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MeTton0M HepeakTUBHOro BU-MarHeTpOHHOrO PO3MWJICHHS HPH Pi3HUX YMOBAaX OCAKEHHS OJeprKaHi IUIiBKH
mubopuaa TaHTalmy. 3a JOIMOMOTOI PEHTICHIBCHKOI OU(PPAKTOMETPUH, BTOPHHHOI 10HHOI MacCIIEKTpOMETpii Ta
€JIEKTPOHHOI MIKPOCKOTIi1 HOCTiKEeHO (ha30BUil CKIIAJ i CTPYKTYPY IUTIBOK. BUBUEHO BIUTMB TeMIepaTypH MiAKIaAKHA
Ta BEJIMYMHHU MO3UTHBHOTO ITOTEHIIANly 3CyBY Ha 3MiHYy CTYIEHS TEKCTYpPOBAHOCTI i CKJIamy HMOKPUTH. Y CTAaHOBJIEHO
JIesKi 3arajbHi 3aKOHOMIPHOCTI pOCTY IUIIBOK: YTBOPEHHs KBa3iaMop(dHOI cTpYKTypH 1 i mepexin y TeKcTypoBaHHI

KOHACHCAT pi3HOFO CTYIICHA JIOCKOHaHOCTi.

Kuirouosi ciioBa: nubopun TaHTany, mieHk, BU-mMaraeTpoHHE pO3MUIICHHS, IOTSHITIAT 3CYBY, CTPYKTYpa.
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Beryn

Bopunm mepeximHMX MeTaliB  3aBISKH  BHCOKIH
TEePMOAUHAMIYHIH CTabiTbHOCTI, TBEPIOCTI,
€JIIEKTPOIIPOBIAHOCTI B  CIONY4YeHHI 31 3HAYHUMH

TeMIepaTypaMd IUIaBICHHS € IyKe IpUBaOIHMBUMHU
MarepiajamMu Ui IOMPOKOTO CHEKTpa IPAaKTHYHOTO
3aCTOCYBaHHA B PI3HUX 00JacTAX MaIMHOOYIyBaHHS,
MeTayprii, npunano0yyBaHHs, XIMi9HOT
MMPOMHUCIIOBOCTI Ta iH. TOHKI IUTIBKH, SIKI OTPUMaHI Ha iX
OCHOBI, JO03BOJSIIOTH WI€ OUIBII PO3LIMPUTH 00JaCTh
3aCTOCYBaHHSI UX MaTepiaiB, 30KpeMa, y
MIKpPOCJIEKTPOHIIli B  pom audys3iiiaux  Oap'epis.
Haii6inpie mmpoko BHMBYEHI 1 3HAXOAATH NPAKTHUIHE
3aCTOCYBaHHS IUOOPUAN TUTaHY, LIMPKOHIiIO, BOIb(ppamy
i xpomy [1-6]. OcoGmuBocTi (HOpMyBaHHS TOHKHX
IUTIBOK, OZEp )KyBaHUX HA OCHOBI TUOOpHAA TaHTAIY, IO
€ THIIOBUM IIPEICTABHUKOM KJacy OOpHUIOB IMEpexiTHuX
MeTaliB  (TemmepaTrypa  IUTaBICHHS 3037°C,
MikpoTBepaicte — 25 I'Tla [7]) moTenep 3aMIIArOTHCS
HEJOCTaTHRO BHWBYEHMMHU. ABTOpamMu [8] mocmimkeHi
0COOJIMBOCTI POCTY TOHKHX IUTIBOK OOpHIa TaHTaIy, L0
orpumani ~ BU-mMarHeTpoHHMM  pO3NWJIEHHSM  Ha
KPEMHI€BUX MiKIaKaX. Bil3Ha4aeThCs ICTOTHUI BIUIMB
MIPUKJIAZCHOT0 10 MMiAKIaJKA HEraTHBHOIO MOTEHIialy
3CyBy Ha CTPYKTYpy, (a3oBuii ckiaj 1 eneKkTpudHi
BJIACTHBOCTI TIOKPUTb.

VY naniif poOOTi IPOBEACHO AOCIIIKEHHS CTPYKTYpH
i cxmagy mmiBok TaB,, mo oxepxkaHi Ha CTaleBUX

migKragkax ~— BY-MarHeTpOHHHM — PO3MIUICHHAM Y
CepelOBHUINI AaproHy, B 3aJEeXHOCTI BiI YMOB iX
OCaKEHHS.
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I. 3pa3ku i MeToaMKA eKCIIEPUMEHTY

Jnst po3nuIIeHHsI BAKOPUCTOBYBABCS CIICUEHHUH JHCK
TaB, miamerpom 120 Mmm. PoGoumii THCK CcKianaB
0,32 T1a, mnoryxuicte BU-reneparopa 500 Br,
MOTEHITiall 3CyBy 3MiHIOBaBcs B Mexax Big 0 B
(3a3emuteHa migkiIaaka) mao +75 B, "ac HamuIrOBaHHS -
10..90 xB. ToOBHmIMHHM IUTIBOK BH3HAYAJINUCS METOIOM
OGaraTonmpoMeHeBOi inTepdepomerpii (MUUN-4).
Crpykrypa 1 aszoBuil ckiaa JOCHIKYBAJIUCS Ha
mudpaxromerpi JIPOH-3 y CuKa-BunpominroBanni (Ni-
¢bunbTp). PospaxyHok BEJIMYHHU oOnacreit
KorepentHoro po3scitoanus (OKP) mnpoBoguBcst 1o
yIOCKOHaIeHOMY Meroni ampokcuManii  (CmucioBa-
Mipkina). Cxiiai TOKPHUTh KOHTPOJIIOBABCS METOJIOM
BIMC (MC-7201M). BimHocHa aTOMHa KOHIICHTpAIIis
6opa nmo Tanrany (Cp/Cr,) 3HaX0OMIaCS 32 CTAHIAPTHOIO
METOAMKOIO [9] 3 BUKOPUCTAHHAM 3HAUYeHHs Koe(illieHTa
BiTHOCHOI YyTJIHMBOCTI OOpa BiTHOCHO TaHTaly, IO OYyB
3HAWICHO TUIs MOPOIIKY MIIIIeHI.
EnexTpoHHOMIKpOCKOMIYHI JAOCTIHKEHHS TPOBOIUIUCS
Ha npwiagi JEM-200A. CryniHb TeKCTYpOBaHHOCTI
NOKPHUTh, W0 OynuM oJep)KaHi, OILIHIOBajacs 3
BUKOPHUCTAHHAM Opi€HTAIHHOTO (hakTopy fiy:

ne g — IHTEeHCHBHICTH IUQpPaKmiiHOTO Tika 00paHOoi
wiomuH, Fyy — dakTop po3citoBaHHS IS BiMNOBiTHOT
IUTOIIMHY, 10 OyB OOYHCICHO UIS TOPOIIKY MilleHi
(6e3TexcTypHHI 3pa30K).



CrpyKTypa ITiBOK TU00pHIa TaHTaTy

II. Pe3yibTaTH eKCIIEPUMEHTY Ta iX
00roBopeHHA

Bimomo, 1m0 HalOUIBII iCTOTHUME (DaKTOpaMH, SKi
CTUMYJIIOIOTH TIPOLIECH YIOPSAKYBaHHS B 3pOCTarodiil
IUTIBL, € TEpPMIYHMH pO3irpiB 1 pamianiiHuil BIUIMB
BHCOKOCHEPriHHUX 4YacToK (aTomiB 1 10HIB), mo i
O6omOapaytors.  Jlms  meromy — pO3NMIICHHS, IO
BUKOPHCTAaHO B JaHiil poOOTi, XapakTepHi IOpPiBHIHO
HEBENWKI eHeprii dYacToK, OO0 KOHICHCYIOThCS, —
1...50 eB. V Toii e gac, Oynp-sKa MOBEPXHS POCTY Mae
BEJIMKY KIUIBKICTh O0OIpBaHMX aTOMHHUX 3B'A3KiB, MIO
BU3HAYAIOTh PYXJHMBICTh YaCTOK aJcopOLiitHOro mapy.
ToMy, y maHuUX yMOBax HaWOUIbII BaroMOro BHECKY Y
NpOLIECH YNOPSIKYyBaHHs HaOyBae TepMiuHUHA (hakTop.
Po3irpiB moBepxHEBOro miapy MHiIKIaJIKH 1 3pOCTarOUoi
IUTIBKM MOXKE TaKoXX BinOyBaTtucs 1 3a paxyHOK
O6omOapayBaHHS €JIEKTPOHHMUM IIOTOKOM. Buxomsum 3
LBOTO, JOCHIKeHI IUTIBKM OyJiM OTpUMaHi pi3HUMH
criocobamu:

I — ma 3asemmeniii migkiaani 0Oe3 ITOTATKOBOTO
HarpiBaHHS,

II — Ha 3a3emucHIW MOKIAAKH, IO PO3IrpiTo H0
773 K (HOTyXHICTh HarpiBaya 3ajiuinajiacs He3MiHHOT
IPOTSTOM YChOTO 4acy OCaUKEHHS);

IIl — 3 momauero Ha MIAKIAAKY [TO3UTHBHOTO
noreHifiany 3cyBy U,=t75B wu 0e3 107aTKOBOrO
HarpiBaHHs;

IV — 3 mopmauero Ha po3irpity 10 773 K (moTyxHicTh
HarpiBaya 3aJuIIagacs He3MiHHOT IPOTATOM YChOTO 4acy
OCaDKeHHS) MiIKIAAKy MO3UTHBHOTO MOTEHIANy 3CyBY
U,~=+75B.

ToBIMHN TOKPUTH 3MIHIOBAJIHCS B 3aJIEKHOCTI BiJl
yacy i criocoOy HaneceHHs 1 cknaaanu 0,05...1,5 mxm. 3a
IHIIUX PIBHUX YMOB HAWOUIbIII BEJIWYMHM TOBIIMHHU
Oysiu oTpuMaHi npu ocakeHHi | ciocobom, HalMeHIi -
IV-m.

XapakTepHOI PHCOI BCIX TOCTIKCHHUX IUIIBOK
Oyno Te, 10 J0 JOCSATHEHHsS JeAKOl BH3HAYCHOI
toBumHu (h;) yci BOHM peHTreHorpadiuHo SBISLIIN
coboro KkBaziaMOpdHi CTPYKTYpu. Y TOH XKe dac
MIKpOMU(pPAaKIifHI TOCTHIKCHHS JO3BOJIMIIA 3HAUTH
KpIM XapakTepPHUX y LbOMY BHIIAJIKy CHIILHO PO3MHTHX
TUQY31HHIX KUJIENb (puc. la) TUTTHKA 3
MIKpOIU(PPaKIifHOIO KapTUHOW, SIKa € TUIOBOKO LIS
VIOPSAKOBAHUX — MOJIKPUCTANIIB  AMOOpUAa TaHTaly
(puc. 16). Taki pe3ynbTaTH JO3BOJSIOTH 3pOOHUTH
BUCHOBOK TMPO HAsIBHICTh XapaKTEpHOI Ui TOHKHX
IUTIBOK, III0 OJCPIKaHi MPHU BEIUKUX MEPEOXOJIOHKEHHSIX
(a omke 1 BENMKUX 3HAYCHHAX [CPECHUYCHHS B
ajicopOuiiHOMYy mapi), amMop(hHO-KpUCTATIYHOT
CTPYKTYypH, sKa OOYMOBJICHAa TaKOX  BIUIMBOM
po3mipaoro dakropy [10].

3HaueHHsA "KPUTUYHOI" TOBIIMHU h, 3MiHIOBAIUCS B
3aNeKHOCTI BiI crmocody onxepkaHHA (ouB. TadIx.).
[IniBkn ToBmmHOIO Oimpm h, peHTreHOTpadivHO
XapaKTepU3yBaJIKCsl NPUCYTHICTIO YITKUX pedIIeKCiB, 10
JIO3BOJISUIM  BIieBHEeHO ineHTudikyBatn ¢a3zy TaB,.
IonxibHa cTtpykTypHa nepeOy0Ba MOKe BiOyBaTHCS i
BIUIMBOM  BEJIMKHAX  BHYTPIIIHIX  HampyXeHb 1
CYNPOBOJ/IKYETBCSI TOMITHUM YKPYITHEHHSIM DPO3MipiB
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Puc. 1. Mikpoaudpaxirist pisHuX
IISHOK 1U1iBoK TaB,.

H

a

H

6

B
Puc. 2. MikpodoTtorpadii moBepxHi ILTiBOK: a)
TOBIIKMHA MeHIIe he, 0) ToBmuHA Oinbmie he, B)
MOTNIepeYHHH 371aM IUTiBKH TOBIIMHOIO 400 HM.
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Puc. 3. Tunosi andpakrorpamMu MOKpUTH, MO0 OyJIK
onepxkaHi: a) crocooom 11, 6) ciocobom I11.

3epHa 1 OLIbII BUPaXKEHUM TIIOOYJISIPHUM (TPUBUMIPHUM)
xapakTepoMm HapoctaHHs (puc.2). IlpuBeprae mo cebe
yBary "mapyBara" CTpyKTypa HOKpUTTA. HroxwHii map
TOBIIUHOIO ~ 70 HM SIBJIsIE COOOIO MEBHY MEPEXiTHY 30HY
MDK MIAKIAAKOK 1 HACTYIIHUM MACHBOM IUTIBKH 3
BUPAXEHOT CTOBITYACTOO (BOJIOKHHCTOIO) CTPYKTYPOIO.

[HIIOI0 XapakTEepHOIO PUCOI0 IUTBOK 3 TOBIIMHOIO
6inbme h, Oyna HasBHicTH Tekctypu [11]. Ilpuuomy, st
BCIX croco0iB O/Iep KaHHS TEKCTypa, 1o
CIOCTepiraeThcs, Hapoctama B  Hampsamky  <00.1»
MIEPIICHANKYISAPHO MOBEPXHI POCTY MOKPUTTS. CTymIiHB
TEKCTypOBAaHOCTI 3MiHIOBaJiacs B  3aJIe)KHOCTI  Bil
croco0y oJepkaHHs: HailOuiblia crocrepiranacs B
IUTiBKax Ipu ocapkeHHi crmocodom III, HadimMeHmra —
criocobom II (puc. 3).

Judpaxrorpamu IU1iBOK, 110 OJAepXkaHi criocodamu
II i IV, ananoriuni no puc. 30, Ui HUX 3MIHIOBAJIHCS
nuire abCOIOTHI 3HAYCHHS BUCOT MIKIB BiJOOPaXeHb Bif
rronuH (00.1), (00.2) Ta iXHE CHiBBiXHOIICHHS.

Bing3HaueHO 3MiHY CTPYKTYPHHX XapaKTepPHCTHK
IDTIBOK Y 3aJIS)KHOCTI BiJl CIIOcO0y oepkaHHA. Y IMepiry
yepry po3xokeHHs po3mipiB OKP i mapamerpiB rpatku
(mmB. TAOII.).

OcTtaHHE MOXE BKa3yBaTH Ha 3MiHY CTyIIEHS
JIe(EKTHOCTI TUTIBKOBHUX MOKPUTH, IO JAOCIIIKEHO, 1, 5K
pe3ysibTarT, Ha BIAXWIGHHS BiJl CTEXIOMETPUYEHOTrO
ckiany [12]. KpiM 3Ha4HOrO MaKpOHANPYKCHHS
30uIblIeHHs napaMeTpa rpatku  "c¢"  Moxe Oytu
BUKJIIMKAHO  BEJMKOI  KUIBKICTIO  BakaHCiii y
HEMEeTaJliuHIi 4acTHHI I'paTKH, a 30UIbIICHHS Mapamerpa

JOCITIIOKEHD.

TakuM 4MHOM, MOXKHA CTBEPJDPKYBATH, IO MiAIrpiB
MIOKIaAKKH B TPOIECi OCAIHKEHHS TOKPUTH CIIPHUSIE
3HM)KEHHIO CTYIIEHS IX TEKCTYpOBaHOCTI 1 3HIKEHHIO
Je(eKTHOCTI  CTpykTypu. Ilomaya Ha  MIAKIAAKY
MO3UTHBHOTO MOTEHIIaly 3CYyBY X04a 1 3HWXKYE CTYIiHb
nedekrHocTi, ame  3HayHO  30ULIBIIyE  CTYMiHb
TEKCTYpOBaHOCTi OKPHTb.

Kontpons  Temmeparypu miIKIagKu B X0l
SKCIICPUMCHTIB TI0Ka3aB, MO IPH OCAPKEHHI ILTIBOK
crocobom | mpotsrom 10-15 XBHIMH BCTaHOBIIOBAJACS
temneparypa mopsaky 343-353 K i B momanpmomy He
smiHoBanacs. I[lpu cmoco6i III mpotsirom TOro i«
MPOMIXKKY 4acy TeMIepaTypa BCTAaHOBIIIOBAIACHh B MEXKax
363-373°C. OueBuaHO, BILTUB €JICKTPOHHOTO
O0oMOapayBaHHs, Y Jianma3oHi SHEPrid, M0 Mald MIiCIIe,
MOXE€ MOJAraTH JHIIEe B PO3IrpiBi NPUIOBEPXHEBHX
IapiB IUTIBKH, 1[0 POCTE, 1 HE NPU3BOJHUTH 10 CTBOPEHHS
CKUTBbKU-HEOYb MOMITHUX pPajialiiHUX YIIKOKCHb. Y
pe3ysbTaTi 4oro i BiiOyBa€eThCsl 3HIKEHHS HAIIPY>KEHOTO
CTaHy KOHJEHcaTy, a TakoX M0 JeiKkoi Mipu
301LIBITY€THCS PYXJIMBICTh aTOMIB afacopOIiifHOTO mmIapy,
110 [TPUBOIUTH JI0 3HWKEHHS 1€(PEKTHOCTI MOKPHUTH.

Bucunosku

AHani3yloun OTpUMaHi pe3yJbTaTH, MOKHa 3p00UTH
HACTYIIHI BUCHOBKH:

e IMmirpiB  MAKTAOKKA  crpuse€e  (OPMyBaHHIO
HallMEHII TEKCTYPOBAHUX IIOKPHUTH 3 OTHOYACHUM
30UIBIICHHSAM PO3MIpY 3€pHa 1 3HHKEHHIM
Je(eKTHOCTI CTPYKTYPH;

e BIUIMB IIO3UTHBHOIO IOTEHLIATy 3CYBY B LJIOMY
aHaJIOTiYHe BIUIMBY TepMidHOro Qakropa. OnHak,
LJIKOM IMOBIpHUH 1 AesSKUIl pajialiiHUN BIUIUB,
IO TPU3BOAMTH JO 30UIbIICHHS JAe(EeKTHOCTI
CTPYKTYPH, KiJIbKOCTI IIEHTPIB 3apOJKOYTBOPEHHS
Ha TOBEpXHI pOCTY 1 IO  3arajJbHOrO
31piOHIOBAHHS CTPYKTYPH ITOKPHUTb.

CTpyKTypHI XapaKTepHCTHKH IUTIBOK AHOOpHIa
TaHTAJy ICTOTHO 3ajJeXaTh Bifl crocoOy OJepKaHHS W
00yMOBIIEHI BIUIMBOM TepMOpamialliiHuX (aKTopiB.
CrpykTypH, siKi HaWOiIbLI OJIM3BKI IO PIBHOBAXHUX,
(hopMyIOTBCS TIPH JOJATKOBOMY HAarpiBaHHI ITiAKIIQIOK
1o temmneparyp He nHwkue 500°C. Ha mouarkosiit cramii
pocty y BciXx Bumankax (opmyerbcs KBasiamopdHa
CTPYKTYpa, 110 MEPEXOANTh 31 30UIBIICHHSIM TOBIIUHHU B
TEKCTypOBaHUH KOHJICHCAT pi3HOTO CTyIEHS
JockoHanocTi. PoO3XOmkeHHST B CTPYKTypi IUIBOK,
0e3yMOBHO, MalOTh BIUIMBAaTH Ha iX (hi3MKO-MeXaHIuHi

rpatku "a" - BakaHCiiMM B MeTaineBidi. [leBHUM 4YMHOM BIIACTHBOCTI.
HaJaHI BUCHOBKH HiATBEPIKYIOThCS pe3ynbTatn BIMC
Tabauus
Crioci6 T,K U,. B h,, HM OKP, um Aa, HM Ac, HM h, am Cy/Cra
OJIepIKaHHS ’
I 273 0 35 35 — +0.0052 850 1.9
11 773 0 15...20 24 +0.00621 +0.0001 800 2.0
11 273 +75 20...25 25 — +0.0040 820 1.8
v 773 +75 10...15 28 +0.01489 +0.0052 750 1.9

102



(1]

[3]
[4]

[5]
[6]

[7]
(8]

(9]
[10]

[11]

[12]

CrpyKTypa ITiBOK TU00pHIa TaHTaTy

T. Larsson, H. -O. Blom and S. Berg. Reactive sputtering of titanium boride // Thin Solid Films, 172(1), pp. 133-
140 (1989)

E. Brandstetter, C. Mitterer and R. Ebner. A transmission electron microscopy study on sputtered Zr-B and Zr-B-
N films // Thin Solid Films, 201(1), pp. 123-135 (1991)

J. Willer, S. Pompl and D. Ristow. Sputter-deposited WBy films // Thin Solid Films. 188(1), pp. 157-163 (1990)
M. Zhou, M. Noseb, Y. Makinoa and K. Nogi. Annealing effects on the structure and mechanical properties of
r.f.-sputtered Cr-B hard thin films // Thin Solid Films. 359(2), pp. 165-170 (2000)

K.L. Dahm, L.R. Jordan, J. Haase and P.A. Dearnley. Magnetron sputter deposition of chromium diboride
coatings // Surface and Coatings Technology. 108-109(1-3), pp. 413-418 (1998)

J.S. Chen and J.L. Wang. Diffusion Barrier Properties of Sputtered TiB, Between Cu and Si / Journal of
Electrochemical Society, 147 (5), pp. 1940-1944 (2000)

I'.B. Camconos, 1.M. Bunnurkuii. Tyeonnaskue coedunenus. Meramnyprusi, M. 560 c. (1976)

Shun Tang Lin and Chiapyng Lee. Grows of tantalum borides films by RF magnetron sputtering. Effect of bias //
Journal of Electrochemical Society., 150(10), G607-G611 (2003)

B.T. Yepenmun, M.A. BacunseB. Bmopuunas uonuas smuccus memanios u cniaeéog. HaykoBa mymka, Kues,
239 c. (1975)

B.M. Hesnes. KommakTHbIe TUICHOYHBIC HAHOCTPYKTYPHI // CO. doknados 15-20 mexcoynap. cumnoszuyma « Tonkue
NIIeHKU 6 ONMUKe U d1ekmpoHuKey, XapbKoBckas Hay4yHas accamoOinest ISTFE-15, XaprpkoB 21-26 ampeds, c. 82-96
(2003)

A.A. Tonuapos, I1.U. Urnarenko, B.A. Konosanos, B.A. Crynak, I'.K. Bosikosa, B.A. ['nazynosa, B.B. [letyxoB
®dazo00pa3oBaHue, CTPYKTypa U HANPsHDKEHHOE COCTOSIHAE HAHOCTPYKTYPHBIX IUIEHOK OOpuaoB TaHTana // @MM,
103(1), c. 80-85 (2007).

Benjamin Post, J. Frank, W. Glaser and David Moskowitz. Transition metal diborides // Acta Metallurgia, 2, Jan.
(1954).

V.A. Konovalov', D.N. Terpiy”

The Structure of Tantalum Diboride Films
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The tantalum diboride films were deposited by rf magnetron sputtering under various conditions of precipitation.
The phase compositions and the structures were determinated by x-ray diffraction, secondary ion mass spectrometry
and electron microscopy. The effect of the substrate temperature and value of positive potential of displacement to
degree of the texture and phase composition was defined. Some common laws of growth of films were established:
the formation quasi-amorphous structures and its transition to textured condensate with various degree of the texture.
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