IIOBEPXHOCTb. PEHTTEHOBCKHE, CHHXPOTPOHHBIE H HEHTPOHHDBIE HCCIENOBAHHA, 2019, Ne 5, c. 58—61

VK 539.23:620.178.154.9:620.186.5

MEXAHUYECKHNE CBOMCTBA TOHKUX IIJIEHOK AISiN,
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IIpencraBneHbl pe3yabTaThl UCCACAOBAHMS IIEPOXOBATOCTH, MUKPOTBEPAOCTU U MOMYJISI YIIPYTOCTH ILIE-
HOK AISiN TomamuHoi 300 HM B KICXOIHOM COCTOSIHUM U ITOCJIE TEPMUYECKOIO OTXKUIa IMpU TeMIIepaType
600—900°C B BakyyMe u nipu 400—1000°C Ha Bozayxe. [ToKpBITHSI ¢ HAHOKpUCTA/LIMYECKO (6 aT. % Si) u
amopdHoii (30 at. % Si) cTpykTypamMu chOpMUPOBAHBI MATHETPOHHBIM paciblLieHueM. MeToI0M aTOMHO-
CUJIOBOM MUKPOCKOMNUM YCTAHOBJIEHO, UTO IIIEPOXOBATOCTh U HAHOKPUCTAJUIMYECKUX, M aMOP(HBIX IIe-
HOK nocJe orxxura g0 800°C nmpakTuyecku He u3MeHsiercsi. B pe3yabrate HAHOMHIEHTUPOBAHUS YCTAHOB-
JIEHO, YTO 3aBUCHUMOCTU MOJIYJISI YIIPYTOCTU aMOP(HBIX IUNIEHOK OT TEMIIEPATyPhl OTXKUIa U B BAKYYME, U Ha
BO3JyXe MOJTHOCThIO COBITAJAIOT, a B CJIy4ae HAHOKPUCTAINIMYECKUX MJICHOK OHU JOCTATOYHO OJIM3KM.

KioueBbie c10Ba: HAHOMHASHTUPOBaHUE, TOHKUE TUIEeHKHM, AISiN, OTXXUT, MOIY/Ib YIIPYTOCTU, MUKPO-

TBEPIOCTb.
DOI: 10.1134/S50207352819050111

BBEAEHUWE

OIHUM U3 COBPEMEHHBIX IIOIXOAOB K CO3MaHUIO
3alIATHBIX HUTPUIHBIX MOKPBITUI SIBISIETCS MC-
MMOJb30BaHUE TPEXKOMIIOHEHTHBIX cucteM [1-—5].
I1pu onpeneieHHBIX YCIOBUSIX IPUCYTCTBUE TPEThe-
ro kommoHeHra (Si, C, B u npyrux anemMeHTOB) obec-
neynBaeT (QOpPMUPOBAHME HAHOPA3MEPHBIX KpHU-
cTaJUTOB B aMopdHoit maTpuiie [6—11]. st cuctem,
coliepxKamumx Si, TAKMM YCJIOBUEM SIBIISIETCSI KOHIICH-
Tpauws 6 aT. %, KOTopast MOXET U3MEHATHCSI B 3aBH-
CUMOCTHA OT PEXHMMOB ITOJIydeHUs TIIeHoK [12].
MN3-32 n30BITOYHOI MMOBEPXHOCTHOM DHEPTUU MEXK-
¢a3HBIX TPaHUILl U HEPABHOBECHOTO COCTOSTHUSI OC-
HOBHOI IPp00JIeMOII HAHOCTPYKTYPHBIX MaTepUaIoB
SBIISIETCST X HEAOCTaTOYHasl TepMUYECKasl CTaOWIb-
HOCTh [13—16]. KputepueM TepMUYeCcKOi CTaOUIb-
HOCTM TOHKHUX IVICHOK MOTYT OBITh MEXaHW4YEeCKUE
cBoiicTBa (MOOYJIb YIPYrOCTA M MHUKPOTBEPIOCTH),
onpenelsieMbie (ha30BbIM COCTAaBOM ITOKPHITUS. Mo-
JIyJIb YOPYTOCTU U MUKPOTBEPAOCTh TOHKUX IJIEHOK
OIpPEeNeISIIOT METOIOM HAHOUMHIASHTUPOBAHUSI, U3Me-
pSIst 3aBUCMMOCTHY Harpy3Ka—BHEIPEHUE B IOKPBITHE
W pacCUMThIBasi X 3HaueHus MeTomoM OauBepa—
®appa [17-20].
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B Hacrosieil padboTe paccMaTpuBaeTCsT BIUSIHUE
TEPMUYECKOIrO OTXHUra Inpu Ttemiieparypax 400—
900°C B Bakyyme u nipu 400—1000°C B BO3myIITHOM
atMocdepe Ha MOIYJIb YIIPYTOCTU 1 MUKPOTBEPIOCTh
TOHKOIIJICHOYHBIX TTOKPBITUI AlSiN ¢ comepkaHneM
kpeMHUs 6 u 30 at. %, TOTYyIeHHBIX MarHeTPOHHBIM
pacTbUICHUEM.

METOIUNKA BKCITEPUMEHTA

IMokpwiTus AlSiN TosmmHoi okoo 300 HM ObLIN
c(OpMUPOBAHBI HA MOMIOXKAX MOHOKPHCTaITNUYE-
CKOTO KpEMHUS peaKTUBHBLIM MAarHeTPOHHBIM pac-
NbUICHUEM AJIIOMMHUEBOM U KPEMHUEBOM MUILIEHEN
B ia3me Ar + N, [13—15]. CootHomieHue mexy Al
1 Si B IIOKPBITUSIX U3MEHSJIOCh 32 CUET U3MEHEHUS
MOIITHOCTHA HA MUILIEHSIX IIPU PACTIBIJICHUH.

CohopMupoBaHHBIE TIOKPBITUSI  TOIBEPTajiNCh
TEePMUYECKOMY OTXKUTY B TeueHHe 1 4. OgHY cepuio
00pa3loB OTXKUTAIN B BAKYYMHOM TIeYr MPpU TeMIIe-
patypax 400, 600, 800 1 900°C, BTOpy10 — B Mydeiab-
HOIi Meyr B BO3AYIIIHOM aTMocdepe Mpu TeMIiepaTy-
pax 400, 600, 800, 900 1 1000°C.

I1lepoxoBaTOCTh ITOBEPXHOCTU UCCIEAOBAIN Me-
TOIOM aTOMHO-CHJIOBOII MuKpockonuu (ACM)



MEXAHUYECKHWE CBOMCTBA TOHKUX IIJIEHOK AISiN 59

(a) Z, HM
225

180
135

7.3

4.1
X, MKM

Z, HM
©) 355

284
213

Y, MKM

4.1
X, MKM

Puc. 1. ACM-u3o6paxkeHust Mopdosioruu noBepxHoctu mokpuituit AlISiN nocie orkura npu Temriepatype 900°C (mose 8 X 8 MKM):

a — HAHOKPUCTAJUTMYECKHUX; 6 — aMOPMHBIX.

(Mukpockon momenu HT-206, bemapych) B KOHTaKT-
HOM peXHME C WCIIOJb30BaHUEM CTaHIAPTHBIX
KpeMHUeBbIX KaHTIeBepoB CSC38 6ajouHOoro Trmna
C MACIIOPTHHIM PagNyCOM 3aKpyriieHusI MmeHee 10 HM
u xectkocTthio 0.08 H/M mpousBoacTBa MuKpomali
(OcToHus).

MuxkpoTBepIOCTh U MOAYJIb YIIPYTOCTHA U3MEPSLIN
¢ mnoMmoluublo HaHouHiaeHTopa Hysitron 750 Ubi
(CIIIA) nmyreM BHenpeHUs ajiMa3HOTO HWHAEHTOpa
bepxkoBuua ¢ pagmycoM 3akpyriieHns 100 HM B TIeH-
Ky AlISiN, HemnpepbIBHO peructpupys nedopmMaim-
OHHBIC KPUBbIE 3aBUCUMOCTH TJIyOMHBI BHEIPEHUS
OT TIpMIOXEeHHOU Harpy3kun. KannmbpoBky pammyca
OCTpMUSI OCYIIECTBIISIIN ITyTeM BHEAPEHUSI B KaaIuOpo-
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Puc. 2. 3aBUCMMOCTH OT TeMIlepaTypbl oTXKura 7' B BaKy-
y™me (I, 2) n Ha Bo3ayxe (3, 4) wepoxoBatocTu R, HaHO-
kpucraumueckux (I, 3) u amopdHbix (2, 4) miIeHOK
AISiN.
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BOYHEII 0Opa3ell Iu1aBieHoro kBapiia. s Kaxkaoro
oOpasna HAaHOKPUCTAUINIESCKUX W aMOP(MHBIX TIIe-
HOK ObLIO BbITIOAHEHO Mo 100 u3MepeHuii mpu Ha-
rpy3ke, Bo3pacTtamwueii or 20 MkH mo 2 mMH, 4to
obecriednBajo rITyOMHBI BHeApeHUs 10 40 HM.

PE3VJIBTATBI 1 X OBCYXIEHHUE

Metongom ACM u3ydeHa I1epoxXoBaTOCThb TOBEPX-
HOCTU HAaHOKPUCTAJUIMYECKUX U aMOP(HBIX IJICHOK
AISiN B ICXOTHOM COCTOSTHUM U TTOCjIe OTXKuTa (puc. 1).
IllepoxoBaTOCTh MOBEPXHOCTU BIIMSET HAa MOIYJb
YIIPYTOCTU ¥ MUKPOTBEPIOCTh, OIpeAeIsieMbIE B XO-
JIe HAHOWHICHTHPOBAHMS: YeM BHIIIE IIIEPOXOBA-
TOCTb, TeM OOJIbIIIEe pa3dpoc 3HAYCHUM DTUX Iapa-
meTpoB [21—23]. Metogom ACM ycTaHOBJIEHO, UTO
IIEPOXOBATOCTh HAHOKPUCTAJUIMYECKUX U aMopd-
HBIX TIJICHOK TOCJIe OTXKMTa MPaKTUUeCKU HE U3Me-
Hsercsa 1o 800°C (puc. 2). IllepoxoBaTocTh amMmop@-
HBIX IJIEHOK 0oJiee 4YeM B 2 pa3a HIKe 10 CPAaBHEHHUIO
C IIEPOXOBATOCThIO HAHOKPUCTAJNIMYECKHX IUIEHOK B
MCXOIHOM COCTOSIHUM U ITOCJIE BCEX CTaAWil OTXKUTA U
B BaKyyMe, M Ha Bo3ayxe. MckiodueHne cocTaBIsieT
orxxur nipu 900 u 1000°C Ha Bozayxe. [Tpu 900°C e-
POXOBaTOCTh aMOP(MHBIX M HAHOKPUCTAIMYECKUX
IJICHOK cTajla OmMHaKoBoi1, a mocie 1000°C mepoxo-
BaTOCTh aMOpP(MHBIX IJICHOK BbIpOcia 0ojiee 4yeM B
10 pa3 (puc. 2). Ecu cynuTh 1o 1IepoXoBaTOCTH, U
HAHOKPUCTAJITIMYECKHE, M aMOpGhHBIE TNIEHKH OCTa-
I0TCSI CTaOMIIBHBIMU 10 TeMiiepatypbl 800°C, ogHaKo
MEepOoi TEpMUUYECKOM CTAOMIbHOCTU SIBJISTIOTCST CBOTA-
CTBa TMOKPBLITUI, 0OYCIOBIEHHBIE UX (PAa30BBIM CO-
CTaBOM.

B xone uccnenoBanmii [10—13] ycraHoOBiIEHO, YTO
B MUCXOOHBIX HAHOKPUCTAINIMUECKNX TuIeHKax AISiN
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TIPUCYTCTBYIOT rekcaroHaibHast ¢aza AIN u ¢daza
Si;N,. @aze AIN cOOTBETCTBYIOT ITMKHU Ha TU(paKkTO-
rpamMmmax, a npucyrcrBue dasbl SizN,, cocTabisiio-
el aMOp(dHYIO MPOCIONKY MEXAY KPUCTAIIUTAMU
AIN, 000CHOBaHO UCXOAS U3 TPUCYTCTBUS B ITOKPHI-
THU aTOMOB a3oTa. Ha audpakTorpaMmax MCXOIHBIX
aMoOp(MHBIX IJIEHOK IMMKOB He oOHapyxkeHo. Ilocie
OTKWTA B BAKyyMe HAaHOKPUCTAINIMYECKUX U aMOpd-
HbIX TIeHOK AlISiN maHHBIe peHTTeHO(ha30BOro aHa-
m3a (P®A) ve usmensiorcs. Ilociie oTkura Ha BO3-
nyxe npu temiieparypax 400 u 600°C, B HaHOKpMU-
crajuimueckux IuieHKax AlSiN mosiBasercs ¢asza
Si0,, a TTocyie OTXKUTa Ha BO3MyXe TIPU TeMIlepaTypax
800, 900 m 1000°C B Hux TT0sIBIIsIeTCA haza Al,O;. st
aMop@HBIX TNICHOK HUKaKMX (pa3 He BBISIBIICHO 1 T10-
cJIe OTXKHUTA Ha BO3OYXE.

HecMoTtpst Ha coxpaHeHMe (pa30BOro COCTaBa Co-
rnacHo gaHHbIM PDA, oTxxur B Bakyyme 1ipu 900°C,
Mo pe3yjbTaTaM HAHOWHICHTUPOBAHUS, OCJIaA0OUI
cBoiicTBa 1mieHoK AlSiN npubmusurenbHo Ha 40%
(puc. 3): MOOyIb YIPYrOCTH HCXOMHBIX HAHOKPU-
CTaJJIMUEeCKUX MIeHoK cHu3miIcs ot 300 go 175 I'Tla,
MUKpPOTBepAOCTh — OT 35 1o 22 I'Tla; Mmomyns ynpyro-
CTU UCXOJIHBIX aMOP(HBIX TUIEHOK YMEHBIIUJICS OT
250 go 150 I'TTa, mukpoTtBepaoctsh — ot 32 no 20 I'Tla.

3aBUCUMOCTH MOIYJISI YIPYTrOCTH aMOPQHBIX
IUICHOK OT TeMIIEpaTyphbl OTKMTa U B BaKyyMe, U Ha
BO3IyXe ITOJIHOCThIO COBITANAIOT, a B ClIydyae HaHO-
KPUCTAJTTMYECKUX TNICHOK OHU JOCTATOYHO OJIU3KU
(puc. 3). MuUKpOTBEepIOCTb OKa3ajach OoJjiee 4yB-
CTBUTENILHOI K OTKUTY B Pa3IUUHBIX Cpefax — Mmocie
BaKyyMHOTO OTXKHWTa 3HAYEHUSI MUKPOTBEPIOCTH Ha-
HOKPUCTAJUIMYECKUX U aMOP(HBIX IUIEHOK CTad
OIM3KUMM, TaK Xe KaK MOoCJie OTXKUTra Ha BO3IyXe
(puc. 4).

Bce 3nauenust momyns ympyroctn £ m MUKpoO-
TBepaocTu H aMOp(HOTro IMOKPLITHS, OIIpeAcICHHbIE
B XOJl¢ HAHOMHIEHTUPOBAHMUSI, TOCJIE OTXKUTA HA BO3-
JIIyXe MOXHO pa3le/uThb Ha TPU TPYINbL: UCXOMTHBIE
(E = 220-250 I'TTa, H= 30—35 I'TIa), mocJjie oT>Xura
npu temneparypax 400—600°C (E = 150—-220 I'Tla,
H = 20-25 I'Tla), mociie oTxxura npu TeMiiepaTypax
800—1000°C (£ = 100—150 I'Tla, H = 10 I'T1a). 3Ha-
YEHWST MOIYJISI YIIPYTOCTH TOCJE OTKHUTA B THAIA30-
He 800—1000°C, B cBOIO oYepenb, ASIITCS Ha IPYII-
el rtocite 800°C 150 I'Tla, mocie 900°C 120—150 I'T1a,
nocie 1000°C 100—120 I'Tla. YMmeHblIeHUEe MOIYIS
VIIPYTOCTH MOXKHO OOBSICHUTH OOJIBIIMM KOJIMYe-
CTBOM KMCJIOpPOAa, BHEIPSIOIIETOCsl B IUICHKY IIpU
900 1 1000°C. Pa3bpoc 3HaYeHUi1 mOc/e OTXKUTa MpU
temrepatypax 900 u 1000°C MOXKXHO OOBSICHUTD 3HA-
YUTEJIbHBIM YBEJIMUEHUEM IIEPOXOBATOCTU ITOBEPX-
HOCTHU TI0 CPAaBHEHMUIO C TIEHKOM TI0C/Ie OTXKUTa MPU
800°C.

CormocTaBisisi 3HAYCHUST MOMYJST YIPYTOCTH M
MUKPOTBEPAOCTU aMOP(MHBIX TJICHOK C pe3yJbTaTa-
mu P®A HaHOKpucramimdeckmx IUieHOK AlSiN,
MOXHO CHENaTh 3aKIIOYCHHE, YTO OTKUT aMOP(HHBIX

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

300
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Puc. 3. 3aBucuMocTu oT Temriepatypbl oTKura 7' B Baky-
yMe (1, 2) u Ha Bo3nyxe (3, 4) MoayJist ynpyroctu E HaHO-
kpuctaummaeckux (I, 3) u amopdubix (2, 4) TUIeHOK
AISiN.
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Puc. 4. 3aBUCUMOCTH OT TeMIlepaTyphl oTXura 7' B BaKy-
yme (7, 2) u Ha Bo3ayxe (3, 4) Mukporsepaocti H HaHO-
kpuctaummdeckux (I, 3) u amopdHbix (2, 4) IUIEHOK
AISiN.

IUIEHOK Ha Bo3ayxe mpu TeMireparypax 400 u 600°C
TakxXe NpUBOAUT K oOpa3zoBaHuto pasbl SiO,, Kak 1 B
cllydyae HaHOKPHCTAUIMYECKUX TJIeHOK. UMeHHO 00-
pazoBaHue (a3bl SiO, omnpenenser 3HayeHus H =
= 20—25 TI'Tla, MOTHOCTBIO COBITaAIONINE IS TIJIe-
HOK TToCJIe oTKHTra npu TeMitepatypax 400 u 600°C.
I[TonHoe coBmanenue 3HaueHuit H = 10 I'Tla mocie
oTxwura rpu Temriepatypax 800, 900 1 1000°C yka3bl-
BaeT Ha o0pa3oBaHUE OJHOI M TOI Xe (ha3bl Mociie
OTKUTA TIPU TPEX Pa3IMYHBIX TeMIlepaTypax. 3Haue-
Hue mukpoTBepaocTu 10 I'Tla xapakTtepHo s y-da-
3bl Al,O KyOuyeckoii cummeTrpuu. Jjisi HAaHOKpU-
CTANIMYECKUX TTOKPBHITUI B 1IEJIOM COXpaHSIETCS Ta-
Kasl Ke rpafgalus 3HaYeHWid MOIYJISl YIPYTroCTU M
MUKPOTBEPAOCTHU, HO U3-3a OOJbIIEii IIepoxoBa-
TOCTU HaOJIomaeTcst 0OJbIIMI pa3dpoc 3HAYEHU N
(puc. 3, 4).

ITonydyeHHBIE pe3yabTaThl IOKA3BIBAIOT OOJIBIIYIO
YYBCTBUTEJIBHOCTb METO/Ia HAHOWHIEHTUPOBAHUS K
OOHapYKEHUIO HOBBIX (a3 B TOHKMX MOKPBITUSIX 1O
cpaBHeHUIO ¢ PDA, 0coOeHHO B ciiydae aMOpP(MHBIX
TUJICHOK.

Ne5 2019
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SAKJTIOYEHHUE

MeTonoM HaHOWHIAEHTUPOBAHUSI OTNpeaeeHbl
3HAYEHUSI MOMYJISl YIIPYTOCTA U MUKPOTBEPIOCTH Ha-
HOKPUCTAJUINISCKUX 1 aMOP(HBIX NOKPHITUIA AISiN
B MCXOJTHOM COCTOSIHUU U Tiociie oTkura. [ToayueHbl
3aBUCUMOCTU 3TUX TapaMeTpoB OT TeMIlepaTyp OT-
JKUTa B BaKyyMe U Ha BO3Iyxe. YCTaHOBJIEHO, UTO OT-
JKUT Ha BO3MyXe MPU pa3HbIX TeMIlepaTypax CHUXKaeT
MUKPOTBEPAOCTh aMOp¢HOro MoKpheITus: Ipu 400 u
600°C mo 20 I'Tla, a mpu 800, 900 u 1000°C mo
10 I'Tla. D10 cBMAETENILCTBYET 00 0Opa30BaHUM IIPU
oTxwure B nuarrazoHe 400—600°C ¢a3zwr SiO,, a B nua-
nazoHe 900—1000°C — ¢aspl Al,O;, KOTOpbIE He
OIpENeNsIIOTCS B aMOP(MHBIX TTOKPBITUSIX METOIAOM
P®A u3-3a peHTreHOoaMOPMHOCTU MJIEHOK. Takum
0o0pa3oM, HaHOWHICHTUPOBAHUE TIO3BOJISIET BbI-
SIBUTh peHTreHoamMopdHbie (pa3bl B aMOPPHBIX MO-
KpbITUsIX AISiN 110 3HaUeHUSIM MUKPOTBEPIOCTH.
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Mechanical Properties of AISiN Thin Films, Studied by Nanoindentation,
as a Thermal Stability Criterion

T. A. Kuznetsova, T. 1. Zubar, V. A. Lapitskaya, K. A. Sudzilouskaya, S. A. Chizhik, V. V. Uglov,
V. 1. Shymanski, N. T. Kvasov

Roughness, microhardness, and elastic modulus of AISiN films of 300 nm in thickness in the initial state and
after annealing at 600—900° C in vacuum and at 400—1000°C in air have been studied. Coatings with nano-
crystalline (6 at % Si) and amorphous (30 at % Si) structure have been formed by magnetron sputtering. Ac-
cording to atomic force microscopy data, the roughnesses of both nanocrystalline and amorphous films do
not practically change after annealing up to 800°C. As a result of nanoindentation, the dependences of the
modulus of elasticity of amorphous films on the annealing temperature in both vacuum and air are shown to
completely coincide, and in the case of nanocrystalline films they are quite close.

Keywords: nanoindentation, thin films, AISiN, annealing, elastic modulus, microhardness.
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