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TTosyueHsl cBepxTBepyble NOKpbITHA Ha ocHOBe Ti—Hf—Si—N ¢ xopommmu ¢pu3nko- MexaHM4eCKUMH CBOWCTBAMU
CBOCTBaMH, Ha KOTOPBIX BBIIOJHCH CPaBHHUTEJIbHBIN aHAIN3 (DU3MYCCKHUX, MCXaHMYCCKUX U TPHOOMEXaHMYCCKHX
xapakrepucTuk. OmnpenesieHbl M pAacCUUTaHbl 3HAYCHHS TBEPHOCTH, MOJYJSA YIPYrOCTH, BEJIMYMHBI YIIPYroro
BOCCTAaHOBJICHHSI, a[AT€3UOHHON HPOYHOCTH, KO3(hQUIMEHTa TpeHus U CKOpocTH H3Hoca. OmucaHbl 0COOEHHOCTH
nehopMaIuK U paspyIICHUs] HOKPBITHIH, OCAKICHHBIX Ha TOIJIOKKY U3 CTaJIM, TP IPOBEICHHUH air¢3HOHHBIX HCIIbI-
tanuil. [Toka3aHo, YTO COBOKYIHOCTb HapaMeTPOB, PETHCTPUPYEMBIX B IpoLiecce IapanaHusi, HO3BOJIIET pa3inyaTh
HOPOTOBBIC 3HAYCHMs KPUTHUYECKOH HArpysKW, NPUBOASIIME K PasHbIM THIAM (KOre3HOHHOMY ¥ are3UOHHOMY
pa3pylIeHusl MOKPBITUH MPH TPHOOJIIOTMIECKAX UCTBITaHUsAX. C MOMOIIBI0O METOHOB pe3ep(hOpPHOBCKOrO 0OPaTHOTO
paccesiHUs, BTOPUYHON HOHHON Macc- CIEKTPOMETPHUHM, SHEProJUCIIEPCHOHHOIO MUKpOaHajM3a Oblla OIpeneseHa
CTEXHOMETPHSI [UTSI pasHBIX cepuii 00pa3noB ¢ mokperrusmu Ti—Hf—Si—N.

Pabora BemosHeHa B pamkax npoekta I'OPU D41.20-2011 (Vkpamna) u npoekta BPOPOPM T11K-058

(Benopyccusi).

1. BBepeHune

OnHO#l W3 aKkTyaJbHBIX 33/1a4 COBPEMEHHOT'O MaTepHasio-
BE[ICHUS ABJIAETCS pa3pabOTKa HOBBIX CBOMCTB NMOKPBITHH U
MHOTOKOMITOHCHTHBIX TBEPIBIX HAHOCTPYKTYP (HAHOKOMIIO-
3UTHBIX TOKPHITHIT), HAampuMep, Ha ocHOBe Zr—Ti—Si—N,
Zr—Ti—N, Mo—Si—N c¢ Bbicokoii TBeprocthio (> 40 GPa)
U TepMudeckoii crabuipHOCTBIO (> 1200°C) [1-4]. MHO-
TOKOMIIOHCHTHBIC HAHOCTPYKTYPHBIC ITOKPBHITHS BBI3BIBAIOT
GosbIoi MHTEpecC OJ1arofaps YHUKaJIbHBIM CBOMCTBaM, MPU-
CYIIMM HaHOMAacmTaOHBIM MaTeprajgaM. MHOTropyHKIHo-
HaJIbHBIC TOHKOIUICHOYHBIC MAaTepHalbl HA ITOBEPXHOCTH
U3[eJINI MaIIMHOCTPOEHHUs, paboTalomMX IOf HarpysKoi,
TOOJDKHBI O0JIalaTh BBICOKOH aire3MOHHONW M YCTaJIOCTHOM
MIPOYHOCTHIO, HU3KIM KO3((PHUITMEHTOM TPEHNSI, CTOUKOCTHIO
K u3Hocy M Kopposud. OgHAKO HpU 3TOM BBIIBUracTCsA
3amava pa3pabOTKW HOBHIX BAPMAHTOB MOKPBITUI C y4eTOM
Toro (hakra, 4TO TEMIIEpaTypa OCAXKICHHUS HOKPHITHI (IUTe-
HOK) noypkHa mocturate 550—600°C. CobooneHne 3Toro
TpeOOBaHMA TO3BOJIICT 3aKOHYNATH MPOLECC CIMHOTATBHOMN
cerperanyy 1o TpaHUIaM 3epeH. Takke M3BECTHO, 9TO MpH

00BOJIAKMBaHNWHM HAaHO3EpeH, coctosmux u3 nc-TiN mimm nc-
(Zr, Ti)N, omHIM WITH HECKOJIBKUMH CJIOSIMH aMOP(HBIX M
kBasuamopdueix a-SizN4, BN u np. peanbHas TBepooCTh
Takux MoKkpbuITuil MoxkeT gocturath 80 GPa u Bbie. Ananus
HaKOIUICHHBIX SKCIEPUMCEHTAIBHBIX PE3y/IbTaTOB ITOKAa3bIBa-
€T, YTO B TBEP/IOM TeJIe BaKHYIO POJIb HT'PACT HE TOJIBKO pas-
Mep 3€pHa, HO U CTPYKTYpHOE COCTOSIHUE I'paHUIl pasfiesa
(rpanui 3epe). ITOCKOIBKY KOJIMYECTBO aTOMOB, PACIIONO-
YKCHHBIX Ha TPAHUIIAX 3€PCH B HAHOKPHUCTAJIIAX, JOCTHTacT
30—50%, cBoiicTBa MaTepHajlOB CTAHOBATCS CYLIECTBEHHO
3aBUCHMBIMU OT COCTOSIHUS TPAHULL 3ePEH: IUPHUHBI IPUTrpa-
HUYHOM 30HBI, B KOTOPOi, HAIpUMeEp, MapaMeTp PEIeTKH
OTKJIOHSIETCSI OT CBOEIO CTAaHAAPTHOIO 3HAYCHHMS; Pasopu-
EHTallUU 3€peH W IPaHULl, Je(PEKTHOCTH IPaHULl U BEJINYH-
HBI cBOOOHOTO 0Obema. HaHOKpucTamMyeckuii Matepuai,
cofiepXKalyii Hapsily ¢ HAaHOPa3sMEPHBIMH KPHUCTAJIIIATAMHA
IOCTaTOYHO TPOTSDKCHHBIC TPAHUIBI Pasfeia C YaCTHIHO
HEYNOPSIOYEHHOH CTPYKTYpoi, 0OjagaeT Mo CPaBHEHUIO
C KpPYIHO3EPHUCTBIMH MaTepHajiaMH TaKOro K€ COCTaBa
HOBbIMH cBoiicTBamiu. [loaToMy pa3paboTka HOBBIX BapuaH-
TOB TIOKPBITHA C BBHICOKOW TBEPHOCTHIO (CBEPXTBEPIOCTHIO,

1764



AfreanoHHasa npo4YHOCTb U CBEPXTBEPHOCTb, (ha30Bbili N 3JIEMEHTHbIN COCTaB HaHOCTPYKTYPHbIX MOKPbITUM... 1765

ITapamerpsl mieHok Ti—Hf—Si—N u ycioBust ux ocakpeHus1 IUIs1 pa3IMYHBIX CEepuUil 00pas3ioB

[epnon | Cpennuit pasmep Conepxanne Hf Hassienue asora | IloTeHuman

Homep Pexum PCIICTKH, | KPUCTAJUIUTOB, | B TBEPIOM pacTBOpE Toepaocrs, B Kamepe, Ha TIOIJIOXKKE,
cepunt nm nm (Hf, Ti)," ™ at.% GPa Pa \%

23 CenapupoBannbii | 0.4294* 6.7 19 427 0.7 —100

28 [psiMoTOUHBII 0.4430 4.0 65 374 0.6—0.7 —200

35 To xe 0.4437 43 69 383 0.6—0.7 —100

37 CemnapupoBaHHBII 0.4337 5.0 33 48.6 0.6 —200

31 To xe 0.4370 39 45 39.7 0.3 —200

* B TeKCTYpUPOBAHHBIX KPHCTAJUIMTAX 00pasuoBs cepuu 23 ¢ ocbio Tekcrypsl (220) mepuox Gosbire 0.43602nm, 9T0 MOXKET OBITH CBSI3aHO € GOJIBIIMM

conepxanneM B Hux Hf (oxoso 40 at.%).

** B HampaBIeHUM OCH TE€KCTYpPhl KPUCTAJUIUTOB CPeHUil pa3Mep Oosibiie U cocTasiseT 10.6 nm.
*** PacyeT 0CyIIEeCTBIIUICS 110 TIpaBiily Berapia ncxomst U3 BeJMYMHBI [IEPHOJIA TBEPIOTO PACTBOPA (BIIMSIHHE MAaKPOHAMPSDKEHUIA Ha CIIBUT AU(PAKIIMOHHBIX

JIMHUI HE YYUTHIBAJIOCH).

> 40 GPa), BBICOKHM MOIY/IEM YIPYTFOCTH U TEPMHYECKON
crabmibHOCTBIO (> 1200°C), a TakKe He MEHSIOIIUMIKCS
B TEYECHHE CPOKa SKCIITyaTallMd CBOICTBAMHU SIBIIAETCS aK-
TyasbHOW 3amaveil. Llespro Hactosmeir paboTH COCTOHT B
CO3[AHWN HOBOTO THUIIA CBEPXTBEPHBIX HAHOCTPYKTYPHBIX
nokpeituii Ha ocHoBe Ti—Hf—Si—N u uccrnemoBanum ux
CBOWCTB U CTPYKTYPHI IPU U3MEHEHHHU YCJIOBUII MOTy4YeHUsL.

KostrdecTBeHHEIE H3MEpEHHS U MHTEPIpPETAus CBOMCTB
HAaHOCTPYKTYPHBIX MOKPHITUII TpeOyIOT UCHOJIb30BaHUS HO-
BBIX CEpTU(GULMPOBAHHBIX METONOB aHAIM3a MOBEPXHOCT-
HBIX CJI0€B Ha CYOMHKDOHHOM M HAaHOMETPOBOM YPOBHSAX.
Wsydenne neopMalMOHHBIX XapaKTEPUCTHK B IIpomecce
HEIPEePHIBHOTO BJIABJIMBAHUS WHACHTOPA B IIOCTICIHIE TOIBI
HOJTYYHJIO MIUPOKOE Pa3BUTHE Osiarofgaps METOdy HAHOMH-
mentupoBadus (s mokpertuid ISO/CD 14577-4 [5]) npu
MaJIbIX Harpyskax, ITO3BOJIAIONIEMY OIPEesIATh TBEPHOCTS,
MOIY/Ib YHPYTOCTH H YIPYroe BOCCTAHOBJICHHE HOKPHI-
THit [6,7]. TloaToMy B HacTosimieit paboTre 0coboe BHUMaHHE
YIEJISIOCHh OMPEEICHUIO air€3MOHHON IPOYHOCTH, U3Mepe-
HAIO JIe(pOpPMaOHHEIX XapaKTePUCTHK ITOKPHITHI B CHCTe-
me Ti—Hf—Si—N/monmoxxka npu nmpoBeneHnn CTaHIAPTHBIX
anresnonssix (craHmapt ISO/DIS 20502) u tpuGosnormde-
ckux (cranpapt ISO 20808) ucnbrranmii.

2. 3KCI16pI/IMEHTaJ1bHaﬂ YyCTaHOBKa
n Metoaguka I/I3MepeHI/II7I

Ha obpasuer n3 cram 3 gumamerpom 20 mm ® TOJIIH-
HOIl 3mm B BaKkyyMHOH KaMepe OCa)KIaJuCh IUICHKU CO-
craBa Ti—Hf—Si—N ¢ nmomomipio BakyyMHOro UCTOYHHKA B
BbIcoko4yacToTHOM (BY) paspsie, Ipu 9TOM HCHOJIB30BAIICS
crnedennblit karon u3 Ti—Hf—Si. Jlins nomyveHuss HUTpUIOB
B KaMepy YCKOPHTENd HaITyCKascsi aTOMapHBII a30T HpH
pa3IMYHBIX HABJICHUAX M MOTCHLHANAX, MONaBacMBIX Ha
nomsiokKy. IlapameTpel ocaxkieHUs NMpUBEICHBI B TaOIuLE.
Hcnomnb3oBasicd BakyyMHO-IyTOBOM UCTOYHHUK ,,bynar-3T ¢
BY-renepatopom [8,9]. TToTeHuuan cMenieHust MOIaBaJICS
Ha MOAJIOXKKY oT BY-reHeparopa B BHAE HMMITYJIbCOB 3a-
Tyxalomux Kojiebanuit ¢ vacroror < 1MHz u nimuresns-
HOCTBIO KaXKJOTo MMITyJbca 60 us HpH dYacToTe MOBTOpE-
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Husi ~ 10kHz. BenmnHa OTpHIIaTEIbHOTO aBTOCMEIICHUS
MOTEHIAAJIA MOMJIOKKH, 00ycyioBiieHHoro BY-nnonHeM 3¢-
¢exTom, cocraBisia 2—3kV.

OCHOBHOE OTJIMYHE CO3NAHHBIX (OCAKICHHBIX) HOKPHI-
Tl OBUT0O B COOTHOIICHWH KOHIeHTparmu atomoB Ti/Hf.
B mepBoii cepur 0Opa3loOB 3TO COOTHOIIEHWE COCTaBHJIO
Tis4Hfs6, a Bo BTopoii — pasnuua 6suta 6osbiie TigsHfe,
HO IIPX 9TOM KOHLIEHTpalws Si U3MEHsIach He3HAYUTEIIbHO
(B mHTepBae oT 7.5 nmo 9.5at.%), Tak e Kak M KOH-
neHTpauuss N, koTopasg H3MeHsulach B uHTepBasie oT 40
no 47at%. Bce ocrajbHble cepuy MO0 KOHIICHTpaImu (co-
CTaBy) pa3IM4YaINCh HE3HAYUTEIIBHO, HO ITPU 3TOM (ha30BbIil
cocras (cooTHoleHne (as), TEKCTypa U 3aMEIICHUE HOHOB
(aromoB) Hf B y3max Ti 3ametHo pasmmyanice. Hanpumep,
ot 18 no 34 at.% usmMeHsnacy KoHIeHTpauus atomoB Hf B
tBepaoM pactBope (HfTi)N. MoxHo yTBepxkmaTh, 4TO 3TH
NU3MEHEeHUs ObUIM CBSI3aHBI C YBEJIMUCHHEM 10 aOCOIIOTHON
BeJIMYMHE MOTEHIMaIa CMELIeHHUs, IOJaBaeMOoro Ha MOMJI0N-
Ky, oT 0 no —200V u u3MeHeHHeM [aBJCHHUS B Kamepe
yckoputend ot 0 go 0.7 Pa.

1A MccenoBaHUsS 3JIEMEHTHOTO COCTaBa MCIOJIb30Ba-
JIUCh METO[Bl BTOPUYHOM Macc- CIHEKTPOMETpUHM Ha Macc-
cnektpomeTpax SAJW-0.5 SIMS c xBajpynosjbHBIMU aHa-
mm3atopamu Macc: QMA-410 Balzers u SAWJ-01 GP-MS
¢ TIelomuM paspsaaoM, a takke SRS-300 (Bapuasa). s
NOJTy4eHHs MOJHON MHpopMamy 00 3JeMEHTHOM COCTaBe
MOKPHITUH IpHMEHAJIAch TaKkKe cxeMma pe3ep(opaoBCKOro
obparHoro paccesinuss (RBS) Ha monax He' ¢ suepru-
eit 1.3MeV (yron paccesrusi 170°, mpu HOpMajbHOM
NageHUU 3OHANPYIOIIMX MOHOB Ha O0Opasibl IHEpreThye-
ckoe paspemenue aerekropa 16keV). Jlosa nmoHoB remus
cocraBisiia SuCi [lna obpabotku cnextpoB RBS Obuia
UCIIOJIb30BaHa CTaHIApPTHas (MEXIyHAapoOmHasi) Hmporpamma
HoTy4deHus npoduseil pacupeneseHus 3JIEMEHTOB IO TJIy-
oune [10].

HccnenoBaHue MeXaHMYECKHX XapaKTEpUCTHK CJIOEB
IIPOBEICHO METONOM HAaHOMH[CHTHPOBaHUA Ha Ipudope
Nanoindenter G200 (MES Systems, USA) ¢ ncrnosip3oBaHu-
€M TpEeXI'paHHOi aMa3Hoil NHpaMHIKU bepkoBuya ¢ pammy-
CoM 3akpyruieHus npu Bepumne okosio 20 nm [11]. Tounocts
u3MepeHus IIyOouHbl ornedaTka coctaBmwia +0.04nm. Jns



1766 A.L. lNorpe6Hsk, B.M. bepecHes, A.A. [embareHko, B.C. bavigak, @.®. Komapos M.B. KasepuH...

Fy

IDepth sensor

Acoustic
.~ emission
detector

Scratch stylus
Yy L

7

<

Sample motion (dx/dr)

Puc. 1. Cxema 3KCIIEpUMEHTAIBHOIN YCTAHOBKY [UIS1 ONPE/ICIICHUS
aJIre3MOHHOM/KOre3HOHHOI MPOYHOCTH. Fy — BeJIMYMHAa HOpMallb-
HOIi Harpysku, Fr — cuia TpeHus.

YMCHBIICHUS] BJIMSIHUSI TOMJIOKKA Ha 3HAYCHUS] TBEPIO-
CTH HM3MEPEHHE HAHOTBEPHOCTH O0pas3loB C IMOKPHITHEM
npoBommtock 1o rryomasl 200 nm. Ilpm 3Tom ormedarkn
HAaHOCWINCh Ha paccrosHMM 15um papyr ot mpyra. Ha
KaXIOM oOpasiie ObUIO MPOBEICHO HE MEHee ISATH H3Me-
PEHUI ¢ UCIOIb30BAaHUEM MOJYJIS HENPEPBIBHOTO KOHTPOJIS
xectroctd CSM (continuous stiffness measurement). Ipu
9TOM IJIyOMHA BAB/IMBaHUA HAaHOMHICHTOpA OblJla 3aMETHO
menbiire 0.1 TOMIMHBL HOKPHITUS — IUICHKU [12]. AHamus
Harpy304YHBIX KPHBBIX BBIIOJHEH I0 MeTomuke OsmBepa
n ®appa. JuppakunoHHBI PEeHTTEHOBCKUII aHaIM3 HaHO-
CTPYKTYpPHBIX IUICHOK OBbUI IIPOBEIEH Ha JABYX OU(DPaKTO-
metpax: JIPOH-4 (Canxr-TTerepOypr) u X Pert PANalitical
(Hupepnauner), pasmep mara 0.05°, ckopocts mepemerie-
musg 0.05°, U =40kV, | =40mA, xaronr — meab. boumu
TAK)Ke IPUTOTOBJICHB IIOMEPEYHbIC CEYCHUS M3 CHCTEMBI
MOKPHITHE —TOIJIOXKKA C IIOMOIIIBI0 HOHHOTO ITy4ka. Ha 3tux
CCUCHHSAX IPOBOAMJICS aHAIM3 ¢ MOP(HOJIOTHH, CTPYKTY-
pBl M 3JEMEHTHOro cocrtaBa. PPHUKIMOHHBIC HCIBITAHHS
npoBeneHsl Ha Tpubomerpe TAY-IM B ycioBusix cyxoro
Tpenud. KoadpuimeHT TpeHnss 1 N3HOCOCTOMKOCTD INJICHOK
OIlpefiesIeHbl IIPU BO3BPATHO-NIOCTYNATEIbHOM CKOJIbKEHUU
npu KoMHaTHOU Temmeparype (22 + 1°C) u oTHOCUTEIBHOI
BiaxkHocTu 80 £ 5%.

CKOpOCTh IBM)KCHHUSI CTOJIMKA C OOpaslioM COCTaBJIsLIa
4 mm/s, 3aKpyIJICHHBIA WHICHTOP C PAIycOM 3aKpyrJie-
Hug 0.5mm ObuT BBOMHEH W3 TBeppmoro cruiaBa BKS,
Harpyska Ha MHICHTOD IpU UCHBbITaHUsAX cocTaBmia 1 N.

s onpenesieHus aare3nOHHON/KOre3MOHHOM TPOYHOCTH,
CTOMKOCTH K IapallaHulo, a Takke [l HCCIIeNOBaHUsA
MeXaHM3Ma paspylIeHus1 ObL1 MCIOJIb30BaH CKPETY-TeCTep
REVETEST (CSM Instruments) [13] (puc. 1). Ha mo-
BEPXHOCTb IOKPBITHS aJIMa3HbIM C(hepuuecKuM HHIEHTOPOM
tuna ,,Poxksert C* ¢ paguycom 3akpyriieHus 200um Obl-
JIM HaHECEHbl LApalvHbl MPH HEMpPEepbIBHO HapacTalomei

Harpy3ke. OIHOBPEMEHHO pPEruCTPUPOBAJIMCH MOIIHOCTD
aKyCTHYECKOll amuccuy, Ko(p(UIUEHT TpeHus U IilyOuHa
MIPOHNKHOBEHUS MH/ICHTOPA, & Tak)Ke BEJIMIMHA HOPMaJIbHOU
Harpy3ku (Fy). [u1s mosmyveHnsi TOCTOBEPHBIX Pe3yJIbTaToOB
Ha MOBEPXHOCTb KAXIOro oOpaslia C MOKPHITHEM HaHOCH-
JIOCh TIO TPH IapaIvHBbL

UcnplTanns npoBefeHsl NMPH CIISAYIONMX YCIOBHUAX: Ha-
rpy3ka Ha mHAeHTOp Hapactana oT 0,9 mo 70N, ckopoctp
IepeMellleHus] MHICHTopa cocTaBuia 1 mm/min, 1yiMHa La-
pamuubl 10 mm, ckopocTb Harpy:xeHud 6.91 N/min, yactora
muckperHoctu curHana 60 Hz, akyctuueckas amuccus 9 Db.

B pesysbrare ucnbTaHui ObUTH ONpeesieHl MUHUMAJIb-
Hble (KPUTHYECKHE) HArpy3KH: Lci COOTBETCTBYeT Hadaity

MIPOHUKHOBEHHs WHACHTOpPAa B IOKpHITHE; Lcy — Hada-
JIy TOfIBJICHWS] TEPBOH TpemmwHB;, Lcs — OTCIanBaHUIO
HEKOTOPBIX YYaCTKOB IOKPHITHS;, Lcs — TIuUTacTHYECKOMY

WCTHPAHUIO TIOKPHITUS [0 TOMIOKKHN. Perncrpammst B mpo-
Hecce MCIBITAHNN OOJIBIIOTO YHCyIa PasIMYHbIX (PH3UIECKUX
MapaMeTpoB CIIOCOOCTBYET ITOBBIIICHUIO TOCTOBEPHOCTH Me-
TOAMKA W TOYHOCTH OIIPEIEICHUS KPUTHYECKOW Harpy3KH.
HedopmupoBaHre MOKPHITHS aJIMa3HBIM HHICHTOPOM OBLIO
HCCJICMIOBAHO JIOMIOJIHATEJIBHO C TOMOINBIO BCTPOCSHHOTO
ONITHYECKOTO MUKPOCKOIIA ¥ 3JICKTPOHHO-UOHHOT'O CKaHUPY-
fomero Mukpockorna Quanta 200 3D, ocHaIlleHHOrO WHTe-
rpupoBaHHo# cuctemoil Pegasus 2000 mia MukpoaHnanusa.

3. OKcnepumeHTanbHble pe3yfbTarhbl
n nx obecyxpeHune

[Ipexme yeM mepeiiTi K aHaIHM3y IOMYYCHHBIX PEHTTCHO-
CTPYKTYPHBIX JaHHBIX, HEOOXOIMMO OTMETHTb, YTO MJISI T10-
HUMaHUS TOCJICIOBATEIbHOCTH MPOLIECCOB, MPOUCXOISIINX
IIPU OCAXKICHUU B IPUIIOBEPXHOCTHOM 00J1acTH, HEOOXOIH-
MO CPaBHHTb TEIUIOTY 00pa30BaHMs BO3SMO)KHBIX HUTPUIOB.
B coorserctBun ¢ [13] AH298(HfN) = —369.3 kJ/mol,
AH298(TiN) = —336.6 kJ/mol, AH298(Si3Ny) =
= —738.1kJ/mol, T.e. Terora 0Opa3oBaHus y BCEX CUCTEM
ABJISICTCS. OTHOCUTEJIBHO OOJIBLION M OTPHULATENIBHON, YTO
CBUJICTEJIbCTBYET O [OCTATOYHO BBICOKOH BEpOATHOCTU
o0pa3oBaHMS TaKuX CHCTEM Ha BCeX JTallax IepeHoca
MaTepuaja OT MHILIEHH K mopsioxke. [Ipu sTom 6sm30cTh
3HayeHuil TemoThl obpasoBaHus 1A TiN u HfN cospmaer
ycioBusi U1 00pa3oBaHHA B JOCTaTOYHOH CTENEHU
omroponHoro tBepaoro pacrsopa (Ti, Hf)N.

PeHTreHOCTpYKTYpHBIE MCCIICIOBAHNS ICHCTBUTEIIHHO BbI-
ABIIM (DOPMHUPOBAHHE MMEHHO 3TOM CHCTeMBl (TaKk Kak
IA(PPAKIMOHHBIC TUKH 3TOW (asbl HAXOOATCS MEXKIY IH-
kamu moHomuTpumoB TiN (JCPDS 38-1420) u HIN
(JCPDS 33-0592), nannasi ¢asa Obuta WACHTH(DUIMPOBAHA
HamMd Kak TBepmblii pactBop 3samemenus (Ti, Hf)N), a
pa3MBITbIe IIMKU CJ1a00i MHTEHCHBHOCTH, KOTOPbIE HPHUCYT-
CTBYIOT Ha IU(PAKIMOHHOM CIIEKTpe B HMHTEpBajie YIJIOB
20 = 40—60°, oTHOCATCA, MO BCEH BUAMMOCTH, K CHEKTPY
NHKOB BTOpOit pasel @-SisNy (puc. 2).

AHaNH3 TaHHBIX PEHTTCHOMU(PAKIIMOHHBIX HCCIISTOBAHUI
MOKAa3bIBACT, YTO MOJIyYCHHBIC M3 MHIICHH OTHOTO COCTaBa
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Puc. 2. JludpaknyoHHbIe CHEKTPBI MOKPBITHI, OCaXKICHHEIX Ha
CTAJIBHYIO TOMIOKKY B pasimuHeix pexmmax: —100V, cemapy-
poBanubii (7); —200V, mpsimMoTounslii (2); —100V, npsmorod-
Helit (3); —200V, cenapupoBaHHEIA (4).

HOKPBITHS HMMCIOT CHJIBHO PasjIMYalolifecsl XapaKTepHBIE
CTPYKTYpHBIC OCOOCHHOCTH B 3aBHCHMOCTH OT CEHapHpPO-
BaHHOCTU WJIM HeCEeNapHpOBaHHOCTU ITy4yKa. PesysbTarhl
TAKOTO aHaJIi3a IPUBENEHHI B TaOJIMLIE.

W3 puc. 2 BUOHO, 4TO NPH NPSIMOTOYHOM PEKHME HC-
HOJTb30BaHUS [UTA3MEHHOro MOTOKa (6e3 cemaparmm) dop-
MHPYIOTCSl HETEKCTYPUPOBAaHHBIE TIOJIMKPUCTAJUINYECKUE TI0-
KPBITUS C [OCTaTOYHO OOJIBIIONH OTHOCHUTENbHOM HMHTEH-
CHBHOCTBIO NHKOB (IIOCJIC[HEE MPU CPABHAMOM TOJIIIMHE
MOKPBITHI CBUAETEJIbCTBYET 00 OTHOCHTENBHO OOJIBIIOM
colepxaHuy B TBepaoM pactBope Hf, nMeromero 606blmyio
OTpaKaTeJIbHYIO CIIOCOOHOCTH 10 cpaBHeHmIo ¢ Ti).

Ipu cemaparmu myvka co3maBaeMbie (OCaXKIaeMble) II0-
KPBITHS B Pa3sHOU CTEIEHH TEKCTYpUpPOBaHBL B citydae mo-
[laYd Ha TOJUIOXKKY HEBBICOKOro noteHimaia (~ 100V) ato
TekcTypa ¢ ocbio [110]. B aToM citydae cTpyKTypa MOKpPBITHS
COCTOMT M3 TEKCTYPUPOBAaHHBIX M HETEKCTYPHUPOBAHHBIX
KprCcTaUTOB. OOBEMHOE CONCPIKAHNE TEKCTYPHPOBAHHBIX
KPUCTAJUTUTOB cocTaBisieT okosio 40% ot obmero umcia, a
HEepPHOl PEIIETKU MO0 CPaBHEHUIO C HETEKCTYPUPOBAHHBIMU
KpucTayumramu ysenandeH. Hanbosee BeposTHOI npu4nHOM
TAKOTO YBEJIMYCHHSI MEPUONa MOXKET SIBJIATHCS HEOTHOPONI-
HOE pachpeesieHHe aToOMOB radHusl B MOKPHITHU C HX TIpe-
MMYLIECTBEHHBIM COICPKaHUEM B y3JlaX peleTKH TeKCTYpH-
POBaHHBIX KpUCTATIUTOB. [Ipu 3TOM 00pa3oBaHue TEKCTYpPHI
IPUBOIUT K YBEJIMYCHHUIO CpPEIHEro pasMmepa KpUCTaLIH-
TOB B HAIIPABJICHUU IaJICHUS IUICHKOOOPa3yIOUIUX YacTHIL
(MepIIeHMNKYIAPHO IUTOCKOCTH PACTYyMICH MMOBEPXHOCTH).
Hampumep, B HeTeKCTypUpOBaHHON (paKLii KPUCTAITIUTOB
UX CpeOHuil pa3Mep cocTaBisieT 6.7nm, B TO BpeMs Kak
B TEKCTYpHPOBAaHHOH OH 3aMeTHO Bbimie W paBeH 10.6 nm.
JLJ1s1 TaKOTO THIIA IOKPHITHI XapaKTEepPHO HAOOJIee BHICOKOE
3HaYeHHe HAHOTBEPAOCTH (CM. TabuIuILy).

®dusunka TBepaoro tena, 2012, tom 54, Boin. 9

B ciryyae nosbimenus Hanpsbkenus 1o —200 'V 1 ucnosip-
30BaHUS CXEMBI C Celapalyeil Ipu ocaxaeHuu GopMUPYIOT-
Cs1 IOKPHITHSA C MEHBIINM CPEJHUM PasMepoM KpHCTAJLIINTOB
(mo 5.0nm) ¥ 3HAYMTEIBLHO YMCHbIIAETCS (PAKIHUs TEK-
CTypupoBaHHBIX KpucTaumToB (Mernee 20vol.%), mpmdem
B 9TOM Cily4ae OCb TEKCTyphl mMeer opuenrtauuio [001].
Taroke cIlieyeT OTMETHTb, YTO IOBBHILCHUE YCKOPSIOMETO
Hanpspkerust ot —100 mo —200V (T.e. yBemideHue SHeprun
IUTa3MEHHOT'O IIOTOKA) IPHBOOMT K TEKCTYPUPOBAHHOCTU
¢bpakumii 1 GOpMUPOBAHUIO PELIETKH C ONMHAKOBBIM 3Ha-
YeHHEeM IPOCTPAHCTBEHHOI'O IEepUOfa.

OpHako IO BeJIMYMHE NEPHON PELIeTKH B 3TOM CiIydae
IIPEeBBILIACT NIEPUOJ HETEKCTYPUPOBaHHON (dpakuuu Gpopmu-
pyloleiicsi py nofave Ha MOJIOKKY HU3KOTO IOTEHIHMANIA,
n cocraBiusieT 0.4337nm. DTo 3HaYeHHWE NEPUONA, €CIIA
WCXOIUTh W3 MpaBwia Berapma Ui TBepObIX pacTBOPOB,
COOTBETCTBYeT comepkanmio 33 at.% Hf B meraumaeckom
tBepanoM pactBope (Hf,Ti) HurpumHoit dassr; B pacuere uc-
MOJIb30BAJIUCh TaOJIMYHBIE 3HaYEeHHUs nepuonos: mid TiN —
0424173 nm (JCPDS 38-1420), nina HfN — 0.452534 nm
(JCPDS 33-0592).

Kak wm3BecTHO, NEHCTBUS CKUMAIOIMX HANpPSKCHUH B
MOKPHITHHU NIPUBOIAT K YMEHBIICHHUIO yIJIa TU(PaKIIMOHHOTO
[MKa, JETCKTUPYeMOro Mpu IUPPAKIMOHHOW ChEMKE II0
cxeme 6—26, a COOTBETCTBYIONHI pacyeT MPUBOIUT K 3aBbI-
[ICHHOMY 3HAYCHMIO MEepPHOMa, T.€. K 3aBBIIICHHOMY 3Hade-
Huio KoHreHTparuu Hf B TBepmoM pactBope (IOrpemHocTs
MoxkeT pocturath 5—10 at.%). [ToaToMy mpoBeeHHbIE 31eCh
pacueTbl MO3BOJIAIOT CYIUTh JIMIIb O BEpXHEM IIpefnesie
xoHueHtpauuu Hf B TBepaom pactsope. Bee npuseneHHsie
BBIIIE PE3YJIbTAThl OTHOCSATCS K 00pa3nam, MoTy4eHHbIM IIpU
xapakrepHoM nasiieanu 0.6—0.7 Pa B paboueil kamepe mpu
HaHeceHuH. B cityyae e nonmwxenusa pgasiienud o 0.3 Pa,
OCYIIECTBIICHHOTO HaMH B PEeXHME C cerapanded npu
Hanpsokernn —200V  (cepusi obpasioe 31), mpomcxomuT
YBEJIMYEHUE OTHOCUTEIBHOIO CONEpaHUs OoJiee TSHKEIIBIX
aroMoB Hf B mokperTun (HikHsS cTpoka B Tabmmne ). Kpome
TOrO0, NPU IOHIKEHWU [aBJICHUS IPOMCXOOUT CHIKCHHE
CpeIHero pasMepa pacTymmx Kpuctaumros. HabmonaeMeie
B 9TOM cJiydae 3((PEKTHl MOXKHO CBS3aTh C IOBBILICHHEM
PalMalioHHOT0 (haKTOpa MPH MOHIKECHHU JaByieHus. Jleit-
CTBUTEJIBHO, TIOHWKCHUE JIABJICHUS JIOJDKHO COIPOBOXKIATH-
Csl yMEHbIIICHUEM BEpOATHOCTH MOTEpPH SHEPrud aTOMaMH
IIPU CTOJIKHOBEHMSAX B IIPOMEKYTKE MHUILIECHb TIOAJIONKKA.
TakuM 0oOpa3oM, IIPU COXPAHEHUU OTHOCHTEJIBHO BBICOKON
SHEPIUH NIPU OCAKICHUM Ha MOMJIOKKE IIEHKoOOpasylolue
aTOMBl CTHMYJIUPYIOT IPOLIECCH BTOPUYHOTO PACIbUICHUS
U PaIMaliOHHOTrO ne(peKTooOpa3oBaHMsl, YTO B IEPBOM
CJlydae TMPUBOOUT K IOBBIICHHUIO YACIBHOTO CONCPIKaHUS
aromoB Hf B mokpbiTum, a BO BTOPOM — K YBEJIMYEHHUIO
YUCJIa 3apOABILe U COOTBETCTBEHHO K YMEHBIICHHIO Cpef-
Hero pasMepa KpUCTAJUIUTOB B NOKPBITUM. B HOKPHITHAX,
MOJTy4YeHHBIX Mpu XapakTepHoMm pasjieHnn 0.6—0.7Pa B
OTCYTCTBHE CEIapalliy Iy9KOB (B MPSMOTOYHOM PEHKUME),
peanmzyeTcst 60Jiee BRICOKOE 3HAYCHHE MEPUOIOB PELICTKH,
9TO Ompeessiercst OOJIBIINM COICpPIKAHNEM B HHX aTOMOB
Hf (cm. Tabmmmy) [13]. TTo-BupuMoMy, Gojiee MHTEHCHBHBII
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Puc. 3. DOHepreruyeckuil CIEKTp O0OpaTHOrO  paccesiHus

nonoB He" ¢ smeprueit 1.3 MeV, monmy4eHHbI 0T 06pasmna cram
¢ mwienkoir Ti—Hf—Si—N. /I — morenmman —100V, p = 0.6 Pa
(mepsast cepumsi), 2 — morenmman —200V, p=0.7Pa (Bropas
cepusi).

HPSAMOTOYHBIN PEXUM OCAXKAECHUS IPUBOAUT K YMEHBIICHHUIO
CpeqHero pasMmepa KpUCTAJUIUTOB, NPUYUHOU 3TOrO SABJIS-
eTcd yBeJMYEHHE IUIOTHOCTU 00pa3oBaHMS 3apOXBIeEH B
equHMIYy BpeMeHH. Kpome Toro, k 0osee BBIpa)KeHHOMY
a¢dexTy yMeHblIeHHs pa3Mepa KPUCTAJUIUTOB IPUBOIUT
ucnosp3oBanue bosbinero nmoreHimana (—200V), aro ecre-
CTBEHHO, TaK KaK IIOBBbIIICHUWE paJuallMoOHHOTrO (akTopa
CrocoOCTBYeET AuCHeprupoBanmio cTpykTypsl [14]. Ha puc. 3
IpeCcTaBJIeHbl Pe3y/IbTaThl U3yYeHHs JIEMEHTHOIO COCTaBa
CBEPXTBEPIOBIX HAHOCTPYKTYpHbIX IUIeHOK Ti—Hf—Si—N,
nosryyeHHelx MetonoM RBS. Kak BumHo, 17151 mepBoii cepun
00pasIoB ¢ MOKPHITHAMH (puc. 3, KpuBasi /) cocTaB IJICHOK
Ti—Hf—Si—N nmeer Bun (Tiz7HfoSig)Nys.

Ilpodunu pacmpenesieHus: 3J1€MEHTOB IO TIJIyOMHE MO-
kppituss Ti—Hf—Si—N cootBercTBytomue cnextpam RBS
(puc. 3), paccudTaHBl B INPEOIOJIOXKEHUH, YTO ATOMHAs
IUIOTHOCTh CJIOsl OJIM3Ka K aTOMHOW IJIOTHOCTH HUTPHIA
TUTAaHA.

Xopomio u3BecTHO, 4yTo MeTon RBS sBisieTcs: 3TaIOHHEIM
IJIsL OIIpEeeSIeHUs] KOHLICHTPAIMH 3JICMEHTOB C BBICOKHM
ATOMHBIM HOMEpOM, a TaKXe JJIsi ONPEHEICHHs TOJIINHBI
wieHkd. KpoMe Toro, 3TOT MeTOq SIBJISIETCS TAKKe HEpas3py-
MIAIONMM, W B 3TOM €ro IpemMyInecTBo. B To e Bpems
METOJ] BTOPUYHOM HMOHHOU Macc-criekrpomerpun (SIMS)
SIBJIsIETCsL 60JIee 1yBCTBUTEIBHBIM METOIOM aHam3a (Iopor
obuapyxerust ~ 107%at.%) (puc. 4). Tlostomy cpaBHeHUE
pe3y/bTaToB, TOJYYEHHBIX NpH momomu MetonoB RBS,
SIMS u SIMS ¢ TiefomuM pa3psiioM, MO3BOJISET HOTYyYUTh
Oosiee peasibHYI0 KapTHHY PaclpeesieHUs 3JIEMEHTHOTO CO-
CTaBa MOKPHITUS 1O IIIyOMHE CJI0g. DTO a0 BOZMOXXHOCTD
NPOaHaIM3UPOBaTh COCTaB 110 ITyOHHE BCEil IUICHKH OT ee
MOBEPXHOCTH 0 MEK(a3HON T'PAHMIBI IJICHKA—ITOMJIOMKKA,
BKJIIOYAsi ONpPE/IC/ICHAS KOHICHTPALW HEKOHTPOIMPYEMBIX
npumeceit O n C, KOTOpble HOSIBJIAIOTCS W3 OCTaTOYHOH
aTtMocdepsl B onepannoHHo# kamepe. Ha puc. 5 a, b npen-

CTaBJICHBI TPO(UIN KOHIICHTPAlUK JIEMEHTOB, BXOMAIINX B
COCTaB IIOKPHITUS, HOJIydeHHBIE C IoMolnbio Merona RBS
(BKJTIOYAst HEKOHTPOJIUPYEMBIE IPUMECH ). ITH IPpoGHIIH To-
cTpoeHbl 6e3 ydera pe3ynbraToB SIMS-aHanusa. Kak BugHo
U3 TPEICTaBJICHHBIX PE3YyJIbTaTOB, KUCJIOPON B NOKPHITUH
HAaXOAUTCA TOJIKO B IIOBEPXHOCTHOM CJlo€ TIJIyOMHOH 1O
10—12 nm npu TomUHE HOKPHITUS CBHIIIE MUKPOMETpA.

Takum oOpasoM, Mbl HOJYyYWwId [ [epBOil  ce-
puu  0oOpasloB  CJGAYIOIIMH CTEXHMOMETPHUYECKHH  CO-
craB (Tiz7HfoSig)Nyg mpu TosIIMHE MOKPHITHS (ILJICHKH)
14+0.012ym. YBenuuuBasg nmoTeHUMan CMEIIECHUsS Ha IOA-
noxke 10 —200V u usmenas nasyieHue B kamepe c¢ 0,3
1o 0,7 Pa, Mbl OJTy4nsId BTOPYIO CEpHIO 00pasloB C IJICH-
kamu Ti—Hf—Si—N.

N3sydas cocraB 1uIeHOK BTOPOIi cepun ¢ momorpio RBS-
Mmerona (kpuBasi 2), Ha prC. 3) U COMOCTABJISIS €r0 C Pe3yJib-
TaTaMH SHEProgiCIePCHON PEHTICHOBCKON CIEKTPOCKOINH
n SIMS-ananm3a, Mbl HOJIyYWJIA CJIEAYIONIYIO CTEXHMOMET-
puto twrenok: (TipgHf1gSio)Nys. Vi3smeperus: HaHOTBepIOCTH,
MIPOBEICHHBIC C MMOMOIIBIO TPEXI'PAHHOI MmIpaMunku bepko-
Buva [l], MO3BOIUIM YCTAHOBHTH, YTO IUISI TIEPBOI CepHU
006pasioB HanotBeprocth pasHa H = 42.7 GPa (puc. 6,a),

TiHfSiN/steel
100
F Fe
80
o I
=
£ o}
I N
= I
54
fe=)
o
© 40t
Ti
0 /\w\al'
Hf
O 1 1 1 1 1
0 100 200 300 400

Time of sputtering, min

Puc. 4. Ilpopunn KOHIEHTpalMK 3JEMEHTOB B IUICHKE
Ti—Hf—Si—N, nosiy4ennsle ¢ nomompio SIMS-anamumsa mis 00-
pasLoB NEpBOI Cepuy, BhICOKAs KOHLEHTpaius Fe oTHocuTes k
MaTepHasy HOMIOKKA (CTab).

®dusnka TBEpgoro tena, 2012, tom 54, Boin. 9



AfresnoHHasa npoYHOCTb U CBEPXTBEPHOCTb, ¢ha30Bbili N 3JIEMEHTHbIV COCTaB HaHOCTPYKTYPHbIX MOKPLITULA...

1769

Monysb ympyroctd E =390 + 17 GPa (puc. 6,b), a nus
BTOpOil cepun oOpas3noB ¢ mieHkoil Ti—Hf—Si—N Hano-
TBepaocTh coctaBisgeT H = 48.4 £+ 1.4 GPa, monynb ympy-
roct E = 520 4 12 GPa. Toukamu Ha 3aBucumoctsax H u E
OT TJIyOMHBI BIABJIBaHHSI OTMEUYCHBI MeCTa, IJe OIpere-
JATCh 9TH 3HadeHWs. VcciemoBaHmst (asoBoro cocraBa
¢ ToMoniblo IH(MPAKIMOHHOIO PEHTICHOBCKOTO aHAJIM3a U
PacyeToB IapaMeTPOB PEIIETKH MOKA3aJId, YTO B MOKPHITUH
(dopmupyercs aByxdasHas cucrema: TBep/blil pacTBOp 3aMe-
menns (Ti, Hf)N u ¢asa a-SizNy. Ha puc. 6, c npencrasiena
3aBHCHUMOCTb HaIPy3KH HAHOMHICHTOPA OT TJTyOWHBI BIABJIU-
BaHMUAL

OOHapyKeHO TakXe, 9TO MEePHO PEIIETKH TBEPIOro pac-
TBOpa YMCHBIIACTCS TP IOBBIIICHAM TAaBJICHAS B KaMepe
M He 3aBUCHT OT IOTEHIMAJIa, MOIaBaeMOro Ha IOMJIOKKY
(cM. Tabmmny ). st 06pasnoB cepunt 23 oOHApPYIKEHO camoe
Majioe 3HaueHHe Iepuofa pelIeTKH TBEPHOro pacTBopa
(Ti, Hf)N u3 HaO/OaBIIMXCSI HAMH B PAaMKax HACTOSILIETO
UCCJIeOBaHUSL.

N &
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10 100 300
Depth, nm

Concentration, at.%

200 300

10 100
Depth, nm

Puc. 5. a) llpodmwm KOHUIECHTpamWy 3J7€MEHTOB, BXOMSINIMX B
COCTaB TIOKPHITHAS, MOJy9eHHBIC C ToMoIbio MeToga RBS (Bkmo-
Jasi HEKOHTPOJIpyeMble IIpuMecH ). b) Pacrpenesierre asieMeHTOB
no riybune nokpertus u3 Ti—Hf—Si—N, nosydennoe Ha ocHoBe
cnektpoB RBS ¢ yderom Toro, 4ro aromHas IUIOTHOCTb CJIOS
6/M3Ka K aTOMHOI IUIOTHOCTH HUTPUA THTAHA.
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Puc. 6. 3asucumoctu tBepnoctu H (a), Momyns ynpyroctu E (b)
M HArpy3Kd HaHOWHIEHTOpa (c¢) OT rIyOuHbl BraBmBaHus. Tod-
KaMH OTOOpaKaloTCsl MecTa, Ie MpOBOMIINCH m3MepeHus H, E
n Harpysku. Kpusbie / ¥ 2 COOTBETCTBYIOT PasHbIM H3MEPEHHSAM
UL OJHOTO M Toro e oOpasma. CBerjble TOYKM Ha YacTH
¢ — MeCTa U3MEpPEHHi I KpUBOU /, TEMHBIE TOYKH — MecTa
WU3MEpeHNH 111 KpUBOU 2.

Pacuer pasmepa HaHOo3epeH mo Jlebaio—Ileppepy moxa-
3aJI, 94TO IUII BTOPOU CEepUH OOpasIoB C IOKPHITUSIMU CO-
craBa (TisHf13Sio)Nys pasmep 3epen npumepro B 1.5 pasa
MeHbllle, YeM I IepBoii, a UIMeHHO 4 nm; pasMmep amopd-
HOI (WM KBasmamOp(HOI) MPOCIIONKK TaKkKe OKa3aycs
MeHblle, YeM JJIs 0OpasloB epBoi cepui. [pyroe Bo3mMox-
HOe OOBSICHEHHE YBEJIMYEHUS] TBEPHOCTU IOKPBITUH MOXKET
OBITh CBSI3aHO C YMEHbIICHIEM KoHIeHTpamu Hf B TBepnom
pactBope (Ti,Hf)N, a Tarxxe ¢ U3MEHEHHEM TOJIIFHBI TIPO-
ciioiiku amopdHoil (kBasuamopdHoi) ¢assr a-SizNy, mpu-
YeM JIaHHBIA BapUaHT OOBSICHEHNs OojIee MPEIIIOYTUTEIICH.

[IpenBapuresibHBIE PE3yNIbTATHL, NOTyYEHHBIE C TIOMOLIBIO
[IPOCBEUMBAIOIICH 3JIEKTPOHHOH MHKPOCKOIIUKM BBICOKOTO
paspemieHua ¢ audpakoueil Ha oOpasmax ¢ HaHOCTPYK-
TYPHBIMU CBEPXTBEPAbIMU IIJICHKaMH, HO3BOJIMIIA BBISIBUTD,
YTO MO TOPSIKY BEJIMYMHBI pasMep HAHO3CPeHHBIX (a3
nec-(Ti,Hf) cootBercTByeT pesympratam mu(paKIHOHHOTO
PEHTTCHOBCKOro aHami3a (2—5nm), a TOJIIMHA TPOCTIONKI
u3 a-Si3Ny, obBonakuBaromeii nHanozepua (TiL,Hf)N, cocras-
gser 0.8—1.8 nm.
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Puc. 7. Pesynbrarsl aare3MOHHBIX HCIBITAHHIA CHCTEMBI TTOKDBI-
te Ti—Hf—Si—N/craspHas momoxka Ha oOpasie cepum 23.
a — JaHHble I NIyOMHB! IPoHUKHOBeHui h (7), koadduimenta
Tperns u (2) u axycruaeckoit smuccun (AE) (3); b — crpykrypa
TIOKPHITUSA B 30HE pa3pylleHus B quamnasoHe Harpys3ok 0.9—90 N.

Kak wu3BecTHO, HaHOKOMIIO3UTHl C TBEPAOCTHIO BHILIE
40 GPa npuHsTO HasbBaTh cBepxTBepmbiMu [1-3], a ¢ TBep-
nocteio oT 80 GPa u Bbime — ynbprpaTBepabIMU. B HacTos-
nieil paboTe MOTyYCeHBI TIOKPBITUSI CO 3HAYCHHUEM TBEPIOCTH
ot 42.7 no 48.4 + 1.4 GPa; cienoBaTeIbHO, OHU SIBJIIOTCS
CBEPXTBEPIBIMIL

Ha mokperruit Ti—Hf—Si—N, momydyenHBIX B mepBoit
CepuH, TBEPAOCTb U MOAY/Ib YIIPYTOCTH HE U3MEHSIOTCS IIPU
IOJroBpeMeHHOM xpaHeHnd (0T 6 mo 12 mecsnes). Anamu3
UX TEPMHUYECKOIl CTOMKOCTH M CTOMKOCTH K OKHCJICHHIO Ha-
MH He npoBomiics. Ho mockombKy TemrepaTypa MOIIOKKH
BO BpeMsl OCa)K/ICHHUS [UICHOK He mpesbinaia (350—400°C),
YTO 3aMETHO HIDKE TEMIIepaTyphl MOJHOM (a3oBoil cerpe-
ranuy 1o rpanunaM 3eper (550—620°C) [1,4,9], mbl He
MOKEM YTBEPXkIaTh, YTO IPOIECC CIMHONAIBHOU cerpe-
ralMy N0 TpaHMIaM HaHO3EPEeH B HUCCIIENyeMOHl cHucTeMe
TIOJTHOCTBIO 3aKOHYCH.

s obpasua cepum 35 momydeHo, 9To Ko3ddummeHT
TpeHus Ha HauyaJbHOM 3Tarne paseH (.12, 4To, HO-BUAUMOMY,
CBHJICTEITIBCTBYET O HAMMEHBIICH NIEPOXOBATOCTH 3TOTO

MOKPHITHSA 110 CPABHEHUIO C APYTMMH IOKPBITUSIMH, HCCIIe-
IOBaHHBIMH B HacTosiieil pabore.

Ha cnenyroniem atarie, mocjie UCTHUpPaHUS OTpe3Ka MYTH
B 2.5m, MPOMCXOMNUT PaspyllicHHE TOKPHITHs (IOSIBIISIOTCS
BBIOOMHBI, TPEIIMHB) — abpasuBHbIA u3HOC. Y ko3 duim-
eHT TpeHust yBesmmumnBaeTcsi 10 0.45 (4To COOTBETCTBYET HE
oueHb BbICOKON TBepnoctu mnokpetusa H = 38.3 GPa, Ho,
BO3MOXKHO, CBfI3aHO C HaJM4YMeM KBa3sMaMOpP()HOU CBA3KU
(Si3N4) u ¢ Gosmee HuskuMm comepikanmem atomoB Hf B
tBeproM pactsope (TiHf)N).

Ha sTane cuaTusa mepoxoBaTocTell 11 cepun 23 mpouc-
XOOUT yBenuueHue koapuimenta Tpenuda no 0.25, a 3atem
Ha 9Talle YCTaHOBUBIIErocs M3Hoca OH cocTasiser (.2, 4yTo
JaeT HaM BO3MOXKHOCTb YTBEp)KHaTb, YTO 3TO IIOKPBITHE,
camoe TBeproe.

[TonpobHOE M3ydeHne TaKuX MapamMeTpoB, Kak KO3 uIm-
SHT TPEHHsI, aKyCTHYCCKast SMHCCUSI M TJIyOMHA IPOHUKHO-
BEHHUS1 MHIGHTOpPA, IPOBOAMIIOCH HA BCeX 0OpasIax.

Ha puc. 7,a mnpuBeneHbl pe3yibTaThl HCIBITAHANA Ha
obpaste cepun 23 ¢ momompio ckperd-rectepa REVETEST.

CrenyeT OTMETHTb, YTO IPH YBEJIMYCHUHM HArpy3Kd KpH-
Basi 3aBUCUMOCTH K03(GHIMEeHTa TPEHUS OT Harpy3KH MMe-
eT OCLMJUIHPYIOIIMI XapakTep: yBelIuueHue KodduieH-
Ta TPEHHS CONPOBOKAACTCS PE3KUM BCIUIECKOM aKyCTHYe-
CKOl SMHCCUM U 3aMeMJIeHHeM IPOHUKHOBEHUS MHIECHTOpa
BIJIyOb Marepuasa. Takoe IOBeneHHEe BCEX PErUCTpUpYe-
MBIX [apaMeTPOB CBHACTEIICTBYET O TOM, YTO TBEpHOE
MTOKPHITAE TOMIMUHON OoJree 1 um Ha MOBEpXHOCTH Oojiee
MSITKOTO MaTepralia OKa3blBacT CYHICCTBEHHOE CONPOTHB-
JICHAEe aJIMa3HOMY WHJICHTOPY BIUIOTH 1O €ro IIOJIHOTO
MCTHPAHMsI IPU BBICOKUX Harpyskax [11].

IIpu TecTMpoBaHMM HOKPHITHI MOXKHO YETKO BBIIEIUTD
MIOPOroBble 3HAUCHUS KPUTUYECKOU HArpy3KH, NPUBOISAIIMIE
K pasjIMYHbIM THIIaM paspylleHus. PaspymeHue HOKpBHITHS
HAYMHACTCS C TOSIBJIICHUS] OTIEJIbHBIX INEBPOHHBIX TPEIIMH
Ha JHE KaHABKH W3HOCA, YTO OOYCJIOBJIBACT YBEJIMYCHUE
JIOKaJIbHBIX HANpsDKCHUA M CHJIBI TPEHHs. OTO IIPHBO-
IAT K OBICTPOMY NOCJICAYIOIIEMY HCTHPAHUIO MOKPHITHS
(puc. 7,b).

B nacrosmei paboTe Mo M3MEHEHUIO KPUBHIX 3aBHCHMO-
CTH KO3(pUIMEHTa TPEHUsI W aKyCTHYECKOH ODMHCCHU OT
HArpy3ku ckpaibupoBanusi (puc. 7,a) (PUKCHPOBATIHCDH [BE
OCHOBHBIC KPUTHYECKHE HArPy3KH, IepBasi U3 KOTOPBIX COOT-
BETCTBYET MOMEHTY TOSIBJICHHSI KOTE€3HOHHOT'O Pa3pyIICHUsS
MOKPBITHSL, & BTOpast — IUIACTUYHOMY HCTHPAHHIO TIOKPBITHS
(anresnonHoe paspyiuenue). ITo pesysbTaTaM aire3nOHHBIX
UCIIBITAaHUIl MOXKHO YTPBEpiKAaTh, YTO KOI€3UOHHOE Pa3py-
[IeHUe MOKPHITUA obpasua cepun 23 HactynaeT npu 2.38 N,
a ero aaresnoHHoe paspymeHue — mnpa 9.81 N.

4. 3aknouyeHue

IMoydeHs!l HOBBIE CBEPXTBEp/ble HAHOCTPYKTYpPHBbIC IIO-
kpoitsi (mwieHkn) Ha ocHoBe Ti—Hf—Si—N ¢ Bricoku-
MU (PU3HKO-MEXaHWIECKUMH XapaKTEPUCTUKAMU M PasHOM
crexuoMeTpueil (B 3aBUCHMOCTH OT YCJIOBHIl OCa)KICHHS).
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OOHapyKeHO, YTO IIPU YMEHBIICHUH pa3Mepa HaHO3epeH
nc-(Ti, HE)N or 6.7 mo 5nm wu QopmupoBanuu (assl
a-SizNy (aMophHON MM KBa3uaMOP(HON MTPOCTONKH MEX-
[y HaHO3E€pHAMH) HAHOTBEPIOCTb BodpactaecT oT 42,7 1o
48.4 £ 1.4 GPa. bruio ompeneneHo, 4TO NMpH TNOBBHILICHUN
yckopsiomero Hanpsokerusi 10 —200V (cemapupoBaHHOTO
Y HECeMapUPOBAHHOTO MyYKa ) MPH OCAXKICHAN HA MOIIOKKE
(OPMHUPYIOTCSI TTOKPBITUS. ¢ MEHBIIAM CPEIHAM pPasMepoM
kpuctaumToB (1o 5.0nm). [loBbIIIeHHE YCKOPSIONIErO Ha-
npsokernst or —100 mo —200V mpuBOmUT K OOMHAKOBOMY
3HAYCHHUIO IIepUOfia PEeIIeTKH KaK HJIl TeKCTYpUPOBaHHOIA,
TaKk W JAJI HETEeKCTYpUpOBaHHOU ¢pakumil. B ciydae mo-
HikeHus nasieHus po 0.3 Pa mpoucxomur yBenmueHue
OTHOCHUTEJIBHOTO cofepxkanuag aTtomMoB Hf B mokpwtum u
CHI)KEHHUE CPEIHero pa3Mepa pacTyIUX KPUCTAJIUTOB.

TakuM oOpa3oM, aare3MoHHbIE M TPUOOJIOTMYECKUE HC-
IBITaHUS [TO3BOJIMJIM ONPENEsIUTh aAre3UOHHYIO IIPOYHOCTD,
(puKLMOHHBIE U AeOPMaLIOHHbIE XapaKTePUCTUKH IOKPHI-
tusi Ti—Hf—Si—N Ha nogmnoxke u3 ctamm. Ha ocHoBe u3me-
PEeHUS Pa3IMYHBIX (PU3NYECKUX apaMeTpPOB B IpoLecce ajl-
Te3MOHHBIX UCITBITAHUI ONHCAHBI IIPOLIECCH YIIPYroil U IUIa-
CTHYCCKOI JeopMalid B CHCTEME ITOKPBITHE/TIOMJIONKKA,
a TaKKe ONpEleIeHbl NOPOroBble 3HAYCHHS KPUTHICCKON
Harpy3Kky, IPUBOASALICH K pa3MYHBIM THUIaM pa3pylICHUS
HOKPBHITHSA KOI'€3MOHHOMY M aare3noHHoMy. llosydeHHble
HOKPBITHS HMEJIM BBICOKHE 3HA4YCHHS TBEPHOCTH, H3HO-
COCTOMKOCTM M aire3suu C MOMJIOKKOH, a TaKkkKe HHU3KHE
BEJINYMHBI MOIYJISl YIPYTOCTH U KO3 UIMEHTa TPEHHUS, YTO
IeJ1aeT uX MepCIeKTUBHBIMI TOHKOIUIEHOUYHBIMU MaTepHasia-
MH TSI HCIIOJIb30BAHMS B MAIIMHOCTPOCHHHL.

Astopsl Osaromapael O.B. Cobomo, I1. Konapckomy un
B.B. YrioBy 3a moMomp B 3KCIIEPAMEHTAX.
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