asbl O-Si,N,
(puc. 10).

AHanu3 AaHHBIX PEHTTEeHOIU(GPAKIIMOHHBIX
UCCIIEI0BaHU MOKA3bIBAET, UTO MO XapAKTEPHBIM
CTPYKTYPHBIM OCOOEHHOCTSIM MOJIy4YE€HHbBIE TMO-
KPBITHUS U3 MUILIEHU O/THOTO COCTaBa CHIILHO OTIIH-
YaloTCs B 3aBUCHUMOCTH OT CETTapUPOBAHHOCTH WU

(200)(Ti, HON
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Puc. 10. IndpakioHHbIe CIEKTPBI MOKPHITUH, 0CaX-
JICHHBIX Ha CTAJIbHYIO MOJUI0KKY IpH pexumax: 1 — 200 B,
npsimoit; 2 — 100 B, mpsimoii; 3 — 100 B, cenapupoBaHHBIiA.

HECENapupOBaHHOCTH (IIPSMOTOYHOI0) IyYKa.
Pe3synbrarsl Takoro aHanm3a npyuBeIeHbI B Ta0M. 2.

W3 puc. 10 (xpuBsble 1, 2) BUIHO, UTO NP MPsi-
MOTOYHOM PEKUME HCTIONIH30BAHHH ITa3MEHHOTO
HoTOKa 6e3 cenaparu (GopMUPYIOTCSI TEKCTYPH-
POBaHHBIE MOTUKPUCTATTNIECKUE TIOKPBITHSI C JI0-
CTaTOYHO OOJIBIION OTHOCUTEILHON HHTEHCUBHO-
CTBIO TIUKOB (TIOCIIETHEE, ITPY CPABHIUMOM TOJIIIIH-
HE TIOKPBITHH, CBU/ICTEIILCTBYET 00 OTHOCHTEIHHO
OOJIBIIIOM COZIEPKAaHHUHU B TBEPAOM pacTBope — Hf
UMEIOIIET0 OOJBIIYI0 OTPaKATEIBHYIO CIIOCO0-
HOCTB 110 CpaBHEHHIO ¢ T1).

IIpu cenmapanmu mydka, co3iaBaeMble (OCax-
JIae€MbI€) TIOKPBITUS B Pa3HON CTETICHN TEKCTYpPH-
poBaHsbl. B ciyuae nojaum Ha oasioXKKy HEBBICO-
koro notenimana (—100 B) —»to TekcTypa ¢ ochto
(110).

[penBapuTenbHbIE pe3yIIBTaThI, TOTyYEHHBIE C
IIOMOILIBIO ITPOCBEUMBAIOLICH IIEKTPOHHON MHUK-
POCKOIUH BBICOKOTO pa3pelieHus ¢ Aupakimeit
Ha 00pa3lax ¢ HAHOCTPYKTYPHBIMHU CBEPXTBEPIbI-
MU 1IeHKamH (puc. 11a), 6)), MO3BOMIN BBISIBUTD,
YTO 110 MOPS/IKY BETIMIMHBI pa3Mep HaHO3EPEHHBIX
¢a3 nc-(Ti,Hf) coorBercTByeT pesynsratam aud-
PaKIIMOHHOTO PEHTTEHOBCKOTO aHan3a (2 — 5 HM),
a TOJIIMHA TIPOCIIONKH u3 O-Si.N,, 00BONaKuBa-
fomeit Hanosepna (Ti,H)N, cocrasmsier 0,8 —
1,8 am. Ha nudpaxrorpamme (puc. 116)) BugHbI
TEKCTYpHbIE MAKCUMyMbI (220), KOTOpbIE CBHIE-
TEJILCTBYIOT O HAJIMUUE B MCCIIEIOBAEMOM Mare-
puajie CWIBHOU TEKCTYPBI.

B naHHOM ciydae cTpyKTypa HOKPBITHUSI COCTOUT
U3 TEKCTYPUPOBAHHBIX M HETEKCTYPHUPOBAHHBIX
KpucTamUToB. OOBEMHOE COZIepyKaHNEe TeKCTYPH-
POBaHHBIX KPUCTAJUIUTOB cocTaBisieT okoiio 40%
OT OOILIEro YKcia, a UX NEPUOJ] PELIETKU B CpaB-
HEHHUHU C HETEKCTYPUPOBAHHBIMHU KPUCTAJUTUTAMU
— yBenuueH. Hanbornee BeposiTHOM TpUIMHOM Ta-
KOTO YBEJTMUECHUSI MIEPHOJA MOXKET SIBIISITHCS He-
OJTHOPOJIHOE paclpejesieHne aTOMOB raHus B
TIOKPBITUH C WX MPEUMYILECTBEHHBIM COJIepIKa-
HHEM B y371aX PEIICTKH TEKCTyPHPOBAHHBIX KPH-
craiutoB. [Ipu 3TOM, 00pa3oBaHHe TEKCTYphI
TPUBOJIUT K YBEIMYEHUIO CPETHETO pa3Mepa KpH-
CTJUTUTOB B HAIIPaBJICHHUH NaJICHHS TUIEHKOOOpa-
3YIOLIMX YaCTUL| (HEPIEeHIUKYISIPHO TIOCKOCTH
pacryiiei mopepxHoctH). Haripumep, B HETEKCTY-
PHPOBAHHOM (PpaKLIUK CPETHUNA pasMep KpucTal-
JIUTOB COCTABIISET 6,7 HM, B TO BpPEMsI KaK B TEKCTY-
PUPOBaHHOM, 3aMeTHO BbIlle U paBeH 10,6 HM.
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Puc. 11. U300paxkeHne CTpyKTypbl HAHOKOMITO3UTHOTO TI0-
kpbitus Ti-Hf-Si-N, momyuenoe ¢ nomorsto [1OM JEOL
2010 F (a) m a1ekTpoHOrpaMMa HaHO3EPHHUCTOM CTPYKTY-

poI (0).

J171s1 Takoro THIa MOKPBITHI XapakTepHO Hauboee
BBICOKOE 3HaY€HHE HAHOTBEPIOCTH (CM. TabI. 2).

B cnyudae moBbIlIeHHS HANPSKEHUS TO
—200 B ucnonp30BaHbl CXEMBI C cemapanuen
MIPY OCAXKICHUU (POPMUPYIOTCS TOKPBITHUS C yMe-
HBUIEHHBIMH CPEIHUMH pa3MepaMu KpHCTall-
auTOB 710 5,0 HM U 3HAUUTENIBHO YMEHBIIAETCS
bpakius TeKCTYpUPOBAHHBIX KPUCTAIUTOB
(menee 20 06beMH.%). [Ipuyem B 3TOM ciyuae,
ock TekcTypbl — (001). Takxe crnegyer OTMETUTb,
YTO MOBBIIIEHNE YCKOPSIOLIETO HAPSIKEHHS OT
—100 10200 B (T.e. yBenn4eHue sHepruu mias-
MEHHOTO TMOTOKAa) MPUBOJUT K OJUHAKOBOMY
3HAYEHMIO NEPHUO/IA, KAK JITsl TEKCTYPUPOBAHHOM,
TaK ¥ JUIsl HETEeKCTypUpOBaHHOM (ppakuuii. Of-
HAKO IO CBOEH BEIWYMHE MEPUOJ PELIECTKHU B
ATOM CJIy4ae MPEBBIIIACT MEPUOT I HETEKCTY-
pUpOBaHHOHN (pakuuu HpH Mmojadye HUZKOTO
MOTEHI[MaJla HAa MOJAJO0XKY U COCTaBISET
0,4337 HM. DTO 3HAUEHHE NTEPUOJIA, €CITH UCXO-

JUTH U3 TIpaBwiia Berapia s TBepAbIX pacTBO-
POB, COOTBETCTBYET conepkanuto 33 atr.% Hf
B MeTannueckoM TBepaoM pacteope (Hf, Ti)
HUTPUIHON (ha3bl (B pacyeTe UCIOIb30BAIHChH
TabauYHBIE  3HAYEHHS  MEPHOJOB  a
TiN = 0,424173 um (JCPDS 38-1420) u a
HIN = 0,452534 um (JCPDS 33-0592).

Kak u3BecTHO, HEHUCTBUS CXKUMAIOIIUX Ha-
NPSOKEHUH B TIOKPBITUH TIPUBOJISAT K YMEHBbIIIE-
HUIO yIi1a JU(QPaKIMOHHOTO MHUKa, TETEKTUpYe-
MOTO IIPY PEHTI€HOBCKOM An(paKIMU 10 CXeMe
0-26, a COOTBETCTBYIOIIUI pacyeT MPUBOAUT K
3aBBIIIEHHOMY 3HaUE€HUIO TIEPUOAA, T. €. K 3aBbI-
IIEHHOMY 3HaueHuo koHueHTpauuu Hf B TBep-
JIOM pacTBOpe (IOrpeIIHOCTh MOKET JOCTUTaTh
5 —10 at.%). [ToaToMy npOBE/IEHHBIE paCUEThI
MO3BOJISIIOT CYAMTH JIMIIL O BEPXHEM IIpeJieie
xoHueHTpanuu Hf B TBepiom pactBope.

Bce npuBeneHHbIe BbIlE Pe3yabTaThl OTHO-
cATCSI K 00pa3iiaM, NOJTyYeHHBIM IPH XapaKTep-
HOM JIaBJICHUH B pabodeli kamepe Mpu HaHece-
Huu (0,6 — 0,7) [1a. B ciyuae jxe mOHMKEHUS
nasienus 1o 0,3 [1a, uro 6bUTI0 IPOBEAEHO IS
peknmMa c cenapanuei npu Hanpsbxkernn —200 B
(cepust 00pa31oB 3), IPOUCXOANUT yBEITHUCHUE
OTHOCHUTEINILHOTO cofepxkanus Tsbkenbix Hf ato-
MOB B HMOKPBITUU (Ta0j. 2, HUKHASL CTPOKA).
Kpome Toro, npu yMeHbIIEHUH JTaBICHUS TIPO-
MCXOJIUT CHIJKEHUE CPEIHETO pazMepa pacTyIIuX
KpuctauiuToB. Habmonaemble B 3TOM citydae
3 (eKTHI MOKHO CBSA3ATH C OBBIIIEHHEM paina-
IIMOHHOTO (paKTOpa MpH MOHIKEHUH pabovero
napieHus. JleficTBUTENbHO, MOHMKEHHE pado-
Yero JaBJIEHUS JOJDKHO CONPOBOXKIATHCS yMe-
HBIIIEHUEM BEPOSTHOCTH MOTEPU IHEPIUU aTO-
MaMH TIPU CTOJIKHOBEHHSIX B TPOMEKYTKE “MH-
HIeHb-TIOAJIOKKA . Takum 0Opa3oM, coxpaHss,
OTHOCHTEJIBHO BBICOKOM SHEPTHIO ITPU OCaXKIE-
HUM Ha MOJI0XKKE, IUIEHKOOOpa3yIole aTOMBI,
CTUMYJTUPYIOT IPOLIECCHI BTOPUYHOTO PACIIBIIIE-
HUS U PaTualiOHHOTO JeeKkToo0Opa3oBaHus,
YTO B IEPBOM CJIy4ae MPUBOIUT K MOBBILICHUIO
YAETBHOTO COfiep)KaHus TsKenbix atomoB Hf B
MOKPBITHH, 2 BO BTOPOM — K YBEITUUEHHIO YHCIIA
3apOJBIIIEH U COOTBETCTBEHHO K MEHBIIEMY
CpeIHEMY pa3Mepy KPUCTAJUINTOB B IOKPBITUH.

B nokpeITusX, MONTy4EeHHBIX IIPU XapaKTep-
HoMm aasienud (0,6 — 0,7) Ila B orcyTcTBUU Ce-
[apalyu My4YKoB (B IPSIMOTOUHOM PEXHUME), Pe-
anusyercs 0ojee BHICOKOE 3HAYEHUE NIEPUOJIOB
PELIETKH, YTO OIPEIeIIAETCs yBETUUEHHBIM CO-
JepKaHueM Tspkenbix atomoB Hf (cM. Tab. 2).
[To-Buanmomy, 601€€ MHTEHCUBHBIN IPSIMOTOY-
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HBII PEKUM OCaXJACHUS TPUBOTUT K YMEHbBIIIE-
HUIO CPETHETO pa3Mepa KPUCTAJUTUTOB, PUIH-
HOU KOTOPOTO SIBIIIETCS yBEITMICHUE TUIOTHOCTH
00pa3oBaHUs 3apOAbIIICH B €AMHUILY BPEMEHHU.
Kpowme Toro, k 60siee cubHOMY (D ()EKTY yMEHb-
HICHHSI pa3Mepa KPUCTALTUTOB MPUBOJIUT HC-
noJib30BaHue OoJbiero norenuaia (—200 B),
YTO CIIPaBEAJINBO, T.K. IOBBIIICHNE PaUallOH-
HOTO (hakTopa CrIoCOOCTBYET TUCTIEPTUPOBAHUIO
CTPYKTYpHI [27].

W3mepeHust HAHOTBEPIOCTH, IPOBEICHHBIC C
MOMOIIIBIO TPEXTPaHHOM paMuku bepkosrua
[22], mo3BOMMAM YCTAaHOBUTD, YTO JIJIsl TIEPBOM
cepum 00pa3loOB HAHOTBEPJAOCTH (puc. 12a))
paBHa H =42.7T1la; E=3904+ 17 I'lla
(puc. 126)), a ns BTOpOW cepuu 00pas3IioB C
mienkoit Ti-Hf-Si-N HaHOTBEpIOCTh COCTaBIISAET
H=48.4+ 1.4 Tlla, Mmoaynb ynpyrocTtu
E =520+ 12 I'Tla (cm. Takke Tabm. 2). Toukamu
Ha 3aBUCUMOCTSIX H u E oT niyOUHBI BIaBINUBa-
HUS OTMEUEHBI MECTA, TJe OMPEICIISLTUCH ITH
3HaueHus. VccrnenoBanus (a3oBoro cocrasa ¢
MOMOIIBI0 TUPPAKIIMOHHOTO PEHTTEHOBCKOTO
aHaJIM3a U pacyera mapaMeTpa peleTKy MoKa-
3aJIM, 4TO B TOKPBITHH (popMupyeTcs AByX(a3Hast

0 50 100 150 200
a) Depth, nm

Load, mN

-
(=)
T T T T T T T T

0 50 100 150 200
Depth, nm

Puc. 12. a) —3aBucumoctu: TBepaoctu H (I'Tla), b) — mo-
mynst ynpyrocti E (I'Tla), ¢) — iryOWHBI BIaBIHBaHUS OT
Harpy3ku HaHOMHAeHTOpa. KpuBbie 1 11 2 COOTBETCTBYIOT
Pa3HBIM H3MEPEHUSIM JIISI OHOTO 1 TOTO Jke 0Opasifa. CeeT-
JIBIE TOYKH Ha PHC. 8¢ —MecTa H3MEepEHHH I KPUBOH 1,
TEMHBIE TOUKH — MECTA U3MEPEHUH 111 KPUBOM 2.

cucreMa: TBep bl pactBop 3amerierus (Ti, HHN
u a-Si,N,. Ha puc. 12B) npencrasiena 3aBucu-
MOCTh TNIyOWHBI BJIaBJIMBAHMSI HAHOWHJICHTOPA
OT Harpy3KH.

OOHapy»KeHO Tak¥kKe, UTO MapaMeTp PEeLIEeTKH
TBEP/IOT0 PacTBOpa YBEIUUUBAETCS MPHU MOBBI-
IICHUH JIaBJICHUS B KaMepe U He 3aBUCHUT OT TI0-
TEHIMaJIa, TT0/IaBa€MOT0 Ha MOJIJIOKKY (Tab. 2).
Jlst cepun 00pasnoB 23, 0OHapyKeH caMblid Ma-
JIBIH TapameTp pemeTku TBepaoro pacteopa (Ti,
HH)N.

Pacuet pazmepa HanozepeH no merony /le-
6as-1lleppepa mokasan, 4To /Ui BTOPOH cepuu
00pa3loB C MOKPHITUSIMU TaKOH KOMIIO3UIIUU
(Ti-Hf -Si )N, pasmep 3epen npumepHO B 1.5
pas3a MeHblIe yeM Ui nepBoi, a umeHHo (Ti,
Hf)N =4 am, a pazmep amopdHO# (MU KBa3U-
amop¢HOI) MPOCTONKU TAKKe OKa3aICs MEHBIIIE,
4yeM It 00pas3iioB nepBoi cepuu (Tadm. 2).

Pesynprarel, moxy4eHHbIE C TIOMOIIBIO MPO-
CBEUYHUBAIOILEH DJIEKTPOHHON MUKPOCKOIIUH BBbI-
COKOTO pa3zpeleHus ¢ mudpakipeii Ha oOpas3ax
C HAHOCTPYKTYPHBIMH CBEPXTBEPABIMU IICHKA-
MW, TIO3BOJIMIIN BBISIBUTH, YTO TI0 TTOPSIIKY BEJIH-
YUHBI pa3Mep HaHo3epeHHbIX (a3 ne-(Ti, Hf) co-
OTBETCTBYET pe3ylbTaTaM AU(PaKIHOHHOTO
PEHTTEHOBCKOTO aHayIn3a (2 + 5) HM, a TPOCTIOi-
Ka u3 0-Si,N,, 00BOIaKMBaOIast HAHO3EPHA K3
(Ti, H)N, coctasmsier (0.8 + 1.8) M.

Kak u3BecTHO, 3HaYeHHs TBEPIOCTH CBBIIIIE
40 I'Tla sBsieTcsl MPU3HAKOM CBEPXTBEPAOCTH
HaHOKOMITO3UTOB [22, 31, 32], a 3HaYeHus OT
80 I'Tla u BbIlIEe, 03HAYAIOT YJIBTPA BHICOKYIO
TBepAOCTh. [loCcKoNbKY B TaHHOM paboTe ObUIH
MOJTy4Y€HbI TOKPBITHS CO 3HAYEHHUEM TBEPAOCTH
ot 42.7 I'Tla no 48.4 + 1,6 I'Tl1a, To, coOTBETCT-
BEHHO, OHU SIBIISTFOTCS CBEPXTBEP/IBIMHU.

[Toxpertust Ti-Hf-Si-N, momy4eHHbIe B iepBoi
CepUHU TMOKa3ali, YTO UX CBOMCTBA TakHe, KaK
TBEPIOCTh, MOAYJb YIIPYTOCTHA HE U3MEHSIOTCS
MIPH JI0JITOBPEMEHHOM XpaHEeHUH OT 6 110 12 me-
CALEB. AHAJIN3 TEPMUYECKON CTOMKOCTH U CTOM-
KOCTH K OKHCJIEHHIO He mpoBoamicsa. Ho, T.x
TEeMIEpaTypa MOJI0KKHA BO BPEMS OCaXKJICHUS
wieHku He mpesbimana (350 +400 °C), a mis
NIOJTHOH (pa30BO cerperanuy mo rpaHuIaM 3e-
peH Heobxonuma temmeparypa (550 + 620 °C)
[20, 31, 33], TO OKa TPYIHO yTBEPXkAATh, UTO
MPOIECC CIIMHOAANBHOM Cerperamuy o rpaHu-
1[aM HaHO3epeH MOJHOCThIO 3aKOHYEH.

W3 puc. 13a) BugHO, 4TO KOA(DGUIHEHT Tpe-
HUs oOpasma Ne 35 (cM. Tabi1. 2) Ha HaYaJIbHOM
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Puc. 13. a, B) — 3aBUCHUMOCTB K03 UIMEHTA TPCHUS, TI0-
ny4eHHast Ha Tpuoomerpe TAY-1M, npu uctiupanuy ma-
puka u3 TBepaoro ciuiasa BK-8 (mpu Harpyske 1 N) mmo mo-
BEPXHOCTH CBEPXTBEPOr0 HAHOCTPYKTYPHOTO TIOKPBITHS
Ne 23 Ti-Hf=Si-N (U =-200 B, P = 0,7 I1a) u Ne 35 Ti-Hf-Si-
N (U=-100 B, P=0,7 I1a); 6, r) — Bun TpekoB Ne 23 u
Ne 35, mommyueHHOTO0 B pe3ysbTare HCTHPAHUS IapyuKa U3
BK-8 no nosepxnoctu nokpsrtus u3 Ti-Hf-Si-N (pactpoas
JNIEKTPOHHAs MUKPOCKOTIIHS).

srane paseH 0.15. Ha cnenyromem srane, nocie
2.5 M TpeHHUsl, MPOUCXOIUT Pa3pyLIEHUE TIOKPBI-
TS (TIOSBIISIFOTCS BBIOOWHEI, TpemuHbl). Koad-
¢unueHT TpeHus yBenuuusaercs 10 0.45 (uro
COOTBETCTBYET HE OYEHb BBICOKOH TBEpAOCTHU
nokpeitust H = 38.3 I'Tla, Ho, BO3MOHO, CBsI3a-
HO ¢ HaIM4MeM KBasuamopduon cesasku (Si,N,)
u ¢ 0ojee HU3KUM cojepkaHueM atoMoB Hf B
tBepaom pacteope (TiHf)N). Ha srame mpupa-
60tku o6pasua Ne 23 puc. 13B), IPOUCXOAUT yBe-
nruyeHue kodpduimenrta Tperus 10 0.25 B cBs3u
C BBICOKOM IIIEPOXOBATOCTHIO MOKPBITHS, a 3aTEM
Ha 3Talle yCTaHOBUBLIETOCS U3HOCA KO PUIIH-
eHT TpeHus cocTanisieT 0.2 (BbICOKasi TREPIOCTh
nokpeiTus). [logpoOHoe n3yueHune Takux mapa-
METpPOB Kak KO3(p(HUIMEHT TpeHusl, aKyCTUUeCKas
HMHUCCHUS U INTyOMHAa MPOHUKHOBEHHUS HMHJIEH-
TOpa, MPOBOJIMIINCH HA BCEX 00pa3Iax.

Heo0Oxomumo oTMeTHTD, 4TO 11 00pasiia ce-
puu 31 xo3ddunment tpenus euie Huxe 0.12
(TIpy HAYATILHOM Iy TH TPEHUSI ), OTHAKO IIpUMEpP-
HO ¢ 1yOuHbI 0.3 MKM OT HOBEPXHOCTH MOKPHI-
THS, OH pE3KO BO3pacTaeT A0 3HauyeHMHs
0.34 + 0.36, uTO CBsI3aHO, MO-BUIUMOMY, HE
TOJIBKO C TBEPAOCTHIO, HO U C TOJIIUHOM CBSI3KU
(Si,N,) u, BO3MOKHO, ¢ 60JIe€ HU3KMM COJIEPIKa-
Huem aromoB Hf B tBepiom pactope (Ti, Hf)N.

Ha puc. 14 u3o6paxeHsl pe3yabTaTbl UCIbI-
taHui Ha ckpeTu-Tectepe REVETEST oOpasna
23 npy MUHUMAJIBHOM (KpUTUYECKON) HAarpy3Ke
L, =2.46 H v Harpy3ke Hayasa MosiBIICHUS Mep-
BOM TPEIIUHbI ch =10.25 H.

Cremyer OTMETUTB, YTO IIPU yBETMUEHUHN Ha-
Ipy3KU KpHUBasi, OMHUCHIBAIOIAs 3aBUCUMOCTb KO-
s duieHTa TPEHUsI OT Harpy3Ku, UMEET OCLIUJI-
JTUPYIOMIHA XapakTep. YBenndenue kod3ddurm-
€HTa TPEHUS COIPOBOKAAETCS PE3KUM BCIIIEC-
KOM aKyCTH4YeCKOM aMuccuu. ONMCaHHOE BbIIIIE,
MIOBEJICHHE BCEX PETUCTPUPYEMBIX ITApaMETPOB
(x02(ppuLIMEeHT TpeHHUS, TBEPAOCTH) CBUICTEbC-
TBYET O TOM, YTO TBEP10€ MOKPHITHE TOJIIIMHON
CBBIIIE | MKM Ha MOBEPXHOCTH 00Jiee MSATKOTO
MaTepHalia OKa3bIBaeT CYIIECTBEHHOE BIUSHHE
Ha CONPOTUBIIEHNE AJIMA3HOMY UHJICHTOPY Mpa-
KTHUYECKH JI0 €0 TIOJIHOTO UCTUPAHHUS TIPH BBICO-
KUX Harpy3Kkax.

ITpu TecTUpOBaHMM NOKPHITHIA MOXKHO YETKO
BBIZICTUTH PA3JIMYHbIE TIOPOTOBBIE 3HAYCHUS
KPUTUYECKOI Harpy3KHu, MPUBOIAIINM K pa3iny-
HBIM TUIIAM pa3pyLIEHUs, IPUYEM, TOIBKO MH-
HUMaJIbHas (KPUTUYECKast) HAarpy3Kka L ., u Harpy-
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Puc. 14. Pe3ynbraTsl aAT€3NOHHBIX UCIIBITAHUH CHCTEMBI
nokpeitie Ti-Hf-Si-N/momnosxka cranbs Ha o0pasue Ne 23:
a) — 3aBUCHUMOCTD TNTyOHHBI IPOHUKHOBEHHS HHJICHTOpA
OT MPUJIOKEHOW Harpy3ku (kpusas 1), koadurpenra Tpe-
Hus M (kpuBas 2) u akyctudeckoit amuccuu AE (kpuBas
3), 6) — Bux nokpeitust Ti-Hf-Si-N B 30He pa3pyuienus B
nuana3one Harpy3ok 0,9 —90 H.

3Ka Hayaja TOsBJICHUS MEPBOM TpeumHbl L .,
MOJKHO CBSI3aTh C aJAr€3MOHHBIM pa3pylIEHUEM
IOKPBITUH.

Paspymenue nokpsITis HAYMHAETCS € MOSIB-
JIEHUsI OTAEIBHBIX IIEBPOHHBIX TPEIIMH Ha JIHE
KaHaBKH M3HOCA, YTO 00YCIIOBIMBAET yBEIUYE-
HUE JOKAJIbHBIX HANPSKEHUN U CUJIbI TPEHUSI.
OTO0 NPUBOAUT K OBICTPOMY MOCIEAYIOIEMY HC-
TUPAHUIO TOKPBITHS (pHC. 140)).

ITo pe3ynbraram aAre3MOHHBIX MCHBITAHUN
KOT€3MOHHOE pa3pylleHNe NOKPHITHUS 23 HACTY-
naeT NpU MUHUMAJIbHOM (KPUTUYECKOW ) Harpy3-
ke L., = 2.38 H, n ajire3uoHHoe pa3pyIeHne Ha-
CTyIaeT IPU Harpy3Ke Hayaja MOsBICHUS Hep-
BOM Tperuunbl L ., = 9.81 H.

Ha puc. 15 BUIHBI OCTPOBKH Ha MOBEPXHOCTH
IUIEHKH, CO CTOJI0YaTON CTPYKTYpOil, KOTOpbIe
BBIBOJISITCS] HA IOBEPXHOCTh HAa KOHLIAX OT/EJIb-
HbIX 3epeH. HabnronaeTcss 3aKOHOMEPHOCTD:
IIEPOXOBATOCTh 3aBUCUT OT YCJIOBUI MOITy4YEHUS
IUIEHOK, @ UMEHHO, OT U3MEHEHHUS BEIMYHUHbI
NOTEHIMala MOAaBaeMOr0 Ha MOJJIOKKY. Bo-

HUCTOCTH TIOBEPXHOCTEH, CB3aHHAS C MEXaHU3-
MOM POCTa M ¢ 00pa30BaHUEM OTAEIBHBIX OCT-
POBKOB Ha OBEPXHOCTH (MexaHu3M DonbMmepa-

Bebepa).
r'_F- s iﬂrv-";_‘l_.j?'..:;-;“.ﬂ.,_: _—
._-:,.: : ...-__'--..._:?'-_. e . :

- =

Puc. 15. U300paxkeHue ceueHUsI HAHOKOMITO3UTHOTO TI0-
kpbitus Ti-Hf-Si-N, ocaxxieHHOT0 Ha ITOUI0KKY U3 CTalH
npu ycaoBusix nomyuenus: U=-100 B, P = 0.3 Ia.

Ha puc. 16a), 6), B npuBeeHBI pe3ynbTaThl
ucnsiTaHuil Ha ckpety-Tecrepe REVETEST u3-
HOCOCTOMKOCTH 0Opa3inoB cepun Ne 23 (a),
Ne 31 (6) m Ne 35 (B). [TomoOHOE MoBeieHuE 3a-

381m Avea of the hoke - sx2ymz
289um Area outsida : 10um2

3.06pm Area cuside 175 pm2

6)

01 03 a4 05 s o7 ob 09 14 12

Maimum depth 553um Area of the hole - 1626 ym2.
Mazimum height 118pm Area outside © 27 umz

Puc. 16. Pe3ynbprarhl ucnbITaHUN W3HOCOCTOWKOCTH Ha
ckperu-tectepe REVETEST o6pasuos cepuu Ne 23 (co-
nepxanne Hf B TBepmom pacteope (Hf, Ti) 19 at.%) (a),
Ne 31 (comepxanme Hf B TBepmom pactBope (Hf, Ti)
45 a1.%) (0) u Ne 35(B) (comepxanue Hf B TBepmom pac-
tBope (Hf, Ti) 69 ar.%).
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BUCHUMOCTEH MOXHO OOBSICHUTH YepelOBaHHEM
Yy4YacCTKOB MOKPBITHSA ¢ TBepAbIM pacTBopoM (T,
HON u ¢aser amopdrol npocnoiiku a-Si,N,.
Hcxons u3 nosydeHHBIX JaHHBIX, MOXKHO YTBEP-
JKJ1aTh, YTO HAaHOONBIIYIO CTOHKOCTh K M3HOCY
HUMEIOT NOKPBITUS CePUU 23 (HAaMMEHBIIUH BbI-
HOC MaTepHasia NOKpbITHS, puc. 16a)) ¢ Haume-
HbIIUM cozepkaHuem Hf B TBepaoM pactBope
(HfT1) (tabn. 2). CoOTBETCTBEHHO, CTECIIECHb
CTOHKOCTH K M3HOCY yOBIBAET C YBETHUEHHUEM CO-
nepxanus Hf B TBepnom pactBope (puc. 166),
B)). MOXKHO TaKKe NPEANON0KUTD, UTO pa3iny-
Hasi CTOMKOCTBb K H3HOCY IOKPBITHH pa3HO ce-
pHH CBsi3aHa ¢ 00pa30BaHHEM Pa3IMYHOH TeKC-
Typbl B 3aBUCHMOCTH OT CENapUpOBaHHOCTH U
HECENEPHPOBAHHOCTH Iy4Ka, YTO NOABEPIKAAET-
sl pe3ynbTaTaMH PEHTTEHOCTPYKTYPHBIX HCcTe-
noBaHui (puc. 10) 1 npocBeynBaroLIEH >IEKT-
POHHO# MUKpOcKonuH (puc. 116)).

Uccnenoanus nokpsituit Ti-Hf-Si-N, no-
JyYEHHBIX B IEPBOH CEpUH, MOKA3ATIH, UTO TAKUE
UX CBOMCTBa, KaK TBEPAOCTh U MOAYJIb YIIPYroc-
TH HE U3MEHSAIOTCS NPH JAOJITOBPEMEHHOM Xpa-
HeHuH oT 6 1o 12 Mecsues.

0) (Ti-Hf-Zr-V-Nb)N

B skcnepuMeHTanbHbIX paboTax ObUlo OOHa-
PYXEHO, YTO NO3UTPOHBI XOPOLIO JIOKATU3YIOTCS
B 00nacTsAX ¢ MOHM)KEHHOH 3JIEKTPOHHOH IUIOT-
HOCTBIO (T.€. Ha AeeKTax BaKaHCHOHHOTO TUIIA —
JIMBAKaHCHSX, KOHITIOMEpATax BaKaHCHH pazHOro
pola, KOMIJIEKCOB BAKAHCHsI IUTIOC [BA WM TPU
MEXKI0y3€eNbHbIX aToMOB [34 —37]). U3 pabor [35,
38] cnemyerT, uTo NOMyUEHHbIE KOMIIAKTHPOBAHUEM
HAHOCTPYKTYpHbIE MarepHasbl SBJSAIOTCS XOPO-
HIMMH JIOBYIIIKAMH JUTS TO3UTPOHOB, KOTOPbIE 3aTEM
AHHUTHJTUPYIOT C IBYMS UITH TPEMsI KOMITIOHEHTa-
MU BPEMEHH YKU3HH MO3ZUTPOHOB 12, T3, UTO CBS-
3bIBAIOT C AaHHUTHJIALMEH TO3UTPOHOB 110 I'PAHH-
1aM 3epeH, T.e. B kBazuaMopdHoii ¢aze B Halem
cilyyae. M3 npencTaBieHHBIX pe3ylbTaToB (pHC.
17a), 6)) Xopo1Lo BHAHO, 4TO npoduu nedexron
(S-napaMeTp) CyIIECTBEHHO pa3jIMYarOTCs 1S pas-
HBIX PEXKMMOB OCaXKIEHUs], Harpumep uist 1 u 3
cepun o6pa3loB. B Toxke BpeMsi TepMHUECKHUI
OTXHT B KaMepe ¢ JOCTATOYHO BBICOKHM OCTa-
To4YHbIM atMochepHbM naBienueM (100 Ila), npu-
BOJIUT K ellle OONbIINM H3MEHEHHSIM S-rtapamMeTpa
no rimyouHe nokpseitust. Jns 1-i cepun BenuunHa
S-napameTpa nociie OT)KUIra yMEHbLIAEeTCsl OT
(0.58 + 0.56) mo (0.52 + 0.51) u yBenuueHue Be-
JuyuHbl S-napametpa 210 3Hayenus 0.53 nabimo-
JIaeTCsl TOJIBKO TOTZIA, KOTIa SHEPrUsl aHAJIH3UPYIO-
IIMX MO3UTPOHOB nmpubnuxkaeres x (12,5 +

0.58 T v T
0.57 +
0.56 1
0.55 4
0.54 -
0.53 1
0.52 +
0.51 -
0.50 4
0.49 1

8504 non annealed
® 504 annealed

S-parameter

0 5 10
Energy, keV

v T v v 7 v T v
0.60 *

) @ 508 non annealed
0.58 : @ 508 annealed

0.56
0.54
0.52 4

0.50 4
0.48 4

046 0

E

0.4
0.42 - ]
0.40 dery

S-parameter

Energy,1 Ic()eV
Puc. 17. a), 6) — 3aBHCHMOCTH S-napamMeTpa L0N/IepoBC-
KOro yWHPEHHs aHHUrUAsuHoHHoro nuka (JIVAIT) us-
MepeHHOro 1o ry6uHe nokpeitis (Ti-Zr-Hf-V-Nb)N, B
obpasuax cepuu | (a) v cepuu 3 (6), nocne ocaxaeHHsA H
niocnie omxura 600 °C (100 ITa).

¥
5

15) xaB. A s o6pasnos 3-it cepuu (puc. 176))
U3 aHaJIN3a 3aBUCUMOCTH S-NTapaMeTpa B HCXOII-
HOM COCTOSIHUH (TI0CJIE OCAXKIEHUS ) BUIHO, UTO B
MOKPBITUH NPAKTHUECKU HET MO3UTPOHHO-UYBCT-
BUTENbHBIX 1e(EKTOB 10 Beel NIyOuHE aHaIU3a
TIOKPBITHS, T.€. AHHUTHJISILUA UAET B OCHOBHOM C
SNEKTPOHAMH B Oe3/1€PEeKTHBIX yUacTKax IMOKpbI-
THSl, TIOITOMY BEJIMUMHA S-apaMeTpa MHHHUMa-
nbHa 1 coctaiset 0.49. B pesynbrare oTkura 1o
600 °C BenuuuHa S-napameTpa 3HaYHTENIBHO BO3-
pactaet 10 0.53 B 0611aCTH MPUIOBEPXHOCTHOTO
CTI0s1 TIOKPBITHS, @ 3aTeM TIPH YBEJTUUYEHUH NTyOU-
HbI aHAJIM3a, TIPU SHEPTHUU MO3UTPOHOB OT 14 110
17 k3B, BenuuuHa S-napameTpa eliie OoIblLIe BO3-
pacTaeT W NpHONMIKAETCS K MAKCUMAIbHO BO3-
MOYKHOMY 3HaueHH:o 0.59.

CrenyeT ynoMsiHyTb, YTO S-TapaMeTp 3aBUCHT
KaK OT KOHLEHTpPalMH, TaK U OT THNa BaKaHCH-
OHHBIX IE(PEKTOB, Ha KOTOPBIX MPOUCXOAUT 3aXBaT
NO3UTPOHOB C MOCIEAYIONIEH UX aHHUTHJIIUUEH
B 00/1acTAX C MOHMIKEHHOH 2JIEKTPOHHOM IUIOT-
HOCTBIO, Ha BaKaHCHOHHBIX Aedexrax [35 —37].

Ha cnenyromem puc. 18 npuBeneH HHTETpaib-
HBIH CIIEKTP KOHLUEHTPAaLUH 1IEMEHTOB B IOKPEI-
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TiH (Ti-Zr-Hf-V-Nb)N, nonyyeHHblii ¢ NOMOIIBIO
PIXE B 06pa3ue ¢ nokpeiTieM 1-ii cepuu nocnie
orxura npu temneparype 600 °C (30 mun.). Co-
racHo puc. 18, nocne TepMUUECKOro OTXKHUra Ha-
OmonaeTcs nepepacipencieHie IEMEHTOB 10
rnyOuHe aHanu3za. I1pyu u3yyeHnH JaHHBIX CIIEK-
TPOB C HHTETPAJIbHO KOHIEHTpal1eH 110 ryou-
HE aHaJu3a, Mbl 3a(DUKCHPOBAIH TIPHCYTCTBHE
BCEX 3JIEMEHTOB, COCTABJISIOIINX HAHOCTPYKTYP-

HBI€ MOKPBITHS, OTHAKO P 3TOM BBIICHHIIOCH,
410 KOHIIeHTpauus aroMoB Hf u Ti 3HaunTensHo
BBILIE, YEM B MIOKPBITHH 0€3 OTXKHUra.
Hfy,
|Nb+2Zr,

IKa

10000

-
o
o
o

Yield, counts

100

10

5 0 15 20
Energy, keV

Puc. 18. O6umii cnektp PIXE (B norapumuieckom MacLl-

Tabe), noNyueHHbI oT obpasua 1-i cepuu (obnacts Ne 2)

npud ero oGAyUYEHHH MPOTOHHBIM MYUYKOM 3HEpruei

1,4 MeB.

Pesynprarel RBS (puc. 19a), 6)) u EDX ana-
NU30B 111 00pa3uoB 3-i cepuu (JUIsi KOTOPOH
BEJIMUMHA YNPYroi aegopMaluy B HCXOAHOM
COCTOSIHUHM 3HAYUTEILHO MEHBLIIE, YEM JUIS IIEP-
BOI) MMOKa3ajgH, YTO HA 3aBUCUMOCTAX S-napa-
METpa NpH 3HEPrusx Myyka MO3UTPOHOB (3 +
5)kaBu (14 + 17) k3B obpa3yrotc4 /Ba nuka,
4YTO MOXXHO OOBSCHHUTH YCHIICHHEM IIpoliecca
nuddy3un aTOMOB a30Ta M KUCIopoJa BOIU3H
IIOBEPXHOCTH 151 0Opa3uoB 3-H cepuu. 3To
CBUJCTENBCTBYET O TOM, UTO MOSIBUJIUCH HOBBIE
KaHaJIbl aHHUTHIISIUH JUIS TO3UTPOHOB, KOTO-
pble ¢ OonbuieH 3¢ HEKTHBHOCTBIO (MIIK ¢ Gonee
BBICOKOH CKOPOCTBIO 3aXBaTa) NPHUTAIHBAIOTCS
aedexkTamMu, MOSBUBIIMMUCS B PE3YIIBTATE OTXKH-
ra Ha Mexda3Hol rpanuue. I1pu aTom dpopmu-
pYIOTCST HOBBIE KBa3HaMOpP(HBIE MJIH HAHO-
CTPYKTYpHBIE (pa3bl U3 HUTPUIOB, O YEM CBUIE-
TEJIbCTBYIOT PE3YJIbTAaThl aHAJIN3A, MTOJIyYEHHBIE
¢ noMoinpio (L-PIXE). O1u nanHble noka3siBa-
IOT, YTO Ha MOBEPXHOCTH (POPMUPYETCS OKCHI-

Has IICHKa, H3-3a KOTOPOH BO3pacTaeT BENHYH-
Ha S-napameTpa, B TO )K€ BpeMs B INIyOHHE I0-
KPBITHSI IPOMCXOAUT NepepacipeiesieHue de-
MEHTOB, YTO ITOATBEPHIAET NIPEANONONKEHHE 00
OKOHYaHHMHM Ipolecca CIIMHOAANBHON cerpera-
1M1 1 GOPMHPOBAHHH HOBBIX (pa3 1o rpaHUIaM
HaHo3epeH [17, 26, 38 — 40].

3aMETHUM, UTO POCT 3E€PEH IPH OTIKUTE SBIIS-
eTcsl Hauboee OYEBUAHBIM MEXaHHU3MOM CTPYK-
TypHOH penakcanuu. Cerperanus a3ora o rpa-
HHI1IaM 3epeH (MHTepdeHcaM) IPUTOPMaXKHUBaAET
pOCT HaHOKpUCTAIIOB. COMIACHO OLICHKE pa3Me-
pa HaHo3epeH u3 AaHHbIXx XRD, mo [lebaro-
[lleppepy, ObIJI0 YCTAHOBIEHO, YTO pa3Mep
HaHo3epeH juid 1-# cepuu cocraBnsieT (55 +
58) HM M IpaKTHYECKH HE M3MEHAETCS IOCIE
TepMUYec-Kkoro omxkura. Onenka qudQy3noHHon
IIMHBL TO3UTPOHOB L* ~ 100 HM, uTO 3Ha-
YUTENbHO OOJNBLIE YEM pa3Mep HaHO3EpEH.
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Puc. 19. a), 6) — sHepreTuuéckue cnektpsl Pesepdop-
JOBCKOTO 0OpaTHOrO paccesH1sA HOHOB, MOy YEHHbIE JUA
obpasuos cepun | —a) u cepun 3 —6).
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Puc. 20. M3o6paxenus Honyq)eHHLIe Ha pacTpOBOM MHUKPO-
cxorre JEOL-7000F: a) — mOBepXHOCTH HOKPBITHS B OTpa-
JKEeHHBIX 3JICKTPOHAX; 0) — KapThI pacTipeeNIeHAs DIIeMEH-
toB N, Ti, V, Zr, Nb u Hf B anemenTHOM KOHTpacTe (cepus
2); B) — kapThI pactipeneneHus anemeHToB N, Ti, V, Zr, Nb
n Hf B amemenTHOM KOHTpacTe (cepus 4).

Ecnmu cnemoBats OOBIMHOW MHTEPIPETAIIUH, CO-
[JIACHO KOTOPOW HAHOIOPHI MPEUMYIIECTBEHHO
PAacCIIOJIOKEHBI Ha JIMHUSIX TIEpeceYeHHs TpeX 1 00-
niee uHTEep(EiicOoB (TpaHuIl pa3/ena), TO OTHOIICHUS
MHTEHCUBHOCTEN KOMITIOHEHT BPEMEHH JKU3HH I10-
3UTPOHOB JIOJDKHBI YMEHBIIIATHCS C YBEITMYCHUEM
pa3Mepa KpUCTaJUIMTOB, YTO ObLIO ITOKA3aHO B Te-
OPETUYECKUX U SKCIICPUMEHTATTBHBIX paboTax [26,
34, 35, 41]. TloaTromy ymMeHbIIIeHUE S-TTapameTpa
(cepust 1) MOKeT OBITH CBSI3aHO C OTXKUI'OM 3aKa-
JICHHBIX TEPMUYECKHUX WA MHTEPPEHCHBIX BaKaH-
CHi1, B CBSI3U C YEM MHTEHCUBHOCTh S-TapaMeTpa
YMEHBIIAETCSL.

Kak cnemyer uz pesynsratoB RBS (puc. 19a), 0))
n EDX aHanu30B B CHJIBHO TEKCTYPUPOBAHHOM

MOKPBITHH -1 cepuu ¢ BRICOKMM YpPOBHEM Jieop-
MaIliH CKATHS B ICXOHOM COCTOsTHHH (—2.76%)
TOCJIe OTKUTa ObITa OOHAPY>KEeHA BBICOKASI CTOM-
KOCTb K (DOPMHUPOBAHHIO OKHCIIA. ITO IPOUCXOIUT
u3-3a HU3KOM IudQy3un KUciopoaa BOIyOb IMo-
KPBITHS ¥ BBICOKOH CTETICHH 3aITOJTHEHUSI OKTaI-
PHYECKHX MEXI0Y3JIHii aToMaMHu a30Ta, Iipu Gop-
MHUPOBAaHHUH MOKPBITHS B YCIIOBUSIX BBICOKOTO JIaB-
JICHUs a30Ta B paboueii kamepe. Takum oOpazom,
B JTAHHOM CHCTEME HE MTPOUCXOIUT BHICTPAVBaHNE
HUTPUIHOM MPOCTONKH MEKTY HAHO3EpHAMH (13-
3a HU3KOM Mu(y3uu BCIESICTBHE BBHICOKMX Ha-
MIPSDKEHHIA CHKATHS), YTO MOXKET OBITh OOBSICHEHO
HEXBaTKOM TeMIepaTypbl OTXKHra WKW YHEPTUU
aTOMOB JUTs BBICTPaUBAHUS IIPOCIOUKH. [IoaTOMY
OCHOBHBIM MCTOYHHUKOM CTOKa aTOMOB a30Ta JJIst
(bopMUPOBaHUS HUTPUIHOU MPOCTONKH SIBIISIETCS
Mex(azHas TpaHHIA “TOKPHITHE-TIOIOKKA” (CM.
3aBUCUMOCTh S-IIapameTpa, Ije HallrogaeTcs
MakcuMasbHoe 3HaueHue (.53 npu sHepruu aHa-
JIM3HUPYIOLIETO Iy4YKa Mo3UTpoHOB (13 + 14) kaB).

Ha puc. 20a) 1yist mokpbeITHS 2-1 cepum prBe-
JICHBI PEe3yNbTaThl UCCIIEIOBAHUS TIOBEPXHOCTH,
noydeHHble ¢ nomoisio SEM (BEC), u xapTsl
pacrpezielieHusl SJIEMEHTOB B 00JIaCTH pa3MepoM
0.1x10 mM (puc. 200)). Tam e npencTaBieH SHep-
roaucnepcuoHHbiil criektp (EDS) nomydeHHsIi
JUIsl JTaHHOTO y4YacTKa.

Kaxk BuHO U3 TpUBEIEHHBIX PE3YyIIETAaTOB, IPU
nasniennu 0,3 Tla koHIIEHTpaIHsE 2JIEMEHTOB B I10-
KkpbITuH TakoBa: N = 49.05 at.%, Ti = 22.92 ar.%,
V=5.04 ar.%, Zr=6.84 ar.%, Nb=7.47 at.% un
Hf = 8.68 at.%. CornacHo mpuBeIEHHBIM CIIEKT-
pam, mpH moHwKeHuu aasiaeHus g0 41072 I1a
(cepust 4) MPOUCXOIUT YMEHBIIICHHE YACIHFHOTO CO-
JIep>KaHUsI aTOMOB a30Ta B TIOKPBITHH JI0 TaKUX
sHaueHnuii: N = 36.04 at.%, Ti = 20.13 at.%,
V=228ar.%, Zr=17.12 ar.%, Nb = 17.50 ar.%
u Hf = 6.93 ar.%, 4To moka3pIBaeT CymiecTBEHHbIN
HEJIOCTaTOK a30THBIX aTOMOB B HUTPUAAaX MHOTO-
KOMITOHEHTHBIX CHCTEM IO CPaBHEHHIO C COCTa-
BOM, OJTU3KUM K CTEXHOMETPHIECKOMY, TIPH OOJTb-
moM gasieHuu 0.3 Ia.

Pesynbrarer RBS (puc. 19a), 6)) u EDX ananu-
30B YKa3bIBAIOT, YTO TIPH (POPMHUPOBAHHUH TTOKPHI-
TUSI OTIPEIeNISIOIIIee BIMSAHUE Ha CEerperaiioHHbIe
MIPOIIECCH OKA3bIBACT paHallMOHHBIN (HaKToD,
KOTOPBI JJOCTUTAETCSI YBETMUEHUEM OTPULIATEb-
HOTO TOTEHIMAlla CMEIIEHUs, 110/1aBaéMOro Ha
MOAIOKKY. IHBIMU CIIOBaMU 3a CUET YBEJTMYCHUS
TMOTEHITMAJIa CMELICHUS IPOUCXOUT POCT SHEPTUN
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Puc. 21. KapTsl pacnpe/ieieHUs 3JIEMEHTOB Ha y4acTke oOpasia pasmepom 2,5%2,5 mkm. (Pactp 50%50, mar cka-
HupoBanus 0,5 MkMm) 17151 00pasia 1 cepun 10 (a) u moce (0) oTxura.

WMOHHO-TJIA3MEHHOTO TOTOKA, YTO W MPUBOAUT K
OoJ1ee BBICOKOMY BKJIa/Ty PaIHAIIMOHHOIO (pakTopa.
N3BecTHO, 4TO HEOOXOAUMBIM YCIOBUEM MJIs
(dopMupoBanust 1BYX(pa3HON HAHOCTPYKTYPHOU
IUIEHKH SIBIISIETCS yBEIIMUEHHUE CKOPOCTH M Py3un
aTOMOB I10 TPaHHLIAM 3€PEH, a TAKKe BbICOKas (J10
600 °C) TemriepaTypa B MOMEHT OCXKJICHUS IS
OKOHYaHUs Mpoliecca CIMHOAAIBHOM cerperayn
[34,41,42].

Ha puc. 21a) npencraBnena kapra pacnpese-
JIEHUS SJIEMEHTOB M3 ydacTka 2.5%2.5 MKkM oOpasiia
cepuu | npu mare ckanuposanus 0.5 mxm. Kak
BUJIHO M3 TOTO paclpe/esieHus JIeMeHTOB B 3D
W3MEPEHNH, JIEMEHTBI PaCIpEAEIICHb] TOUTH PaB-
HOMEPHO I10 OBEPXHOCTH U 110 ITyOuHe. B Toxe
Bpemst, Tepmudeckuit oTxur 10 600 °C (B TeueHUn
30 mun. npu 100 ITa) npuBoaMT K cerperanuu
MPUMECH TI0 I'PaHULIAM 3€peH, U Ha KapTax pac-
MpeeTICHAH OTYETIIMBO BBIPUCOBBIBAIOTCS ATH

obnactu (puc. 216)). MoxHO 00paTUTh BHUMaHUE
Ha TO, YTO MPOUCXOAUT BHICTPaNBAHHUE MTOYTH BCEX
ANIEMEHTOB, BXOAAIINX B COCTAaB MOKPHITHUS, a T10-
ckoinbky Metof] PIXE He niposiBisieT (He 4yBCTBYET)
a30T B 3THX 00pa3liax, TO U Ha CIIEKTpPe a30T OTCYT-
CTByeT. Pa3Mephl 3TUX IpaHMUII B IIUPUHY, COCTAB-
msiroT ipumepHo (0.12 + 0.25) Mxm, pazMep KpyTi-
HBIX 3epeH, nocturaet 3HaueHui (0.3 + 0.8) MxMm,
T.€. C yueToM pe3ysbraroB aHann3a XRD u Y-PIXE
¢ S-mapaMeTpoM JI0 U MOCIIe OTKHUTa MOYKHO CKa-
3aTh, 4T0 B cTpyKType (Ti-Zr-Hf-V-Nb)N opmu-
pytotcs 3epHa pazmepom (0.3 + 0.8) mxm ¢ ¢par-
MEHTUPOBAHHBIMU B HUX HaHo3epHamu ((45 +
60) HM), pa3Mepbl KOTOPBIX ObUTH OMpeeIeHb
cortacHo 1aHHbM XRD.
B pesynbrare omkura, Ha rpaHuIax OOJIbIINX
3epeH CEerperupyroT MPUMECH 3a CYET TEPMO-CTH-
MYJIUPOBaHHOM MM Py3ur, a Ha TPAHUTIAX MAJIBIX
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Puc. 22. a) — y4acTKu peHTreHOAU(PAKLUMOHHBIX CIEKTPOB NOKPBITHA, noJy4eHHoro npu P = 0.7 Ian U, =-200 B
(obp. cepun 1) no Tepmuueckoro otxura 600 °C (1) 1 nocine (2); 6) — yuacTku peHTreHoAHPaKUHMOHHBIX CIEKTPOB

MOKpBITHS, Mosy4deHHoro npu P, = 0,1 I1a, Ub

3epeH (popmupyeTcs MekdazHast MpocIotKa, Bbl-
TIOJIHSIIOLIAs POJIb CKIICHBAIOLICH (ha3bl.

CornacHO HccIenoBaHUsAM CTPYKTYpHO-(a3o-
BOI'O COCTOSIHUSI IIOKPBITHH € pa3TMyYHbIM COJEp-
*KaHHEeM JIernpyrouiux anemeHTos (Si, B, Al), mpo-
BEJICHHBIM C IIOMOLUBIO AU(PAKIIMHU 3JIEKTPOHOB
(TEM), B cucreme TiN naxe npH BbICOKOH M-
(by31OHHOH MOABHIKHOCTH aTOMOB (T.€. IIpH TEM-
nepatype ocaxaenus 400 — 500 °C) popmupyercst
OeKCTYpUpOBaHHAasI NByX(a3Hasi CTPYKTYpa 3epeH.
[Ipu 3ToM 3epHa cyOMHKPOHHBIX pazMepoB (0.2
+0.6) MKM (parMEeHTHPOBAHbI MAJIOYIJIOBBIMU
rpaHUIIaMH C YIIaMH pa3opUEHTALMHU 10 5° U Ha-
HO3epHaMH pazMepom 10 (20 + 30) aM [43].

JlaHHBIC pEHTreHOMU(pPaKIIMOHHOTO aHaNIH3a
o0pazua nepBoi cepuu MOKa3bIBAKOT, YTO IPH OA-
HO(a3HOM HCXOJHOM COCTOSHUM (OpMHpYETCS
YyeTKas TeKCTypa ¢ ocbto (111) neprnenuKynspHoi
IUIOCKOCTH pocTa (puc. 22). M3 naHHBIX peHTre-
HOBCKOHM TEH30METPUH YCTAHOBIIEHO, UTO JJIs 00-
pa3LoB JaHHOH CEpUH XapaKTepHa MaKCHUMaJIbHAs
BEJIMYMHA NIepUoJa PEIETKH B HEHANPSDKEHHOM
ceyeHuH (@ = 0.442 um), 4TO XOPOLLIO KOPPEJIUPYET
C pe3y/sTaTaMi 3JIEMEHTHOIO aHaIM3a, COINIacHO
KOTOPBIM IIPH BBHICOKOM paboyeM JaBICHUE B MO-
MEHT IOJTy4YEHHsl MOKPbITHH HabmonaeTcs camas
BBICOKAs! KOHLIEHTpaLHMs a30Ta. B 3ToM ciyyae Tep-
MHYECKHH OTYKHUT HE TPUBOAUT K CYLLIECTBEHHOMY
H3MEHEHUIO CTPYKTYPHO-()a30BOr0 COCTOSIHUSA 110-
KpBITHH (pHC. 22a), OTHAKO OH HECKOJIBKO YMEHb-
maeT Ae(OpMHUPOBAHHOE COCTOSIHUE CXKATHS OT BE-
JIMYKMHBI AeopManuu cxxatust — 2,76 % B ucxon-
HOM (MIOCTKOH/IECHCAUMOHHOM COCTOSIHHH)) 10 3Ha-
yenus — 2.59% nocine omxura.

B nokpeITHSX, TOTy4EHHBIX IPY MEHBLLIHX JAB-
nenusx P, = 0.1 Ila (cepus 3), nabmozaercs yme-
HbLIEHHE TIEpHO/Ia PELIETKH B HEHANPSHIKEHHBIX
ceueHuax 10 0.438 UM, 4TO MOXKHO OOBICHUTH
MEHBIIHUM COJEpXKaHHEM aTOMOB a30Ta B I1O-
KpeITHH. OTXKHUT 3TOH cepuu 0Opa3LOB MPUBO-

=—-100 B (06p. cepuu 3) no TepMuueckoro omkura 600 °C (1) n nocne (2).

JIUT HE TOJIBKO K 3HAUUTEILHOMY H3MEHEHHUIO Ha-
NPSKEHHO-Ae(POPMHUPOBAHHOTO COCTOSTHUS, HO
1 (azoBoro coctaBa (cM. puc. 226, kpuas 2).
W13 puc. 22 BuaHoO, 4TO A1 TPETHEH CEpUH MO-
KpBITHH HabaronaeTcs yYMEHbLIECHUE HHTEHCHB-
HOCTH (cpaBHUM crieKTpbl 1 U 2 Ha puc. 226) oT
TekcTypupoBaHHbIX pediiexkcoB I'LIK (fcc) me-
TAJIJIMUECKOH KPUCTAJUIMYECKOH pelueTkH (aTo-
MBI 430Ta B 3TOM CJIy4ae pacloiararoTcsi B BUAE
fcc monpemerkn co cMeuleHueM Ha 1/2 mpo-
CTPaHCTBEHHOM uaroHain), oopa3sys Tak Ha3bl-
BaeMblil CTpykTypHbIH TUI peweTkd NaCl) u
NOsIBJICHHE pedIIEKCOB Ha MaJIbIX yIllaX, COOT-
BETCTBYIOLIMX 0Opa3oBaHuio okucyios TiO,
(JCPDS 01-0562) u oxucna tuna MeTiO,, rae
Me — cootBeTcTBYeT coneprxanuto Zr u HE. Tlo
CTPYKTYpPHOMY THITy TaKO} OKHceJ TogoOeH H30-
crpykrypubmM Zr'TiO, (JCPDS 07-0290) u HETiO,
(JCPDS 14-0103). [Ipu orxure B oOpasue Ha-
OnronaeTcsi yMeHblIeHHe Ae(hOpMUPOBAHHOTO
COCTOsIHUS ckaTust oT —1.9% (no oTxura) 1o -
0.7% (mocne oTxura).

B paborax [43 — 45] nokazaHo, 4TO ¢ pOCTOM
CcoAepxaHUs MajopaCTBOPHMBIX (B paBHO-
BECHBIX YCJIOBUSX) JIETHPYIOLIMX 3JIEMEHTOB IIPH
JOCTHYKEHHH X KPUTHUECKON KOHIIEHTpaLUH 1/
WU 11 PY3HOHHOMN ITONABHIKHOCTH MPOUCXOIUT
oboralleHle JaHHbIMH 3J€MEHTAMU I'PAHHUL
pacTyLIMX KPUCTAILIOB, pa3Mepbl 38pEH COOTBET-
CTBEHHO ymeHbIuarotcs [46]. JlanHblii addexT,
Hapslly ¢ HEPaBHOBECHOCTBHIO YC/IOBHH Ocax-
JEeHUs, CrocoOCTRYET (POPMUPOBAHUIO XaOTH-
YeCKH OPHEHTHPOBAHHBIX HAHOKPUCTAJJIUTOB.
Heo0xoauMo OTMETUTH TaKXKe TO, YTO MaKCH-
MaJpHO€ 3HaueHHe HaHoTBepaoctu H = 58 I'Tla
HIOJIY4€HO JUIs 00pa3LoB ¢ MOKPBITH-EM MTEPBOH
CEpHH, IIPU 3TOM MOIYJIb YIPYTOCTH JOCTHUIaeT
3HaueHult £ = 618 I'Tla. [Ing Bropoil u TpeTheH
cepHH 00pa31IoB 3TH 3HAYEHHUSI HECKOJIBKO HUXKE,
u coctasusiroT 52 ['Tla n 46 I'Tla cooTBeTCT-

BEHHO.
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OBCYXXJIEHHUE PE3YJIbTATOB

Taxum o0pazom, U3 aHaTM3a MONYYEHHBIX pe3y-
JITaTOB CNEAYET TO, YTO IIPH NOMYYEHHH HAaHO-
CTpYKTYpHBIX MOKpbITHH U3 Ti-Si-N; Ti-Hf-Si-
N;(Ti-Hf-Zr-Nb-V)N obumum siBnsieTcs mosis-
JIEHHE COKUMAIOLIUX HANPSDKEHUH BEJITMYMHOH OT
HECKOJIbKHUX IPOLIEHTOB, KOTOPBIE SBISIOTCS
CAEepXUBAIOLIUM (pakTOpoM (B Cilyyae TepMHU-
4eCKOro oTXura) uis npouecca adddysuu kuc-
J0posa ¥ a30Ta, T.€. YMEHBILIAETCs CKIIOHHOCTD
K (POpMHUPOBAHHIO OKCHAHBIX IIJICHOK B 00bEME
HAHOCTPYKTYPHOTO MOKPBITHA. B MOKpPBITHAX
(bopmupyroTCs (hasbl TREPIOro pacTBOPa C HAHO-
KPHUCTAJUIMYECKUMH 3epHaMHU, pazMep KOTOPBIX
JUIS pa3HBbIX CUCTEM pa3Nu4HbIi. MOXKHO ¢ yBe-
PEHHOCTBIO 3aBUTH TO, YTO METOJI IIO3UTPOH-
HOH aHHUTHIALHMHM (M3MEPEHHUS S-mapameTpa
KPHUBBIX J[OMIEPOBCKOTO YIUMPEHHS] aHHUTHJIS-
LMOHHOTO IHKa) MO3BOJISIET aHATTU3HPOBATH Jle-
(EKTHYIO CTPYKTYPY Ha TPOHHBIX CTHIKAX HAHO-
3epeH, a TaK)KE KOHTPOJIIMPOBATH NMPOLECC Tepe-
MeleHus negextos, a meton p-PIXE (Muxpo-
IIy4yKa POTOHOB) MTO3BONAET HAOIIONATh U U3Y-
4aTh Mpouecchl AMGPy3un U cerperaluy npu-
MECHBIX aTOMOB [0 I'paHHLlaM U CyOrpaHHLaM
HAHOKPHCTAJUIMTOB (HAHO3EPEH).

OCHOBHOE OTJMYHE OT ABYX APYTHUX IOKPbI-
i, ;uis Ti-Hf-Si-N sBnasercs o, uto npu onpe-
JIeJIEHHBIX YCIOBHSX IOJIy4YEHHsS! MOKPBITHH B
HUX GOPMHUPYETCS HAHOKOMITO3UT (T.€. KaK MH-
HUMYM JIBe (ha3bl — TBEPAbIH pacTBOp U aMOph-
Has (asa, nocsnenHsas oOBOIaKHBAET 3epHa MO-
Hocnoem u3 o-SI,N,). DTO MO3BONAET MOy~
4YUTH CBEpXTBepAble MOKpbITHS ¢ H 148 ['1la.
Onnaxo crneayet oOpaTUTh BHUMaHHUE Ha TO, YTO
B [IPOLIECCE OTXKHIa B 3THX MOKPHITHAX HA IO-
BEPXHOCTH (POPMHPYETCS TOHKASL OKCHAHAS TLIE-
HKa TomunHo# 10 (15 + 20) HM KoTOpas, 1o-BU-
JTUMOMY, 3aIllM1IIaeT HAHOCTPYKTYPbl (HAHOKOM-
IIO3UT) OT JaJIbHEHILEro OKUCIEHUS (T.€. Meluas
TeM caMbiM Iuddy3un kucinopoaa BriiyOb mo-
KPBITHS).

[TocnenHee MPOTHBOPEUUT TEOPETHYECKUM
npeanocsinkaM CteHa Benpexa [39], mony-
YEHHBIX JIJISl TeTEPOCTPYKTYP, B KOTOPBIX MOKa-
3aHO, YTO HEOOb1IIAS KOHIIEHTPAIMS KHCJIOPOAa
3HAYUTEJIbHO YMEHBIIAET TBEPAOCTh HOKPBITHS.
XoTs B MOJB3y HAIIUX BBHIBOJAOB CBHJETENLCT-
BYIOT pe3yJbTaThl APYTHX SKCIIEPUMEHTATOPOB,
HanpuMep padot A.Jl. Kopotaesa ¢ coaBropamMu
u E.A. Jleawena ¢ J1.B. llItanckum [37, 43, 44].

MoyHO 0OpaTUTh BHUMaHHE Ha TO, YTO BO
BCEX MOKPBITHUSAX OOHApY)KEHbl XOPOILIHE TPH-

boTexHuyeckue XapaKTCpHUCTHKH, KOTOPEBIE Iro-
BOPAT O BBICOKOM ITOTEHUHAJIE JAHHBIX IIOKPBI-
THH IS UCIOJB30BAHUS HX B MalInuHOCTPO-
€HUH, XUMHYECKOH M aBHAIMOHHBIX oTpaciix.

BbIBO/bI

1. B pesynbrare aHanu3a, MOKHO CKa3arh TO,
4TO B IIPOLIeCCe OTXKUTA U3MEHseTCS AeheKT-
Hasl CTPYKTYpa Ha CTbIKaX HaHO3epeH (3JIeKT-
POHHAas CTPYKTypa), U3MEHSETCS pazMep Lie-
poxoBarocTel (yMEHbLIEHHE CPEeJHUX pa3-
MEPOB) H yBenHuHBaeTcs Ha 20% HaHOTBep-
JIOCTh IOCPABHEHHIO C UCXOJHBIM COCTOS-
HHEM, YTO KOPPEIUPYET C HALLIUMH IIpeAbLTY-
MU pabotamu U paboTaMu APYTHX aBTO-
POB B 3TOH 0011aCTH UCCIIENOBaHUH, a KO3b-
(HULHUEHT TpeHUs yMeHblIaeTcs Ha 25%.

2. B aTo#t paboTe ObIIM HCCIEAOBAHBI HOBBIE
CBEPXTBEPAbIE HAHOCTPYKTY PHBIE IOKPBITHS
(nnenku) Ha ocHoBe Ti-Hf-Si-N 1 oOHapyxe-
HO, YTO IIPH YMEHBLUEHUH pa3Mepa HaHo3e-
peH (Ti, HON o1 6.7 10 5 HM 1 popMHUpOBaHHH
a-Si,N, (amop@Ho# ¢asbl, Kak 1pOCIOHKH
MEXIYy HaHO3epHaMH) HAHOTBEPAOCTb BO3-
pacrtaet, ot 42.7 I'lla no 48.4 + 1.6 I'lla. On-
PENEIECHO, UTO MpPH MOBBILICHUH HaIpshKe-
Hus 10 —200 B ¢ cenapauueit npu ocaxae-
HUH, GOPMUPYIOTCS MOKPBITHS C YMEHBILIEH-
HBIMH CPETHUMH pa3MepaMH KPUCTAIIUTOB
J10 5.0 HM. B cnyyae noHuxeHUs OaBleHUs
10 0.3 Ila, npoHcXoauT yBEJIHYEHHE COLED-
kaHus Tsxensix Hf atoMoB (B TBEpioM pac-
TBOpE) MOKPBITHS, a [IPH YMEHBIIEHUH aB-
JIEHUS POUCXOAUT CHH)KEHHE CPEHETO pas-
Mepa pacTyl{X KPUCTAIITUTOB.

3. Taxoxe, aare3uoHHbIe U TPHOOJIOrHYECKHE UC-
NBITAHUS TI03BOJTUIIM ONPENEIUTD aAre3TOH-
HYIO IPOYHOCTD, G PUKLIHOHHBIE U Aedopma-
IIMOHHBIE XapaKTepuCTUKU MOKpbITUs Ti-Hf-
Si-N Ha moanoxke u3 cranu. [lonydeHHsle
IOKPBITHS UMEJH BBICOKYIO CTEIIEHb TBEp-
JOCTH, U3HOCOCTOMKOCTH M aJir€3HH ¢ MOJ-
JIOXKKOH, @ TaK)Ke HU3KHE MOJYJIH YIIPYTOCTH
1 K03 HUIMEHT TpEHUSs, YTO Jes1aeT ux nep-
CHEKTUBHBIMH TOHKOMNJIEHOYHBIMH MarTe-
pUagaMi B MallMHOCTPOEHHH.

4. B pabote nony4eHbl OpUTrHHAJIBHBIE PE3yib-
TaThl, pacKpbIBalolne MeXaHU3MbI GHopMu-
poBaHUs HHTEP(PEHCOB B MHOTOKOMITOHEHT-
HBIX MMOKPBITHAX U OCOOEHHOCTH (HOPMHUPO-
BaHUsI HAMPSHKEHHOI'O COCTOSIHMSI HAHOKPHC-
TaJIJIOB, a TAK)KE UX BIUsHHE Ha JUPPy3UIO
(Tepmoaudpy3uro aToMOB) a30Ta U KHCIIO-
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pona. Ilokazana BO3MOXHOCTb C IIOMOLIbIO
M3MEHEHHUS YCIOBUH OCaXAECHHUS MTOKPBITHH
YIIpaBJIATh TEPMHUUECKOH CTAOMJIBHOCTBIO H
TBEPAOCTHIO MHOTOKOMIIOHEHTHBIX HAHOCT-
PYKTYPHBIX TOKPBITHH.

[TokazaHo BnusHHE MUTpaliH Ae(EKTOB B
npoLecce OTXKUIa Ha TOPMOKEHHE IIpoLiecca
pOCTa HAHOKPUCTAJIJIUTOB IIPH [TOBBILICHHH
TEMIIepaTypbl OTHKHIra. BpICOKOIHTpONHUMI-
HbIE CIIJIaBbl H HUTPUAHBIE HAHOCTPYKTYp-
HBIE ITOKPBITHS, IT0JIyYEHHbIE U3 HUX, BKJIIO-
4aloT B ¢e0sl TOJIBKO OAHY (ha3y TBEPIOTO pac-
TBOpa, CTPYKTYpa KOTOPOH COCTOUT U3 CyO-
MUKpPOHHBIX 3epeH pazmepom (0.3+ 0.8) MM,
Ha TpaHUIaxX KOTOpBIX (hopMHUpyeTCs Ipo-
CJI0HKa U3 IIPUMECHBIX aTOMOB, a B CyOMHK-
POHHBIX 3epHax (popMHUpYyeTCs PpparMeHTH-
pOBaHHAsi HAHO3EPEHHAs! CTPYKTypa pazMe-
pom (40 + 60) HM ¢ cyOrpaHULIaMu U3 HH-
TPUAHOH (a3bl.

JIUTEPATYPA

1.

[orpedusx A.J., lLnak A.I1., A3apenkos H.A.,
bepecHe B.M. CtpykTypa u CBOHCTBa TBEPAbIX
M CBEPXTBEP/bIX HAHOKOMIO3HTHBIX MOKPbITHH//
VOH. -2009.-T. 179, Ne 1. - C. 35-63.
[Morpebusk A.Jl., [Nonomapes A.I', llnak A.IT.,
Kyuuukuit FO.A. [IpumMeHenne MHukpo- 1 HaHO-
30HJOB As aHaIW3a Manopa3MepHbix 3D mare-
pHaI0B, HAaHOCHCTEM W HaHOOObekTOB//YDH. —
2012.-T. 182, Ne 3.-C. 287-321.

[Morpebuak A.Jl., Bepecne B.M., JembsaneH-
ko A.A., Baitnak B.C., Komapor @®.0., Kage-
puH M.B., Maxmynos H. and Konechukos [[.A.
AJre3noHHas NPOYHOCTb H CBEPXTBEPAOCTS, (a-
30BbIH H 3JIEMEHTHbIH COCTaB HAHOCTPYKTYPHbIX
MOKPLITHH, chopMHpoBaHHbIX Ha ocHoBe Ti-Hf-Si-
N/OTT. -2012.-T. 54, Ne 9. - C. 1882-1890.
[Morpebusk A.Jl., Cobonb O.B., bepecues B.M.,
Typbuu I1.B., Ay6 C.H., Kupuk I'.B., Amurpen-
k0 A.E. OcoGeHHOCTH CTPYKTYPHOrO COCTOSHHS
W MEXaHMYECKUX CBONCTB MOKPbITUH ZrN W
Zr(Ti)-Si-N, nonyueHHbIX HOHHO-TI1a3M EHHbIMH
meTto-pgamu//Tlucema B XKTD. — 2009. — T. 35,
Ne 19. - C. 103-110.

Dolique V., Thomann A.-L., Brault P,, Tessier Y.,
Gillon P. Complex structure/composition relation-
ship in thin films of AICoCrCuFeNi high entropy
alloy//Materials Chemistry and Physics. —2009.
—Vol. 117, Ne 1. —P. 142-147.

Tsai M., Wang C., Tsai C., Shen W., Yeh J., Gan
J., Wu W. Thermal Stability and Performance of
NbSiTaTiZr High-Entropy Alloy Barrier for

Copper Metallization//Electrochemical Society. —
2011.—Vol. 158, Ne 11.—P. H1161-H1165.

7. LiA., Zhang X. Acta Metallurgica Sinica//English

Letters. — 2009. — Vol. 22, Ne 3. — P. 219-224.

8. @upcros C.A., Topbans B.®., Kpanuska H.A .,

[TeuxoBckuii 2.I1. YnpouHeHue U MexaHHUECKHE
CBOCTBA JIMTBIX BbICOKOIHTPOMHHHBIX CIUIaBOB/
/KommnosuTbl ¥ HAHOCTPYKTYpbl. — 2011, — Ne 2,
- C. 5-20.

9. Pogrebnjak, A.D. Uglov, V.V. [I’yashenko, M.V.

13.

16.
17.

Beresnev, V.M. Shpak, A.P. Kaverin, M.V.
Erdybaeva, N.K. Kunitskyi, Yu.A. Tyurin, Yu.N.
Kolisnichenko, O.V. Makhmudov, N.A. Shy-
pylenko, A.P. Nano-Microcomposite and Com-
bined Coatings on Ti-Si-NAA/C-Co-Cr/Steel and
Ti-Si-N/(Cr,C,),,-(NiCr),, Base: Their Structure
and Properties//Ceramic Engineering and Science
Proceedings, Wiley. — 2010. — Vol. 31, Ne 7. —
P. 115-126.

. Coboab O.B., [Torpebusak A.Jl., bepecHes B.M.

BnusHue ycnosuil nosyueHus Ha ¢da3oBbii
COCTaB, CTPYKTYPY H MEXaHHYECKHE XapaKTepH-
CTHKH BaKyyMHO-yrOBbIX MOKPbITHH CHCTEMbI
Zr-Ti-Si-N//OMM. - 2011. - T. 112, Ne 2. - C.
199-206.

. Musil J., Vicek J. and Zeman P.. Hard amorphous

nanocomposite coatings with oxidation resistance
above 1000 °C//Advances in Applied Ceramics.
—2008. — Vol. 107, Ne 3. — P. 148-154.

. AzapenkoB H.A., Cobons O.B., bepecnes B.M.,

[Torpebusax O.M., Jlutosuenko C.B., Hsa-
HoB O.H. MartepuanoBeieHHe HEPABHOBECHOTO
COCTOSIHHS MOJH(HLHPOBAHHOH MOBEPXHOCTH:
mMoHorpadus.— Cymbl: CyMCKHH rocy1apCTBEH-
Hblii yHuepcureT, 2012. — 683 c.

Asapenkos H.A., Bepecnes B.M., [lorpe6-
Hik A.Jl., KonecHukos JI.A. HaHoCTpyKTypHbIE
MOKPLITHS U HaHOMarepHasbl: OCHOBbBI MOJY-
uenus. CoiicTBa. Obnacti npumeneHus: Oco-
OEHHOCTH COBPEMEHHOr0 HaHOCTPYKTYPHOIO
HanpaBfieHHs B HaHoTexHonoruu. — M.: URSS,
2012.-368 c.

. JlaBpentses B.H., Tlorpednsk A M., IHanapuk

P. DBoniouns BaKaHCHOHHBIX AE(EKTOB B MO-
BEPXHOCTHBIX CJIOAX METaJ1a MPH HMITYJIbCHOM
BO3-A€HCTBHH AEKTPOHHbIM Myukom//TTucbma B
XKOTD. - 1997. — Ne 65. — C. 618-622.

.Pemnens C.B., I'yceB A.H. [loBepxHocTHas cerpe-

rauds B pacnajarlolinxcs KapOHAHBIX TBEPAbIX
pacrBopax//ITucema B XKOTD. — 2008. — Ne 88. —
C.508-513.

Simnra.com.

Pogrebnyak A.D., Ponomarev A.G., Kolesni-
kov D.A., Beresnev VM., Komarov FF., Mel-
nik S.S., Kaverin M.V. Effect of mass transfer and
segregation on the formation of superhard nano-

180

QI PUITPSE, 2013, 1. 11, Ne2, vol. 11, No. 2



KABEPUH M.B., KRAUSE-REHBERG R., BEPECHEB B.M., IOCTOJIbHBI! B.A., KOJIECHUKOB JI.A., AKYIIIEHKO U.B., BUJIOKYP M.A., ...

structured Ti-Hf-N(Fe) coatings// Technical Phy-
sics Letters.—2012. — Vol. 38, No. 7. — P. 623-626.

18. Krause-Rehberg R., Leipner H.S. Positron Annihila-
tion in Semiconductors: Defect Studies. —New York:
Springer-Verlag Berlin Heidelberg, 2003. — P. 387.

19. Pogrebnjak A.D., II’yashenko M. V., Kaverin M. V.,
Shypylenko A.P., Pshyk A.V., Beresnev V.M., Ki-
rik G. V., Erdybayeva N.K., Makhmudov N.A., Ko-
lisnichenko O.V., Tyurin Yu.N., Shpak A.P. Physical
and mechanical properties of the nanocomposite
and combined Ti-N-Si/WC-Co-Cr/ and Ti-N-Si/
(Cr,C,),-(NiCr),, coatings//Journal of Nano- and
Electronic Physics. — 2009. — Vol. 1. — P. 66-77.

20. Coboms O.B., INorpednsik A.Jl., bepecaeB B.M.
Brmstane ycnoBwit mostydeHust Ha (ha3oBBIN COCTaB,
CTPYKTYpPY M MEXaHHYECKHE XapaKTEPUCTHKH
BaKyyMHO-/TyTOBBIX IOKPBITHI cucTeMbl Zr-Ti-Si-
N//®MM. —2011. —T. 112, Ne2. — C.199-206.

21. Co6oms O.B., AHnpeeB A.A., T'opbans B.®., Kpa-
muBka H.A., Cron6osoii B.A., Cepmtok U.B., ®u-
meankoB B.E. O BocnponsBoguMocTy ogHO(a3-
HOT'O CTPYKTYPHOI'O COCTOSIHUSI MHOT'O3JIEMEHTHOMN
BBICOKOHTPOMHITHOHN crcTeMbl Ti-V-Zr-Nb-Hf n
BBICOKOTBEPZIBIX HUTPUAOB HA €€ OCHOBE IPU UX
(hopMHUpPOBaHNHN BaKyyMHO-TYTOBBIM METOJ0OM//
IIucema B XKT®. — 2012. — T. 38, Bem. 13. —
C.41-48.

22. lorpebnsk A.Jl., [lmak A.Il., AzapenkoB H.A.,
BepecueB B.M. CtpykTypa u CBOWCTBA TBEpPABIX
1 CBEPXTBEPIBIX HAHOKOMITO3UTHBIX MOKPBITHIA//
YOH. —2009. - T. 179. — C. 35-64.

23. Cvutiz K. [Ix. Metammsr: cnipaB. Wzman./Ilep. ¢
ann1. CrnpaBounuk. U3nanue 5-e, 1980. — 447 c.

24. Torpebnsax A.Jl., Coboms O.B., bepecaeB B.M.
Oco0eHHOCTH CTPYKTYPHOTO COCTOSIHUS U MeXa-
HUYECKHUX CBOUCTB MOKphITHH ZN 1 Zr (T1) -Si-N,
MIOJY4EHHBIX MOHHO-TIA3MEHHBIMH MeTOoxamMu//
ITucema B 2KTD. — 2009. — T. 35. — C. 103-110.

25. Pogrebnjak A.D., Ponomarev A.G., Shpak A.P., Ku-
nitskii Yu.A. Application of micro- and nanoprobes
to the analysis of small-sized 3D materials, nano-
systems, and nanoobjects//Physics-Uspekhi. —
2012. —Vol. 55. —P. 270-300.

26. Musil J. Hard and superhard nanocomposite coatings
//Surface and Coatings Technology. — 2000. —
Vol. 125. —P. 322-330.

27. Koporaes A. /., bopucos B./I., Monikos B.1O. Yn-
PYro-HanpsLKEHHOE COCTOSIHUE MHOTO3JIEMEHTHBIX
CBEPXTBEPABIX HMOKPHITHI//PHU3nueckas Me3oMe-
xaanka. — 2009. —T. 12, Ne 4. — C. 79-91.

28. http://www.iso.org.

29. Aunpuesckwmii P.A., Kammaankos I'B., Hellgren N.,
Sandstrorm P., Illtanckuit 1I.B. HanonnaeHTu-
poBaHue U IehOpPMAIMOHHBIE XapaKTEPUCTUKU

HAHOCTPYKTYPHBIX OOPHIOHUTPHIHBIX IITeHOK//DTT. —
2000.—T.42,Ne9.—P. 1624-1627.

30. Aunpuesckuii P.A., Inezep A.M. IIpounocTts HaHO-
cTpyktyp//YOH. —2009. —T. 179, Ne 4. — C. 337-
358.

31.Zhang R.F., Argon A.S., Veprek S. Electronic struc-
ture, stability, and mechanism of the decohesion and
shear of interfaces in superhard nanocomposites
and heterostructures//Phys. Rew. — 2009. —
Vol. 79. — P. 245426.

32. Musil J., Baroch P., Zeman P. Hard nanocomposite
coatings. Present Status and Trends: in Book Plasma
Surface Engineering and its Practical Applications/
Edit. R. Wei, Research Singpost. Publ, 2007.

33. Uglov V.V., Anischik V.M., Zlotskij S.V., Abadi-
as G., Dub. S.N. Structural and mechanical stability
upon annealing of arc-deposited Ti-Zr-N coatings//
Surf. and Coat. Tech. — 2008. — Vol. 202. —
P.2394-2398.

34. Shaefer H.-E. Investigation of Thermal Equilibrium
Vacancies in Metals by Positron Annihilation//Phys.
Stat. Sol. (a). — 1987. — Vol. 102, Iss. 1. — P. 47-65.

35. Pemnens C.B., I'yceB A.W. IloBepxHocTHas cerpe-
rauusi B paclaaroluxcsi KapOuaHbIX TBEPABIX
pactBopax // ITucema B JKOTD, 2008. —T. 88, Beim.
7.—C. 508-513.

36. Wiischum R., Farber P., Dittmar R., Scharwaechter
P., Frank W., Schaefer H.-E. Thermal Vacancy
Formation and Self-Diffusion in Intermetallic Fe3Si
Nanocrystallites of Nanocomposite Alloys Phys.
Rev. Lett. 1997. —Vol. 79, Iss. 24. — P. 4918-4921.

37. JlaBpentbeB B.U., [Torpebnsik A./l., argpux P.
JlokanbHbIE TOBEPXHOCTHBIE CETPeTaly UMILIAH-
THUPOBAHHOTO aJIFOMUHUS B C11a001ePEKTHOM KpH-
craye xenesa//[lucema B KOTD. — 1997. —
T. 65, Beim. 1. — C. 86-89.

38. I'yceB A.W. Hanomarepuaiibl, HAHOCTPYKTYpHI,
HanorexHojoruu. — M.: ®U3MATIIUT, 2005. —
416 c.

39. Veprek S., Veprek-Heijman M.G.J. Limits to the
preperation os superhard nanocomposites: Im-
purities, deposition and annealing temperature//Thin
Solid Films. —2012. — Vol. 522, — P. 274-282.

40. Krause-Rehberg R. and Leipner H.S. Positron An-
nihilation on Semiconductors. Stude of Defects//
Springer-Verlag, Berlin. Series “Solid-State Scien-
ces”. —1999. — Vol. 127. — P. 378.

41. Pogrebnjak A.D., Shpak A.P., Beresnev V.M.,
Kolesnikov D.A., Kunitsky Yu.A., Sobol O.V.,
Uglov V.V., Komarov F.F., Shypylenko A.P., De-
myanenko A.A., Baidak V.S., Grudnitskii V.V. Ef-
fect of Thermal Annealing in Vacuum and Air on
Nanograin Sizes in Hard and Superhard Coatings

OIITOUITPSE, 2013, . 11, Ne2, vol. 11, No. 2

181



BJIHAHHE JJE®@EKTOB H IPHMECHBIX ATOMOB HA ®H3HKO-MEXAHHYECKHE CBOHCTBA HAHOCTPYKTYPHBIX IIOKPBITHH B ...

42.

43.

44,

45

46.

Zr-Ti-Si-N Journal of Nanoscience and Nanotech-
nology.—2012.—Vol. 12, Ne12.—P. 9213-9219.
Pogrebnjak A.D., Beresnev V.M. Nanocoatings
Nanosystems Nanotechnologies, Bentham//Sci.
Publ., Bentham e books. —2012. — P. 158.
Koporaes A.Jl., bopucos J.I1., Memxos B.IO.,
OBurHHMKOB C.B. 1 1p. HaHOKOMITO3UTHBIE Y HAHO-
CTPYKTYPHBIE CBEPXTBEPIbIE TOKPHITHS CHCTEMBI
Ti-Si-B-N//13B. By3os. ®usznka. — 2007. —T. 50,
Ne 10. - C. 13-23.

Koporaes A.Jl., bopucos B./l., Mouxos B.1O.,
OpunanankoB C.B., ITumxud FO.I1., Tromennie A H.
YpyroHanpspkeHHOE COCTOSTHIE MHOTO3JIEMEH-
THBIX CBEPXTBEPJbIX MOKPHITHH//Dr3ndeckas
me3zoMexannka. — 2009. — T. 12, Ne 4, — C. 79-92.

. Musil J. Hard nanocomposite coatings: Thermal

stability, oxidation resistance and toughness//Surf.
and Coat. Tech. — 2012. — Vol. 207. — P. 50-65.

Misaelides P., Hadzidimitrion A., Noli F., Pavli-
dou E., Pogrebnjak A.D.//Appl. Surf. Sci. — 2006. —
Vol. 252 (23). — P. 8043-8049.

LITERATURA

1.

Pogrebnyak A.D., Shpak A.P., Azarenkov N.A.,
Beresnev V.M. Struktura i svojstva tverdyh i sverh-
tverdyh nanokompozitnyh pokrytij//UFN. — 20009.
—T.179, Ne 1. — S. 35-63.

Pogrebnyak A.D., Ponomarev A.G., Shpak A.P.,
Kunickij Yu.A. Primenenie mikro- i nanozondov dlya
analiza malorazmernyh 3D materialov, nanosistem
1 nanoob‘ektov//UFN. — 2012. — T. 182, Ne 3. —
S.287-321.

Pogrebnyak A.D., Beresnev V.M., Dem’yanen-
ko A.A., Bajdak V.S, Komarov F.F., Kaverin M.V.,
Mahmudov N. and Kolesnikov D.A. Adgezionnaya
prochnost’ i sverhtverdost’, fazovyj i ‘elementnyj
sostav nanostrukturnyh pokrytij, sformirovannyh na
osnove Ti-Hf-Si-N//FTT. —2012. — T. 54, Ne 9. —
S. 1882-1890.

Pogrebnyak A.D., Sobol’ O.V., Beresnev V.M.,
Turbin P.V., Dub S.N., Kirik G.V., Dmitrenko A.E.
Osobennosti strukturnogo sostoyaniya i mehani-
cheskih svojstv pokrytij ZrN i Zr(Ti)-Si-N, po-
luchennyh ionno-plazmennymi metodami//Pis’ma v
ZhTF. —2009. —T. 35, Ne 19. — S. 103-110.
Dolique V., Thomann A.-L., Brault P., Tessier Y.,
Gillon P. Complex structure/composition relationship
in thin films of AlICoCrCuFeNi high entropy alloy//
Materials Chemistry and Physics. — 2009. —
Vol. 117, Ne 1. — P. 142-147.

Tsai M., Wang C., Tsai C., Shen W., Yeh J., Gan J.,
Wu W. Thermal Stability and Performance of
NbSiTaTiZr High-Entropy Alloy Barrier for Copper

Metallization//Electrochemical Society. — 2011. —
Vol 158 Ne 11 —P H1161-H1165

7.

8.

10.

11.

LiA., Zhang X. Acta Metallurgica Sinica//English
Letters. —2009. — Vol. 22, Ne 3. — P. 219-224.
Firstov S.A., Gorban’ V.F., Krapivka N.A., Pech-
kovskij ‘E.P. Uprochnenie i mehanicheskie svojstva
lityh vysoko‘entropijnyh splavov//Kompozity i
nanoctruktury. —2011. — Ne 2. — S, 5-20.
Pogrebnjak, A.D. Uglov, V.V. II’yashenko, M.V.
Beresnev, V.M. Shpak, A.P. Kaverin, M.V. Erdy-
baeva, N.K. Kunitskyi, Yu.A. Tyurin, Yu.N. Kolis-
nichenko, O.V. Makhmudov, N.A. Shypylenko, A.P.
Nano-Microcomposite and Combined Coatings on
Ti-Si-NAA/C-Co-Cr/Steel and Ti-Si-N/(Cr,C)), .-
(NiCr),, Base: Their Structure and Properties//Ce-
ramic Engineering and Science Proceedings, Wiley.
—2010.—Vol. 31, Ne 7. — P. 115-126.

Sobol’ O.V., Pogrebnyak A.D., Beresnev V.M.

Vli-yanie uslovij polucheniya na fazovyj sostav,
strukturu i mehanicheskie harakteristiki vakuumno-
dugovyh pokrytij sistemy Zr-Ti-Si-N//FMM. — 2011.
— T. 112, Ne 2. — S. 199-206.
Musil J., Vicek J. and Zeman P.. Hard amorphous
nanocomposite coatings with oxidation resistance
above 1000 °C//Advances in Applied Ceramics. —
2008. —Vol. 107, Ne 3. — P. 148-154.

12. Azarenkov N.A., Sobol’ O.V., Beresnev V.M., Po-

13.

14.

15.

16.
17.

18.

grebnyak O.D., Litovchenko S.V., Ivanov O.N. Ma-
terialovedenie neravnovesnogo sostoyaniya modi-
ficirovannoj poverhnosti: monografiya. — Sumy:
Sumskij gosudarstvennyj universitet, 2012. — 683 c.
Azarenkov N.A., Beresnev V.M., Pogrebnyak A.D.,
Kolesnikov D.A. Nanostrukturnye pokrytiya i nano-
materialy: Osnovy polucheniya. Svojstva. Oblasti
primeneniya: Osobennosti sovremennogo nano-
strukturnogo napravleniya v nanotehnologii. — M.:
URSS, 2012. - 368 c.

Lavrent’ev V.I., Pogrebnyak A.D., Shandrik R.
‘Evolyuciya vakansionnyh defektov v poverhnostnyh
sloyah metalla pri impul’snom vozdejstvii ‘elektro-
nnym puchkom//Pis’'mav Zh‘ETF.—1997.—  Ne
65.—C. 618-622.

Rempel’ S.V., Gusev A.l. Poverhnostnaya segre-
gaciya v raspadayuschihsya karbidnyh tverdyh
rastvorah//Pis’ma v Zh‘ETF. — 2008. Ne 88.—
S.508-513.

Simnra.com.

Pogrebnyak A.D., Ponomarev A.G., Kolesni-
kov D.A., Beresnev V.M., Komarov F.F., Mel’-
nik S.S., Kaverin M.\V. Effect of mass transfer and
segregation on the formation of superhard nano-
structured Ti-Hf-N(Fe) coatings//Technical Physics
Letters. —2012. — Vol. 38, No. 7. — P. 623-626.
Krause-Rehberg R., Leipner H.S. Positron Anni-
hilation in Semiconductors: Defect Studies. — New
York: Springer-Verlag Berlin Heidelberg, 2003. —
P. 387.

182

OIIT OUIT PSE, 2013, T. 11, Ne2, vol. 11, No. 2



KABEPUH M.B., KRAUSE-REHBERG R., BEPECHEB B.M., IOCTOJIbHBI! B.A., KOJIECHUKOB JI.A., AKYIIIEHKO U.B., BUJIOKYP M.A., ...

19. Pogrebnjak A.D., [I’yashenko M. V., Kaverin M.V,
Shypylenko A.P., Pshyk A.V., Beresnev V.M., Ki-
rik G. V., Erdybayeva N.K., Makhmudov N.A., Ko-
lisnichenko O.V., Tyurin Yu.N., Shpak A.P. Physi-
cal and mechanical properties of the nanocomposite
and combined Ti-N-Si/WC-Co-Cr/ and Ti-N-Si/
(Cr,C),.~(NiCr),, coatings//Journal of Nano- and
Electronic Physics. — 2009. — Vol. 1. — P. 66-77.

20. Sobol’ O.V., Pogrebnyak A.D., Beresnev V.M. Vli-
yanie uslovij polucheniya na fazovyj sostav, strukturu
i mehanicheskie harakteristiki vakuumno-dugovyh
pokrytij sistemy Zr-Ti-Si-N/FMM.—2011.-T. 112,
Ne2. — S.199-206.

21. Sobol’ O.V., Andreev A.A., Gorban’ V.F., Krapiv-
ka N.A., Stolbovoj V.A., Serdyuk 1.V., Fil’chi-
kov V.E. O vosproizvodimosti odnofaznogo struk-
turnogo sostoyaniya mnogo‘elementnoj vysoko‘en-
tropijnoj sistemy Ti-V-Zr-Nb-Hf i vysokotverdyh
nitridov na ee osnove pri ih formirovanii vakuumno-
dugovym metodom//Pis’ma v ZhTF. — 2012. —
T. 38, Vyp. 13. - S. 41-48.

22. Pogrebnyak A.D., Shpak A.P., Azarenkov N.A.,
Beresnev V.M. Struktura i svojstva tverdyh i sverh-
tverdyh nanokompozitnyh pokrytij//UFN. — 20009.
—T. 179. - S. 35-64.

23. Smitlz K. Dzh. Metally: sprav. Izdan./Per. s angl.
Spravochnik. [zdanie 5-e, 1980. — 447 c.

24. Pogrebnyak A.D., Sobol’ O.V., Beresnev V.M. Oso-
bennosti strukturnogo sostoyaniya i mehanicheskih
svojstv pokrytij ZrN i Zr (Ti) -Si-N, poluchennyh
ionno-plazmennymi metodami//Pis’ma v ZhTF. —
2009. - T. 35.—S. 103-110.

25. Pogrebnjak A.D., Ponomarev A.G., Shpak A.P.,
Kunitskii Yu.A. Application of micro- and nano-
probes to the analysis of small-sized 3D materials,
nanosystems, and nanoobjects//Physics-Uspekhi. —
2012.—Vol. 55. —P. 270-300.

26. Musil J. Hard and superhard nanocomposite coa-
tings//Surface and Coatings Technology. —2000. —
Vol. 125. — P. 322-330.

27. Korotaev A.D., Borisov V.D., Moshkov V.Yu. Up-
rugo-napryazhennoe sostoyanie mnogo‘elementnyh
sverhtverdyh pokrytij/Fizicheskaya mezomehanika.
—2009.—T. 12, Ne 4. — S. 79-91.

28. <http://www.iso.org>.

29. Andrievskij R.A., Kalinnikov G.V., Hellgren N.,
Sandstrorm P., Shtanskij D.V. Nanoindentirovanie i
deformacionnye harakteristiki nanostrukturnyh
boridonitridnyh plenok//FTT.—2000.—T. 42, Ne 9.
— P. 1624-1627.

30. Andrievskij R.A., Glezer A.M. Prochnost’ nano-
struktur//UFN.—2009.—T. 179, Ne 4. —S. 337-358.

31.Zhang R.F., Argon A.S., Veprek S. Electronic struc-
ture, stability, and mechanism of the decohesion and

shear of interfaces in superhard nanocomposites
and heterostructures//Phys. Rew. — 2009. —
Vol. 79. — P. 245426.

32. Musil J., Baroch P., Zeman P. Hard nanocomposite
coatings. Present Status and Trends: in Book Plasma
Surface Engineering and its Practical Applications/
Edit. R. Wei, Research Singpost. Publ, 2007.

33. Uglov V.V., Anischik V.M., Zlotskij S.V., Aba-
dias G., Dub. S.N. Structural and mechanical stability
upon annealing of arc-deposited Ti-Zr-N coatings//
Surf. and Coat. Tech. — 2008. — Vol. 202. —
P.2394-2398.

34. Shaefer H.-E. Investigation of Thermal Equilibrium
Vacancies in Metals by Positron Annihilation//Phys.
Stat. Sol. (a). — 1987.—Vol. 102, Iss. 1. — P. 47-65.

35. Rempel’ S.V., Gusev A.l. Poverhnostnaya segrega-
ciya v raspadayuschihsya karbidnyh tverdyh rast-
vorah//Pis’ma v Zh‘ETF, 2008. — T. 88, Vyp. 7. —
S.508-513.

36. Wiischum R., Farber P., Dittmar R., Scharwaech-
ter P., Frank W., Schaefer H.-E. Thermal Vacancy
Formation and Self-Diffusion in Intermetallic Fe,Si
Nanocrystallites of Nanocomposite Alloys//Phys.
Rev. Lett. 1997. —Vol. 79, Iss. 24. — P. 4918-4921.

37.Lavrent’ev V.I., Pogrebnyak A.D., R. Shandrik, Lo-
kal’nye poverhnostnye segregacii implantirovan-
nogo alyuminiya v slabodefektnom kristalle zhe-
leza//Pis’ma v Zh‘ETF. — 1997. — T. 65, Vyp. 1.—
S. 86-89.

38. Gusev A.l. Nanomaterialy, nanostruktury, nanoteh-
nologii. — M.: FIZMATLIT, 2005. - 416 c.

39. Veprek S., Veprek-Heijman M.G.J. Limits to the
preperation os superhard nanocomposites: Im-
purities, deposition and annealing temperature//Thin
Solid Films. —2012. — Vol. 522, — P. 274-282.

40. Krause-Rehberg R. and Leipner H.S. Positron Anni-
hilation on Semiconductors. Stude of Defects//
Springer-Verlag, Berlin. Series “Solid-State Scien-
ces”. —1999. — Vol. 127. — P. 378.

41. Pogrebnjak A.D., Shpak A.P., Beresnev V.M., Ko-
lesnikov D.A., Kunitsky Y u.A., Sobol O.V., Ug-
lov V.V., Komarov F.F., Shypylenko A.P., Demya-
nenko A.A., Baidak V.S., Grudnitskii V.V. Effect
of Thermal Annealing in Vacuum and Air on Nano-
grain Sizes in Hard and Superhard Coatings Zr-Ti-
Si-N Journal of Nanoscience and Nanotechnology.
—2012.—Vol. 12, Ne12. - P. 9213-9219.

42. Pogrebnjak A.D., Beresnev V.M. Nanocoatings Na-
nosystems Nanotechnologies, Bentham//Sci. Publ.,
Bentham e books. —2012. — P. 158.

43. Korotaev A.D., Borisov D.P., Meshkov V.Yu., Ov-
chinnikov S.V. 1 dr. Nanokompozitnye i nanostruk-
turnye sverhtverdye pokrytiya sistemy Ti-Si-B-N//
Izv. Vuzov. Fizika.—2007.—T. 50, Ne 10. — C.

12 92

OIITOUITPSE, 2013, . 11, Ne2, vol. 11, No. 2

15=23.

183



BJIHAHHE JJE®EKTOB H IPHMECHBIX ATOMOB HA ®H3HKO-MEXAHHYECKHE CBOHCTBA HAHOCTPYKTYPHBIX IOKPBITHH B ...

44. Korotaev A.D., Borisov V.D., Moshkov V.Yu., Ov-
chinnikov C.V., Pinzhin Yu.P., Tyumencev A.N. Up-
rugonapryazhennoe sostoyanie mnogo‘elementnyh
sverhtverdyh pokrytij//Fizicheskaya mezomehanika.
—2009.—T. 12, Ne 4. —S. 79-92.

45. Musil J. Hard nanocomposite coatings: Thermal
stability, oxidation resistance and toughness//Surf.
and Coat. Tech. — 2012. — Vol. 207. — P. 50-65.

46. Misaelides P., Hadzidimitrion A., Noli F., Pavli-
dou E., Pogrebnjak A.D.//Appl. Surf. Sci. — 2006.
—Vol. 252 (23). — P. 8043-8049.

184 OITOUITPSE, 2013, T. 11, Ne2,vol. 11, No. 2





