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BrepBeie METOIOM aHOIHOTO TEPMHYECKOro ¥cmapeHusi Al B JyroBoM paspsiie
B KHCJIOPOTHO-apTOHOBOI CMECH TI0JTy9eHbl HAaHOKPHCTA/UTIYecKHe MOKpeTHs Al,O3
Ha Hep)KaBelollel CTaiM ¢ ucnosb3oBaHueM noacnod u3 Cr,O3 mpu Temmeparype
600°C. IIpoaHanM3upOBaHO BJIMSIHUE COCTOSIHHS HOBEPXHOCTH OOpasLOB M HEPTHU
HOHOB Ha (ha30BBIIl COCTAB, MUKPOCTPYKTYpY U CBoicTBa MOKpHITHiL. Paza a-Al,0O3
¢dopmupyeTcsi B quanasoHe 3HaYeHHI HoTeHnmana cMemenus 25—200V, ¢ pocrom
KOTOPOTo pa3Mep MUKPOKPHCTAJUINTOB yMeHbImaercs oT 60 mo 15nm, a TBepnocTs
HOKpHITHS Bo3pacTaeT oT § mo 20 GPa.

DOI: 10.21883/PJTF.2017.20.45154.16903

J11s oJTydYeHust KPUCTAJUINYECKUX IMTOKPBITHIA M3 OKCH/IA aJIFOMUHHS Hau-
0oJsiee MIMPOKO HCMONIB3YIOT XMMHUYECKOE OCAKICHUE M3 MapoBoii ¢assl [1],
PEaKIMOHHOE 2JIEKTPOHHO-ITy4eBoe ucnaperue Al [2], a Takke peakImOHHOE
MarHeTpoHHoe pacrbuteHne [3]). TepMomnMHaMu4YecKn CTaOWIIBHYIO (asy
a-Al,O3 0OBIMHO MOJYYAIOT XUMHYECKHM OCAXKICHHEM IpU TeMIepaType
~ 1100°C, mima3MeHHas aKTHBaLUs MO3BOJSET CHU3UTb TEMIEpPaTypy HO
560°C [1,4]. TTpu ucnosb30BaHNK HU3MIECKHX METOIOB IIOKPHITHE B IPOLIEC-
Ce OCa)K[ICHHUS MOJIBEpraloT MHTCHCUBHOM HOHHOM 00paboTKe, YTO MO3BOJIAET
CHHU3UTH Temreparypy obpasosanusi a-Al,O3 no 500°C [3]. Kpome Toro,
00BrYHO TpedyeTcs co3maHue yCIoBHi, oOserdaomux GopMIpPOBaHIE 3apo-
aplmeii (aspl, 9TO TOCTHTaeTCs HAHECCHUEM Ha IMOJJIOKKH U30CTPYKTYPHOTO
a-Al,03 moncnos Cry O3 [5].
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MeTomoM  MONIHOTO  HMITYJIbCHOTO  MAarHETPOHHOTO  PacCHbUICHHS
(HiPIMS) nokpsitust a-AlO3 GbIIN MOJIyYeHBI IPU TEMITEPAType HOMIONKKH
650°C u ckopoctu pocra mokperust 0.7 um/h [6]. B mommOM myanibHOM
MarHeTpoHe, paborasiiem B cpenHedactoTHoM peskume (41 kHz), mokpeitie
a-Al,O3 Ha”ocmwioch co ckopocteio 0.27um/h mpun MHHUMAaIbHOM
temneparype 480°C [3]. Haubosee BBICOKHE CKOPOCTH OCAKICHHUSI HAHO-
KPHCTaJUTMYECKUX TOKPHITHH y-Al,O3 TOCTUTHYTBH METOIOM PEAKIHOHHOTO
3JIEKTPOHHO-JIy4eBOro HchapeHuss Al ¢ HCHOJIb30BaHHEM CHIIbHOTOYHOIO
OYrOBOrO pas3psfa C CAaMOHAaKaJIMBAaEMbIM KaTONOM [UJIl HOHHU3aLUH
maporasoBoit cpemsl [2]. Ilpum Ttemmeparype 700°C, sHeprum WOHOB
75—150 eV u WI0THOCTH HOHHOTO TOKA 10 75 mA/cm? CKOPOCTDb OCaXKCHUS
cocrapisia 1.5—3 ym/min.

B nacrosmeit pabore ny1d noiaydeHus nokpeitus a-Al,Os ucnosp3oBaH
METOJl PEaKIMOHHOTO aHOOHOro ucmapeHus Al B paspsize ¢ caMoOHaka-
JIMBaGMBIM TIOJIBIM KaTOMOM. TOK paspsiia pacIpeniessieTcsi MEXIy Heox-
JIQKTAaeMbIM aHONOM-THIJIEM W aHONOM CHCTEMBl MOHH3AlUH, YTO IT03BO-
JIIET YIPAaBJISATh CKOPOCTBHIO HMcmapeHnss Al M IUIOTHOCTBIO MOHHOTO TOKa
Ha PacTYIIylo IOBEPXHOCTh MOKpPHITHS. Vcnonb3oBaHMe CperHEeYacTOTHOIO
(50 kHz) ncToYHNKA HAMPSDKCHHS CMEIICHUSI 1 OMIYECKOrO HAarpeBaTessi B
Takoi cucTteMe obecreunBacT KOHTPOJIb SHEPTUH HOHOB, OOMOApINpPYIOIIHX
MOKPBITHE, U TeMIepaTyprl obpasnoB. HezaBucumas perysaupoBka B MIAPO-
KUX IpefeslaXx OCHOBHBIX NapaMETPOB IpoLlecCa HAHECEHUS NMOKPBITHS [ie-
JIaeT BO3MOXKHBIM OIpefiesIeHHE YCJIOBUH, 0OecreunBaomux GopMIUpoBaHe
a-Al,O3 npu NOHMKEHHBIX TEMIepaTypax MOMJIOKKH M BBICOKOH CKOPOCTH
OCa)XICHUS IOKPBITHUSL.

Ilenblo paboOTHl fABJIAETCS CHCTEMATUYECKOE HCCIIEOBAHUE BIIUSHUSA
SHEPIrUy MOHOB U UCXOTHOIO0 COCTOSIHUS IIOBEPXHOCTH TOIJIOKEK U3 HEpiKa-
BEIOIIEH CTaJll Ha CTPYKTYpPy M CBOWCTBA IMOKPBITHH, OCAXTACMBIX IPH
MOCTOSIHHOH CKOpOCTH McnapeHusi Al, NMJIOTHOCTH MOHHOIO TOKa, TEMIIe-
paType 00pasloB, IOTOKaX Ia3oB M HEU3MEHHOM OOIIEM J[aBJICHHM rasa
B pEaKLUHOHHOM oObeMme. BbIOOp yciioBHil 3KCIIepHMEHTa OCHOBBIBAJICS HA
pes3yibTaTax X MPeABAPUTEIIbHON ONTHMHI3ANNHL

TasopaspsinHasi cucrema (puc. 1) cocrosia M3 CaMOHAKaIMBAEMOTO
HoJjoro Katoma 1/, HEOXJIAKIAeMOro aHoma-Turyisi 2 (majee TUresb) ¢
HOMCIIICHHON BHYTPb HaBeckod Al m aHoma 3 cucreMbl MOHM3almM (7a-
siee aHom). KOHCTPYKIMSI KAaTOTHOrO y3j1a M TEXHOJIOTHSI HM3TOTOBJICHHS
karozia u3 TiN ormcansi B [7]. Tok B enu Katoma peryimpoBasIcs B Iperesiax
2—30 A, moTok Ar yepe3 KaTOTHYIO o1ocTh coctanisit 40 scem. lepxarests
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Puc. 1. Cxema skcrniepumMenTa. ] — caMOHAKaJIMBAEGMBbIi TTOJIBIA KaTOM, 2 — THICJIb,
3 — moublii aHOM, 4 — JiepKaTesb 00pa3LoB., J, 6, 9 — OJIOKK NHUTaHWs, / — Harpe-
BaTeJib, § — 3aCJIOHKA.

00pa3noB 4 ObIJT YCTaHOBJICH Ha paccTOSHUM 6cm OT T Turenp c
OMaMETPOM IIOJIOCTH 8§ mm ObIT M3roTOBJICH M3 rpadura Mapkm MI-1.
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[Momnplil MTMHAPHUYECKUI aHOI CHCTEMbl HOHHM3ALMU C Pa3sMEepPOM BXOTHOIA
aneptypsl 10 mm OBUT M3rOTOBJIEH M3 HEPXaBEIOIICH CTajM, MOMeIascs
B KEpaMUYECKHIl KpaH M MMeJl BOMASHOE OXJaxaeHue. Yepe3 aHOIHYIO
nosocts nopasasics O, (30 scem).

[Ipu ucrnob30BaHNM MOJIOTO aHOMA B OOJIACTH €ro BRIXOAHOM alepTyphl
(1.cm?) oka3bIBAIOTCS COBMEIIEHHBIMHI TI0TOK O M GOJIbINAs 107151 AHOTHOTO
TOKa pa3psiia, CJACACTBUEM Yero fBJISETCS yBEJIWYCHUE NJIOTHOCTH IUIAa3MBbl
U JIOJIM aTOMapHBIX YacTHILl KHCJIOPOMA, YTO BJIMAET Ha YCJI0BHSA (HOPMHUPO-
BaHus NOKpHITHi. [Iponeccr B miasme Takoro paspsifa OynyT NperMeToM
OT/EJIBHOTO OoJiee eTaJIbHOTO MCCIIeNOBaHHS.

Toku B nenax turis || u a”Homa |, perymupoBamuch pasneibHo. K mep-
)KaTemo 00pasloB NpHKIanbBaiock uMimynscHoe (50kHz) Hanpspxenme
cMernerust U. C TBUIBHOM CTOPOHBI epykaTesis 00pa3LoB OblI YCTAaHOBJICH
PE3UCTUBHBII HarpeBaTesb 7, TEMJI0BOE M3JIydeHHEe KOTOPOro o0ecreunBasio
peryJMpyemblii HarpeB oOpasLoB, pa3MEIIeHHbIX Ha AepXKaresie, BIUIOTh
no 600°C. 3acyiionka 8 Mexuy TUIJeM W o0pas3lamMy YCTaHaBJIMBAIACH
Ha cTagmu pasorpesa Turis. OOpasisl 3 Hepxkasetomeil cramm AISI430
pasmepoM 15 x 15 x 1 mm MexaHWYEeCKH MOJMPOBAIIMCH W OYMINAINCH B
YJIBTPa3BYKOBOH BaHHE B ameToHe. Ha moBepxHOCTH 4acTé 00pa3moB mar-
HETPOHHBIM pacIblicHrneM Harocwics nonciaoi CrpOs Tommuaoit 200 nm.
Ha nepxaTtesie omHOBpEeMEHHO yCTaHABIMBAJINCH ABa 00pasIa: C MOACIIOEM
n 0e3 Hero.

[Tocne oTkauku KaMepbl TypOOMOJICKYJIIPHBIM HAacOCOM JIO [aBJICHUS
1 - 1073 Pa npoBoauica Harpes oGpasLoB U TUIVISA 10 PaGOYMX TEMIEpPaTyp.
st aTOrO MOmaBaICA MOTOK Ar M 3a)Hrajics pa3psi ¢ TOKOM 4 A, KOTOpHBIit
nepepacnpenessuicsi MEXIy aHOOOM M THIJIEM TakuM o0pas3oM, 4YTO B
Teuenre 10 min Tox B 1ernu Turig noseimasics ot 0 mo 3.5 A. DTo obectre-
4YuBajio HarpeB TUIJIA A0 ~ 950°C, nnaBnenue u ucnapenue Al. 3amaBanach
BeJIMUMHA TOKA HarpeBaTessd M yCTaHaBJMBalIach TpeOyemas TeMieparypa
o0pasnos. 3aTeM B Kamepy nopaBaicsi O, U 3aaBaJIUCh 3HAYCHUS TOKa | o,
OIpeesIAIOIero IIOTHOCTh HOHHOIO TOKa, U U, ONpenesiomero 3Hepruio
HOHOB, B quanaszoHax |y = 8—20A u U = 25-250 V. OcaxneHne NoKpbITUS
MPOBOAMJIOCH IPU COOTHOIIEHHH NOTOKOB Ar/O,, paBHOM 4/3, u oOmem
nasyieHun raszoBoit cMecu B kamepe 0.2 Pa. IToxpeiTust TommuHON 1.5um
HaHocwich B TedeHue 0.5h, 3aTreM oOpasipl oXJIaXKAaaMCh B BaKyyMe 1O
temneparypsl 50°C B Tedenne 40 min. CTeneHpr HCOTHOPOIXHOCTH pacIperie-
JICHHSI TOJIIIMHBI MTOKPBITAS Ha TIOBEPXHOCTH o0pasma auamerpoM 40 mm He
npesbimaia 12%.
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Puc. 2. 3asucumoctu tBeproct (1, 2) u cpefHero pasmepa obiacteil KOrepeHTHOro
paccesirust (3) OT HampspKeHHs cMemieHust o6pasuos ¢ moacioeM CrO3 () u Ges
noxcios (2).

JJ1s1 OLCHKHN CTENeHN KPUCTAJUTMYHOCTH MOKPBITUS U3MEPsIach MHKPO-
tBeprocts (H) moBepxuoctu. Kak m3BectHo, TBepmocts amopuoro Al,Os
coctapnser mnopsaka 5GPa, torma kak TBepmocTh mokpbiTusa a-AlyOj
mocturaer 28 GPa [8]. TonuHa MOKPHITHI H3MEPSIIACh METOIOM IIAPOBOTO
uctupanus Ha npubdope ,,Calotest”.

Ha puc. 2 npusenens! 3aBucumoctit H ot U 1171 MOKPHITUI, TOTyYEHHBIX
npu |, = 10 A, cpesHeit IJIOTHOCTH MOHHOTO ToKa 3 mA/cm? u TeMnepaType
obpasnoB 600°C. Bemmumna H mokpertuit ¢ mogcimoem Cr,O3 mocturaer
MmakcumyMma (22 GPa) mpu U = 100V, mpu yBeSIMYeHUH HAIIPSHKSHUST CBbILIE
200V BenmmuuHa H pesko cHmkaetcd. MakcuMasbHOe 3HaueHHe H MOKpHI-
Tt 6e3 moncinos (13 GPa) monydeno mpu U = 50 V.

Ha puc. 3 mpuBemeHsl au¢paxkTorpamMmbl, HNOJTY4YeHHBIE Ha mpubope
XRD-7000 (Shimadzu) B MegHOM H3JTy4eHHH C MOHOXPOMATOPOM Ha
o parnpoBaHHOM ITydke. CIIEKTPBI MOKPBITHI C TIOICIIOEM, OCaK/ICHHBIX B
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Puc. 3. Iudpaxrorpammer o6pasuoB AISI430 ¢ Al,Osz-nokpbsitiem. Hanpsoxenue
cmemenust: 1,2 — 25, 3,4 — 100, 5,6 — 200, 7, 8 — 250V. 1, 3,5, 7 — oOpasust
¢ Cr,03-noncioem, 2, 4, 6, 8 — ob6pasmpl 6e3 moacyos.

muamna3one 3HayeHuit U = 25—200 V, conepkaT o=kl HaOOp MUKOB, COOT-
BerctByonmx a-Al,Osz. C poctom U MeHsieTcst TEKCTypa MOKPHITHST: CHAvasIa
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JTOMHHHPYIONINM B CrieKTpe siByisiercst pedutexc (012) mpu 260 ~ 25.6°, 3atem
muk (104) npu 20 ~ 35.15°. B NOKPHITHH C MOACJIOEM, MOJTYYSHHBIM HPH
U =250V, muku a-¢passl ucuesaot, nospisiorces peduieke (400) yp-dasst
n muHuH, cootBercTByonme CrOsz. MHTeHcuBHBIM crnekTtp a-Al,Os; nmis
MOKPHITUIT 6€3 MoACII0s HaOMIOaeTCsl TOJIbKO pU MUHUMaTbHOM U = 25'V.
C poctoM U nuku a-asbl pe3ko yMEHBIIAIOTCS 10 aMILIUTY/IE U 3HAYUTEIIb-
Ho yunmpsiorest. UaTeHcuBHbl peduteke (400) p-(asel BO3HHKACT ke MpH
U=200V.

C HCIIONB30BaHMEM Pe3YJIbTaTOB peHTreHodasosoro anammsa (PPA) mo
¢dopmyse Hleppepa omnpenesieHsl cpenHue pa3Mephl 00J1acTell KOrepeHTHOrO
paccesiuust (CSR), s3aBucmmoctp Kortopbix oT U mpuBeneHa Ha puc. 2.
C yBesmuenueMm U ot 25 no 100V pasmep cyb3epeH a-(pa3sl yMeHbIIaeTCs
¢ 60 no 20nm, npu U 6omee 200V CSR cHmxaercs qo 10 nm.

M3 cOBOKYITHOCTH MOJTy4YEHHBIX Pe3y/IbTaTOB CJIELYET, YTO Ha MOJIOKKAX
¢ u3ocTpykTypHbM noacsioeM Cr,O3 mpu temmeparype 600°C u nocTosH-
HOM OTHOIIEHUM CKOPOCTH HCNApeHHs U IUIOTHOCTM HMOHHOIo TOKa (hasa
a-Al,O3 ¢opmupyercst B nmamazoHe sHepruil moHoOB 25—200eV, mpuiem
VI TIOSTydeHUs] HamOoJiee IUIOTHBIX W TBEPHABIX IMOKPHITHH C pa3sMepoM
cyO3eper 20nm TpeOyeTcs moBbImIeHHast 3Heprus woHOB 100—200eV.
Ymenbiienne pasmepa cyosepeH mno 10nm mpu Oosee BBICOKOH 3HEprun
uoHoB (250 eV) mpersitcTByer crabmmsannu a-hassl. U3BectHo, 4To dop-
MUpOBaHHE )-(a3pl, XapakTepusylomencs: Oojiee HHU3KOI ITOBEPXHOCTHOM
SHepruei, 4eM y «-(a3pl, CTAaHOBUTCS SHEPreTHYCCKH BBITOAHBIM IIpU
YIeNbHO# TUIoMIaM ToBepxHocTH cBbime 125 m?/g [9]. Tlosizenue cmabbix
juanii y-Al,O3 B cHekTpe ¢ HMHTEHCHBHBIMH JIMHUSMH «Q-(a3bl paHee
HaOmopanochk ms NokpuTuss Al,O3, NMOJTy4eHHOT0 METONOM PpEeaKLIMOHHO-
ro MarHeTpOHHOIo pacmbuleHHs npu Temmeparype 750°C m makcumasib-
HOM HamnpspkeHun cMenierust 300V [10], omHako MOJHOE HCYC3HOBEHHE
a-(asbl IpH JOCTHKEHUH HEKOTOPOU MOPOroBOM 3HEPrHH MOHOB paHee He
HaOJII0/1aJ10Cb.

®opmupoBanue a-Al,Os Ha momiokkax 6e3 Moaciaos OO0YCIOBJICHO
HaymuneM CryOsz, oOpasyromerocsi Ha IMOBEPXHOCTU HEPKaBeIOIIEH cTaju
Ipu ee B3auMopeiicTBuu ¢ aTMochepoil. Takue MOKPEITHS UMEIOT HU3KYIO
BeJIM4MHy H Bo BceM nmamnazoHe maMeHeHus U. B skcnepumeHTax c mpen-
BapUTEJIbHOM OYHCTKON MOBEPXHOCTH MOAJIOKEK HOHHBIM PACIblJIEHUEM IIPH
mn3knx U popmupoBaiick aMopdHbIe 1 aMOP(HHO-KPUCTAILUTIICCKUE TTIOKPHI-
Tusi, H KoTOpBIX Bo3pacTaa ¢ yBesmdeHneM U 1 COOTBETCTBEHHO JOJIH KpH-
CTaJIIIMYECKOn (pasel B MOKpHITHH. [loqoOHOE M3MEHEeHNnEe CBONCTB MTOKPHITHHA
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Al,O3 panee HaOMOOATIOCh NMPH HAHECCHWM MarHETPOHHBIM PaCIbLIICHHEM
C MOHHBIM COIPOBOXICHHEM B nuanasoHe temieparyp 300—600°C [11].
B Hammx 3kcnepuMeHTax aMOp(HO-KPUCTATIMYECKOE COCTOSHUE MOKPBITHS
IPY MaJjblX HalPsSXKEHUAX CMEIIeHHs ObLJI0 MOATBEPXKICHO METOIOM HH(ppa-
KPACHOI CHEKTPOCKOITMH HAPYLICHHOIO IMOJHOTO BHYTPEHHETO OTPaXKCHHUSL
®opmuposanue p-Al,O3 ¢uxcupoBagock MeronoM PPA mpu gocTmkeHHH
sHepruu noHoB 100—150eV.

OTHOLICHHE BEJIMYMHBI MOHHOTO ()JIIOCHCA K YHCIy aTOMOB B ITOKPBI-
TUM Ha EIUHHIYY IOBEPXHOCTH, ONPEHEISAOIee HHTCHCHBHOCTb MOHHOTO
BO3/ICICTBYA, OKa3ajJoch ONM3KUM K eauHuIe. TakuM oOpas3oM, cpeqHss
SHEprus, BBUICAOIAsACA B PACTYLIEM IOKPHITUM IIpu OoMOapaupoBKe
MOHAaMH, COCTaBJsula B 3KcnepuMmeHTax 25—200eV B pacdyere Ha omwH
aTOM. Y[eJbHBI SHEpProBKJIaj HOHHOH OOMOapaUMpOBKU, IPH KOTOPOM
obecrnieunBaeTcd (popMHUpPOBaHHUE IJIOTHOW HAHOCTPYKTYpHOU a-(a3sl Al,O3
¢ H = 22 GPa, cocrasmi 3.6—7.2 MJ/cm?.

Takum oOpa3oM, BIEpBBIE MOJTydeHHB OomHO(DasHbe MOKPHITHS @-Al,O3
METOIOM PEaKIMOHHOI0 aHONHOro ucnapeHus: Al B yCI0BUSIX HHTEHCHBHOT'O
MOHHOTO CONpoBOXaeHHA. [loka3aHO, YTO IIpU HCIIOIBL30BAaHMU HM30CTPYK-
TYPHOT'O IOJICJIOST HAa TIOBEPXHOCTH HEP)KAaBEIOLICH CTaJIM TaKOE IOKPBITHE
¢dopmupyercsi mpu Temmeparype obpasioB 600°C B mmpokoMm amarmna-
30HEe 3HaueHWi HamnpspkeHus cMmermeHus 25—200V, omHako MakcuMasbHas
muKpotBepaocts mokpbitusi (20 GPa) w HamMeHbmmit pasmep cyO3epeH
(20 nm) nocruratorcs npu sueprun noHos 100—200 eV. Ipu Gostee BEICOKHX
HaIIPSHKEHUAX CMEIIEHUs] U NPU UCIIONb30BAaHUM IIPEIBAPUTESIbHON HMOHHOM
OYKCTKU MOBEPXHOCTH CTAJM OT OKCHJA B NMOKPHITUU (OpMUPYETCS TOJIBKO
y-pasa Al,O;. JlocTurHyra BBICOKast CKOpOCTh (1o 3um/h) ocaxmeHus
nokpeItuii n3 a@-Al,Os3.

Pa6ota BeimonHeHa mpu mopaepikke PODU (mpoext No 17-08-00942-a).
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