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(54) Crnocob cuHTe3a MHOTOCIIOMHBIX MTOKPHITHI Ha U3JIENIUAX C UCTIOIb30BAHUEM CHHXPOTPOHHOTO U3IIyYeHHS
(57) Pedepar:

N306pereHne MoxeT OBITh HCMOIB30BAHO IJIS LIEpOXOBATOCThIO MOBepxHOCcTH (R,), dYTO W
CHHTE3a JKaPOCTOMKHX, KOPPO3UOHHO-CTOMKHX LIIepOXOBATOCTD M3enust. KaMepy BakyyMupyIoT 10
MHOTOCIIOMHBIX ~ TOKPBITHI,  COCTOSIIMX W3
YepenyoIMXcst TBEPIIBIX, CBEPXTBEPABIX HUTPUIHBIX
U OKCUAHBIX  CJIOEB  HA  W3ACIMSIX  JUIS
aBUAaKOCMUUYECKOH, ATOMHOM U
MaIIMHOCTPOUTEIBHOMN MIPOMBIIIIJIEHHOCTH.
Ob6pabaTpiBaeMoOe U3JENHME pPa3MEMIalOT B 30HE
HambUJICHWS  BAaKyyMHOM KaMmepbl, pa3Mmermas
O/THOBPEMEHHO C HWUM B 3TOI 30HE KOHTPOJIBHBIN
obpaszer, BBITIOTHEHHBIN u3 MaTepuaia
00pabaThIBAEMOTr0 M3JIENUS C TOM K€ HCXOJHOMN

MpeIeIbHOTO JaBJICHUS 102 I1a, mocne vero Ha
oOpabaTeIBaeMoe U3/Ieire ¥ KOHTPOJIbHBIN 00pa3zer|
MOJAIOT OTPULATEIbHBI OTHOCUTEIBHO CTEHOK
KaMepsl aekTpuueckuit moreHnuan 800 B. Ilepen
HAaYajgoM HAIBUICHUS OOECIIEUMBAIOT OYUCTKY,
XUMHUYECKYIO aKTHUBALUIO TMOBEPXHOCTU
oOpabaTeiBaeMOTO WM3ACIUMSI W KOHTPOIBHOTO
o0pa3sIa ¥ uX HarpeB 10 TeMIepaTyphbl HAITBIICHHS
- 400°C. TTocneayrollee HANBUIEHHUE YEPEAYIOIIUXCS
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OKCUIHBIX M HUTPUAHBIX CIIOEB  TMOKPBITUSL
OCYILIECTBJISIIOT BAaKyyMHBIM HWOHHO-IUIA3MEHHBIM
METOJOM C HCIIOJB30BAHUEM [BYX JYTOBBIX
UCHapuTelIe C TUTAHOBBIM M  AIFOMUHUEBBIM
katonamu. IlepBbIM HaNbUIAIOT aAr€3WOHHBIN
MOJCION TUTaHa ToOJIIUMHON okoixo 100 HM B
aproHoBoii atMmocdepe rpu gasienuu 0,3 1a. 3atem
HanbuAIOT cou TiAIN Tommmuon 80-120 HM mpu
HAIlyCKE€ a30T-aproHoBor cmecu U ciou TiAlO
TOJIIIIMHOM 2-3 MKM C UCIIOJIb30BAHUEM KUCIIOPO/I-
aproHoBoii cMecu. B mpouecce HanbUIeHH KaKI0T0

CJ1041 IOKPBITUA NEPUOINYECCKH CHUMAIOT
PEHTICHOI'PAMMbI IOoCPEeACTBOM Imy4yKa
CUHXPOTPOHHOTI'O H3JIyYCHUA JUIA KOHTPOJIA

BCJIMYMHBI M 3HAaKa IIOPOTOBOI'O HAIIPSXXECHHUSA B

(56) (mpooiKeHue):

MOKPBITUM HA KOHTPOJIBbHOM 00pa3sle MpH 3HEPTUU
(GOTOHOB ¥ MHTEHCUBHOCTH CHHXPOTPOHHOTO

uznyyenus (1-40) k3B u 0,5~108 CI)OT/(CGK-MpaI[2),
COOTBETCTBEHHO. ITo I1OJIYYCHHBIM
PEHTICHOI' paMMaM OIIPCACIIAIOT BCJIIMYNHY

TTOPOTOBOTO HATIPSHKEHMS IT0 MOTYITIO He Oostee 5-1 0?
MIlIa. HamnbuieHre KaXAaoTo ClI0S OCYLIECTBIISIFOT
0 JIOCTHXEHUs B HEM IIOPOTOBOIO 3HAYEHMS
HANpSDKEHUS ~ TakoW )K€  BEeNMYMHBI,  HO
MIPOTUBOIIOJNIOKHOTO 10 3HAaKy, IIOCIE Yero
HaIBUISIOT Ipyroi croit. 3o6perenue odecrieunBaet
MHUHUMAJTBHYIO CYMMapHYIO BEJIMUUHY
MaKpOHAIPSHKEHUH BMHOTOCIOWHBIX TTOKPBITHIX
ToNMHOM 60s1ee 100 MKM, YUTO MTO3BOJISIET YBEIUYUTD
CPOK CITy>KOBI U3JIENHUiA. 3 UL

2772247 C1, 18.05.2022. US 5414747 A, 09.05.1995. US 2005/0271957 A, 08.12.2005. CUT'OB A.C. u 1p.,
MeTponorudecKkue UCCiIeI0OBaHUS XapaKTEPUCTHK MHOTOCIIONHBIX IIOBEPXHOCTHHIX IIOKPBITHH C HCIIOIb30BAaHHEM
CHHXPOTPOHHOTO H3nydeHus, Poccutickuii TexHonorudeckuit xypHaini, 2021; 9(1):38-47.
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(54) METHOD FOR SYNTHESIS OF MULTILAYER COATINGS ON ARTICLES USING SYNCHROTRON

RADIATION

(57) Abstract:

FIELD: spraying or atomising.

SUBSTANCE: invention can be used for synthesis
of heat-resistant, corrosion-resistant multilayer coatings
consisting of alternating solid, superhard nitride and
oxide layers on articles for aerospace, nuclear and
machine building. Processed item is placed in the
vacuum chamber sputtering zone, while simultaneously
placing in this zone a control sample made from the
material of the processed item with the same initial
roughness of the surface (R,) as the roughness of the

item. Chamber is evacuated to the limit pressure of

102 Pa, after which an electric potential of 800 V,
which is negative relative to the chamber walls, is
applied to the processed article and the reference
sample. Before sputtering, cleaning, chemical activation
of the surface of the treated article and reference sample
and their heating to sputtering temperature —400 °C.
Subsequent sputtering of alternating oxide and nitride

Crp.: 3

layers of coating is carried out by vacuum ion-plasma
method using two arc evaporators with titanium and
aluminium cathodes. First, adhesion titanium sublayer
with thickness of about 100 nm is deposited in argon
atmosphere at pressure of 0.3 Pa. Then, 80-120 nm-
thick TiAIN layers are sputtered with nitrogen-argon
mix and TiAIO 2-3 mcm-thick layers using oxygen-
argon mix. During sputtering of each coating layer, X-
ray diffraction patterns are periodically taken by means
of a beam of synchrotron radiation to control the value
and the sign of the threshold voltage in the coating on
the reference sample at photon energy and synchrotron

radiation intensity of (1-40) keV and 0.5-10°8 ph/

(sec‘mradz), respectively. Obtained X-ray patterns are
used to determine the magnitude of the threshold

voltage modulo not more than 5-10° MPa. Sputtering
of each layer is carried out until it reaches threshold
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voltage value of the same value, but with opposite sign,
after which another layer is sprayed.

EFFECT: invention provides minimum total value
of macrostresses in multilayer coatings with thickness

Crp.: 4

of more than 100 mcm, which increases service life of
products.
1cl, 3 dwg
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M3006peTeHrne 0OTHOCUTCS K 001aCTH UCTIOIb30BAHUS CHHXPOTPOHHOTO U3TyUYeHUS (J1asee
CH) nnst aHammza B pexXuMe peallbHOTO BpeMeHHU (pa30BOr0 COCTaBa, MapaMeTpoB
MUKPOCTPYKTYPbI, BHYTPEHHUX HAIMPSHKEHUHN B IIOKPBITUSAX HA TIOBEPXHOCTH MAaTEPUAIIOB,
HaIBUISIEMBIX BAKYYMHBIMH 3JIEKTPOHHO-MOHHO-TNIA3MEHHBIMH METO/IAMH, U MOXKET OBITh
HCIOJIBb30BAHO AJISI CHHTE3a 3TUMHU METOJAMM ITOBBIIIIEHHON TONIIMHBI (~100 MKM)
)KAPOCTOUKHUX, KOPPO3UOHHOCTONKHUX MHOTOCIIOMHBIX MOKPBITHUNA, COCTOSIIIINX U3
YEpEeIYIOIIUXCS TBEPBIX, CBEPXTBEP/IbIX HUTPUIAHBIX U OKCUAHBIX CIIOEB IS
ABMAKOCMUYECKOW, AaTOMHOM U, MAILIMHOCTPOUTEIIbHOM IMMPOMBIIIUIEHHOCTH U APYTUX OTPACIICH.

N3Becten ciocoO [ 1] nostydeHrst MHOTOCIIOMHOT O M3HOCOCTOMKOTO MOKPBITUSI BAKYYMHBIM
MOHHO-TUTAa3MEHHBIM HaHECEHUEM MOKPBITUS. TeXHUYECKHit pe3yIbTaT U300peTeHMs,
COCTOSIIIIUI B TOJTYYEHUH MHOTOCIIOMHOT'O TMTOKPBITHSI, 00JIaJ1at011Ier0 M3HOCOCTONKOCTBIO B
COYETAaHUM C TEIUIO3AIIUTHBIMU CBOMCTBAMU, JOCTUTACTCS TEM, UTO CIIOCOO MOJTyUCHUS
MHOTOCJIOMHOTO MMOKPBITHS BKJIIFOYAET BAKYYMHO-ITUIA3MEHHOE HAHECEHUE ITPOMEKYTOYHOTO
CJ1051 U3 HUTPUA COEAMHEHUS] TUTAHA, MOJIMOAEHA U XKeJle3a, MPOMEKYTOUYHOTO CI0s U3
HUTPHIA COCTMHEHUS TUTaHa, MOJIMOIeHA, KPEMHHUS 1 Kelie3a U BEPXHETro CJI0s U3 HUTpUaa
COEAUHEHUS TUTAHA, MOJIMOAEHA U KPEMHUSI, IPUUEM POMEKYTOUHbIE CJIOM HAHOCST OT 10
1o 100 pas.

HenocratkoM criocoba sIBIsIeTCS OTHOCUTEIBHO HU3KAS KAaPOCTOMKOCTD IMOJTy4aeMbIX
HUTPUIHBIX MOKPBITHUIA, 3HAYMTEIIBHO, HA HECKOJILKO COTEH I'PAAYyCOB HUKE, UEM MOKPBITUS
Ha OCHOBE OKCHIHBIX CII0€B, 00J1aTAIOIIUX JIYUIIIUMU OapbepHBIMU CBOUCTBAMM 7151 T DY3UH
KHCJIOPO/Ia BIIIYyOb IMTOKPBITHS M 3HAUUTEILHO OOJIee HU3KUM YPOBHEM (ha30BBIX ITPEBPAIIICHHUM.

N3BecTHO )xapocToiikoe MOKphITHE [2], BKITIoUatoiee KoMrnoHeHThI Al,O3, CaO, MgO,

BaO, TiO,, B,03, Si0,, SiBy4, 1 koMnioHeHT 25Ba0-25A1,05-50Si0, B orpeielIeHHOM MacCOBOM

COOTHOIIIEHUH, XapaKTepru3yeMoe TePMO- 1 )KapOCTOMKOCTHIO IpH TemmepaTtype 1250°C.

Henocratkom sIBISIETCS OJTHOCIIONHBIN XapaKTEPp MOKPBITUS, YTO 3HAYUTEIBHO
OIrPAHUYMBAET TOJILMHY ITOKPBITHS, U BO3MOKHOCTh CUHTE3a TOJIbKO IIyTEM
MIPeABAPUTEIIFHOTO HAHECEHUSI KPACKOPACTIBUTUTEIEM Ha U3CITUE U TTOCIIETYIOIMM 00KUTOM.

N3BecreH cnoco0 [3] moaydeHus MHOTOCIIOMHOTO TEIUIO3AIMTHOT O MOKPBITUS HA JETAJIU
FOpSIYEero TPaKTa IHEPTETUUECKUX Ta30TyPOMHHBIX YCTAHOBOK OOJIBIIION MOIITHOCTH,
BKJIIOYAIOIIEE OCHOBHONM METAJIMYECKUHI KAPOCTONKUM ITOACIION U BEPXHUIM KEPAMUYECKUMN
TETUIO3AILIUTHBIN CII0H, B KOTOPOM OCHOBHOM METAJUIMYECKUN )KaPOCTONKUN MTOACTION
BBITIOJTHEH U3 CINIaBa Ha OCHOBE HUKEJIS, coaepxariero 18...25% xobanbTa, 14...20% xpoMma,
1...14% anromunus u 0,1...0,7 UTTpHUs, a BEPXHUN KEPAMUYECKUIN TEIUIO3AIUTHBIN CIION
BBIINIOJIHEH M3 MaTeprasia Ha OCHOBE TMOKcUIA UUPKOHUS ZrO,, YACTUUHO

CTaOUITM3UPOBAHHOTO 6...8% 10 Macce okcuaa UTTpUs Y,O3, MprUueM Mexay OCHOBHBIM

METAJJIMYECKUM KaPOCTONKUM IOJICIOEM U BEPXHUM KEPAMUUYECKUM TETLIO3AIIUTHBIM CIIOEM
BBIIIOJIHEH JTOMOJIHUATEIBHBIA METAIUIMYECKUN KAPOCTOMKUI ITOACIION U3 CIIJIaBa HA OCHOBE
HUKeJs, coaepxariiero 18...25% kobanbra, 14...20% xpoma, 10...13% amomuaus u 0,1...0,7
UTTpPHS.

HenocratkoM criocoda sBIISIETCS UCTIOJIb30BAHUE B TOKPBITUM HECKOJIBKUX MaKpPOCIOEB
TOJIIIIUHOM OT HECKOJILKUX MUKPOMETPOB 10 HECKOJIBKMX COTEH MUKPOMETPOB, OCAKTAEMBIX
METOJIOM IJTA3MEHHOT O HAMBUIEHUS HA BO3yX€ Y UMEIOIIMX I10 3TON MMPUYUHE BBICOKYIO
1mepoxoBaTocTh (6onee 1 Mxm). Kpome Toro, ciiou mojiydaeMble JaHHBIM CITOCOOOM UMEIOT
00J1e€ HU3KME MEXAHUYECKHE XapPAKTEPUCTUKU 110 TBEPJIOCTH, TIOPUCTOCTH MO CPABHEHUIO C
BaKyyYMHBIMH HOHHO-TJTA3MEHHBIMU METO/IaMH HAHECEHUS MIOKPBITUS, a TAKXkKe Oojiee HU3KUE
3HAYEHMS aJIT€3UU TOKPBITHUS K 110 17105kKe. Kpome TOoro, ToJHa MOKPBITUSI OTPaHUIUMBACTCS
OIPEACIICHHBIM 3HAYEHUEM MAKPOHAIPSIKEHUIN, HAPACTAIOIINX C YBEJIMYEHUEM TOJIIIUHBI
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MTOKPBITUS U IPUBOISIIMX K OTCIIOEHUIO TTOKPBITHSI.

N3BecTeH criocob n3MepeHust BHyTPEHHUX HAMPSKEHUNM MHOTOCIOMHBIX
HaHOCTPYKTYPUPOBAHHBIX TOKPBITHI, OCHOBAHHBIN HA UCIIOJIb30BAHUM CUHXPOTPOHHOTO
U3JTy4YEHUS], TO3BOJISIIOILIMI OCYIIECTBIISITE KOHTPOJIb YPOBHSI MAKPOHAMPSIKEHUI B TIOKPBITUU
[4].

Henocratkom ciocoba siBIIsieTCsl TO, YTO KOHTPOJIb YPOBHSI MaKpOHATIPSIKEHUN
MHOTOCJIOVMHBIX TOKPBITHI OCYILIECTBIISIETCS HA ITIOCKMX 00pasuax onpeieeHHON reoMeTpUn
Y HET BO3MOKHOCTH OCYILIECTBIISITH CHHTE3 TOKPBITUS HA U3ICIIUSIX.

Haunbonee 01M3KuM aHAJIOTOM K ITpeAJIaraéMoMy U300PETEHUIO 10 COBOKYITHOCTH
CYILIECTBEHHBIX MTPU3HAKOB, B3SIThIM HAMU 32 MPOTOTUII, B KOTOPOM PEIIAETCS YaCTh U3
YKa3aHHBIX HEIOCTATKOB, SIBJIIETCS CIIOCO0 ompeesieHus a30BOTro COCTaBa MOKPBITUS B
MPOLECCe MOHHO-TIIIA3MEHHOTO HATTBUIICHUSI BAKYYMHO-/TyTOBBIM WJIM MAaTHETPOHHBIM METOJIOM
Ha CHENUAIM3UPOBAHHON YCTAHOBKE C UCIIOJIb30BAHUEM CUHXPOTPOHHOTO M3JIy4YeHus [S].
Crioco0 BKIIIOUAeT pa3MelleHrue 00pas3ia Ha MOJIJIOKKOIEpKATeNe B BAKYYMHOM Kamepe
YCTAaHOBKH, HA KOTOPOH pealu3ylOTCs MIOHHO-TIA3MEHHBIE METO/Ibl HAMbLIEHHUS, CUHTE3
MOKPBITHUS, COCTOSIIIETO U3 METAJTIMUECKUX U/UITM KEPAMUUECKUX CIIOEB, IPOBEJECHUE
PEHTreHo(}a30BOI0 aHAIM3a CO CKOPOCTBIO HECKOIBKO TU(MDPAKTOIPAMM B MUHYTY C
UCITIOJIb30BAHUEM ITyUKa CHHXPOTPOHHOTI'O U3Ty4eHHsI, KOHTPOJIE (PA30BOTO COCTABA MTOKPBITHS
MyTeM PeryJIMPOBKHU MTapaMEeTPOB MPOIecca HAMBUICHMUS.

OCHOBHBIM HEIOCTATKOM MTPOTOTHUIIA SIBJISIETCS HAJIMUUE BOZMOXKHOCTH OIPEIEIICHUS
TOJBKO (Da30BOT0 cOCTaBa MOKPHITHIA, M B cltoco0Oe HE peaIn30BaHa BOZMOXKHOCTh
OIpe/IeNIEHUs] APYTUX BAXKHBIX MEXAHUUYECKUX TAPAMETPOB B PEKUME PEATTbHOIO BPEMEHHU.
[Tpu 3TOM KU3BECTHO, UTO MPU OCAKIAECHUU TBEP/IBIX U CBEPXTBEPABIX MOKPHITUI HA OCHOBE
HUTPUIHBIX W/UIIM OKCUIHBIX CJIOEB B ITPOLECCE CUHTE3a MIPOUCXOIUT YBEIMUCHUE 3HAUCHUS
MaKpOHAIPSHKEHUM BBIIIE OMPEIETIEHHOTO IIOPOTOBOT'0 YPOBHS, UTO MPUBOJIUT K
MOCJEIYIOIEMY PA3PYLIEHUIO UM OTCIIOCHUIO MOKPBITUA. {7151 CHHT€3a MHOTOCITOMHBIX
MOKPBITUI HA OCHOBE HAIPSKEHHBIX OKCUAHBIX MU HUTPUHBIX CIIOEB HA MaTepHaiax u
u3JIeNusx TourHon 6osee 100 MKM TpeOyeTcst 00ecneunThb ONpeiesieHUe U KOHTPOJIb 3a
BEJIMYMHOM U 3HAKOM YPOBHSI BHYTPEHHMX HATIPSKEHMI B TIOKPBITUM B ITPOLIECCE €r0 CUHTE3A.

3anayeit 3asiBISIEMOTO U300PETEHUS SIBIISETCS YBEJIMUEHHUE 10 3aJaHHOMN TOJIIIUHBI
MHOTOCJIOMHOTO MOKPBITUS, CHHTE3UPYEMOTO BAKYYMHBIMU HOHHO-TIJIA3MEHHBIMU METOIAMU
Y COCTOSIIIIETO U3 TBEP/IbIX UJIU CBEPXTBEPIBIX YEPETYIOIIMXCS OKCUIHBIX U HUITPUIHBIX CJIOEB
CO 3HAKOTIEPEMEHHBIMU 3HAYCHUSIMU MAKPOHATIPSKEHUM, HATIBLIIEMOT0 Ha JIETAJIN U3
KOHCTPYKIMOHHBIX WJIM UHCTPYMEHTAIbHBIX MATEPUATIOB.

JIOTIOJTHUTEIbHBIM PE3YIbTATOM SIBJISIETCS] YBEITUUCHHUE CPOKA CITY)KOBI TOKPBITHIA,
paboTaronmx Ha U3HOC ITPH KOMIUIEKCHOM BO3IEMCTBUM (DAKTOPOB OKPYIXKAFOIIEH CPEIbI B
ABUAKOCMUUYECKOM, ATOMHOM, MAIITMHOCTPOUTEIILHOW U IPYTHUX OTPACIAX 32 CUET YBEIIMUEHHOMN
TOJIIIIUHBI U3HOCOCTOUKOTO MOKPBITHSL.

TexHUYeCKUM pe3yIbTATOM 3aSIBIISIEMOT 0 H300PETEHUS SIBIISIETCS OMpeieSieHUE U KOHTPOJIb
3HAKa U 3HAYEHUS] MAKPOHATIPSIKEHUI B CIIOSIX CHHTE3UPYEMOTo ¢ uctojibzoBanuem CU B
Mpouecce CUHTe3a, 00eCIeYnBaIOIIMI MUHUMATBbHYIO CYMMAapHYIO BETMUUHY
MAKPOHAIPSX)KEHUH B MHOTOCIIOMHOM ITOKPBITUH.

VKa3aHHbBIN TEXHUUECKUM PE3YIbTAT IPU OCYIIIECTBICHUU U300 PETEHUS IOCTUTAETCS TEM,
YTO B U3BECTHOM CIOCOOE CUHTE3a MHOTOCIIOMHBIX OKCUTHO-HUTPUIHBIX TOKPBITHI HA
MaTepuaiax U U3JIeJIMsX C UCTIOJIb30BAHUEM CUHXPOTPOHHOI'O U3JTyYeHUS], B BAKYYMHOM
KaMepe B 30HE HAIIbUICHUS pa3MeIlaloT KOHTPOJIbHBIN 00pasel Juisl OTyYeHUs
TU(GPAKTOTPAaMMBI TTIOKPBITHS, OCYIIECTBIISIIOT MTOCIEI0BATEIBHOE HATTBUICHHE BAKYYMHBIM
MOHHO-TUIA3MEHHBIM METOJIOM YePEIYIOIIMXCS OKCUIHBIX U HUTPUIHBIX CIIOEB MTOKPHITHS,
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BBIMOJIHSIOT IEPUOIMYECKYIO ChEMKY PEHTI€HOTPaMM MOKPBITHUS HA KOHTPOJIBHOM 00pa3siie
B MIPOIIECCE CUHTE3a MOKPBITUSI TOCPEACTBOM CUHXPOTPOHHOTO u3yueHusi. CoriacHo
U300pETEeHUI0, OJJHOBPEMEHHO C KOHTPOJIbHBIM 00pa3lOM B 30HE HAIBUICHUS pa3MeIlatoT
00pabaTpIBaeMble U3/IEIUS 151 HAHECEHUS TOXK/IECTBEHHOT O MOKPBITHUS, & ChEMKY
PEHTTEHOT'PaMM OCYIIECTBJISIOT HA KOHTPOJILHOM 00pasiie CHHXPOTPOHHBIM U3JTyUYE€HHUEM C

sHeprueit GpoToHoB (1+40) k3B u uHTEeHCMBHOCTHIO Ooee 0,5- 108 CbOT/(ceK-MpaLLZ), 1o
MTOJTIYYCHHBIM PEHTTCHOTpaMMaM IEPHOIUUECKH B ITPOIECCE CHHTE3a KaXKI0T0 CJI0S TOKPBITHS
KOHTPOJIUPYIOT ITyTEM OIIPE/ICICHHS B HEM BEJIMUMHBI M 3HAKa MaKPOHAIIPSLKEHUS 10 MOMEHTA

JIOCTUKEHUSI 3HAUCHUSI MAKPOHATIPSKEHUSI pABHOT'O 110 MOAYJIIO He H6oJiee 5- 10° MITa, mocue
YEro MPOU3BOAAT NEPEXO K CUHTE3Y ITOCIEAYIOLIErO €051 C MAKPOHAIIPSHKEHUEM TaKOM JKe
BEJIMYMHBI, HO TPOTUBOIIOJIOKHOTO T10 3HAKY, B PE3yJIbTaTe 0OecneunBasi MUHUMAIbHYIO
CYMMAapHYIO BEJIMUYMHY MAaKPOHATIPSKEHUI MHOTOCIIOMHOTO TTOKPBITUS U JOBO/IS TOJIIUHY
MOKPBITHUS 10 3aJaHHOT'O 3HAUYEHHUS 0€3 ero pa3pylIeHUs] U OTCIAUBaHUSI.

KoHTposnbHbIit 00pasel u3 Toro xe MaTepuaia, YTo U U3Jeue, pa3MeliaoT Ha CTOJIMKE
B BAKYYMHOM KaMepe YCTAaHOBKH, Ha KOTOPOW peaInu3yeTcsl MPOLECC BAKYYMHOI'O HOHHO-
MJIA3MEHHOT O HAMBUIEHHUS], U OCYLIECTBIISIOT MOIIArOBbIN MPOLIECC CUHTE3a MHOTOCIIONHOTO
MTOKPBITHUS, COCTOSIIIIETO U3 YePETYIOIIUXCSl TBEPIbIX UIM CBEPXTBEPABIX HAMPSIKEHHBIX
HUTPUIHBIX U OKCUJIHBIX Cl10€B. OHOBPEMEHHO C KOHTPOJIBHBIM 00Pa3LOM B 30HE HAITbUICHUS
pa3MeniarT 00padaTbiBaeMble U3/IEIUS 1J1s1 HAHECEHMSI TOXKIECTBEHHOTO MOKPBITHSI.

ITapameTpbl HAHOCUMBIX CII0€B TAKOBbI, YTO 3HAKU CKUMAIOLIMX/PACTATMBAIOLLIMX
HANPSHKEHUIM B MPUMBIKAIOLIUX IPYT K APYTY CIOSIX MPOTUBOIOJIOKHBIE, a 3HAUEHUs OJIU3KU

JPYT K IPYTY U COCTABIISIIOT IO MOJLYJIIO IOPOTrOBOE 3HAUEHUE - HE DoJiee 5- 10° MITa, uto
obecreunBaeT MUHMMAJIbHYIO0 CYMMAaPpHYIO BEJIMUMHY MaKpPOHAIPSKEHUN B IIOKPHITUU. B
pe3yJIbTaTe YCTPAHSIETCS HELOCTATOK TBEPABIX U CBEPXTBEPABIX HUTPUIHBIX U OKCUIHBIX
MOKPBITHUI, CBI3aHHBIN C HAKOIIJIEHUEM 3HAUEHUSI MAKPOHATIPSY)KEHUH BBILIE ONIPEIETIEHHOT O
IIOPOT'OBOT'0 YPOBHS, IPUBOSIIETO K MOCIEAYIOMIEMY PA3PYILIEHUIO WIH OTCIIOEHUIO
MTOKPBITHS.

Heo0xoaumo oTMeTUTD, 4TO 3HAUEHHE IO MOJIYJII0O MAKPOHANPSHKEHU S5- 10° MITa ot
HECKOJIBKHX JIECATKOB JO HECKOJIBKMX COTEH IPOLICHTOB HUKE XapAKTEPHBIX 3HAYEHUN
MAaKPOHANPSKEHUH, IIPU KOTOPBIX TPOUCXOAUT OTPBIB OT IMOJI0KEK OKCUIHBIX U HUTPUIHBIX
nokpbITUil Ha ocHOBeE Ti, Al, Cr, Zr 1 APYTUX HUTPUIO- U OKCUI000PA3YIONIMX HJIEMEHTOB.

JI71s KOHTpPOJIs 3HAUEHUS M 3HAKa HanpsbkeHuit ucnonbdyercss CU ¢ snepruet poToHOB

(1+40) k2B u uaTeHCcuBHOCTHIO OOI€Ee 0,5- 108 (bOT/(ceK-Mpa,uz), IMOCTYITAOIIEE U3 UCTOYHHUKA
CH, npoxoasiiee yepe3 peHTTeHONPO3pavHOe OKHO, Majaroliee Ha 0opasel oA MaabIiM(1)
yrioM(amu), tudparupyemMoe Ha KPUCTATUIMYECKON CTPYKTYPE MOKPBITUS U TTOITTOKKH,
BBIXO/IAIIEE YEPE3 BBIXOIHOE PEHTIEHOIIPO3PAYHOE OKHO Y ITOMAJAIOIIEE HA IETEKTOP

T parupoBaHHOTO U3NydeHus. Jlanee mpou3BOIUTCS MEPUOANUECKAs, HECKOIBKO pa3 B
MUHYTY, Chb€MKa PEHTTE€HOIPAMM IMOKPBITUS Ha 00pa3lie B MPOLECCe CUHTE3a MTOKPBITUS
MIOCPEJICTBOM CUHXPOTPOHHOTO M3TyueHUs1. OCyIeCTBISETCS IEPUOANYECKOE, O HECKOJIBKUX
pa3 B MUHYTY, BEIYUCIICHUE 3HAYCHUI BHYTPEHHUX HAMTPSKEHUI B TTOKPBITHH IO CIIOCO0Y [4].

Ykazannoe 3HadyeHue nHTeHcuBHOCTH (0,5- 108 (bOT/(CeK-MpaI[Z) 3HAYUTEIILHO, HA HECKOJIBKO
MTOPSAKOB BBIIIE, YeM JJIs JTAOOPATOPHBIX TUPPAKTOMETPOB U OOYCIOBICHO HEOOXOIMMOCTHIO
MEePUOIMYECKOTO MOIYyUeHUs TUPpakTorpaMm, 10 HECKOJIBKUX pa3 B MUHYTY, B IIPOLECCEe
cUHTe3a MOKPbITHs. C Ipyroi CTOPOHBI, TaKyr0 HHTEHCMBHOCTH CU 00ecieunBaroT ICTOUHUKH
CHU 1-ro u 2-ro NoKoJIeHUH, IeHCTBYIOIIME Ha cCeroAHsAIIHMIA JeHb B Poccuun (BOIIII-3 u
BOIIIT-4, USD CO PAH, r. HoBocubupck; "KM CHU-Kypuatos", YHK HUL] "KypuatoBckuit
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uHCcTUTYT", I. MockBa). [Ipy 3HaUUTETbHOM YBEJTMYEHUM UHTEHCUBHOCTHM nyuka CU
YBEIIMIMBACTCS YaCTOTA MTOTYYCHUS TUPPAKTOT PaMM, KAUeCTBEHHO He BITUSIST HA TIOJTyIaeMbIii
TOJIOKUTENIBHBIN pe3ynbTaT. JAuana3on snepruii (1-40) kaB obecnieunBaeT moaydeHue
KaueCTBEHHBIX PE3YJIbTATOB ChEMKHU C UCTIOJIb30BaHueM CH 11714 BCEX U3BECTHBIX HUTPUTHBIX
Y OKCHUJTHBIX CIIOEB Ha OCHOBE JIETKMX W TSKEJIbIX 3JIEMEHTOB.

ITepuoauueckwuii mporecc NoTyueHust IUPpaKkTorpamMm 1 BBIYUCIICHUE 3HAYEHUI BHY TPEHHUX
HAIPsHKEHUI JITTMTCS BECh ITPOLIECC HAIIbLIeHUsI. B mpolecce CMHTE3a TOKPBITUS TTPU
JIOCTUKEHUM TTOPOTOBOT0 YPOBHS 3HAUEHUST HAMTPSKEHUI B OTJEIIBHOM CJIO€ IMOKPBITHUS
MPOUCXOAUT MEPEXO/I K HATIBIJICHUIO IPYTOrO CJIOSI B MOKPBITUM.

CHHTE3 MHOTOCIIOMHBIX TOKPBITHUI TPOAOJIKAETCS 10 MOJYUYEHUS HY>KHOM TOJIIIUHBI
MOKPBITUSI WIH IO JOCTHUKEHHUS MOPOTOBbIX 3HAUECHUN HATIPSHKEHUI B IOKPBITUU, BBIIIE
KOTOPBIX TOKPBITUE MOXKET PA3PYIIUTHCS UM OTOPBATHCS OT MOJJIOKKH. 3a CUET TOrO, 4YTO
B 30HE HAIMBUIEHUS, PSIOM C KOHTPOJIBHBIM 00Pa3iioM, Ha KOTOPOM ITPOU3BOJIMTCSI KOHTPOJIb
MapaMeTpoB CIIOEB MOKPBITHUS ¢ Ucnob3oBaHueM CH, pacnonaraercst oOpabatsiBaeMoe
U3JIeJIMe U3 TOro K€ MaTepuasa, 4To U o0pasell, B IpeajiaraeéMoM CIIOco0e peam3yercs
HAIbUJIEHWE HA TOTOBbIE U3/I€TIMS MHOTOCIIOMHOT'O MTOKPBITUSI C MUHUMAJIbHOM CyMMapHOM
BEJIMYMHONM MaKpOHAMPSHKEHUI, 00ecTieunBalolIei 3a/1aHHYIO0 TOJIIIMHY 0€3 ero pa3pylieHus
Y OTCIIAUBAHMUSL.

3asiBiIseMblli CTOCOO CUHTE3a MHOTOCTIOMHBIX )KaPOCTOMKUX MOKPBITUH HA OTBETCTBEHHBIX
JIETAJISIX PeaIu3yeTcsl C UCTIOJIb30BAHUEM YCTAHOBKM BAKYYMHOTO 3JIEKTPOHHO-UOHHO-
IJIA3MEHHOT' O CTEH/A C UCIIOJIb30BAHUEM CUHXPOTPOHHOI'O U3JIyYEHUS, FEHEPUPYEMOTO
HUCTOYHUKOM CUHXpOTpoHHOTO u3nydeHus BOIIII-3 B coctae CLICTU, USD CO PAH, r.
HoBocubupck.

Ha ¢ur.1 npencrasiena cxemMa yCTaHOBKM BAKYYMHOT'O 3JIEKTPOHHO-UOHHO-TJIA3MEHHOT'O
CTEH/IA.

Ha ¢wur.2 mokazaHa apxuTeKkTypa MOJIy4YeHHOTO MHOTOCIIOMHOTO TTIOKPBITHSI HA OCHOBE
HUTPUIHBIX U OKCUIHBIX CJIOEB IO MpejiaraeMoMy Crocooy.

Ha ¢wur.3 - poto kanana BeiBoga CMHXpOTpOHHOTO M3inydeHust Ne6 BOIIII-3 mis
MPOBEJAEHUS CUHXPOTPOHHBIX UCCIEAOBAHUN JTAHHON YCTaHOBKH.

Crioco0 peanm3yeTcs CIeIyIoIMM 00pa3oMm.

B nenTpe BakyyMHOM KaMepbl BAKYYMHOTO 3JIEKTPOHHO-UOHHO-TJIA3MEHHOT'O CTEH/A B
30HE HANIBUICHUSI pa3MellaroTcst oOpadaThiBaeMble U3/eus 1, B TOM e 30HE Ha CTOJIMKE 2,
JUUTSL KOTOPOT'O UMEETCSI BO3MOXKHOCTh MO3ULIMOHUPOBAHUS C BBICOKON TOYHOCTHIO,
3aKperuIsieTcs KOHTPOJIbHBIN oOpasel 3 U3 MmaTepuaia o0pabaThIBAEMOTr0 U3/IENHS, C
pasmepamu 10x10x5 MM ¢ TOM K€ UCXOAHOM IIEPOXOBATOCTHIO IMTOBEPXHOCTH (R,), yTO M

IEPOXOBATOCTD M3/IeNHsl. B 30He HANBIJICHUS HA YPOBHE CTOJIMKA 2 C KOHTPOJIBHBIM 00pa3iom
3 pacrionararoTcsi oopabaTbIBaeMbIe U3JIEIHS -JIOTIATKYA TYpPOUH | Ha MaHMITYJISTOPE,
o0ecreunBarolleM BpalleHre Kaxa0i U3 JOMaTOK BOKPYT CBOEH OCH TaK, YTOOBI
MMPOW3BOANIIOCH HATTBUICHUE BCEX TTOBEPXHOCTEM JIOMATOK.

Jlo Hayaa sKCIepuMeHTa BaKyyMHasl KaMepa BAKyYMHOTO 3JIEKTPOHHO-UOHHO-
TUTA3MEHHOTO CTE€H/1a OTKAUYMBAETCS TYPOOMOJIEKYIISIPHBIM HACOCOM JI0 TIPEAEITBHOTO JaBICHUS

107 Ia. B MCTOYHKKE ra30BOM IUIA3MBI 4 3aKHraeTcs JIyTOBOM pa3psi/i HU3KOT'O J1aBJICHUS,
WHULUUPYEMbI UCTOYHUKOM MUTAHUS 5 U IUTAEMbIM UICTOUHUKOM nuTaHust 6. Ha
oOpabaTeiBaeMble u3aeaus 1 u oOpasel 3 MogaeTcs OTPULATENbHBIM OTHOCUTEILHO CTEHOK
KaMmepsl 7 anekTpudeckuit moteHnyan 800 B, obecneunBaeMbIit KCTOYHUKOM ITUTAHUS 8.
BoMOapanpoBkoit HOHaMU ra3a u3 Ia3Mbl 00ECIeUMBAETCS OUMCTKA, XUMUYECKAST AKTUBALMS
TTOBEPXHOCTH M HAT'PEB 00padaThIBaeMbIX U3eNni 1 1 oOpasna 3 1o TeMIepaTypbl HAITBLIICHUS
- 400°C. Janee CHM>KAETCSI MOLTHOCTh B Ta30BOM pa3psiie U MPOU3BOIUTCS 3aKUTAHUE
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pa3psAn0B B AYTrOBbIX Ucriapurelisix 9 u 10, muraeMbIX UICTOYHUKAMU IUTaHuA 11, 12 1
MIPOU3BOJIMTCS HANBIJIEHHME MHOTOCIIONHOT'O MOKPBITUS HAa 0Opa3ie 3 v uzaenusx 1. B nyroseix
UCTIAPUTENSX YCTAHOBIIEHBI KaTOAbl U3 TUTaHa Mapku BT1-0 u amromunus mapku A7. Tok
JyTOBOTO pa3ps/ia B UCIIAPUTETIE C TATAHOBBIM KaTOJ0M cocTaBisieT 80 A, a B vcriapuTere
¢ aTIOMHHHUEBBIM KaTooM 60 A. B mpouecce ocaxx/1eHus MOKPBITUSI IEPBBIM HATBLUISETCS
aJITe3MOHHBIN TTO/CIION TUTAHA B apTOHOBOM aTMochepe TolmmHoNu okoyio 100 HM mpu
nasiennu 0,3 I1a. Jlanee mpy HaNbIIIEHUM HUTPUAHBIX citoeB cucteMbl TiAIN ncrionb3yercs
HaIlyCK a30T-aproHoBoy cMecH B cooTHoeHuu 80:20, a 111 0OCaK1€HUsI OKCUIHBIX CII0EB
cuctemsbl TiAlO - kucnopoa-aprononast cMecb B cooTHoeHuu 50:50 nmpu nasiennu 0,3 Ila.
HutpunHsii ciioi HanmpuIIeTCsl 10 MOMEHTA JOCTUKEHUS BEJIMUUHBI MAKPOHAIIPSDKEHUS OX

(+)5* 10°, IIPU 3TOM TOJIIIHMHA 3TOTO ¢J10s cocTaBiisieT (80-120) HM, 3aTeM TPOUCXOIUT EPEXO/T
Ha KUCIIOPOI-aprOHOBYIO CMECH I'a30B U OCAXKIAEHUE OKCUIHOTO CI1051 C MUKPOHAIPSHKEHUSIMU
OJIM3KOTO 3HAUEHUS, HO TTPOTUBOIIOJIOKHOT'O 3HAKa, U U3MEHSIEMOM B IIPOIECCe POCTa
TOJIIUHOM (2-3) MKM. CHUHTE3 CII0€B MPOA0IKACTCS 10 TOCTHXKEHUS 3aIaHHOM OO1IIei
TOJIIMHBI MHOTOCIIOMHOTO MOKPBITUS 100 MKM, BBIUUCIISIEMOTO I10 3apaHee ONPEACTICHHON
ckopoctu HarbuieHus ciioeB cucteM TiAIN u TiAlO u cymMapHOMY BPEMEHU CUHTE3a
OKCUIHBIX U HUTPUIHBIX CJI0€B. B mpoliecce HANBIIIEHUSI METOJIOM MaJIOYTJIOBOM AU paKuyu
C UCITOJIb30BAHUEM ITyYKa CHHXPOTPOHHOTO U3JIYUYEeHUS 13 MPOUCXOAUT MOJIyUYECHUE

TG paKkTOrpaMMBbl C MIOBEPXHOCTH 00pasla, 3aKPerIeHHOTO Ha CTOJIMKE C MEPUOJUUHOCTHIO
3 mupaxTorpaMMbl B MUHYTY. MOHOXpOMAaTU3UPOBAHHBIN MMy4OK 13 IMOCTYIaeT B BAKYYMHYIO
KaMepy depe3 BXoIHOe OepuiiineBoe OKHO 14, monaaaer Ha oopaser 3, a mocie U paKkimm
Ha CTPYKTYpe IUICHKU ITy4YOK BBIXOJIUT Yepe3 BBIXOJIHOE OEpUILIIMEBOE OKHO 15 U momnajaer
B netektop 16 CH. C moMoIIpio ClenuaM3upOBAaHHOTO TPOTPAMMHOI0O 0OecIieueHus Ha
MEPCOHAIIBHOM KOMITbIoTepe 17 Mpoucxoaut o0padboTka qudppakTorpaMm B aBTOMAaTHUECKOM
PEXKUME U OIPENETIACTCA 3HAUCHUE MAKPOHAIIPSKEHUI B HATBUISIEMOM CJI0€ C IEPUOIMYHOCTHIO
3 pa3a B MUHYTY. [Ipy 1OCTHKEHNN YKA3aHHOM BBIIIE BEIUYMHBI MAKPOHAIIPS)KEHUN
MIPOUCXOIUT MEPEXO0/] Ha APYTYIO Ta30BYIO CMECH.

[TpuBeneHHBIE JAHHBIEC TOTBEPKAAIOT MTOJIYYEHHE MHOTOCIIOMHOTO MOKPBITUS 33 JAHHOM
TOJIIIWHbBI, CAHTE3UPYEMOT' O BAKYYMHBIM HOHHO-IIA3MEHHBIM HAIBIJIEHUEM, COCTOSILIETO U3
TBEPABIX YEPEAYIOLIMXCS OKCUAHBIX MU HUTPUIHBIX CJIOEB CO 3HAKOTIEPEMEHHBIMU 3HAYEHUSMU
MaKpOHATPSIKEHUN, HAMTBUIIEMOTO HA JETAJIH.

HcTounuku napopManuu, NpyuHSIThIE BO BHUMAHUE:

1. ITatent RU 2466206 C2;

2. ITaTent RU 2661942 C1;

3. ITatent RU2532646C1;
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5.J.L. Schroeder Industry-relevant magnetron sputtering and cathodic arc ultra-high vacuum
deposition system for in situ x-ray diffraction studies of thin film growth using high energy
synchrotron radiation, Review of Scientific Instruments 86, 095113 (2015); doi: 10.1063/1.4930243

(57) ®opmyna uzoopeTeHus
Crioco0 cuHTe3a MHOTOCTIOWHBIX MOKPBITUN HA U3/IENUSIX, BKIIOYAIOIIUIN pa3MeleHUue

00pabaThIBAEMOT0 U3/ICIUS B 30HE HAIBIJICHUSI BAKYYMHOM KaMephl, HATIBUICHUE TTOKPBITHS
Y BBINIOJIHEHUE TIEPUOIUUECKON ChEMKH PEHTIEHOTPAMM B IIPOLECCE HAMTBUIEHUS MOKPBITUS
MOCPEICTBOM ITYyYKa CUHXPOTPOHHOT'O U3IIYyYEHUS, OTIMYAIOLIMNACS TEM, B 30HE HAIIBLJICHUS
OJHOBPEMEHHO ¢ 00padaThIBAEMBIMH U3/IETUSIMU PA3MELIAOT KOHTPOJIBbHBIN 00pasew,
BBITIOJIHEHHBIN U3 MaTepualia 06padaThIBAEMOTO U3/IEIUS C TOM K€ UCXOTHOMN
LIEPOXOBATOCTBIO NOBEPXHOCTU (R ), UTO U IEpOXOBATOCTH U3/IEIINS; BAKYYMUPYIOT KAMEPY
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J10 TIPEICIIbHOTO JIABJICHUS 102 Ila, mocie yero Ha 0OpabdaThIBacMOE U3/EIIHME U KOHTPOIbHBIN
o0pasel MOJA0T OTPULATEILHBIM OTHOCUTEIBHO CTEHOK KaMEPHBI AJIEKTPUUECKUM TOTEHIMAT
800 B; mepen HauaioM HabUICHUST 00ECIIEYMBAIOT OYMCTKY, XUMUUECKYIO aKTHUBAIUIO
MMOBEPXHOCTU 00pabaThIBAEMOT0 U3/IENIMS U KOHTPOJIBLHOTO 0Opa3iia U UX HarpeB 0
TeMIiepaTypsl HamnbuieHus - 400°C; mocieayroniee HabUIEHUE YePEaYIOIIMXCST OKCUIHBIX U
HUTPUIIHBIX CIIOEB MOKPBITUSI OCYIIECTBISIOT BAKYYMHBIM HOHHO-TJIA3MEHHBIM METOJIOM C
UCIOJIb30BAHUEM JIBYX AYTOBBIX UCIIAPUTENIEH C TUTAHOBBIM U aJTIOMUHUEBBIM KAaTOTAMH,
IIEPBbIM HAIBUISIOT aAI€3UOHHbIN [OACIONW TUTAHA TOJIIIMHON 0K0JI0 100 HM B aproHoBOM
atMocdepe ripu gasienuu 0,3 Ila, 3aTtem HanpLIArOT citou TiAIN TommuHOM 80-120 HM TTpU
HAIyCKe a30T-aproHoBou cMecH U ¢lior TiAlO TONMMUHON 2-3 MKM C UCITOJIb30BAHUEM
KHUCIIOPOI-apTOHOBOWM CMECH, B ITPOLECCE HATTBUICHUS KAXKAOTO CIIOS TOKPBITHS KOHTPOJIUPYIOT
B HEM BEJIMUYMHY M 3HAK IOPOTOBOr'0 HANIPSKEHUS, BBITIOJIHSSA IEPUOIUUECKYIO CHEMKY
PEHTTEHOTPAMM MOKPBITHSI HA KOHTPOJIBHOM 00pa3iie Mpy S3HePrvr (POTOHOB M MHTEHCUBHOCTU

CUHXPOTpOHHOTO u3yyeHus (1-40) k3B u 0,5-108 (bOT/(CCK-MpaIlz), COOTBETCTBEHHO, U
OIpPEAEIIsis MO MOJYYEHHBIM PEHTTEHOTPAMMAM BEJIMUMHY ITOPOTOBOTO HAIPSI)KEHUS 110

MOJIyJIt0 He Oolee 5.10° MIla, a HambLUIEHHE KaXXI0TO CI0S OCYIIECTBIISIIOT 10 TOCTHXKEHUS
B HEM TTOPOTOBOTO 3HAYCHMSI HATIPSDKEHUST TAKOM K€ BEJIMUMHBI, HO TTIPOTHUBOIIOJIOKHOTO 10
3HAKY, MTOCJIE YeTO HANTBUISIOT IPYTOM CITOM.
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