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MeTomoM IIJIMKEPHOTO JIUThSA W3 YMCTHIX IOPOIIKOB MUKPOHHOrO pasmepa SiC u AIN B MOJIIPHOM COOTHO-
meHun 1:1 6bwIa maroroBisieHa muineHb SiC-AIN s mocseayronero MarHeTpOHHOTO PACIBLICHU B BHJIE
nucka quamerpom 100 mm. O6ree KoJIMIecTBO J0OABOK, AKTUBUPYIOIINX CIIEKAHUE U II0JIyYeHHuEe MAaJIOIl0pH-
croro marepuasia B kommoaure SiC-AlN me mpessimrasio 1 %. MeTogoM MarHeTPOHHOIO PACIIBIIIEHUS KOMIIO-
3UTHOM MUIIEHN OBLIN IIOJIyYeHBI ITOKPBHITUS HA TOBEPXHOCTH HEPIKABEIIIEH CTAJIU U MOHOKPHUCTAJLINYE-
ckoro KpeMHwusa. [IpefcraBiieHbl pe3yJIbTaThl WCCJIEIOBAHUS BJIMSHUSA COOTHOIIEHWs I'a30B paboued aTMo-
cdephl aproH-a3oT, Ha CTPYKTYPY, COCTaB, MEXaHUYECKHUe U a/INe3UOHHBIEe CBOMCTBA MOJIYYEHHBIX OKPHITHM.
Beutu marorossiensr 2 cepun 06pasioB mpu caenyoonmx mapamerpax: 100%Ar, 44,4% Ar + 55,6% N. Tou-
IIMHA TIOJIYyYeHHbBIX OKPBITHI cocTaBuia mopsaaxa 1,5 mxm. TBepaocTs MOKPBITHI OIIpeIesIsyIoch U3 aHAJIH-
3a KpHUBBIX HArpy3Ka-IiepeMellleHre I[IOJyUYeHHBIX C IIOMOIIBI YJIBTPAMUKPOTBEpAOMepa (DUPMBI
SHIMADZU. Jlns UOKpHITHI, HaHECEHHBIX B aTMocdepe aproHa, MHUKPOTBEPIOCTH COCTABUIIA OKOJIO
3320 HV, nmsa moxpeiTuii, HaHeceHHBIX B atMocdepe Ar+N — 1600 HV. Taxsxe ObL10 00HapysKeHO, UTO I0-
OaBiieHne a3oTa B aTMocepy KaMephl CHUKAET aJre3NOHHYIO0 IPOYHOCTh MOKPHITHI IpUMepHO B 1.5 pasa.
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1. BBEJIEHUE

Paspaborka mokpeITHI ¢ HEU3KHM K0IQUIIMEeHTOM
TpeHus, paboTaKINUX B BEICOKAX TEMIIEPATYPAaX, SBJIS-
eTcs BasKHOM ITPUKJIATHON 3a7auell Kak ¢ TOUKU 3peHUs
3aIUTHI PEXKYIIero MHCTPYMEHTA, TAK U ¢ TOUKH 3PEeHHUS
3aIUTHI JeTagell MeXaHU3MOB, paboTaIIX B YCIOBU-
SIX BBICOKMX HATPY30K. B 9T0i1 CBSI3M OYeHb IIEepCIek-
THUBHBIMHU BBITJISISIT MOKPBITUS HA OCHOBE HUTPHUIOB,
0OpHUIOB U KApPOHUIOB IIEPEeXOQHBIX METAJLJIOB U KPEeMHHU-
sax [1, 2]. Takxe BHUMAHUS 3aCIyKHUBAIOT KOMIIO3UTHI C
HUTPUIAMU II€PEXOJHBIX METAJJIOB, KOTOpPHIE HMEIT
60J1ee BBICOKYIO IIACTUYHOCTEL 110 CPABHEHUIO ¢ KapOu-
maMu U OOpHUIAMHU, U MOTYT IIOJIOMKUTEIBHO BJIUATH HA
MeXaHWYEeCKHEe CBOMCTBA MOKPBITHUSA B II€JIOM.

Jloist mpoBeneHusT muccyieqoBaHusA ObLJIa BEIOpaHA CH-
crema SiC-AlIN, rak kar SiC u AIN, BecbMa yCTOHYMBEI
K BBICOKOTEMIIEPATYPHBIM, PAIUAIIHOHHBIM, XUMHUE-
CKMM W MeXaHWYeCKHM Boa3deiicTBuAM [3, 4], a Takxke
0JIM30CTh KO02(P(PUIIMEHTOB TEPMHYECKOr0 PACIINPEHHUS
(KTP) mosBosisieT co3maBaTh HA HX OCHOBE 3alMTHBIE
0e3mopuUCTEIe ITOKPHITHS, KOTOPBIE MOTYT 00eCIIeunTh
BBICOKMIE ypoBeHb moryornenns CBY-usmnyuenus [5, 6].
Panee B paGorax [7, 8] ObLJI0 IIOKA3aHO, YTO KOMIIO3HIIK-
ouubiit matepuas AIN-SiC umeer BBICOKTE ITOTJIONIAIO-
e XapakKTepUCTUKU IIpU Hajawuuu B matepuate 50 %
mac. SiC, coxpaHss IpU 9TOM TEIIOIPOBOJIAIIE U Me-
XaHUYeCKHe cBoicTBa. JaHHBIE HCCIIEIOBAHUS IIOCBSA-
IIEeHBl M3YyYEeHHUIO 3aKOHOMEpPHOCTeH (POPMUPOBAHUS
MIOKPBITHH, ITOJYYEHHBIX MATHETPOHHBIM PACIIBLIEHUEM
repamuueckor murenu Ha ocHoBe AIN 50 % mac. u SiC
50 % mac.

2. OKCIHEPUMEHTAJ/IBHAA YACTb U
PE3YJIBTATBI

Jlnst M3roToBJIEHUS MWUIIEHW OB IIPOBEIEH COB-
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PACS numbers: 61.46. — w, 62.20.Qp, 62 —65. — g

mecTHBIH oMoy mopomkoB SiC u AIN B paBHBIX MoO-
JIIPHBIX IIPOIIOPITUAX, a4 TaKMke C J00aBJI€HHWEM OKO-
0 1% OKCHUIHBIX J00ABOK, AKTHUBHUPYIOIIMX IIPOIIECC
CIIEKAHUS, BOJBI M OPTaHUYECKUX ILJIACTU(PUKATOPOB B
IapoBO¥ MeJsibHUIIE B TeueHre 12 uacoB. U3 momydeH-
HOTO NUIMKepa OBLIM OTJUTHI 3 IUIACTHHEBI, KOTOPBIE
CIIEKAJIMCh B IakKerTe (CIEIJIEHHBIE B OHHO IIeJI0e) IIOf
HATPY3KOM OKOJIO 5-6 Kr, 4To 00ecIedmsio OOIIyI TOJI-
muHy okrosio 5 MMm. Crexanve POBOIUIIOCH B BAKyyM-
HOM Ieunm B arMocepe as3oTa IIPU TeMIlepaType
1850 °C. JlaBienve B KamMepe BaKyyMHON Ie4YH OBLIO
0,3 aT™.

Pacnbuienne mosydeHHON MUIIEHU ITPOBOAWIIA HA
YCTaHOBKe «Huxra 2012» IIPOU3BOJICTBA
«000 JlabopaTopus BaKyyMHBIX TEXHOJIOTHUI
(Beams & Plasmas)». B xadecrBe mosJiosex ObLIM HC-
MIOJIb30BAHBI IIJIACTUHBI W3 HEp:KABEIIeill cTajau pas-
mepom 20x20 MM, a TaK:Ke MOHOKPHCTAJLJIBI KPEeMHUS.
MoHokpucTaLIBl KPEMHUST HUCII0JIB30BAJIUCH JIJIST OIIpe-
JeJIeHUs TOJIIIMHEI IOKPBITHS HA IIOIEPEeYHOM CKOJIE.
Tlepen HaHeceHWeM MOKPBITUI MOBEPXHOCTDH ITOJJIOMKEK
00pabaThiBaIach IIyYKOM APrOHOBOM ILJIA3MBI C IIOMO-
IIFI0 MOHHOTO MCTOUYHHKA mpu Hanpsirernu U = 2,5 kB
B Teuennu 10 MuH. ¢ BpameHueMm 25 o0p/muH. Pacxox
aproHa CoCTaBWJI 1 Ji/4.

Belio HameceHo nBa THIIAa TOKPHITHN. B mepsoM
ciayuae HaHecenue mOKpeITHa SiC-AIN ocyrecTBIIsiyIoch
MAarHEeTPOHOM IIpHA CTAOMJIM3MPOBAHHOM TOKE BEJINYU-
HOI 2,5 A Gea BpameHus. MoIITHOCTE MarseTpoHA CO-
craBwiia 1 kBr. Pacxomx aprona cocrasun 4 sifu. Jlasire-
Hue ocratouyHoro rasa cocraBmiio 0,4 [Ia. Bo BTopom
ciayudae, HaHecenue mokpbiTus SiC-AlN ocyiecTsiisiioch
MAarHeTPOHOM IIPpU CTAOMJIM3MPOBAHHOM TOKE BEJINYU-
Hoit 2,5 A Oes BpamieHus. MOIIHOCTE MArHETPOHA CO-
crasmia 0,8 kBr. Pacxom aproma cocrasui 4 ji/4., asora
5 si/u. JlaBimeume ocratounoro rasa cocrasmio 0,5 Ila.
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Bpemst Hanecenust mokpeITHil 1A 00eMX cepuii 00pas-
108 cocraBmiio 60 muH. Paccrosume oT muieHn 1o 06-
pasiia coctaBmIIO 0Koj0 85 mm. TosuHa MMOJIyIeHHbBIX
nokpertuii cucreMbr SiC-AIN — 1,5 mem. M3obpaskenue
IIOIIEPEYHOT0 CEUCHHUS (IOKPBITUA—IIONJIONKKA» IIPHBE-
JeHo Ha puc. 1.

Puc. 1 — Uso0paskeHre IOIEPEYHOTO CEUYEeHUS I0JIYIEHHOTO
noxpertua SiC — AIN B cpeme aprona

OJIeMeHTHBIN COCTAB MOKPBITUHI OIPEesIsiyICA IIyTeM
aHaJIM3a CIEKTPOB XapaKTepPUCTUYECKOTO PEHTTEeHOB-
CKOTO M3JIyYEeHUs C IOMOIIbI0 CIIEKTPOMETPa BCTPOEHHO-

ro0 B PAaCTPOBBIMA SJIEKTPOHHBIA MHUKPOCKOI. CIeKTpHI
a1l

2.50 3.00 kev
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XapaKTepPUCTUYECKOTO PEHTTEeHOBCKOTO H3JIyYeHUs |
3JIEMEHTHBIM COCTAB IIOKPBITUHM IIPEJICTABJIEHBI Ha
puc. 2.

Ta6auma 1 — CocTas ocTaTOYHOro ra3da B KamMepe HaIlbLIe-
Husa: Ar

Element Wt % At %
CK 15.43 26.09
NEK 15.83 22.96
OK 0.38 0.48
AlK 34.03 25.62
SiK 34.34 24.84
Total 100.00 100.00

Ta6auma 2 — CocTaB 0CTaATOYHOrO rada B KamMepe HaIlbLiIe-
Hus: 44% Ar + 56 % N

Element Wt % At %
CK 6.59 11.44
NK 24.10 35.88
OK 0.27 0.35
AlK 35.26 27.25
Si K 33.78 25.08
Total 100.00 100.00

3.00keV’

.00 2.50

Puc. 2 — CrieKTphI XapaKTepUCTUIECKOT0 PEHTIEHOBCKOTO U3JIyYeHUsT 3JIeMeHTHOro coctaBa mokpertrit SiC-AlIN

Kax BumHO M3 pe3ysbTaTOB MCCIENOBAHUS IIPU IIO-
Iade B KaMepy JOIOJHUTEJIFHOIO a30Ta KOHIIEHTPAIIUS
a3ora B IIOKPHITHU Bo3pacTtaeT ¢ 23 % mo 35 %, a comep-
sKaHMe yriepona magaer oT 26 % mo 11 %. Conmepsxanue
QIOMUHUS YU KPEeMHHUsS B IIOKPHITUM HE MEHSEeTCS.
HeobxommMo oTMETHTD, UTO COOTHOIIIEHNE aTOMOB KpeM-
HUS U JIIOMUHUS B MTOKPBITUY ITpuMepHO 1:1, T.e. Takoe
JKe Kakoe W OBbLJIO 3aJI0KEeHO B MHUIIEHH, IPUYEM OHO He
3aBHUCHUT OT COCTaBa OCTATOYHOTO Ta3a B KaMepe U OT
MOIITHOCTH MAarHeTpPOHa. JTO CBHIETEJIBCTBYET O TOM,
YTO CKOPOCTH 9PO3UHU PASJIUUYHBIX KOMITOHEHTOB KOMIIO-

3UITUOHHONM MUINEHU OJIM3KK, YTO JAaeT BO3MOMKHOCTH
TOYHOTO PEryJIUPOBAHUS COCTABA IOKPHITUN, MEHSS
COCTaB MUIIIEHH IIPU HEOOXOIMMOCTH.

MuKpoTBEpIOCTh IIOJYYEHHBIX IOKPHITHN OIpese-
JIJTUCH C TIOMOIIBIO yJIBTPA MHUKPOTBepaoMepa (UpPMBI
Shimadzu. Jyiss uamepeHus MCII0Ib30BaAIACH THPAMU/I-
ka Buxkepca. Harpyska Ha nmupamunky Oblira BEIOpaHa
50 MmH, uro obecmeunmsio mOrpy:keHHE IUPAMUIKHA HA
rIyouHy He OoJiee 1/5 OT TOJIIIUHBI IMOKPBITUS, YTO KC-
KJIIOUMJIO BJIMAHNE IIONJIOKKM HA H3MepeHue. DBwLIo
00HAPYKEHO, UTO IPU J00ABIEHUN a30TA B BAKYYMHYIO
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W CCNETOBAHUE BJINAHUSA COCTABA OCTATOYHBIX TA30B...

KaMepy B Ipoliecce HAIBLIEHUS MHKPOTBEPOCTH I1a1a-
er ¢ 3320 HV mo 1600 HV.

W3HOCOCTOMKOCTD TOKPBITHI OIIpeessaach o pe-
3yJIbTATAM CKJIEPOMETPUYECKUX UCIIBITAHUS C IIOMOIIBI0
CKpeTd-TecTepa «REVETEST» dbupmb CSM
Instruments.

Wcnerranvsa OBIM  IIPOBEIEHBI IIPU  CJIEAYIONTAX
YCJIOBHUSX: Harpy3ka Ha WHAeHTop Hapacraia ot 0,9 mo
50 H, cropocts — 1 MM/MUH, JJIMHA I[APAINHB COCTABH-
na 12 MM, ckopocts Harpyskeuus — 4 H/vuu. Jjis moy-
YeHUs JOCTOBEPHBIX DPE3yJIbTaTOB, MIPOBEJEHO HaHece-
HHUe TpeX IlapaluH Ha Kaskabli oopaserr. MomeHT anre-
3MOHHOTO WJIH KOTe3WOHHOTO DPa3PYUIeHUs ITOKPBITHS
durcHpoBaIH TTOCITIE UCTIBITAHUM BU3YATIBHO C IIOMOIIHI0
OITHUYECKOTO MHKPOCKONA, 00OPYIOBAHHOTO ITH(PPOBOML
KaMepoii, a TaKkMke 10 U3MEHEHHIO aKyCTUYECKON dMUC-
cuu u Koa(ppuitmeHTa TpeHus. B pesyspTraTe HCIBITA-
HUHW  OHpeJesisiii  MUHUMAJIBHYI (KPUTHYECKYIO)
Harpy3ky Lc, KOoTOpas NMPUBOAMIIA K PA3PYIIEHUIO II0-
KpBITUs. Pe3ysibTaThl MCIIBITAHUM aJre3UOHHON U KOTe-
3MOHHOM IIPOYHOCTH OKCIIEPUMEHTAJIBHBIX 00pasIoB
OpuBedeHbI HA PUC. 3-4.

W3 pe3ysnbTaToB CKIEPOMETPHUYECKUX WCHBITAHUN
BHJIHO, YTO K09 HUIINEeHTHl TPEHU JJI 000UX IIOKPBI-
T OPU HU3KUX HATPY3KaX HeTAJIeKH U JOCTUTAIOT
sHavenusa 0,16 m BospacTamwT A O0OOMX IIOKPBITHI
IpU TOSIBJIEHUM TPEIIMH W WX OTCIaWBAHUU IIpU
0OJILIIMX HArpy3Kax. BbLI0 00HAPYKEHO, YTO MAaKCHU-
MaJIbHAsA HATPY3Ka, IIPU KOTOPOM IIPOMCXOIUT Pa3py-
[IeHNe TOKPHITUS YMEHBIIAeTCs IIpU J100aBIEeHUN a30-
Ta B KaMepy.

25 ym

L(‘l — 4,43 H,
rkoappunment Tperust n=0,07

LCl = 5,86 H.
roapurent rperus p=0,12

Lez =12,57H,
koappurirert rpernst p=0,2
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Puc. 3 — llamenenne koadduirmeHTa TpeHUS U aKyCTHYECKOM
OMUCCHHU IIPH HATPy3Ke Ha obpaaerr ¢ mokpbrrueM: a — SiC-AlN;
6 — (SiC-AIN)N

L('z — 10.21 }I, L(‘,3 = 38,14 H

roadpputment tperust p=0,16

rkooppunpent rperus n=0,54

Les =22,19 H,
roappurment Tperns u=0,5

Puc. 4 — Onruueckoe msobpaskenue mosepxuHocT cTpyKTyphl mokpeituii SICAIN u (SiCAIN)N B 30He paspylieHus B auamnasoHe

"arpysok 0,9-50 H
3. BBIBOJbI

MeTo10M MATHETPOHHOIO PACIBLICHUS KOMITO3UIIHU-
OHHOU MWUIIEHH B aTMocdepe aproHa W ra3oBOM CMeCH
Ar+N 6butn mosmydensr mokpeiTus SiC-AIN Ha moBepx-

HOCTH HEep:KaBeIoIlell cTaju. DBhIIo 00HapyKeHo, 4To
nobaBiieHHEe a30Ta B KaMepy YBEJMYHBAET ero Cojep-
sKaHNME B IOKPBITHH, 4 TAKMKE YMEHBIIAET COIep:RaHMIe
yriiepoga. CooTHOIIeHVE AJIOMUHHUA W KPEMHHSA I[IPU
M3MEHEHUM COCTaBa OCTATOYHOI'O ras3a He MEeHSeTCs.
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TBEepAbIM ¢ M3HOCOCTOMKNM KOMIIOHEHTOM. 9TO IIo4-
TBepXKIOaeTCda pe3dyJibTaTaMK HCCJIEJOBAHUA 3JIEMEHTHO-
T'0 cocTaBa HORpBITI/IfI.

JlobaBiiernre B kamMepy a3oTa IPUBOJUT K YMEHbIIEHUIO
TBEPAOCTH U aJre3WMOHHON IIPOYHOCTU IOKPBITHH. ITO,
BepOATHee BCETO CBSI3aHO C YMEHBIIeHNEM COJIepsKaHM
KapOuga B IOKPBITUM, KOTOPBIM sIBJsieTcss Hawmbosiee

Investigation of the Effect of the Composition of Residual Gases on the Hardness, Adhesion
Properties and the Composition of SiC-AIN Coatings Deposited by the Magnetron Sputtering

I.Yu. Goncharov!, D.A. Kolesnikov!, V.Ju. Novikovl, M.G. Kovaleval, S.V. Lytovchenko?, B.A. Mazilin2,
D.V. Horokh?, V.M. Beresnev2 David Alejandro Diaz Yanez!

1 Belgorod National Research University, 85, Pobedy Str., 308015 Belgorod, Russia
2 V.N. Karazin Kharkiv National University, 4, Svobody Sq., 61000 Kharkiv, Ukraine

By means of slip castings from the pure micron-sized powders of SiC and AIN in a molar ratio of 1:1, a
SiC-AlN target was produced for subsequent magnetron sputtering in the form of a disk with a diameter of
100 mm. The total number of additives activating the sintering and obtaining a low-porous material in the
SiC-AIN composite did not exceed 1 %. The coatings on the surface of stainless steel and monocrystalline
silicon were obtained my means of magnetron sputtering of the composite target. The results of the inves-
tigation of the effect of argon-nitrogen ration environment on the structure, composition, mechanical and
adhesive properties of the coatings are presented. Two series of samples were manufactured with the fol-
lowing parameters: 100 %Ar, 44,4 % Ar + 55,6 % N. The thickness of the coatings obtained was about
1.5 pm. The hardness of the coatings was determined from the analysis of the load-displacement curves
obtained with the help of an ultramicro-hardness by SHIMADZU company tester. For coatings deposited in
an argon atmosphere, the microhardness was about 3320 HV, and for the coatings deposited in an Ar + N
atmosphere was — 1600 HV. It was also found that the injection of nitrogen to the experimental chamber
reduces the adhesion strength of the coatings by the factor of 1.5 times.

Keywords: Magnetron sputtering, Adhesion, Composite target, Microhardness.

JocaigkeHHsa BILIMBY CKJIAQy 3aJUINKOBHUX ra3iB Ha TBEPAiCTh, aAre3iiiHi BJIaCTUBOCTI i ese-
menTHUNI ckaan nokpurtiB SiC-AIN, HaHeCeHuX MeTOI0M MATHETPOHHOT'O PO3IUJICHH

L.IO. Tomuapos?, II.A. Komnecnikos!, B.IO. Hosikos?!, M.I". Kosanesal, C.B. JIutosuenro?, 5.A. Masimn?2,
J1.B. T'opox2, B.M. BepecuenZ David Alejandro Diaz Yanez!
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MeTomoM IIJIMKEPHOTO JIUTTSA 3 YMCTUX HMOPOIIKIB MiKpoHHOr0 po3Mipy SiC i AIN B MoJIspHOMY CIIIBBif-
"omeHHi 1:1 Oysa BurorosseHa mimeHb SiC-AlIN 171d mogaablroro MarHeTPOHHOTO POSMUJIEHHS y BUTJIAIL
nwcka miamerpom 100 mm. 3arasibHa KUIBKICTH J00ABOK, 110 aKTUBYIOTH CITIKAHHS 1 OTPUMAHHS MaTepiaty 3
HU3bKOI0 mopucTicTio B KommosuTi SiC-AIN me mepeswmrryBasio 1 %. MeTogoM MarHeTpOHHOTO POSITUJICHHS
KOMIIO3UTHOI MiIlleHi OyJIy oTprMaHi IOKPUTTS HA MOBEPXHI HEP:KABIIOUYOL cTasIl 1 MOHOKPHUCTAIIYHOTO Kpe-
muio. [IpescraBieHi pe3ysibTaTy JOCITIPKEHHST BILIMBY CITIBBIHOINIEHHS Ta3iB poboduoi aTtmocdepy aproH-
a30T, HA CTPYKTYPY, CKJIAJ], MeXaHIYHI Ta aJre3ifHl BJIACTHBOCTI OTPUMAHUX MMOKPUTTIB. Bysio BUTOTOBIIEHO
2 cepii 3paskiB mpu HactynHux mapamerpax: 100 % Ar, 44,4 % Ar + 55,6 % N. ToBuHa OoTpUMaHHUX IIOK-
purTiB cKiasa 6ym3pko 1,5 Mxm. TBepaicTs IIOKPHUTTIB BH3HAYAJIOCS 3 AHAII3Y KPUBHUX HABAHTAKEHHS-
IepeMillleHHA OTPUMAHHUX 34 JOIIOMOrol yJbTpaMmikporBepmoMipa dgipmu SHIMADZU. na nokpurTis, Ha-
HeCeHMX B aTMocdepi aproHy, MiKpoTBepaicTh ckiaasia oausbko 3320 HV, mis moxkpurTis, HaHeCeHUX B aT-
mocdepi Ar + N — 1600 HV. Taxox 0ysio BUABJIEHO, 110 JOAABAHHS a30Ty B aTMocdepy KaMepr SHILKYE al-
res3ifiHy MIIHICTH IIOKPUATTIB IpHOIn3Ho B 1.5 pasn.

Kmouosi cnosa: Maraerpore posmuitenss, Axaresis, Kommosuraa mimesns. MikpoTBepaicTs.
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