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Pa3paboTaHa TeXHOJIOTHSA HU3TOTOBIICHUS IBYXCIOHHBIX METAIUTHYSCKIX OKCHIHBIX MIOKPBITHIA HA MOIOKKAX U3
CTEKJIa, CUTaJUIa U KPEMHUS C WCIOJIh30BAHNEM MOHHO-TUTa3MEHHON 00paboTKu B Bakyyme. Vcmomp30Baiics METO
MarHeTPOHHOTO PACTIBUICHUS TYTOIUIABKAX METAJUIOB B CPEe PEaKTHBHOTO Ta3a M AIEKTPOXUMUICCKOH 00paboTKH.
IIpoBeneHbl IUICOMETPUUECKUE U3MEPEHHUS CIEKTPa OTPAKEHUS OKCHIHOTO MOKPBITHUS LUPKOHUS IS pa3ivy-
HBIX YIJIOB OTPAa)KEHUS Ha IUIaCTUHAX KpPEeMHHUs U cutamia. IIpoBeaeHO 31€KTPOHHO-MUKPOCKOIIMYECKOE UCCIEN0-
BaHUE penbeda MOBEPXHOCTH MOKPHITHI B 3aBUCUMOCTH OT MIPEIBAPUTEIILHON MEXaHHIECKON M XMMHUIECKOH 0Opa-
6oTku. MccnenoBaHa TakKe YCTONUMBOCTH MONYYEHHBIX MOKPBITUH K XUMHUECKOMY M MEXaHHUECKOMY BO3Jeii-
CTBHIO.

Knwuesblte cnoea: okCuaHoe IMOKPBITHUE; TOJIHNHA; MAarH€TPOH; paClblJICHUEC, IJIa3Ma, KUCJIOPO; aproH.

RESEARCH OF THE PARAMETERS OF OXIDE METAL COATINGS
PRODUCED BY THE ION-PLASMA METHOD
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A technology has been developed for the manufacture of two-layer metal oxide coatings on glass, glass-ceramic
and silicon substrates using ion-plasma treatment in vacuum. For the formation of two-layer coatings on glass,
ceramic glass and silicon, the method of magnetron sputtering of refractory metals with the addition of reactive gas
at the final stage of coating deposition and the method of magnetron sputtering followed by electrochemical
processing were used. In the first case, when forming two-layer coatings using reactive sputtering, the coating
deposition process was implemented in the variant of applying an oxide coating on a pre-deposited coating of a
selected material (for example, aluminum, brass, steels and alloys) or in the variant of metal sputtering followed by
the deposition of an oxide of the same metal. In any case, for the deposition of metal oxide, it is necessary to ensure
a reproducible supply of a mixture of atomizing and reactive gases (argon and oxygen) into the vacuum working
chamber. For the second option, coatings of refractory metals up to 1 pm thick are used, after which electrochemical
treatment is carried out, as a result of which the surface layer of the metal coating is oxidized. Ellipsometric
measurements of the reflection spectrum of a zirconium oxide coating for various reflection angles on silicon and
glass-ceramic wafers have been carried out. An electron microscopic study of the surface relief of the coatings was
carried out depending on the preliminary mechanical and chemical treatment. The stability of the resulting coatings
to chemical and mechanical impact was also studied.

Keywords: oxide coating; thickness; magnetron; spraying; plasma; oxygen; argon.

BBenenne KOPaTUBHBIX U JAPYTUX, WU UX KOMOWHAIIHHA
[Ipon3BOACTBO MHOTHX W3JEIUNA HEBO3- B COBOKYITHOCTH C MaT€PHUAIOM IIOII0XKKH.
MOXXHO TIpEJICTaBUTh Oe3 HaHeceHUs (QyHK- B 3TO# CBSI3M AKTyaJIbHO CO3/ITaHHE BAKY-
UOHAJIBHBIX IOKPBITUH, TO €CTh OTHOCH- YMHBIX TEXHOJIOTMYECKUX YCTPOUCTB, MO3BO-
TEJIBHO TOHKHUX IOBEPXHOCTHBIX CJIOEB OIIpe- JIAOMUX  POPMUPOBATh  (PYHKITMOHATHHBIC
JIENEHHOTO cocTaBa. ['oBOops 0 (yHKIHO- HOKpPBITUA 3aJJaHHOI0 COCTaBa M CTPYKTYPHI,
HAJIBHOCTH, OOBIYHO HMMEETCs BBUAY IIOJIC3- B TOM YHCJI€ MHOT'OKOMIIOHEHTHEIE U MHOTI'O-
HO€ HCIIOJIb30BAHHUE PA3INYHBIX (DU3UKO - CJIOMHBIE TOKPBITHS HAa OCHOBE BaKyyMHO-
XMMHYECKUX CBOMCTB IOKPBITUH - MEXaHU- IJIA3MEHHBIX MPOIECCOB. ITO BAXKHO C TOUKHU
YECKUX, ONTUYECKUX, KATAITUTUUYECKUX, IE- 3pEHUsI PEUICHUs] AKTYalbHBIX IMPHUKIIATHBIX
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3a/1a4 B MPOMBIIIJICHHOCTH TIO0 HCIIOh30Ba-
HUIO CJIOEB, HAHOCHMBIX Ha pPa3IU4YHbIC W3-
nenusd. Ilpumenenue  pa3pabaTbIBaeMbIX
YCTPOMCTB W TJIa3MEHHBIX TEXHOJIOTUN TO3-
BOJINT HAaHOCHTH (DYHKIIMOHAIBHBIC TOKPHI-
TUSL CJIOXKHOTO COCTaBa W MPHUMEHSITHh BaKy-
YMHYIO 00paOOTKy yIsi yIydYIIeHHs Tapa-
METPOB MaTepUaJOB.

Cpenu MHOMKECTBA Pa3IUYHBIX METOJIOB
HAHECeHMs MOKPBITUH 0CO00€ MECTO 3aHH-
MalOT HWOHHO-TJIA3MEHHBIC TPOIECCHI, IMPO-
1IECChl MOHHOM W JIy4eBOW 0OpabOTKH MO-
BEPXHOCTH, 2 TaKXE COUYETAHHE HECKOJIBKUX
BUJIOB BaKyyMHOH 00OpabOTKH MOBEPXHOCTU
matepuanoB. Mx 3QQpeKTHBHOCTH 00YCIOB-
JieHa BO3MO>KHOCTBIO TOJYYEHUS! MOKPBITHIMA
BBICOKOW YHCTOTBI U OJHOPOJTHOCTH IO TOJ-
nHe, (GOPMUPOBAHUEM IMOKPBITUN pa3iny-
HOT'O CTEXHOMETPHYECKOTO COCTaBa, CIUIa-
BOB, MHOT'OCJIOMHBIX OKPBITUH, COCTUHECHUIN
TUTNIA OKCHJIOB, HUTPUIOB U KapOHUIOB Me-
tajos [1].

MeTtoanl ucciaen0BaHus

Jnst opmupoBaHus BYXCIOMHBIX MeTa-
JI0-OKCUJHBIX TOKPBITHI, B TOM YHCJE IO-
kpbiTHit  Zr-ZrOz, Ta-Ta20s, Ti-TiO2 Ha
CTEeKJIe, CUTaie, KPEMHUH U CIIoAe Obuin
MCIIOJIb30BaHbI 2 METO/A:

- METOJ MarHeTPOHHOTO PAaCHbLJICHHS KaTo-
noB-muineHeit Zr, Ta, Ti ¢ qobaBieHueM pe-
aKTUBHOTO Ta3a HAa KOHEYHOW CTaJuu oca-
JKJICHHS IOKPBITUI;

- METOJ MarHeTPOHHOTO PaCHbLICHHUS KaTo-
nos-muineneit Zr, Ta, Ti ¢ mociemyroiei
AJIEKTPOXUMHUYECKOU 00pabOTKOM (aHOIHBIM
OKcuaupoBaHuem) [2].

B mnepBom cnyuae mpu ¢GopMUpPOBaHUU
JIBYXCIIOMHBIX IOKPBITUH C UCIIOJIb30BAHUEM
PEaKTUBHOTO PACIBUICHUS MPOIECC OCaKIe-
HUSl TIOKPBITHI MOXET OBITh pEaJin30BaH B
BapHaHTE€ HAHECEHHS] OKCHUIHOTO TOKPBITHS
Ha 3apaHee OCAXKICHHOE TOKPHITHE U3 BHI-
OpaHHOrO Martepuasia (HampuMmep, alarOMH-
HUS, JIATYHH, CTAJICH U CIUIaBOB) WM B BapH-
aHTe pacHbUICHUS MeTallla C MOCIETYIOIMINUM
OCXKICHUEM OKCHIA ITOrO XK€ MeTaa. B
JTI000M ciy4ae Al OCaKICHHSI OKCHIA Me-
Tayuia (HampuMep, TUTaHa, IIUPKOHUS, TaHTa-

Jla, IUHKAa) HEOOXOIMMO O00ecneduTh BOC-
MPOU3BOJUMYIO MOJa4y B BaKyyMHYIO pado-
YyI0 KaMepy CMECH pacCIbUISIONIETO W peak-
THUBHOTO ra3a (aproHa u KMUCIOpo/a).

Hccnenyembie 00pasiibl Ha Bpariaronieics
OCHACTKE Ipe/BapUTEIbHO 00pabaThIBAIUCh
MOTOKOM IDIa3Mbl aproHa MpU JaBJICHUH pa-
6ouero rasa nopsaka 107! Ia, HanpssxkeHHAxX
Ha aHoze 10 5 kB tokamu no 50 MA B Teue-
Huu 5-10 muH. [Ipu 3TOM TII0CKHE 00pa3IlhI
HarpeBaiuch 10 temmeparyp 350-380 K. 3a-
TEM BKJIIOYAJICS HMCTOYHUK MarHeTPOHHOTO
pachbUICHHUS] U TTPOBOMIOCH OCAXICHHE TO-
KpBITHI TipH HanpspkeHusx Munyc 440-550 B
u Tokax paspsna 2.0 A. Ilpu stom o6paboTka
HMCTOYHUKOM IUTIa3Mbl MOXKET MPOJOJIKATHCS.
Jlnst ocaxieHus] OKCUIHBIX MOKPBITHHA IPO-
BOJWJIOCH HaTeKaHUE KHUCIOPOJa OT OTIENb-
HOTO HaTeKaressl Ui MOJNyYeHHs] Tra30BOM
cmecu Ar-O2 B COOTHOIICHHUU JaBJICHUN
(10:1-10:2) mo Bakyymmerpy. CkopocTh
OC@XICHUS METAIMYCCKUX TOKphITUH Ti,
Ta, Zr cocrapnsuia nmpuMepHo 1-2 HM/c, pu
OCXKICHUM OKCUJHBIX MOKPBITHII CKOPOCTH
ocaxkJieHHsl majana Ao 3HadeHwit 0.5 HM/C.
TonmmHaa NOKPHITHHA, N3MepsieMasi MUKPOUH-
tepdepomerpom BapbupoBanack or 0.1 mo
1.0 MKM, TONIIUHA OKCHUAHBIX MOKPBITHI HE
npessimana 0.6 MKM.

PesyabTaThl 1 HX 00CyKIeHME

Ha puc. 1 npuBeneHsl CHEKTpbl OTpaxke-
HUS OKCHJHOTO MOKPBITHS LHUPKOHUS JUIs
Pa3IMYHBIX YTIOB OTPAKECHHUS.
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Puc. 1. CnekTps! 0TpakxeHus MOKPBITHS OKCHJIA LIUP-
KOHUS

JIByXCJIOMHBIE TIOKPBITHS MOTYT OBITH HC-
MOJIB30BAHbl IS TOJNIYYEHHUS psifa JIeKopa-
TUBHBIX 3G (PEKTOB HA TIOBEPXHOCTH psiaa Ma-
TEepPHAJIOB, B YaCTHOCTH, CTeKIa, (apdopa,
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UCKYCCTBCHHBIX M TPHUPOJIHBIX KaMHsIX. B
YaCTHOCTH, MOTYT OBITb C()OPMHPOBAHBI PH-
CYHKH C 3aJIaHHOM TOMOJIOTUEN MMOBEPXHOCTH
U IBETOBBIM OTTEHKOM. Takke TakKue IIo-
KPBITHSI 00€CIIeUYNBAIOT BO3MOKHOCTh CO3/1a-
HUSI 3€pKajl C CEJICKTHUBHBIM OTPaKCHHUEM,
HaIrpuMep, Il aBTOMOOUIIBHBIX 3€pKaJl 3a/1-
Hero Buaa ¢ 3PGEeKToM CHIKCHHS OCIIeIIe-
HUSI B HOYHOE BpEMsl.

Kaxk nokazanu uccrienoBanusi, IOPUCTOCTh
(bOopMUPYEMBIX OKCHUIHBIX TMOKPBITHI 3aBH-
CUT OT NPEABAPHUTEIbHON TOJITOTOBKHU TIO-
BEPXHOCTH MaTepuaja, €ro IIepoXOBaTOCTU
U TOJIIMHBI OKCHUIHOTO MOKPHITHA. {5 mo-
JUPOBAHHBIX MMOBEPXHOCTEU, MpEIBAPUTEIb-
HO OYHUIIEHHBIX XUMUYECKH (B KUIISIICH ITe-
PEKHCHO-aMMHA4YHOW CMECH) U C HCIIOJIB30-
BaHHMEM THIPOMEXaHWYECKOH 00paObOTKH TMO-
BEPXHOCTH MOPUCTOCTh OKCUIHBIX MOKPBITUN
tommuHor O6osee 0.4 MkM He TipeBbImaet S0-
200 nop/cm? (M3MepeHus M0 KOIUYECTBY ITy-
3BIPPKOB Ha TOBEPXHOCTH B JIUCTHILIUPO-
BaHHOH Boje u HanpspkeHun 10-30 B mexy

METAJUIMYECKUM TOJICIIOEM W  BHEIIHUM
AJIEKTPOJIOM).
HccnenoBanusi  MOKa3ald  BBICOKYIO

YCTOMYMBOCTb OKCUIHBIX MOKPBITUN TaHTAJIA
u mupkonus ToimuHoi 0.3-0.6 MM K pac-
TBOPUTEJSIM, KMCIIOTaM M 1ienodaM. Tak, ec-
JY CJION LIMPKOHMSI U TaHTajua JIETKO paspy-
mraerca B 2-3% pacTBope IJIaBUKOBOM KHC-
JOTHl WJIM CMECH Aa30THOW M IIJJABUKOBOU
KHCJIOT, TO CJIOM OKCHJA OCTaeTCsi yCTOWYM-
BBIM K 3TOMYy BO3JeHcTBUIO. KuciorocToii-
KOCTh B LI€JIOM yBEJIMYUBAETCS B COTHU pa3 U
Oonee. Pazpyiienne npoucXOIUT TOJIBKO B
o0jacTy Mop B MOKPBITUU. DTO IMO3BOJISIET
pu HEOOXOUMOCTH YBEIUYUTh KOPPO3UOH-
HYI0 CTOMKOCTb M3JEJIUN W3 CTajed U CIuIa-
BOB 32 CYET BAKYYMHOI'O HAHECEHMs TaKHX
CJIOEB.

Bonpuioil mHTEpEC NPEACTABISIIOT MeXa-
HUYECKHE CBOMICTBA HCCIIETYEMbIX IOKpBI-
THWA, KOTOPBIE OMpPEAENAIOTCS KOMILIEKCOM
MpeBapUTEIIbHOM XUMUYECKOH 00padoTKu
MOBEPXHOCTU MAaTEpPHAIOB, BAKYYMHOW ITy4-
KOBO-TUUTAa3MEHHOW 00paboTKOM W mapaMmer-
pamu (HOpMUPYEMOTO MOKPBITUS. MexaHnuye-
CKasg CTOMKOCTb HOKPBITMH (aare3uoHHas

MPOYHOCTH) OLEHWBAJIACh METOJIOM HOp-
MaJIBHOTO OTPBIBA IMPHUKJIEEHHBIX CTaJIbHBIX
CTepIKHEHl ¢ TIONIA b0 KOHTaKTa 1 MM2,

VcnbiTanus Ha LapamnaHue TBEPAbIM HH-
JICHTOPOM TOKPBITHI TOMIIUHON oKkoio (.6
MKM TaKKe€ IMOKa3bIBalOT 3HAUEHUs aaAre3u-
oHHoW mpouHoctu cBbiie 100 MIla. Ilpu
aOpa3sMBHOM H3HOCE MOKPBITUI HAOMI01aeTCs
MOCTETNICHHOE M3MEHEHHUE IIBETA MOKPBITUS U
OTCJIOCHHE TOKPBITHS B OTAEIbHBIX 30HAX C
MMOHWKCHHOM anre3ueir (He Oonee 1-5% or
oO1mei momanm).

B menoM Takue MOKpHITHS HA TBEPIBIX
IOJMPOBAHHBIX MaTepuajlax, B YacTHOCTH,
CTEKJIOTIOI00HBIX TOJIOKKAX, IMPEICTaBIIs-
IOT UHTEpecC Ul pslia NPaKTUYECKUX ITpUMe-
HEHMI, B YaCTHOCTH, B KauecCTBE 3aIUTHO-
JIEKOPATUBHBIX TOKPBITUA U XUMHUYECKU
YCTOMYMBBIX CJIOEB.

3aki0ueHne

IIpoBeneHsl uccienoBaHus Mo GOpMHUPO-
BAHMI0 MHOTOCJIOWHBIX IIOKPBITMH M HX
IUIa3MEHHOW 00paboTKe B YCIIOBMSX Bakyy-
Ma. MccnenoBaHnbsl CIEKTPBI OTPaKEHUs, I10-
BEPXHOCTHAsI TOMOJIOTHS, CTOMKOCTH IOJY-
YEHHBIX OKCHUIHBIX IMOKPBITHM Ha LIEIOYHO-
KHCIIOTHOE M MEXAaHHYECKOE BO3JEHCTBUE,
pe3yabpTaThl KOTOPBIX IOKA3adu UX MPAKTH-
YECKYH0 NMPUMEHMMOCTb B Ka4eCTBE 3alIUT-
HBIX U JIEKOPaTUBHBIX CJIOEB.
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