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Brepsele 1HoJIydeHBl MHOTOCJIOWHBIE TBEpAble MHKPO- M HAHOCTPYKTYPHbBIE IIO-
KPBITHS, MOJIyYCHHBIC HCCKOJIbKMMH TEXHOJIOTUSIMH OCaKJIeHHs1 Ha ocHoBe Ti—Hf—
Si—N/NbN/AL O3 Ha nomioxky u3 cramu. OOGHapyxeHO, 4TO HCCIIeLyeMble MOKpbI-
THs, Hapsmy ¢ BbICOKOi TBepmocThio (H) ot 47 mo 56 GPa m moxmyneMm ympyro-
cru (E) or 435 mo 570 GPa, unnexcom mwractuasocta We = (0.08—0.11), mmeror
IOCTATOYHO HU3KHiT KO3(h(HUIMEHT TpeHust (u), BEIMYNHa KOTOPOrO BapbHPyeTCs B
npenesnax ot 0.02 mo 0.001 npu 3amaHHBIX pekuMax ocaxaeHus. [lokasaHo, 4To TH
MHOTOCJIOIHBIC TIOKPHITHSI 00JIaIal0T BEICOKOI TEPMUYECKON CTaOMIIBHOCTBIO (CBBIIIIE
1000°C).

MHOTOKOMIIOHEHTHBIE M MHOTOCJIOMHBIE HAHOCTPYKTYpPHBIE MOKDPBITHUS
ABJIAIOTCS B HACTOAIIEE BPeMsl OCHOBOM JIsl OCYIIECTBJICHUSI MHOTUX 3a/ia4
[0 3allUTe M3[CIUH C PasIMYHBIM (PYHKIMOHAIBHBIM HasHaueHueMm [1-4].
Xopolo U3BECTHO, YTO Kepamuueckue HOKpeTHUA u3 Al,O3; mokaspBaloT
BBICOKYIO CTOMKOCTb B arpeCCUBHBIX M OKHCJIUTENBHBIX CpelaX, a TakKKe
obecreurBaoT 3allUTy JeTajieil Mpu paboTe B YCIOBHAX BBICOKHMX TeMIIe-
partyp [5]. TToaToMy pa3paGoTka HOBOTO MOKOJICHHS] MHOTOCJIOUHBIX HAHO- 1
MHKPOCTPYKTYPHBIX ITOKPHITUH ¢ BEICOKAMI (PH3UKO-MEXaHHICCKAMH U TPHU-
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OOTEXHIICCKIMH CBOMCTBAMH ISl YBEJIMUCHUS CIEKTpPa 3alIUTHBIX QyHKIHI
ABJISCTCS aKTyaJIbHOM 3aaueil pU3NKK TBEPIAOro Tejla U MaTepUaloBeICHHUS.

s Hanbiiernst okpeiTast U3 Al O3 OBIIO MCIOIB30BaHO ABYXKaMEpPHOE
KyMY/ISITUBHO-IETOHAIIMOHHOE YCTPOUCTBO [6]. TTOKPHITHSI HAHOCHIX M3 TO-
pomka AMPERITR740.0 Al,O; ¢ ocnoBHoit ¢pakuueit 5.6—22.6 um (10 5%
YaCTHUIl MOPOLIKA MMEJIM XapaKTepHbd pasmep > 50um). s mocremyro-
IEr0 OCAKICHUS MOKPHITHS HCIOJb30BAJIOCh KATOTHOE BaKyyMHO-TYTOBOE
ocaxaenne ¢ BY-ctumymsmmeit, rme ncnonp3oBasics katon n3 Ti—Hf—Si
U3MeHsiyics MOTeHIMA CMEIICHUsI M OCTaTOYHOE IaBJicHHe B Kamepe. s
00pa3oBaHUs HUTPUIOB UCIIOJIb30BaJICA ra3000pa3Helil a30T. Takum obpaszom,
TonmumHa nokpeTud u3 Al,O3 cocrapnsna 180 um, TommuuHa nopcsioes NbN
cocrapisuia okoyto 1.2um, a Tonmumua ciost u3 (Ti—Hf—Si)N cocrasisiia
oT 5 no 12 um.

HccnenoBanne MUKPOCTPYKTYPHl M 3JIEMEHTHOTO COCTaBa IMOKPHITHI
MPOBOIMJIM C TIOMOMIBIO HECKOJIBKHX PACTPOBBIX 3JIEKTPOHHO-MOHHBIX MHK-
pockonioB (Quanta 2003 D, Quanta 600 SEM), OCHAICHHBIX IETEKTOPOM
pentreHoBckoro m3nmydenusi cuctemsl PEGASUS 2000, a Taxxe JEOL-
7000F (Japan). M3mepeHusi MHUKPOTBEPHOCTH IPOBOAWIUCH IO MUTADY
HOKPHITHA ¥ TOMJIOKKH C IOMOIIBIO aBTOMAaTHYECKOH CHUCTEMbl aHaJM3a
MukpotBepaoctd M-8 mnpu Harpyske Ha wuHgertop 25 u 300g mo
Metony Bukkepca. IlopucTocTs NOKpHITHI OIpenesisyin MeTajuiorpagpuye-
CKMM METOHOM C 3JIEMEHTaMH KauyeCTBEHHOTO M KOJIMYECTBEHHOIO aHa-
JIM3a TEOMETPUU IOp C IPUMEHEHHEM ONTHYECKOI0 HWHBEPTUPOBAaHHOTO
mukpockorna Olympus GX51. Ctpykrypy m (a3soBbIif COCTaB IOKPHITHA
noyvyanu ¢ nomoniblo XRD-aHamsa ckonb3siero myvka B Cr H3Tyd9eHUH
Ha ycraHoBke Rigaku RINT-2500-MDG. OsieMeHTHBI COCTaB IOKPBITUI
U3yYald TpPU TMOMOINM OXKE-JICKTPOHHONW CHEKTPOCKOIIMU Ha YCTaHOBKE
GDMS Profiler-2. 3mepeHnsi HAHOTBEPAOCTH M MOJYJIS YHPYTOCTH IIPO-
Bomwin Ha ycraHnoske Nanoindenter II (USA), mupamupkoit Bepxosu-
qa. A TpuboTeXHUYECKUE HCCJICNOBAaHHUS HMPOBOAMWIM C IOMOLIBIO CKpeTd-
tecrepa REVETEST (CSM Instruments), rme wusmepsutn koaduimeHT
TPeHUs U, CTOMKOCTb K W3HOCY M aKyCTHYECKYIO SMUCCHUIO IIPU BIaBJIUBa-
Hun npamunkua Rokwell-C. TToBepxHocTh MuKponuMda rpaHullpl pasnesia
HOKPBHITHE/TIONJIOKKA Obllla MPOTpaBJieHa CIUPTOBBIM PACTBOPOM A30THOM
KUCJIOTBL. AKTHBHBIE COCTaBJIAIOIIME MaTepyrajia I'PaHULbl PaCTBOPUIINCH, U
Ha nutde BAITHO, YTO B 30HE KOHTAKTA MOKPHITHS C HOIJIOKKON HabJIoaeT-
Csl CMeIllaHHast CTPyKTypa (puc. 1,a) cocrosinasi ©3 OCTPOBKOB MOKPHITHUS B
CTaJIi BecbMa pa3HooOpa3Hoi GpopMel 1 pazMepoB. OCHOBHBIMH 3JIEMEHTAMH
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3/23/2012 | mag | WD |spot| det
12:48:47 PM | 6000 |7.0 mm | 6.0 | LFD |20.00 kv

Puc. 1. a — crpykrypa obOpasia ¢ mokpeitueM AlLOz mociie TpaeieHusi B 3%-M
pacTBope a30THOU KHUCJIOTBL: /| — TOKpPBITUE; 2 — TEPEXOMHBIN CJIOW OT MOKPHITHS,
3 — TIepeXOmHBIA CIIOH OT MOWIOKKH, 4 — ocHOBHOH MeTtaiw1 (POM, chemka
B peXXHME OOPaTHO-PACCEsHHBIX AJICKTPOHOB); b — W300pakeHHE IMOIEPEYHOro
ceuernst NOKpbITusi Ti—Hf—Si—N/NbN/AL O3 — o0mmii By,

HOKPBITHSL BBICTYNAlOT Al M KHCJIOpPOIN, a WX KOHLEHTpALHs B TOYKax
H3MEHSICTCS HEe3HAYHUTEIbHO. B OCHOBHOM MOKpHITHS cocToAT u3 a-Al,Os,
npucyTcTByIoT BKmoueHuss SiO; u p-Al,Os, a Takke a-Al,O3; amopduou
¢aser. Ha pumc. 1,b mpencraBiieHO ceYCHHWE MHOTOCIOWHOTO TOKPBITHS,
HOJTyYCHHOE TI0CJIe Pe3KH MOHHBIM IydkoM. Kak BUIHO M3 pucyHKa, obmias
TOJIIMHA MHOTOCJIOHOTO HOKPHITHsI cocTaBiisieT okosio 200 um (b), Hmke
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Sample

L Multi-layer
Aluminum oxide
Stainless-steel

Sputtered area
(JEOL-ion slicer)

NONE SEI 20.0kV x90 100 pm WD 16.0 mm

Whole view

Puc. 1 (npoodonncenue).

Ha W300paXCHHW IIPEICTABJIICHO CEUYCHUE BEPXHEU YaCTH MHOT'OCIIOMHOTO
nokpbiTHA. TommuHa MHOTOCTIOMHOTO MOKPHITHS, OCAKAEHHOTO HA MIOKPbITHE
n3 Al,Os, u3Mmensiack oT 5 1o 12—14um. A Tak Kak OKCHUTHOE IOKPBITHE
00J1a71aJ10 BBICOKOHM IIEPOXOBATOCTBIO, BEJIMYMHA KOTOPOT'O COCTABJISET IIO-
CJIe OCAKICHUSA ITOPOIIKa OKOJIo 2.2—8.6 um, CJI0M, OCa)KICHHBIC BaKyyMHO-
AYTOBBIM MCTOYHMKOM, ITOBTOPUIIN pesibed) OKCHIHOTO MOKPBITHSL

Ha puc. 2 mokasamsl momydenHsle ¢ momomp EDS kapTsl pacmpe-
IEJICHHUs SJIEMCHTOB, B 3JIEMEHTHOM KOHTpacte. M3 HHX BHAHO, 4YTO
pacrpenesieHHe 3JIEMEHTOB B BEPXHEM Cjloe OHHOPOOHO. OIHAKO KOHLCH-
Tpalysl 3JIEMEHTOB 3aMETHO OTJIMYAeTCs IPU PasHBIX PEKUMaxX OcCaxie-
Husl (B 3aBHCHMOCTH OT IOTEHIMANA, NPHKIANBBACMOIO K MOIJIOKKE),
Hanpumep: Ti = 28.5 at.%, Hf = 42.2 at.%, Si = 9at.% wu ocrampHOe N 1IpH
noreHnmane Ugypstr, = —50V, a npu norennmae — 150V Ti = 23.2 at.%,
Hf = 38.5at.%, Si = 7.8 at.%, ocrampHoe — N.

Ha puc. 3 mpuBeneHsl pe3ynbpTaThl M3MepeHHs Hpoduiieit 3JeMEeHTOB
10 TJIyOWHE IOKpBHITHS, MOJy4YeHHBIE OT BEPXHUX CJIOEB IPH HOMOIIH
MeTora oKe-aIeKTporHO# crekrpockormu (OC). Kak BUIHO M3 pHCYHKa,
KOHIIeHTpanus 3jieMeHToB Ti u N yBejuuuBaeTcs 1O INIyOMHE IOKDBITHA,
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Detected elements
Sample stage: Cu, Zn

Layer I: Ti, Hf, Si, N, C, Fe, K

Layer 2: C, Fe, O, Al
Layer 3: Nb, Ti, Si
Layer 4: Al, O, Fe

———a 5.0 um

Puc. 2. Kaprsr pactpefiesicHust 3JIeMEHTOB B IIOKPBITHH (B 3JICMEHTHOM KOHTpACTE),
noiydenHsle ¢ nomompio EDS: a — pacnpenesieHne 3jeMEHTOB O IIyOuHe
TIOKPHITHS (I pasHbIX cyioeB); b — pacnpenenenre Ti 1o IIyOHHE MHOIOCIOHHOTO
TIOKPBITHUS; ¢ — pacipenesieHne Si M0 INTyOrHe MHOTOCJIOHHOTO MOKPHITHSL.

B To BpeMmsi kak Hf m Nb pacmpeneseHsl paBHOMEpHO IO BCEil TONIMHE
nokpbiTud. Konuenrpamus Si yMeHbIIAeTCS ¢ yBeIMYEHUEM ITyOHHBL
M3mepernnsi HanoTBepmoctn H mo numdy MHOTOCIOMHOTO TOKPBITHS
[OKa3ajm, 4To OHa (TBepmocTh) m3mensiercs or 47.8 mo 56.5 GPa, mpu
aToM Momyib ynpyroctn E cocraBiser ot 435 mo 578 GPa. Usmepenus
Ha"oTBeprrocTy moncyos NbN mokazamm 3HadeHusi oT 29.4 no 32.3 GPa,
a HwkHee mokpeitne n3 AlbOs; mamo Bemmmumay H ot 18.7 mo 22.4 GPa.
Yem Oinmke K TEPEXONHOI 30HE, TeM TBEPAOCTb BbIle. B TO e Bpems
MUKPOTBEPAIOCTD NpH Harpyske 25g cocraBisia HV g5 = 152 = 25HV B
cioe u3 Al,O3. ObpamaeT Ha cebst BHUIMaHHE TaKXKe U TO, YTO B IIEPEXOTHON
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Punc. 3. DkcrnepumeHTasIbHBIE HPOQIIN 3JEMEHTOB II0 IIyOHHE MHOTOCIOHHOIO
HOKPBITHS, IIOJTy9CHHBIC METOROM Oxe-criekrpockomuu (ODC).

30HE MOKPHITHE/TOIIOKKA TBEPIOCTh TAKXKE 3aMETHO BBIIIC, YeM B CaMOii
nomnoxkke — oT 550 HVj 25 Ha rpanune ,OKpHITUE—IMOMIONKKA® 1O
346 HV p25 B TJTyOMHE TOIJIONKKH.

B Tabimue mpencraBiieHbl pe3ysIbTaThl TPHOOJOTMYECKAX HCIBITAHHUM.
Kax BumHO, HamTy4mme XapakTePUCTUKH MOJYYEHB! 111 MHOTOKOMIIOHEHT-
HOro (MHOTOCJIOWHOTO HOKphITHs mpu maBiennu P = 0.3Pa), rme xoad-
¢unmenT TpeHnms Ha HavajgpHOM dTamne coctasiasan 0.02 m ymeHpmasics
o 0.001 mpu ucnoeiTanusix. OgHAKO HAMMEHBIIUI W3HOC HaOJIOAsICAd MPH
APYTUX YCIJIOBUSIX OCAXKICHUSI MHOTOCJIOWHOTO MOKPHITHS 1 cocTanist 0.148
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TpI/I6OJ'IOFI/I‘{eCKI/Ie XapaKTEPUCTUKN UCCIIEAYEMbBIX 3KCIIEPUMEHTAJIbHBIX o6pa3u013

Koa¢ppuument ®dakTop U3HOCA,
Obpaser TpeHus U mm?-H™!.m™!
HAYaITbHbIHA npu KOHTpTeNa | obpasia
uembrarma | (x107%) | (x107°)
Cram 3 0204 0674 0269 3536
Crans/Al, O3 (200 um) 0.038 0959 1.61 22.39
Crans/Al, O3 (200 um)/ 0.256 0.265 0.184 2.571
NbN + TiHfSiN
Crans/Al, O3 (180 um) 0.02 0.001 451 2143
1mwmdy/NbN -+ TiHfSIN
(P-0.3)
Crans/AlL, O3 (180 um)/ 0314 0.384 0.936 2818
NbN + TiHfSiN (P-0.8)
y KoHTpTesa, a y obpasma — 2.571- 1073 (mm? - H~! - m~!). Omxur 1o

temnepatypsl 1070°C B meun B Bakyyme ~ 1072Pa mokasanm, 4to B
MOKPBHITUH B BEPXHUX cJ109X, coctosmux u3 Ti—Hf—Si—N/NbN, npoucxogur
poct pa3mepa Hanoseped ot 25 mo 56 nm (mst Ti—Hf—Si—N) u ot 14—15
no 35—37nm pna NbN. IlpaBga, Ha NOBEPXHOCTU BEPXHEro MOKPBHITHS
(bopmupoBasach TOHKas IJIEHKa OKcuaa (Tommuaoi 1o 170 nm), koTopas He
JaBajia BO3MOXKHOCTH aToMaM KHCJIOpOofa IMPOHUKHYTb B IVIyOb NOKPBITHSL.
Ilpu sTOM B BepxHEM CJI0€ MOKPHITHA C MNOMOIIbIO u3MepeHus XRD-
CIIEKTPOB B TeoMeTpuu oT 6 1o 260 u Metona ,a-sin’ ¢ 00OHApYKWJIN MUKPO-
HAaIpSKEHUs CKaTHsA, KOTOpble (JOPMUPYIOTCA B HAHO3EPHAX U COOTBETCTBY-
10T 3HaueHusM ~ 2.3%. HampspkeHnsi cxaTwsi, BOSHAKAIONIUE B IIJIOCKOCTH
poCTa IUICHKH, MOJIyYEHHbIE M0 CMEIICHHI0 Iu(pakiuoHHOro muka [7],
COIJIaCHO METOHY ,,a-sin 2¢“, coctaBisum okojio —2.87%. PeHTreHocTpyK-
TypHBIE UCCJICNOBAaHUS AEUCTBUTEJIbHO BBIABUIIM (DOPMHPOBAHUE TBEPAOTO
pactBopa 3amenterus (TLHF)N, a pasmbiTeie muku c1aboii HHTEHCUBHOCTH,
KOTOpBIE TPUCYTCTBYIOT Ha OU(PPAKIMOHHOM CIEKTpe B HHTEpBajie YIJIOB
20 = (20—60)°, oTHOCSTCS, O BCEil BUAMMOCTH, K CIIEKTPY IHKOB BTOPOIi
(asbl a-SizNy.

Takum oGpasoM, B paboTe OMMCAH HOBBIA THIT MHOTOCJIONHOTO (MHO-
TOKOMITOHCHTHOI'0) HaHO- W MHKPOCTPYKTYPHOTO IIOKPHITHSI Ha OCHOBE
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Ti—Hf—Si—N/NbN/A1,O3 TommmsOil mno 200 um, ¢ BEICOKAMH (PHU3HKO-
MEXaHUYECKUMH U TPUOOTEXHUIECKUMH CBOMCTBAMHUL

Astopsl npusHatenbHel O.B. Cobomo n I0.H. Tiopury 3a momome B
MIPOBEICHIN IKCIIEPHIMEHTOB.

Pabora BbmmosHATace B pamkax mnpoekra ['®DPU-041.020 u HUP
52.22.01-02.12/14.P®, npu noppepkke MOHMCY B pamkax rocymapcTBeH-
Hoit mporpammsl (puka3 Ne 411), a Takke npu coTpynamiectse ¢ National
Institute for Materials Science, Tsukuba, Anoxus.
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