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®OPMUMNPOBAHUME MOKPbITUN OKCUNAA LNPKOHWA
C NMYYKOBO-MNASMEHHOW OBPABOTKOW

A.M. Hazapos, A.N. KamapauH, LU.3. KypbaHb6aes
TalWKeHTCKNIA rocyaapCTBEHHbIA TEXHUYECKNI YHNUBEPCUTET,
yn. YHusepcuTeTCKan 2, TallKkeHT, Y306eKucTaH,
nazarov_58@rambler.ru, kadmon@bk.ru, shuhrat7969@ mail.ru

Bbiny npoBefeHbl MCCMefoBaHWA PEeXUMOB (DOPMMPOBaHMSA, MOPGOMOrMA 1 (U3MKO-XMMUYECKUX CBOMCTB
HaHOpa3MepHbIX MOKPbITUIA ZrO2 Ha Si, NOMyYeHHbIX METOLOM MAarHETPOHHOrO PacrblIeHWs CrjaBa LMPKOHMS.
MOKPbITMA AMOKCUAR LIMPKOHMA Ha KPEMHWEBbIX NNacTMHAX WCCMefOBa/IMCb METOAaMU CKaHWUPYIOLLEA 31eKTPOH-
HO MWKPOCKOMUW, pamMaHOBCKOW MUKPOCKOMMW U 3HEProAMCrepCYOHHON0 PEHTIeHOBCKOr0 MUKpoaHanmsa. Wc-
CNefoBaHMA NoKasaav, YTO TOALWMHA (hOpMMPYeMbIX MOKPbITUIA ZrO2 NponopLMoHaibHa BPEMEHN UX OCaXAEHUSs
MpW NPOYMX PaBHbIX YCNOBUAX (TOK paspsja, AaBNeHue rasoB, paccTosiHne). CKOpPOCTb OCXKAEHWA NMOKPbITUIA [0-
cturaet 1.0 HM/C, YTO B HECKOMIbKO pa3 MeHbLLE CKOPOCTU OCXKAEHWS LIMPKOHUSA. CHMKEHWE KOHLEHTpaLmn Knc-
Nopofa NPUBOAUT K OCAKAEHWIO METa/I/IMYECKOro Cos, a PoCT [aBNeHVs KMUCNopoga Pesko CHUXaeT CKOpPOCTb
OC&XX[EeHUs, BMAOTb 4O HY/EBbLIX 3HaueHWid. MccnegoBaHbl XMMUYecKas CTOMKOCTb MOKPbITUA ZrO2 B pacTBOpe
MM1aBMKOBOI KMUCNOTbI M HANPsHKEHMA NPo60os Mexay 30HAO0M Ha MOBEPXHOCTM OKCMAA U KPEMHWEBOI MOAJIOXKKOM C
METaIIMYECKNM MOKPbITUEM Ha TbifIbHO CTOPOHE. lVccnefoBaHWs noKasanu BOSMOXKHOCTb PEaKTMBHOMO MarHe-
TPOHHOIO HaHeCeHUs MOKPbITUIA ZrO2 co CKOPOCTbH OCAXAEHWSA 40 1 HM/C Mpy ONTUMasIbHOM COCTaBe cMecn Ar-
O2. MokpbITns ZrO2 TonwmHoi 4o 500 HM OTAMYAKOTCS BbICOKOW XMMUYECKOI CTOMKOCTLIO. HanpshkeHne npobos
MoKpbITWA gocturaeT 190 B 1 6onee.

KntoueBble coBa: Nia3ma; LMPKOHWIA; PEaKTUBHOE PacrblieHNe; KPEMHWIA; NOKPbITUE; XMMUYECKas CTOWKOCTb;
3NEeKTPUYECKMIA NPOBOIA.

FORMATION OF ZIRCONIUM OXIDE COATINGS
WITH BEAM-PLASMA TREATMENT

A.M. Nazarov, A.l. Kamardin, Sh.Z. Kurbanbaev
Tashkent State Technical University, 2 University Str., Tashkent, Uzbekistan,
nazarov_58@rambler.ru, kadmon@bk.ru, shuhrat7969@ mail.ru

The modes of formation, morphology and physicochemical properties of nanosized ZrO2 coatings on Si obtained
by magnetron sputtering of zirconium alloy were studied. Zirconium dioxide coatings on silicon wafers were studied
by scanning electron microscopy, Raman microscopy and energy-dispersive X-ray microanalysis. Studies have
shown that the thickness of the formed ZrO2 coatings is proportional to the time of their deposition, all other
conditions being equal (discharge current, gas pressure, distances). The coating deposition rate reaches 1.0 nm/s,
which is several times lower than the deposition rate of zirconium. A decrease in oxygen concentration leads to
deposition of a metal layer, and an increase in oxygen pressure sharply reduces the deposition rate, down to zero
values. The chemical resistance of ZrO2 coatings in a hydrofluoric acid solution and the breakdown voltage between
a probe on the oxide surface and a silicon substrate with a metal coating on the back side were investigated. The
studies have shown the possibility of reactive magnetron deposition of ZrO2 coatings with a deposition rate of up to
1 nm/s with an optimal composition of the Ar-O2 mixture. ZrO2 coatings up to 500 nm thick are characterized by
high chemical resistance. The breakdown voltage of the coating reaches 190 V and more.

Keywords: plasma; zirconium; reactive sputtering; silicon; coating; chemical resistance; electrical breakdown.

BBeaeHue OKCU[O0B LMPKOHUA W ApPYrUX MeTannoB B

BakyyMHble MeTOAbl OCaXAEHUSI MOKPbI- YCNOBUAX BaKyyMa MCMONb3yeTcs ANf MHO-
WA 06NnafaldT ONpefeNeHHbIMU  JOCTOUH- rMX 3afa4y MUKPO3NEKTPOHUKK. Lienecoob-
cTBamMn. TaK, OCaXAeHue TOHKUX MOKPbITUIA Pa3HOCTb WCMONb30BaHWUSA TOTO WM MHOMO
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mMeToZa (OPMMPOBAHUA OKCUAHLIX MOKPbI-
TUIA OnpefensieTca C y4yeToM WMeroLWerocs
obopypfoBaHua, MaTepuasoB M napaMeTpoB
(hopmupyembiX NOKPbITUIA [1].

BaxHyl posb urpaet co3gaHue Kaue-
CTBEHHbIX TOHKUX MOKPbITWIA C BbICOKOW AMN-
3N1eKTPUYECKON NPOYHOCTLIO. [lnokcug uump-
KoHua ZrO:2 npefctaBnsetr coboh nonva-
MOP(HbIA MaTepuan c Tpems Kpuctaninye-
CKMMK (hazamum.

XVMWYECKMe 3M1IEMEHTbI U WX COefuHe-
HUS, TUNWYHbIE BANEHTHbIE 3/1EKTPOHHbIE
KOH(UTypaLmm CBA3aHHbIX aTOMOB COefuHe-
HUa ZrO2 MMewT CTPYKTypy (awooputa u
KpUCTannu3yoTcs B Ky6MYeCKO NpocTpaH-
CTBEHHOW rpynne. Zr4+ cBA3aH C BOCEMbIO
3KBMBaNEHTHbIMKU atomaMu O2~ B 06bEMHO-
LEHTPUPOBAHHON KybBWYECKON reoMeTpun.
[OnunHa Bcex ceBsizein Zr-O cocTaBnser 0.22
HM. O2~ CBA3bIBAETCA C 4YeTbipbMs atoMamu
Zr4+, obpa3ys CMeCb Yepefyrolimxcsa Yyrno-
BbIX U pebepHbIX TeTpasgpos OZr4. Tenso-
nposogHocTb cocTtaenset 0.03 Bt/cm-K, au-
3/IeKTpmnyeckas npoyHocTs 15. HaHo4acTuubl
ZrO2 MMelOT TeTparoHaNbHY (opmy cpej-
Hero pasmepa B gunanasoHe 30-50 Hwm.

Cpean MHOTUX TOHKUX AN3NTEKTPUYECKUX
NOKPbITUA ZrO2 NPeBOCXOANUT UX MO LU3NEK-
TPUYECKUM CBOWCTBaM. TaK, TOHKME MOKpPbI-
TMA AUOKCMAA LMPKOHUA C MUKPOCTPYKTY-
poli n onpefeneHHbIMWU ONTUYECKUMU CBOI-
CTBaMU fABNAKOTCA NIyYLWMMU OKCUAAMWU Me-
TannoB Npu M3MepeHUAX BNAXKHOCTU BO3AY-
xa.

OpfHako MHOroob6pasve napameTpoB (op-
MUPOBAHNA OKCUAHbLIX MOKPbITUI U Pexu-
MOB 00paboTKM CTPYKTYpPbl  MOKPbITME-
NoAJ/I0XKKA He NMO3BONAT OLHO3HAYHO onpe-
[eNnTb U CNpPOrHO3MpoBaTb WX CBOWCTBA.
MpakTuyeckas peannsauns MeETOLOB OcCa-
XAEHNA OKCUAHbLIX MOKPbLITUIA B psage cnyda-
€B OC/IOXXHSETCA OTCYTCTBMEM 0600LLEHHON
METOAMKM W ONTUMANbHOIO TeXHOo/orunye-
CKOro npotecca noayyvyeHns NoKpbITUA.

MeTogbl uccnefosaHus
Bblin NpoBefeHbl UCCNef0BaAHUA PeXU-

MOB (popMupoBaHua, Mopgonorum n usn-
KO-XMMWYECKNX CBOWCTB HaHOpPa3MepHbIX
NoKpbITUA ZrO2 Ha Si, NOAYYEHHbIX METO-
AOM  MarHeTpPOHHOrO pacnblfieHUsa cniasa
LUMPKOHMA. B paboTe 6bin Mcnonb3oBaH Ba-
KYYMHbI/i MarHeTpPOHHbIA MeToJ[ pacnblne-
HUSA KaTo4O0B-MULLEHEN LUpKoHUA (cnnae Zr-
Nb Tuna 39-110) ¢ npefBapuUTeNbHON NMYy4YKO-
BO-Nfa3MeHHOW 06paboTKon nognoxek. B
KayecTBe paboueil Kamepbl Oblna MCNOMb30-
BaHa MO[epHM3MpOBaHHas BaKyyMHas ycTa-
HoBkKa YBH-75P-1 cO BCTPOEHHbIMW MCTOY-
HUKaMW MarHeTpOHHOrO pacnbl/IEeHNs  WUc-
TOYHUKOM MYYKOBO-M/Ia3MEHHOr0 MOTOKa W
NOABMXHOW OCHaCcTKoM Ans 06pasyos [2].

O6pasybl KpeMHUEBLIX MIACTUH CO CNOA-
MW AMOKCUAA LUPKOHWUA UCCnefoBannch me-
TOAAMWN CKaHUPYHOLLLE 3NEKTPOHHOW MUKPO-
CKOMUK, pamaHOBCKON MWKPOCKOMUMU, 3Hep-
rogMcnepcMoHHOM PEHTreHOBCKOW CNeKTpo-
ckonun. Mopdosiornto MoBepxXHOCTU, MUK-
POCTPYKTYPY M XWUMUYecKui coctaB ZrO:
n3yyanum Ha yctaHoBke (Scios FEI, Quanta
200 3D) B pexume BTOPUYHBbIX M 06paTHO
pacCesiHHbIX 3/1EKTPOHOB NPW YCKOPSOLLEM
HanpseHun ot 5 go 30 kB. lMposogunuce
TaKXXe CpaBHWUTEeNIbHble UCCNeA0BaHMA OMTU-
YECKUX, 3NEKTPUYECKUX N XUMUYECKUX na-
pameTpoB NOKpbITUiA [3].

PesynbTaTbl U UX 06CyXaeHne

Kak nokasanu wuccnegosaHus, TO/LIMHA
(hopMUpyemMbIX MOKPbLITUIA AUOKCUAA LUPKO-
HWS NPOMOpLUOHaNbHA BPEMEHU UX OCaXje-
HUS NPU NPOYMX PaBHbIX YCNOBMAX (TOK pas-
pafa, [fasneHue ras3oB, paccTtosHud). Cko-
POCTb  OCAXAEHWA MNOKPbITUA  pocTuraet
1.0 HM/C, 4TO B HECKO/bKO pa3 MeHblle CKO-
pPOCTN OCaXAeHUA UUPKOHUA. CHMXeHune
KOHLUEeHTpaLMn Kucnopoga npueBoAMT K oca-
XAEHUIO MeTasiIMYeckKoro cnos, a pocTt Aa.-
NEeHNs Kncnopofa pe3ko CHMXKaeT CKOPOCTb
OCaXKAeHMWs, BNMOTb A0 HYNEBbIX 3HAYEHWUIN.
LiBeT nokpbiTMa (UBETOBYI Trammy) [Ans
TONWMH MeHee 700 HM onpegenseT racawias
NHTep(epeHLns, No KOTOPOMN MOXHO oOLle-
HUTb TO/LMHY MOKPbITUA.
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XumMnyeckas CTOMKOCTb MOKPbITUIA ZrO:2
oueHMBanacb MO CKOPOCTU paspyLleHus B
5% pacTBOpe nnaBuKoBoW kucnotbl (HF).
WccnefoBaHMa nokasanu, YTo eciiv MOKpbI-
TVe CcamMoro UMPKOHUA TonuwuHoi 500 HM
pacTBopsfeTcs B 3TOM pacTeope 3a 2-3 ce-
KYHAbl, TO CNOW [MOKCWAA LUPKOHUSA TO/-
wmHoi 300 HM He paspyuwaetcsa gaxe 3a 10
MUHYT. TMokpbiTne SiO2 TonwMHO!W 600 HM
pacTBopsAeTcs MeHee yeM 3a 50 CekyHS.

MpenBapuTenbHbIE WUCCNEA0BaHMA Hanps-
XeHnsa npobos cnos AUOKCUAa LUPKOHMSA
TonwwmHon 300 HM (npoboli Mexay 30HAOM
Ha NOBEPXHOCTWN OKcUAa N KPeMHWeBOW Mnoj-
NOXKOW C MeTal/INY4eCKUM MOKPbITUEM Ha
TbI/IbHON CTOPOHE) nokasann 60/bLION pas-
6poc HanpsxxeHua (ot 15 B go 190 B). Pac-
yeTbl MOKa3ann, UYTO HANPSXKEHHOCTb Mong,
[JOCTaToyHas Ans 3NeKTPUYecKoro npobos
Takoro cnoa ZrO2, HaxoguTca B npefenax
(5"105-6"106) B/cm.

[aHHble aHeprogucnepcMoHHOro aHanmsa,
COCTaB W PEHTreHOCTPYKTYPHbIA aHanu3 no-
BepxHoCcTU ZrO2 npeAcTaBfieHbl Ha puc. 1

Puc. 1 OHeproamMcrnepcuoHHbIA PeHTreHOBCKUIA aHa-
3 ZrO2

Kak BMAHO M3 MONYYEHHbIX pe3y/bTaTos,
yBe/InYeHNe TONLLMNHBI OKCULHOTO MOKPbITUSA
YMEHbLLIAET KOMMYECTBO HaHOpPa3MepHbIX
yactuu. AHanu3 Scios FEI nokasan, 4to ok-
CMAHOE MNOKPbITUE MOMIHOCTbI MOKPbIBAET
KPEMHUWEBYIO MOANOXKY B TO4YKax wu3Mepe-
HIS.

AHann3 ¢ NOMOLLbK PaMaHOBCKOr0 MUK-
pockona noepxHoctn ZrOz (puc. 2) noka-
3blBaeT, 4YTO WHTEHCUBHOCTb PaMaHOBCKUX
NVUHWIA yBENNYMBAETCA C YBE/IMYEHUEM KX
KonuyecTBa. B cnekTpe NpucyTCTBYIOT MUKM
146 cm-1, 172 cm-l, 257 cm-1, 466 cm-1, 624
cMm-1 1340 cm-1, n3 Hux 146 cm-l, 172 cm-1,
466 CM-1 HN3KOI MHTEHCUBHOCTU, MUKN KOM-
OUHaUNOHHOro paccedHus 257 cm-1, 624 cm-1
BbICOKOW MHTEHCUBHOCTW, YTO YKa3blBaeT Ha
TO, YTOo ZrO2 CBSI3N MOTYT ObITb Pa3/NYHbI-
MU.

Puc. 2. PamaHOBCKMi1 CNEKTP MoBepXHocTh ZrO2

VccnefoBaHe (OpMUpPOBaHUA BaKyyM-
HbIX NOKPbITUA ZrO2 Ha NOBEPXHOCTU Mna-
CTUH KpPeMHWUSA MOKa3biBaeT BO3MOXHOCTb
peakTMBHOr0 MarHeTPOHHOro HaHeceHud Ta-
KX MOKPbLITUIA CO CKOPOCTbH OCaXAEHUS [0
1 Hm/c npn oNnTUManbLHOM COCTaBe cMecu Ar-
Oa2.

MokpblTna ZrO2 TonwmHoW Ao 500 HM
OT/INYAKOTCH BbICOKON XMMMUYECKON CTOWNKO-
CTbto. HanpsykeHve npo6os MOKpbITUA [0-
cturaet 190 B n 6onee. VccnepoBaHma mop-
(honormm, MUKPOCTPYKTYPbl U XUMUYECKOTO
coctaBa o6pasyoB (ZrO2/Si) rosopaTt o po-
CTaTOYHO OAHOPOAHOM MOKPbLITUW, KOTOpOE
MOXeT OblTb WCNOMb30BaHO B psAfge 3afad
HayKU M TEXHUKMN.
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3ak/ioyeHune

WccnepoBaHMA BakKyyMHOr0 MarHeTpOH-
HOro pacnblfieHMa Zr noHamu Ar nokasanu
cnabyt 3aBUCMMOCTb KO3(duumeHTa pac-
MbIEHUA OT Maccbl UCMNOMb3YEMbIX WOHOB.
MonyyeHbl TeOpeTUYeCKMe OLLEHKW napamerT-
poB paboThbl YCTPOMNCTBA MarHeTPOHHOrO
pacrnbifieHns Ang GopMUpPOBaHUSA MOKPbITUN
oKCMfAa uupkoHusa. KccnepgosaHbl COCTas,
CTPYKTypa M OMTMYEeCKMWe CBOMNCTBA MOKPbI-
TN ZrO2 Ha KPeMHUU.
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