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A set of universal modules for assembling research and small-scale equipment for
chemical vapour deposition of coating has been developed. Based on the
developed modules, three laboratory research installations were assembled for
deposition of coating on flat samples, pipes and complex-shaped objects. The
equipment enables to obtain a-Ta and p-Ta coatings using a new hydrogen-free
low-temperature deposition method as well as the deposition of ZrN coating using
hydrogen.
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BBenenne

XUMHYECKOe OCaKIIeHHE TpeKypcopoB U3 ra3zoBoi ¢as3el (Chemical Vapour Deposition —
Meron CVD) ucnons3yroT misi popMUpoBaHHUSI MOKPHITUH Ha MOBEPXHOCTH HW3JCTUN TpH
IIOMOIIM XUMHYECKOTO B3aMMOJEHCTBHS PEareHToB (IIPEKypCcOpPOB), IOCTYMAMOIIHUX K
MMOBEPXHOCTHU U3 ra3oBoi (assr [1].

Metoast CVD mo3BossitoT GOpMHPOBATH HA M3/IEIHUAX [TOBEPXHOCTHBIE CIIOH, KOTOPBIE
B 3aBHCHUMOCTH OT Marepuaja MOKpPHITUS MOTYT MOBBIIIATh M3HOCOCTOMKOCTH, 3alIUTHBIC
CBOMCTBA, TEIJIONPOBOAHOCTh M Apyrue cBoictBa. CVD TexHOMOrMM MMEIOT CleqyroIne
OCHOBHBIE [TPEUMYIIIECTBA:

a) OCaX/JICHUE MOKPHITUH U3 TYrOIUIABKUX METAUIOB U KEPaMHUUYECKHX MaTepHaloB,
Hanpumep SiC, ZrN, TaC, HfC, WC, HfB2, MoSi; u T.11.;

0) HaHEeCEeHHE TOKPBITUMA Ha TIOBEPXHOCTH JIETale CIOKHOW (OpMBI, a TaKKe Ha HX
BHYTPEHHUE TIOJIOCTH;

B) OTHOCUTEIBHO BBICOKME CKOPOCTH POCTA MOKPBITUHM 32 CYET CHJIBHOW KOHIIEHTpAalUU
peareHTOB B Ta30BOH (haze, B OTIMYME OT (U3MYSCKUX METOAOB IOIYYCHUS IMOKPBITHH,
HCIIOIb3YEMBIX, KaK MPAaBUIIO, IPU MOHUKEHHOM JIABJICHUH.

Pa3paboranbl pa3nuvHbIE BApHAHTHI OPTaHU3AIMU TpoIecca napodasHoro ocaxaeHus
(puc. 1) [2] c npumenenuem atmochepnoro nasienuss APCVD (atmospheric pressure CVD)
u nonwxkenHoro aasinenuss LPCVD (low pressure CVD), ¢ HempepblBHOU (continuous) u
NepuonYecKord mnogaded peareHToB (Bapuant ALD — Atomic Layer Deposition).
B3aumopeiicTBie peareHTOB MOYKHO WHUIIMUPOBATH MOBBIIeHMEM TemmepaTypbl (Thermal
CVD), a taxxe ¢ nomoisto miazmMbel PECVD (Plasma enhanced CVD). PearenTs B peakTop
MOJAIOT M3 HECKOJbKMX MCTOYHHMKOB WJIM W3 OJHOTO MCTOYHUKA B BHJIE CMECH, YTO YacTO

UCIOJIB3YETCs JUIsl METaJUIOOPraHUYEeCKUX peareHToB B Bapuante MOCVD.

lf CVD processes —l

[

‘ Low pressure [ l Atmospheric pressure ‘

| l
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Puc. 1. Ocnosnvie 6uovt opeanusayuu CVD npoyeccos [2]

B Poccun mpoBogmnm paspadotku otaenbHbIX BUIoB CVD mporeccos. Ilpu 3Tom B
OCHOBHOM HCTIOJIb30BAJIM UMIIOPTHOE 00opynoBanue. OpuruHaibHoe poMbiiuiennoe CVD
o0opyaoBaHME OBLJIO CO3/IaHO O/ MOTPEOHOCTH MUKPOAJICKTPOHUKH JJIsI 00OpaOOTKH TIIIACTHH
0OJIBIINX JUAMETPOB, a TAKXKE JUIS HAHECEHWs 3aIIUTHBIX MOKPHITHH Iuddy3nOoHHOIO U

KOHJICHCALIMOHHOI'O THIIA HAa JeTajlu ra3oBblX TypOuH [3]. OOopynoBaHue [Uisi HaHECEHUS
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ALD-nokpeituii pazpabatsiBanu B CaskT-IleTepOyprckoM rocyaapcTBEHHOM TEXHHYECKOM
YHHUBEPCUTETE COBMECTHO ¢ boTimxckum paguo3aBoaom [4].

AKTyanbHOU 3amaueit Ay 6osee mupokoro BHeaperus CVD texnonoruit B Poccun mist
IIPOM3BOJICTBA MEJIKOCEPUMHBIX H3AEIHH  sBIsETCS pa3padOTKa M CO3JlaHME MOJYJIbHBIX
uccnenonarensckux CVD  yctanoBok [S5], KoTOpble YAOBIETBOPSIM OBl CIEIYIOIIUM
TpeOOBaHUAM:

1) crangapTuzanus U yHUGUKAIHS OONBIIMHCTBA OJIOKOB M MOJYJIEH, TOCTPOCHHBIX B
OCHOBHOM C HCIIOJIb30BAHUEM KOMIUIEKTYIOLUIMX POCCUIICKOrO MPOU3BOJCTBA, YTO MO3BOJIUT
cHU3UTH cTouMocTh CVD 06opynoBanus 1 00eCIeYUT BO3MOXKHOCTD €r0 MacIITaOupoBaHHs
U UCTOJb30BaHus B Ipon3BoAcTBeHHbIX CVD-mpoueccax;

2) MHOro()yHKIMOHAJbHOCTb, TO €CTh BO3MOXXHOCTb IPUMEHEHHMsS YCTAHOBKH JJIs
npoBeneHus paznuuHbix BugoB CVD (MOCVD, LPCVD, ALD, APCVD, Thermal CVD,
PECVD);

3) obecrnieyeHre MHOTOMCTOYHMKOBOM MapallieIbHON MOJaud HECKOJbKUX pPEeareHTOB
JUISL YIIPABIISIEMOTO MOJIYYEHHUS MHOTOCIIONHBIX U KOMITO3UTHBIX MOKPBITHH;

4) ynpaBieHHE MpPOLECCaMH OCAXKJIEHHUS C IMOMOIIbI0 COBPEMEHHOIO MPOTrPaMMHOIO
o0ecTeYeHus C BU3yaIn3aluei MpoIeccoB.

Llenpio HacTosAmed pabOTHl SBIAETCS pa3pabOTKa MOIYJIBHOTO OOOPYAOBaHHS IS
nocrpoeHus ucciaenosarenbckux CVD  ycTaHoBOK [uisi IPOM3BOACTBA MEJIKOCEPUMHBIX
u3nenuii. Kpome Toro, Obuta mnocTaBieHa 3ajada JIEMOHCTpAalUM (PYHKIIMOHAIBHBIX
BO3MOYKHOCTEH pa3pabOTaHHOTO O0OpYAOBaHMS IMPHU OPraHU3ALMU IMPOLECCOB OCAXKICHUS
MOKPBITUM.

Pa3zpabotka ucciaegosareabckoro CVD o6opynoBanus

[Tpu pazpabotke CVD ycTaHOBOK HAMH CO3JaHBI IPOTOTHUITHI YCTAHOBOK M3 KBapIia, Ha
KOTOPBIX OTpabaThIBaIM 3JEMEHTHl KOHCTPYKLIUHU U PAa0OTy OTIENbHBIX OJIOKOB. DTOT OMBIT
UCTOJB30BAJIM B JalibHEHIIeM mpHu pa3paboTke oOmied KOHCTpyKUuH ycTaHoBKu JOY-JIIT
(9KcIiepUMeHTaIbHAs YCTaHOBKA JIabopaTopHasi AJs IUIOCKMX OOpa3loB) U €€ OCHOBHBIX
6110K0B (pHC. 2, ).

CVD ycranoBka DY-JIII Bkiitodaer B ceOsi:

— OJIOK >HeprocHaOkeHHsl U ynpasieHHs (puc.2, 6) ¢ UCIOJIb30BAaHMEM BCTPOECHHOMN
CEHCOpHOM maHenu (puc.2, T) M KOMIIbIOTEpa C MPOrpaMMHBIM OOecreYeHueM st
BU3YaJbHOIO yrpasieHus npoueccamu B cuctemax CodeSys u MasterScada;

— MOZYJb NMOATOTOBKH ra30B ¢ HAOOPOM JIOBYILEK ISl CEJIEKTUBHOM OUMCTKU I'a30B OT
KHMCJIOpOJ1a, BOJBI U YIJIEBOJOPOIOB METOAAMU COpPOLIMM U C PEryjsTOpaMH pacxojia ra3oB
(puc. 2, B);

— 0ok perynsatopoB pacxoja razos (PPI') ¢ anexkrpoknananamu (puc. 2, 1);

— OJIOK MOJyJIel TepMOCTaTUPOBAHHBIX J103aTOpOB-HUcnapuTenelt [6] (puc. 2, e);
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— pEaKTOpHBIM OJIOK BEPTHKAIBHOTO THIIA C BEPXHEW MoJavell peareHTOB U3 MOJYIs
BBICOKOTEMIIEPATYPHOTO JO3UPOBAHUS (B BEpXHEH dYacTH) C JBYMsS BCTPOCHHBIMU
TEPMOCTATUPOBAHHBIMHU J103aTOPAMU-UCIIAPUTEISAMH TBEPABIX peareHToB [7] (puc. 2, x);

— MOJYJIb YTHJIM3AIMH BBIXOJAIIUX PEareHTOB U ra3oB (puc. 2, 3) C MOJICOCTUHEHUEM K
BaKyyMHOM cHUCTeME JUIsl MOJIEPKKU paboyero JaBieHUs BO BpeMs MPOBEACHUS OCaXIACHUS
ITOKPBITHM Y T€PMETU3ALNH YCTaHOBKH.

Peaktop (puc. 2, ), B 3aBHCHMOCTH OT OCHACTKH, MOXET paboTaTh B pPEKUME
COCTOSIHUSI C XOJIOAHBIMU CTCHKaMHU, TIPU KOTOPOM 00pasell B KBapIieBol TpyOKke HarpeBaeTcs
HANpsSIMyI0 UHAYKTOpoM (MakcumyMm 1o ~1673 K). Kpome Toro, peakrop Moxket paboTarh B
peXxuMe C TOPSYMMHU CTEHKaMHU C HMCIOJIb30BAaHUEM PE3UCTUBHOIO HarpeBareis WM NpU
pa3MenieHnd o0pa3lloB B CTalbHOW TpyOKe, HarpeBaemMod HWHAYKTOpoM. IIpomeccsl B
peaKTope MOXKHO MPOBOAUTH MPU aTMOCHEPHOM WIIM MOHMKEHHOM JaBjeHHH. PeakinoHHas

o0JacTh peIHa3HavYeHa 111 00pasnoB pazmepamu He 6ostee 40x40x50 (Mm).
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Puc. 2. CVD ycmanoska DY-JIII: a) obwuii 6uod, 6) 610K 3HepeoCHAbI’CEHUA U YAPABLEHUSL C
CEeHCOPHOU NAHeNbIO, 8) MOOYIb NOO20MOBKU 2A306 C HADOPOM 08V ULEK, 2) IKPAH CeHCOPHOU NaHeau
ynpasnenus oroxom PP, 0) onox PP, e) 610k Mooyneu mepmocmamuposanisix 003amopos-
ucnapumenet, Jc) peakmopuwii 010K ¢ MOOYIeM BbICOKOMEMNEPAMYPHbIX 003amMOopos-ucnapumenet,
3) no2nomumenvHas 108YWKa U3 MoOYIs YMUIu3ayuu

Ha 6aze Habopa pa3paboTaHHBIX MOMIYJIEH CMOHTHPOBAHBI YCTAHOBKHU ISl OCAKICHHS
MOKPHITUH HAa BHYTPEHHHE TOBEPXHOCTH TPYO WM Ha M3IENHUS CIOXHOW (HOPMBI, MMEIOIIHE
COOTBETCTBYIOIIHNE PEAKTOPHI (pHC. 3).

Puc. 3. Peaxmopul 011 u3denuti cioxicHoOu ghopmsl — a (MOOYib 003UPOBAHUSL CHAM)

U 6HYMPEeHHUX nogepxHocmell mpyo — 6

[Tpu pabote ycranoBku DY-JIII B Mogysne momauu ra3oB (puc. 2, B) U3 0a/NIOHOB Ta3-
HOCHUTENb (TeIUil WM aproH) W MO HEOOXOAMMOCTH Ta3-peareHT IOJal0T 1O Ta30BbIM
MarucTpajisiM 4Yepe3 CHUCTEMY CEJIeKTUBHOW OUYMCTKH OT CJEAOB BOJBI, KHCJIOPOJA,
VIIAEKUCIOro ra3a B OJIOK YIpaBIIEHUS PacxXxoJoM ra3oB (puc. 2, A) C HCHOIb30BAHUEM
CEeHCOpHOM maHenu (puc. 2, T). Jlanee mOoTOKK ra3oB MNOCTYNAIOT HAPSIMYIO B PEaKTOp WU B
OIIOK J03aTopoB-UcmapuTeneit (puc. 2, €). B mo3aropax-ucrnapuTensx ra3bl HACBHIIAIOTCS
napamu TpedyeMbix peareHToB (Opom, CCls, SiBrs u T.1.), mpu 3TOM [daBleHUE MapOB
pEareHTOB pacCYUTHIBAIOT UCXO/I U3 TEMIIEPATYPbI TEPMOCTATUPOBAHUS 103aTOPA.
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B BepxHell yacTu peakTopa pacloioXeH MOIYJb, COCTOSALIUI M3 JIBYX BHYTPEHHMX
TEPMOCTATUPOBAHHBIX BBICOKOTEMIEPATYpPHBIX J03aTOPOB-UCHIAPUTENCH I HACHIIICHHUS
ra3a-HOCUTelNs MapamMH KOMIIOHEHTOB (puc. 2, k). Hampumep, B BepxHeM no3aTope-
HCTapyuTeIe MOKHO Pa3MECTUTh TJIOTE€HU]T ocaxaaeMoro TyrormiaBkoro metawwia (Ta, Mo,
Nb...), a B HIKHEM [103aTOpPE METAJUI-BOCCTAHOBUTENh (KaJAMHM, IUHK...). [Ipu sToM mis
oOecnieueHusl JaBiaeHus napoB, Hanpumep 10 Topp, ans OpoMuaa TaHTajga HEOOXOAMMO
3anatb temrepatypy ~480 K (B BepxueM ucnaputene), ans kaamus ~763 K, mias nuHka
~933 K.

B nozarope-ucnapurene peakTopa BO3MOXKHO IIOJIYYEHHME COEIUHEHMH B Ipoliecce
nozupoBanus. Hampumep, OpoM MOKHO HCHapsTh M3 BHELIHETO 103aTOpa-UCHapuTeNs U
MOJIaBaTh €ro B BBICOKOTEMIIEPATYPHBIA J03aTOP-UCHAPUTETIh CO CTPYKKOW MeTaia Uit
MoJydyeHusi mapoB Opomuaa MmeTauia. Bcero B peakTop uepe3 BHYTPEHHHE M BHEIIHHE
J103aTOPBI-UCIIAPUTENIN MOXKHO MOAABaTh OJJHOBPEMEHHO TPU HE3aBUCHUMBIX MOTOKA, KOTOPHIE
MOTYT cOAepXkaTh 10 5 WHAMBHUIYallbHBIX pPEAareHTOB, a IpU HCIOJIb30BAaHUH CMeceil
peareHToB UX KOJIMYECTBO MOKET ObITh YBEIHUEHO.

Jns  npenoTBpaieHusi MPEKICBPEMEHHOTO B3aUMOJICHCTBUSL PEAreHTOB Ta30BbIE
IIOTOKHM TPaHCIOPTUPYIOT MO OTJAEIbHBIM KaHajaM, KOTOPbIE CMEIIMBAIOTCS B CIIELUATbHOM
COILIEC Ha BXOJE B PEAaKIMOHHYIO 30HY B HIDKHEH 4acTH MOJIYJIS 103aTOpOB-Hcrapurenci. B
pe3yspTaTeé Tra3oBble IOTOKM C IIapaMU  pPEareHTOB CMELIMBAIOTCA B PEAKTOpPE
HEMOCPEJCTBEHHO Nepe]; 00pa3lioM M BCTYMAIOT B peakMi Ha MOBEPXHOCTU ¢ 00pa30BaHUEM
UGG Yy3NOHHOTO, METANTUYECKOTO0 WM  KepaMU4ecKoro MOKpeiTui. OTpaboTaHHBIE
MPOAYKTHl PEAKIMU YTUIU3UPYIOT B MOJyJe HeWTpanuzanuu (puc. 2, 3). Hamomnenwe
«JIOBYHIKH» MOJYJISl MEHSIIOT B 3aBUCUMOCTH OT HCIIOJIb3yeMBIX peareHToB. Hampumep, npu
WCMOJIb30BaHUH TAJIOTEHU/IOB U KaJMUs JIOBYIIKY HAMOJHSIOT cMechio 1ieosinta 1 NaOH.

Bce pa3spaboTaHHbIE YCTAaHOBKHM IpeIHA3HAYEHBI JUIsI PELIEHUS HCCIIEeI0BATEIbCKUX
3a7jad U OTPaOOTKM TEXHOJIOTHYECKUX OCOOEHHOCTeH mporeccoB ocaxieHus. OJHAKO B
M000i1 M3 YCTAaHOBOK BMECTO HCCIIEOBATENLCKOTO PEaKTOopa MOXKET OBITh HCHOJIb30BaH
CMELMAIN3UPOBAHHBI  pEaKTop, OpPUEHTUPOBAHHBIH Ha 00paboTKy Habopa netaneit
OIpeIeIEHHON KOHCTPYKIMH, YTO YAOOHO JUISl MEIKOCEPUIHOTO IIPOU3BOICTBA.

Ha Takux ycTraHOBKax BO3MOKHO IOJIYYEHUE Pa3HbIX KJIACCOB MOKPBITUM, TaK Kak
CUCTEMbI JO3MpPOBaHHUS W TMOJAYM PEareéHTOB IO3BOJSIOT MCIOJNB30BATh CaMble pa3HbIe
peareHThl: METAJUIOOPTraHUYeCKUe COCAMHEHMs, TaJOreHH]Ibl, KapOOHWIIbI, BOIOPOA U
METaJJIbI-BOCCTAHOBUTENIM U T.J. BecbMa BOCTpeOOBaHHBIMM SIBJISIOTCS TMOKPBITHUSA U3
TYTOIUIaBKUX U CBEpXBbICOKOTeMIIepaTypHbIX kepamuueckux marepuanoB (UHTC - Ultra-
High Temperature Ceramics) (puc. 4). K UHTC 00b14HO OTHOCAT OMHApHbIE COEAMHEHUS
TYrOIUIaBKMX METAIZIOB ¢ OOpoM, YIJIEPOAOM, a30TOM, KpEMHHEM. OTH COEAMHEHUs
MPOSBIIAIOT 00Jiee BBICOKYIO 3JEKTPO- M TEIUIONPOBOJHOCTh, YEM OKCHJIHAS KEpaMuKa,
BBIIEP’)KUBAIOT OKCTPEMAJIBHBIE TEMIIEpATyphl, TEIJIOBBbIE IIOTOKM, YPOBHU paaualyi,
MEXaHUYECKNUE HArpy3Ku, XUMUYECKYI0 PEAKTUBHOCTb U JPYT'HE yCIOBHS, KOTOPBIE BBIXOAST
3a paMKHU BO3MOKHOCTEH CYIECTBYIOIIUX KOHCTPYKIIMOHHBIX MaTepUANIOB.
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Puc. 4. Temnepamypa niaenenus HEKOMOPLIX MY20RAABKUX COeOUHeHUl [5].

Juts nomyuenuss tyromraskux ¥ UHTC wmartepuasioB uCIONB3YIOT, Kak IIPaBHIIO,
TCXHOJIOTHYCCKN CIIOXKHBIC M HOPOTOCTOSIIKC Tpouecchl. [lo3ToMy BBITOAHES M TPOILE
MCIIOJIB30BATh TYTOILIABKMC MATCPUAIBI B BU/C MTOKPBITHHA.

Ha ycranoske DVY-JIII O6bumM moIydeHBl pa3IMYHbIC BUABI TMOKPBITHI, B TOM YHCIIC
OHOKOMITOHCHTHBIC CIIOM TaHTaia, MOIHOACHA, PCHHS, aMOP(HOr0o KPEMHHUS, a TAKXXE CIIOH
OMHApHBIX COCAMHCHMI: KapOuaoB TanTtana u radpuus, 6opuaa radpHus, HUTPUAA TUPKOHUS,
CHJIMIIMOB JKeine3a W MonubacHa. [ToKpeITHS HAHOCHITH Ha TOAJIOKKH pa3Hoil Gpopmsl u w3
TaKMX MAaTCpPHAIOB, KaK MEIb, MOJMOACH, BONb(paM, Trpadur, cymnepcriaBsl Ha OCHOBC

HUKCIIA 1 KOGaJIBTa, PAa3HLIC BUABI CTAJIM, KBAPIL, OKCHU /] aJIIOMHUHHAA.
Honyqelme l'IOKprTI/Iﬁ TAHTAJA 0€3 HCIOJIL30BaAHNS BOAOpoOaAa

Jlnst mosrydeHus TIOKPBITHH TanTaina, MoMubAeHa, KapOonuoB TanTana u radums, Gopuaa
radpmmst Obuta paspaboTana OE3BOAOPOIHAS HU3KOTEMIICpPATypHas METOIMKA OCAXKICHHS, B
KOTOpO#  mHapbl  TaJOr€HHI0B  METAUIOB  BOCCTAHABIMBAIM  IlApaMM  METaJlJIOB-
BOCCcTaHOBHTENCH. be3Bomopoanas MeToaMKa OCa)XACHHUs TaHTaja omucana B pabore [8], u
MOITyHYCH MaTeHT [9], Kak M Ha crmoco0 OCaXACHHS TOKPBITHH 13 KapOuaa Tantana [10].

Hutepec k Tantary 00ycIoBICH BEICOKOH TeMiepaTypoi masienus a-Ta ~3290 K, ero
BBICOKOHM IUIACTMYHOCTBIO M BSA3KOCTBIO, BBICOKOM XMMHYECKONH CTOMKOCTBIO B KHCIOTaxX M
arpeccuBHbIX razax [11]. Taxxe a-Ta sBusercs anddy3noHHBIM 0apbepOM MEKAY MEIBIO H
kpemHueM [12, 13], 4ro HaXOAUT IPUMEHEHHUE IIPH METAJUIM3ALMH UHTETPAIbHBIX cxeM [14].
B-Ta cToek k KOppo3uHM Tak e, Kak u o-Ta, Ho Gosree TBEpA M XPYIOK, YTO OIPaHMIHBACT €TI0

WCIIOJIB30BAHNE B 3alIMTHBIX TOKPBITHAX [15]. OTHOCHTENHLHO BBICOKOC YACIBLHOC
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conpotunenue B-Ta (160-200 MmxOm*cwm [16]) mo3BossieT IpUMEHATH ero B pe3uctopax [17],
a TUTaHTCKUM cHOBBIN 3 dexT Xomna BocTpeOOBaH B YCTPOICTBAX MarHUTOPE3UCTHUBHON
mamaTH [18].

[Ipu ocaxxmeHny TaHTaa ¢ MOMOIIBIO O€3BOIOpOAHON MeTo KK BMecTo cMecu TaCls ¢
H> ucnons3oBamu cmeck nmapoB TaBrs ¢ Cd, 4To MO3BOJIMIIO MOBBICUTH CKOPOCTh OCAKICHUS
TaHTaJla ¥ YMEHBIIUTH KOPPO3UOHHBIN U3HOC 000PYIOBAHMUS.

JIisl TaHTAJIOBBIX TMOKPBITHI OIpeNeeHbl JAHANa30Hbl TeMIIepaTypbl (OPMUPOBAHUS
cloéB, comepxamux pasueie gasel. OgHodaszueie cnon B-Ta momydeHsl B quana3zoHe ot 923
1o 1023 K, npu Oonee BBICOKOH Temreparype MoydeHbl OKPBITUS o-Ta, a mpu rpaHuIHON
TeMIlepaType MOdy4eHbl AByxdas3Hble TOKpbITHS U3 cinoeB P-Ta u o-Ta. IlomydeHHbie
MOKPBITUS MUMeNu TonumHy 10 30 MKM, 4TO uis MeTacTaOmibHON (as3el B-Ta momydutsb
JOPYTUMHU METOJIaMH JIOCTaTOYHO CJIOXKHO.

CTpyKTypy TMOKPBITHM HCCJIEAOBAJIM C TIOMOIIBIO CKAaHUPYIOUIEH 3JIEKTPOHHOU
Mukpockormu (manee SEM) na nmpubope «Thermo Fisher Scientific Quattro S». ITokpbrTus
MMENT MEJIKOKPHUCTAIUTMYECKYI0 CTPYKTYPY, HO C YBEIWYEHHUEM MPOAOIKUTEIHHOCTH
OCQXKJICHUS HAYUHAJICS KOHKYPEHTHBIH POCT KPHUCTAIOB C TOCTEIEHHBIM YKPYIHEHHUEM
pacTylIUX KpPUCTAUIOB (0 3 MKM B IONEPEUYHHKE HA MOBEPXHOCTH 3a 2 Yaca pocTa) U C
OpPUEHTHPOBAHUEM KPHCTAJUIOB MO0 HOPMAaIK K moBepxHOCTH. [Ipu 3TOM B mokpeiTusx u3 B-Ta
KPUCTAJLTUTBl KUMENTH OKPYIIIyIo dopmy (puc. 5, a), B mokpeITusix 3 + o ¢a3 Ta okpyribie
KPUCTATTUTHl MMENH OPHUEHTUPOBAHHBIE TO HOPMAald K IMOBEPXHOCTH pedpa (puc. S, 0),
a B MOKPBITUAX 0-Ta HaOnroanu rpaHeHble KpUCTAUIUTHI (PHC. 5, B).

Puc. 5. [losepxnocms manmanosvix nokpvimuil Ha eonvgppame a) p-Ta, 6) a-Ta+f-Ta, 6) a-Ta

IHosryuyenne nokpbiTusa ZrN

Jlnst psiia MOKpBITHI HAa YCTAaHOBKAaX MPUMEHSIN CTaHAAPTHYIO BOJOPOAHYIO METOAMKY
OCaXICHHUS, HAIIPUMED, IIPU MOJIyYEHUN HUTPUJA LIUPKOHMS. JJaHHbIE OKPBITHS IPUMEHSIOT
JUIS 3aIIUTHI OT KOPPO3HH, dPO3HH, MOBBIIIEHUS N3HOCOCTOMKOCTH M CHMIKEHUS HAJIMIIAHUS
MaTEpHaIoB Ha KPOMKH PEXYIIUX HHCTPYMEHTOB.

Ocaxnenue NOKpbITUN ZrN HpOBOAWINM C TOMOIIbIO PEaKLUU MPsIMOTO0 CHHTE3a
nutpuaa u3 cmecu ZiCls + Na + Ho. DT0T croco0® ocakaeHuss MOKPBITUM UCIIOJIB30BAIH B
paborax [19, 20], omHako MBI TPOBOIWIM IPEIBAPUTEIBHOE CMEUIMBAHWE PEAreHTOB M
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TCPMUYECKYIO akTMBammio cvecum a0 873 K, 9TO MO3BONMIO CHU3WTH TEMIIEPATypy
ocaxxaenuss nutpuga umpkonus g0 1573 K, Tto ects ma 200 rpagycoB 10 CpaBHCHHIO C
METOIMKOH, HCIIOIB30BAHHON aBTOpamMu padoTel [20].

[ToxpeITHs TTONMyYasM B Auana3zone temmeparypsl ot 1573 no 1673 K na obpasmax u3
rpadura, TepMOpACIIUPEHHOTO rpaduTa, a TaKKe Ha MOJTHOACHOBBIX Imaiibax (puc. 6, a) u
MOJHMOACHOBBIX TpyOkax (pmc. 6, 0). Y TOKPBITHS XapaKTCpHBIH «30JI0TOI» LBET, OHO
gocTuraso TommuHel 30 MKM TIPH TPOJOJDKMTEIBHOCTH OCAKIACHWS [Ba Yaca M MMEIO
XOpOoIyro aare3uio. [IoKpBITHS UMEIN TTONUKPUCTAIUIMIECKYIO CTPYKTYPY B BHAC TUIOTHOTO
CIIOS TPAHCHBIX KPUCTAJUINTOB, JOCTHTAONIMX 3 MKM B JMaMETPe M HMCIOIINX

IIPEUMYIIECTBEHHYIO HAIIPABJIEHHOCTD 110 HOPMAJIM K IIOBEPXHOCTH (pHcC. 6, B).

det

/ D
8 ym 10.1 mm ETD

a) 0)
Puc. 6. Hoxpvimus ZrN na monuboene a) na watibe, 6) na mpyoke, ¢) SEM

BriBoaBI

PaszpaGoran ynuduumpoBanneli HaOOp MomyineH ans oOecledeHHs IPOLICCCOB
IPOBEACHUS XMMHUYECKOTO Ta30(a3HOro OCAXIACHHUSA Ha MCCICAOBATCIBCKUX JIA00OPaTOPHBIX
CVD-ycranoBkax sl TIOJXY4YCHHUS MOKPBITHH TYTOIUIABKMX BEIICCTB Ha TUIOCKMX 00Opaslax,
TpyOKax u 00pasuax CIoKHOH (HOPMEI.

Nzyuyennsle CVD-ycTaHOBKM IIPUIOJHBI JUIS OCAKACHHMS IIOKPBITUH C 1IOMOLIbIO
pPa3IMYHBIX METOJMK, Kak C MCIIOJNB30BaHHMEM Boaopoaa, Tak W 0e3 mero. Hampuwmep,
MOKPBITHS TaHTaJla Ha BOJNb(ppPaME IOIYYCHBI C TOMOIIBIO MCTOAMKH O€3 IPUMCHCHHS
BojlopoAa (C METaJJIOM-BOCCTAHOBHUTENEM), a IIOKPBITHS M3 HHUTPUAA LMUPKOHUS Ha
MOJHMOICHE - ¢ TIOMOIILIO BOJOPOIHOTO BOCCTAHOBICHHUS TAIOTCHU/IOB.

OnpeneneHsl TeMIIEpaTypHBIE AMANa30Hbl OCAXKICHUS IOKPBITHI M3 YMCTBIX a-Ta wim
B-Ta, a Taxke nx cmecu. Ilokaszano, 9To B mporuecce ra30(ha3Horo OCaKACHUS 110 METOANKE
0e3 mpUMEHCHHMS BOAOpOJA TOKpBITHE U3 HecradbmisHoro P-Ta dopmupyercss Hmxe
temueparypel 1023 K, npuuem ero rtosmuHa MOXeT gocTurarb 30 MKM, UTO CJOXHO

IOJIYYHUTh HHBIMH MCTOAAMH.
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