«Crapoay0oBckue uyreHus - 2012»

YIK 620.178.1:539.533

HOJABJIEHUE 3AXBATA MAKPOYACTHII ITPU ITYJIBCUPYIOILEM
CMEMEHUWMU NIOJJIOKKHU B IIOKPBITUAX HECTEXHNO-
METPUYECKOI'O KYBUYECKOI'O HUTPUJIA TUTAHA

B. M. lllynaes, K. ¢.-M. H., C. H. C.
Hayuonanvroii Hayunvlil yenmp «XapbKo8ckull (pusuko-mexHuiecKutl UHCmumym»»

JIJis. TIOBBIIICHUST KOPPO3HOHHOW CTOMKOCTH paboueil MOBEPXHOCTH JeTaleit
MAaIIMHOCTPOCHUS U TSDKEJIO HArPY>KEHHOTO PEXYIIETo M Ae(pOpMHPYIONIEro HHCT-
pYMEHTa HaHOCAT NOKPbITUA. OCHOBHAsI TEXHOJIOTUSI HAHECEHUIO MOKPBITUIl OCTaeT-
Csl BaKyyMHO-JyroBoe ocaxaeHue. HambGonee yHHMBEpCaabHBIM W 3KOHOMHYHBIM
MOKPBITHEM ABJsieTCs HUTpU THUTaHa — TiN. B mpoMbIIIIeHHOH MpakTHKe HeoOXo-
JIMMa BOCIIPOM3BOJMMOCTb (DYHKIIMOHAJIBHBIX MApAMETPOB MOKPBITHII HUTPHAA TH-
taHa. [IpobmemMa HEBOCTIPOM3BOJMMOCTH B TOM UHCIE CBSI3aHa C OCOOCHHOCTAMH
OCaKAEHHS MOKPBITHH BaKyyMHO-IyTOBBIM MeTO/I0M. Vcrlapenne THTaHOBOTO KaTo-
Jla BAKYYMHO-yTOBBIM METOJIOM COIPOBOKIAETCS SMUCCUCH MUKPO- 1 HAHOYACTHIL
[ONAJAIOMIMX B INIA3MEHHBIN NIOTOK. B IPOMBINIEHHBIX U HCCIEI0BATEIbCKUX yC-
TaHOBKAX BAaKyyMHO-JyTrOBOTO OCAKAEHUsI HUTPUAHBIX MOKPBITUH Tuna «bymary,
HHB u ap., oTCYTCTBYIOT cpeacTBa OOpbOBI ¢ YacTHIIAMU KarenbHO# (a3bl. [loma-
JlaHHe MUKPO- U HAHOYACTHI[ TUTAHA HA (QPOHT OCAKAEHUS HUTPUAHOTO MOKPBITHS
MIPOUCXOANT HEKOHTPOIHPYEMBIM 00pa30oM B TE€UEHHE BCETO IMKJIA MPOIECca CHH-
Te3a, YTO MPHUBOJNUT K (POPMHUPOBAHHIO HEOAHOPOTHBIX MO XMMHYECKOMY COCTaBY
TIOKPBITHH C XyAMINUMH CITy>KeOHBIMH XapaKTePHCTHKAMU.

OpHUM 13 cOCO00B ITOJABIEHHS 3aXBaTa MaKpPOUACTHI] PACTYIIUM MOKPHITH-
€M CBs3aH C MCIOJIB30BaHUEM alllapaTHBIX CPEACTB. B 3TOM ciiyuae mbITaroTcs mo-
JTABUTb 3MUCCUIO MAKPOYACTHIl B BAKYMHO-{yTOBBIX HCTOUYHUKAX IIa3MsblI [1].

IMonaBnenne smuccnu Makpodactun (MUY) mpUBOAMT K YacTHYHOMY —pellle-
HHIO TOCTaBJIEHHOI 3agaun. MarHuTHoe (UIbTpoBaHHE MaNO3()(PEKTHBHO H3-3a
CHIIBHOTO yMEHBIIEHHSI CKOPOCTEH OCaKIECHHS U CHWXKEHHS MPOM3BOJUTEIHHOCTH
obopynoBanus. Ilo 3Toif mprYnMHE WMITyJIBECHOE CMEIIEHHE, MPHKIAIbIBAEMOE K
TOJUTO’KKE, IPUBIIEKIIO MIPUCTATBHOE BHUMaHKE uccienosareneii [2]. OHO mo3BoIIs-
€T TOJB30BaThCSl OTHOCHTENBHO NPOCTHIM 000pyHOBaHHEM. JTOT crmocold BechMa
MEPCHEKTUBEH I10 YAaCTH YJIYy4YIIEHUS KauecTBa MOKPBITHSA, 3a CUET CYIIECTBEHHOIO
yMeHbIleHHs KomnuecTBa MY B 00beme nokpbiTus [3-7].

O6pasupl ceepxTBepabX Mokpbituit TiN (H, = 44 I'Tla) Tonmuno# 7 MKM ObI-
JM TONy4YEeHBI C HCIIOJIb30BAHHEM MOJEPHM3UPOBAHHONW BaKyyMHO-IyTOBOW ycTa-
HOBKH «bymnar-6». CyTb MOAEPHH3AIMN COCTOSATIA B OCHAIIIEHNN YCTAHOBKHU TeHepa-
TOPOM BBICOKOBOJIBTHBIX MMITYJIbCOB OTPUIATENILHOTO HAaNpsDKeHHsA. B Takoii ycra-
HOBKE BO3MOXXHO ocakaeHHe TiN-TIOKpHITHI Kak METOIOM TPaAWIHOHHOTO BaKy-
YMHO-IyTOBOTO OCAKAEHHMS, TAK U OCAKACHUEM B ITyJIbCHUPYIOIIEH IIa3Me.

Hcnapsiemelii matepuan — tutad Mapku BT1-0. IlocrosHHBII TOK myru co-
craBsin 85 A. [laBneHwe a3ora B KaMepe OBUIO IIOCTOSHHBIM IIPH BEIHIHMHE
4x107 Topp (5,32x107" Ia). PaccTostHue OT HCIIAPHTENS 10 HEMOABMKHOM MOAN0X-
ku He npesbimano 250 mm. Temnepartypa moutoxkku noanepkusanacs npu 330°C.
Marepuan moioxku — Hepxkasetomas cranb 12X18H10T. Ounctka moBepxHOCTH
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MOJJIOKKH MTPOBOJMIIACE ITyTeM OOMOapAMpOBKH MOHAMH THTaHA INPU MPUIIOKEH-
HOM NoCcTOsSTHHOM noteHiane cmeuienus 1000 B B TeueHune 5 MunyT.

B mponecce ocakaeHHs Ha TMOJUIOKKY MOJABAH OTPHLATENbHBIE MMITYJIBCHI
HampsDKEHUS JIUTeNbHOCThI0 10 MKC ¢ "acToToil 2 k' pu MOCTOSIHHOM HOTEH-
muane cMenenus 230 B.

Jlns uccnenoBaHus METOAAMH MPOCBEUMBAIONIEH 3IEKTPOHHOH MHKPOCKOIINH
(IISM) GbuTH IPUTOTOBJIEHBI IONIEpeYHbIe Cpe3bl 00pasia ¢ MOMOIIBI0 (GOoKyCHpO-
BaHHBIX MOHHBIX IydkoB (DUII) ma ycranoBke Quanta 3D (FEI, Hillsboro, OR,
CIIA). TlpurotoBieHue Takux OOpPa3lOB TPATUIIMOHHBIM METOJOM MMOMEPEUHBIX
Cpe30B KpaiiHe 3aTPyIHUTEIBHO U TPpeOyeT AIUTEIBHOTO BPEMEHH.

[IpurotoBnenue obpasua ¢ momorusio GUII mpoxoauso B cieayromeM Nops-
ke. Ilocne HaHeCEHUs! 3aIUTHOTO c0s yriepoAa TommuHol 0,1 MKM ¢ OMOIIbIO
CHCTeMBI HallyCKa Tra3a B aBTOMAaTHYECKOM pEXMMe ObLIa BEIpEe3aHa IUTACTHHA IIU-
puHOit 12 MKM, TiryOuHO# 8 MKM 1 TONMIUHON 8 MKM. 3aTeM OHa oOpe3anach ¢ Tpex
CTOpOH. BBUT OCTaBieH TOIBKO HEOONBIION MOCTHK JUIS IMOJJEP)KKH IUIACTHHBI.
[Tnactuna nprBapuBanack BonbppamoM Kk urie manumyistopa Kleindiek (Kleindiek
Nanotechnik GmbH, Reutlingen, Germany). 3atem u3BJieKanach u3 obpasia u mpu-
BapuBajach BOJb(pPaMOM K MOJyKonbly c¢ BbicTynmamu (Omniprobe Inc, Dallas,
CILHA). [ocae sToro miacTuHa ObUIa YTOHEHA B TOW K€ YCTAHOBKE 10 TOJIIMHBI
0,05-0,07 Mmxm B neHTpanbHON yacTH. Ha mocnenHem 3Tame yTOHEHHS BeNWYMHA
ToKa my4ka noHoB Ga+ cocrasmsina 12 pA.

INoaroToBneHHBIE TaKUM CIIOCOOOM 00pa3Ibl M3y4YadHCh B MIPOCBEUNBAOIIEM
anekTpoHHOM MuKpockone Tecnai G230ST TEM/STEM (FEI, Hillsboro, OR,
CIIIA) npu yckopsitorieM HanpspkeHnn 300 kB. B Mukpockore ycraHOBIeHa JTHH32
super twin (ST), xapakrepusytomascs koddduimenTom chepudeckoir adbeppanuu
1,2 MM, 4TO MO3BOJSIET NOCTHYb paspeuieHus no toukam 0,23 um. Kpome storo
MHKPOCKON 000py0BaH NMPUCTaBKOH ISl CKAHMPOBAHUS U BBICOKOYTJIOBBIM KOJIb-
ueBbIM JetekTopoM TemHoro nonst (High Angle Annular Dark Field — HAADF).
MuxpodpakTorpadus HOKpPBITHH, IIOABEPTHYTHIX Pa3pYLICHHUIO H3THOOM C BBICOKOH
CKOPOCTBIO HAarpyXeHHs IPH KOMHATHOW TeMIlepaType, HCCIeoBaIach Ha pacTpo-
BOM 3JIEKTPOHHOM MHKpockorre Zeiss Ultra 55.

PeHTreHOCTpYKTYpHBIE NCCIIEIO0BAHUS IPOBOIMIIHN C HCHONB30BaHUEM PEHTIe-
HoBckoro audpakromerpa [POH-3 B punsrpoBannom Cu-Kao-uzmyuennu. [lo nan-
HBIM PEHTI€HOCTPYKTYpPHOTO aHajn3a B INpOILECCe CHHTE3a MOKPBITUII 00pasyercs
onHotazuelit HUTpUA THTaHa (TiN) — coearHeHne BHEIPEHUs ¢ Oa3UCHOM CTPYKTY-
poii tTuma B1 (NaCl) CnenoB mpucCyTCTBHS METANIMYECKOTO THTaHAa HA PEHTTEHO-
rpaMmax He BbLIBIEHO. OOpaslbl Takke BH3YAJIbHO OOHApPYKHBAIH 30JOTHCTYIO
OKpAacKy, XapaKTepHYIO ISl HUTPHU/a THTaHA.

MuxkpodpaxrorpaMmma cucteMbl «TiN MOKPEITHE—TIONIOXKKAY), KOTOpasi IMOJ-
BEprHYTa Pa3pyIIeHUIO N3rHOOM, IpUBE/IeHa Ha pUCYHKeE 1.

Bs3knit uznom (cm. puc. 1, mo3unust 3) B 30HE OTPHIBA ITOKPHITHS OT TOIOKKH
CBHJICTENILCTBYET O BBICOKOH aAre3MOHHOM MPOYHOCTH MeX(a3HOW I'paHULBI «IT0-
KPBITHE—TI0/UI0kKKa». OTpPBIB TOKPBITHS, [TO-BHIMMOMY, POUCXOAUT B IPHUIPaHIY-
HOM 00/1acTi MEXIy MOKPBITUEM M MTOBEPXHOCTHIO MOJUIOKKH dyepe3 ee Teno. Takum
00pa3oM, BBICOKasi CTENEHb aAre3Ny MPUBOAUT B MPOIECCE PA3PYIIEHUS CUCTEMBI
«MOKPHITHE—TIONIOKKA» K KOTE€3MOHHOMY THITy OTPBIBA TI0 TUIACTHYECKH Ae(OpMH-
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pyeMoMy MaTepHaiy HOII0KKH.

=)

Puc. 1. Mukpodpaxrorpamma TiN MOKPBITHS, TOJBEPTHYTOTO XPYIKOMY pas-
pywenuto. (ITognoxka — Hepxkaeromas cranb 12X18H10T. MukpovacTuiel B mo-
KPBITHH HE BBISBILIFOTCS): 1 — MOBEPXHOCTH MOKPHITHSL; 2 — ()parMEeHT MEKKpUCTaI-
JIUTHOT'O XPYIIKOTO U3JI0Ma IOKPBITUS; 3 — 30Ha NOAJIOKKH U3 HeprKaBerollei crai,
rae TiN nokpeITHE OTCIOMIOCH ¢ 00pa30BaHUEM BA3KOTO U3JI0Ma B MaTepHale MoJ-
JIOXKKH; 4 — HalpaBJIeHUE POCTA TOKPBITHS.

Mukpopensed MoBepXHOCTH U31oMa (CM. puc. 1, TO3UIHs 2) CBHIECTEIbCTBYET
0 MEKKPHCTAJUIMTHOM PACIPOCTPAHEHUH TPEUIMHBI TPH pa3pylleHHd obpasna u
CTOJIOYATO-KIIMHOBUTHOH (hopMe ero Kpucrauimdeckux 3epeH. Ha m3momax mokpsl-
THH 1 Ha uX noBepxHocTH MY He BeisBIsIOTCA. Ocaxnenne TiN B myibcupyromei
1a3Me 0Ka3anoch d3PEKTUBHBIM CIIOCOOOM MoiaBiieHus 3axpata M.

Puc. 2. Cernononsraoe [1OM m300paxkeHHe MHKPOCTPYKTYPHI TTONIEPEIHOTO
cpe3a TiN mOKpEITHSI, KOTOpOE OBIIIO YTOHEHO (OKYCHPOBAHHBEIM HOHHBIM ITyJKOM.
MHEKpOCTPYKTypa COCTOUT M3 KPUCTAJUIMUECKHUX 3€peH CTOJO0YATO-KIMHOBHIHOM
¢dopmsel. HexoTopsle 3epHa MpopacTatoT Ha BCIO TONIIHHY OT MOATIOXKKH 10 HOBEPX-
HOCTH MOKPHITHS. MU B 00beMe TTOKPBITHS HE BBISBISIOTCS.
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Bonee neranmpHas nHpopMmaims o GopMe U JHMHEHHBIX pasMepax 3epeH ObLia
MOJTyYeHa OT yTOHEHHBIX OOpa3lOB IONEPEYHBIX CPe30B MOKPHITHH. IlomepedHsrii
Cpe3 BBINOJHSIICS B IUIOCKOCTH ITAapaJUIENIbHOM MOBEPXHOCTH M3jIoMa (CM. puc. 1,
TO3UIH 2).

CBeTIIONOJIBHOE 3JIEKTPOHHO-MHKPOCKOIIMYECKOe M300pakeHHe MHUKPOCTPYK-
TYpbl YTOHEHHOTO (hOKYCHPOBAHHBIM MOHHBIM ITy4KOM MOIEPEYHOro cpesa Hcciie-
JyeMoro obpasia MOKPHITUS IPUBEJCHO Ha PUCYHKE 2. MUKPOCTPYKTypa MOKPBITHS
COCTOMUT M3 KPUCTAJUIMYECKUX 3€peH CTOJI0YaTO-KIMHOBHAHOW (opmbl. Hukakmx
CJIEZIOB MaKpOYaCTHII B 00beMe 00pa3IoB HE BBISBICHO.

Taxum 00pazoM, pe3ybTaT NPOBEPKU IPEANOTI0XKEHHsS, CBI3aHHOIO C M0J1aB-
neHueM 3axBata MY moj BO3IEHCTBUEM IyJIbCUPYIOLIETO CMEIIEHUS, MPUKIAbI-
BaeMOro K IOJUIOKKE MOJHOCTHIO HMOATBEPIMIICS IPH CHHTE3€ CBEPXTBEPABIX IIO-
kpbituit u3 TiN. JlaHHbIi 3G(EKT OTKpHIBAET HOBbIE BO3MOXKHOCTH HE TOJBKO B
ONTHMM3AIMN CYIIECTBYIONIMX TEXHOJOTHII BaKyyMHO-IyTOBOTO OC&KISHHS II0-
kpoithit TiN, HO ¥ co31aHKe BaKyyMHO-yTOBBIX YCTAHOBOK HOBOTO ITOKOJICHUS.
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