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CprKTypa, cocTaB U MexaHu4YecKkue cBomcTea
TOHKUX NNTeHOK ,qM6opM,q03 nepexoaHbIX
mMeTannoB

Hccnedosano enusinue ycrosutl 0cadicoenust Ha CmpyKmypy, cocmag u
MexaHuuecKkue c80lCm8ed MOHKUX NIEHOK OUOOPUO08 NepexOOHbIX Memailos, NOYYeH-
HbIX Memodom BY-macnemponnoeo pacnwiienus. Iokaszano, ymo 6 3aeucumocmu om
NPUNOICEHHO20 NOMEHYUANA CMEWeHUs U MeMNepamypvl NOONONCKU HPOUCXOOUM
Gopmuposanue NOKpoIMULl pa3IuyHOU CIMPYKMYpbl — OM aMop@HON000OHOU 00 Ha-
HOKpUCmaniuyeckou. Ilpu onmumanbHulX 9Hepeemuyeckux YCio8usx — NOmeHyuaie
cmewenuss 50 B u memnepamype noonodxcku ~ 500 C — nonyyensi ceepxcmexuomem-
puecKkue moHKue nieHKu oubopudos nepexoOHbiX Memaiios ¢ pasmepom 3epra ~ 20—
40 um, meepoocmoio ~ 44 I'lla u anomanero evicokum (~ 90 %) ynpyeum soccmanos-
JIeHUeM 21yOUHbl OMNeyamKd.

Knroueevie cnosa: mowxue nieHKu, HAHOUHOEHMUPOBAHUE, MeEep-
docms, HfB,, TaB,.

BBEJEHUE

ToHKkHe TIIEHKH TUOOPHUIOB MEPEXOJHBIX METAJUIOB B HACTOALIEE
BpeMsl aKTHBHO HCCIEIYIOT Onarojaps WX BBICOKMM (M3UKO-MEXaHHMYCCKUM Xa-
pakrepuctikam [1]. Hamboyee neTanbHO HCCIIEIOBAaHBI CTPYKTYypa, COCTaBa M
CBOMCTBa TOHKHX TUICHOK ambopuma tutaHa B [1-11]. beuto ycranoBneHo, uTo
MakcumanbHoi (48,5 TTla) TBepaOCTHIO 00MATAIOT CBEPXCTEXMOMETPHUYECKHUE
ToHkHe TwieHkH TiB, ¢ Tekctypoit pocta mmockocThio (00.1) u cTonbyaroit cTpyk-
Typoii [9, 11]. Beicokas TBepAOCTh XapaKTepHA TaKKe JJIS TOHKUX IUICHOK TU00-
PUAOB IPYTHX IEPEXOIHBIX METAJJIOB, MONy4eHHBIX kak PVD, tak u CVD-
metomamu: CrB,—49 I'Tla [12], TaB, — 44 I'Tla [13], HfB, — 40 ['Tla [14, 15].

B nmanHoO# paboTe I OCaKICHUS TOHKHX IUICHOK TUOOPUIOB IIEPEXOAHBIX Me-
tayoB (Hf u Ta) npumeHsnn MarHeTpoHHOE paclblUieHHe MUILIeHel B aTMocdepe
aprona. MeToJl MarHeTPOHHOTO PACIIBUICHHS IO3BOJIMI H3MEHATD B IIUPOKUX TIPe-
JeTIax COCTaB, CTPYKTYPY M MEXaHWYECKHE CBOMCTBA TOHKHX IUICHOK AMOOPHUIOB
MEPEXOHBIX METAIIOB. [Ipy ONTUMAaNBHBIX YCIOBUIX OCaXACHUS ObLTH MOITYy4EHBI
HaHOKPUCTAJUTMYECKUE CUIBHOTEKCTYpUpoBaHHbIe ToHKHUE MeHKH HIB, 4 u TaB, 4
¢ pa3mepom 3epeH ~ 20—40 uM, tBepaocthio 10 44 I'Tla 1 aHOMaNBHO BBICOKMM
(oxomno 90 %) ynpyruM BOCCTAHOBJIEHHEM TIJIyOMHBI OTIe4YaTKa MpU pasrpys3ke
uHAeHTOpa. Takke MPOBEACHBI MCCICOBAHUS BIUSHUS CTPYKTYpPhl H COCTaBa Ha
MEXaHHYECKHE XapaKTePUCTUKH IUIEHOK JUOOPHUIOB IIEPEXOIHBIX METaJUIOB.

MATEPUAJIBI © METOJAUKHN

ToHkHMe TUTeHKH THOOPHIOB IEPEXOIHBIX METAJUIOB MOJydand meromoM BU-
MaraerpoHHoro pacnsuierus (13,56 MI'n) npu nasienuu aprosa 0,56-0,64 I1a u
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MIPU TIOCTOSTHHOM MOIIHOCTH reHeparopa, pasHod 500 Br. B kadectBe murienein
WCIIONIB30BANIM TUCKH OuaMeTpoM 120 MM, TONydYeHHBIC CIEKaHHEM MOPOIIKOB
nubopuaa radHUS U TAHTalla, OCAKAATH IUICHKU Ha CTAJIBHBIC TOAI0KKH. Tommm-
HY TUICHOK KOHTPOJIMPOBAJIN METOJIOM MHOTOJYYEBOH MHTCP(HEPOMETPUH C TTOMO-
b0 nHTEpdepomerpa MUM-4, ona nusMeHsach ot 1 10 2 MKM.

CrpykTypy ¥ ¢a30BbIii COCTaB MOKPHITHUH HCCIENOBAIM Ha JU(PPAKTOMETpE
JPOH-3 B CuKa-uznyuenun (Ni-punbTp). Pacuer pazmepa obnacreil korepeHTHO-
ro paccessausi (OKP) peHTreHOBCKHX JIydel IPOBOJIWIM MO METOJY ampoKCUMa-
UM

MexaHUdecKne UCIBITaHUS MPOBOAMIM Ha HaHoTBepaoMepe Nano Indenter II
¢upmer “MTS Systems Corporation” (USA) uanaenTopoM bepkoBuda mpu Harpys-
ke 5 MH (~0,5 I'). CxopocTs pocTa Harpy3ku ObUIa IOCTOSHHOW M paBHOM
0,2 MH/c. TBeptocTh ¥ MOJYJbh YIPYTrOCTH HAXOIWMJIHU TPH aHAIN3e KPUBOHU pas-
rpy3ku uHAeHTOopa o Meroay OnuBepa u Dapa [16]. ['mybura oTreyaTkoB (0KOI0
100 am) mpu Harpy3ke S MH Oblna Ha MOPSIIOK MEHBIIE TONIIUHBI TIJICHKU, YTO
WCKJTIOYAJIO BIMSHUE TIOJJIOKKH Ha Pe3yJIbTaThl HCIILITAHUN Ha HAHOTBEPOCTb.

PE3YJBTATHBI U OBCYKIEHUA

UccnenoBanus cTpykTyphl U (pa3oBoro cocraBa ToHKHMX IuieHOk HfB, u TaB,,
MOJTYYCHHBIX IPHU Pa3UYHBIX PEKUMAX OCAKACHHS METOJaMH PEHTTCHOBCKOMN
TU(PaKTOMETPUN U BTOPUYHON MOHHOHM Macc-criekrpomerpun (BUMC), nokasa-
71, 9TO Bce OHM cooTBeTcTBOBaNM (pase HfB, u TaB, (ctpykrypHbiii Tun AlB,) u
UMENTN HAaHOKPHUCTATMYECKyI0 CTpyKTypy. [lpm sToM Habmomamum cymiecTBCHHBIC
pazIuyus B UX CTPYKTYPHOM COCTOSHUU. VI3MEHEHUs! CTPYKTYpHOT'O COCTOSIHUSA
MTOKPBITHI Ha OCHOBE JnOopua radyHus ObLUTH HcciaeToBaHbl B [17].

CTpyKTYypa M cOCTaB

[pencraieHHble TUPPAKTOrPaMMBI MOKPBHITHHA, TOTYYCHHBIC IPH Pa3TUYHBIX
YCIOBHUSIX OCAXKJCHHUS TOKA3bIBAIOT, YTO NPOUCXOAUT (OPMHUPOBAHME IOKPHITUI
Pa3IUIHON CTPYKTYPHI OT aMOP(GHONOAOOHOW MO0 HAHOKPHUCTAJUIMIECCKOU TEKCTY-
pupoBaHHOI. V3MeHEHHs CTPYKTYPHOTO COCTOSIHMS IOKpBITUIl Ha OCHOBE AUOO-
puna TaHTana (puc. 1), mIpUBOIMIO, COOTBETCTBEHHO, K PA3IMUYMIO UX MEXaHHUe-
CKHX XapaKTePUCTHK. Taxke pe3yNbTaThl UCCIEA0BAHNN, MPUBEICHHBIC B JAHHOU
paboTe, CBUIETENBCTBYIOT O MPSIMOIl B3aUMOCBSI3U HE TOJIBKO MEXAY CTPYKTYpOi
U (U3UKO-MEXAaHUYECKUMH XapPaKTEPUCTHKAMHU, HO M COCTAaBOM CHHTE3MPYEMBIX
nokpeiTuid. [lo mannupiM pertreHoBckoro 1 BUMC-anann3a nongydeHHBIEC TICHKA
MOYKHO Pa3[eIUTh Ha YETHIPE TPYIIIBL: CBEPXCTEXUOMETPUICCKIE H CTEXUOMETPH-
YeCKHe HAaHOKPUCTAJUNINYIECKUE, aMOP(QHOKPUCTALIMYECKHE U aMOP(HOIIOJOOHEIE.

Cunvnomexcmypupogantuvie monkue niexxu. Kax m3BecTHO, Hambomee Xapak-
TEPHOU CTPYKTYPHOH OCOOCHHOCTHIO (hOPMHPOBAHHUS IUICHOK AUOOPHAOB Tepe-
XOJHBIX METAJUIOB, CHHTE3UpYyeMbIX PVD-MeTonamu, sBisieTcsl crondyaras CTpyk-
Typa ¢ TeKCTypoi pocta minockocTbio (00.1). Hanbonee cuiabHO TEKCTypa BhIpaske-
Ha JUTS TUICHOK, TIPENCTaBICHHBIX Ha pHC. 1, a. TOHKHE ICHKH TUOOPUAOB radHus
W TaHTaJa MOJyYCHBI MPH MOJaue Ha MOJUIOKKOICPIKATEID TOJOKUTEIBHOTO IM0-
teHmana cMenienus S0 B u remneparype nmoanoxku ~ 500 °C. Iponecc hopmu-
pOBaHUA TUIEHOK AuOOpHuAa radHUs ¢ BHICOKOW CTENEHbIO TEKCTypUPOBAHHOCTH
MIPOUCXOANT MOJOOHO TEKCTypHpPOBAaHHBIM IUIEHKaM AuOopuaa TanTtanma [13, 18]
110 MEXaHU3MYy, MpeaniokeHHoMy B [19]. [TapameTpbl KpuCTAIIIMYECKON PEMIETKH a
W ¢ Obu 0OJIbIIE, YeM CIpaBOYHBIC AaHHBIC I nudopuaa rapuus [20], HO OT-
HOILIEHHE ¢/a MPaKTUYeCKH He M3MeHuJoch (c¢/a = 1,1), T. €. ¢ U a yBeTUYMUIIHCh
CUMMETPHUYHO. Pa3zMepbl HAHOKPHUCTAIIUTOB ObLTH B mpeaeiax 20—40 HM.
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Puc. 1. ludpakrorpaMmsl U pe3yibTaThl HAHOWHICHTHPOBAHHS IUICHOK IHOOPUIOB TaHTajla B

HAHOKPHCTAIIIMIECKOM (a, 6), aMOp(HHO-KPHUCTAIIHIECKOM () 1 amopdHOM (2) cocTosHusx; H =

43,9 (a), 35,3 (6), 29, 4 (6), 11,5 (2) ['Tla, E = 348 (a), 266 (6), 232 (6), 244 (2) [la.
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CocraB uccnenoBanHbix MetogoM BUMC mokpeiTuii, NMEIOMUX PA3IHIHYIO
CTpyKTYypy (pHcC. 2), TOKa3al, 4TO OTHOUICHHWE aTOMHBIX KOHIICHTpanwii Oopa K
TaHTaly U3MEHSJIOCh B 3aBUCHUMOCTH OT CTPYKTYPHOI'O COCTOSIHMSA IIeHKH. [Ipen-
CTaBJICHHBIC KOHIICHTPAMOHHBIE Npoduim pacmpenencHus snemenToB B/Ta mo
TITyOMHE CTPOWIM C WCIIONB30BAHUEM 3HAYCHUS KOA(PPHUINCHTA OTHOCHTEIBHOU
YyBCTBUTEIHFHOCTH 00pa K TaHTay, HAalJAEHHOTO IS MOPOIIKA UCXOAHON MUIICHH
TaB, n ncnonb30BaHHOTO B KauecTBe 3TajoHHoro [21]. Ha puc. 2, kpusas /, npea-
CTaBJIeH MpO(MiIb aTOMHBIX KOHIEHTparmid B/Ta mms cBepXCTeXHMOMETPUIECKUX
mieHok TaB, (cm. puc. 1, a). O cBepXCTeXUOMETPUH MIEHOK CBUIETENLCTBYET TOT
¢axT, 4T0 K03 GHUINEHT BTOPHYHOI HOHHOH 3MHccuH 1o 6opy Bbime Ha 20-25 %
€ro 3Hau€HUs ISl UCXOJHOI'0 IOPOLIKA MUILIEHH — 3TO COOTBETCTBYET OTHOLIEHHUIO
B/Ta paBHOoMy 2.,4. IlogoOHBIC pPe3yNbTATHl YBEIUYCHHSI aTOMHOW KOHIICHTPAIIHS
o Oopy Ui CHIBHOTEKCTYPHUPOBAHHBIX IUICHOK Habmromanu B [4, 7, 8, 11] mis
TiB, (B/Ti = 2,4) u s HfB, (B/Hf = 2,2-2,4) [17]. [Ipu 3ToM 1u1eHKH, 001a1ar0-
[¥e JaHHOW CTPYKTYpOW MMeENTH HauOoiblliee 3HaueHWe TBepaocTH: ~ 44 I['Tla
(HfB;) [17], ~ 43,9 I'Tla (TaB;) [13], 4249 I'Tla (CrB;) [12], 48,5 I'Tla (TiB,)
[10].

B/Hf
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Puc. 2. KoHuentparuonssie npoduin oTHoweHus B/Ta B MIIeHKaX: TOHKUX CBEPXCTEXHOMET-
PHYECKUX CHIBHOTEKCTYPUPOBaHHBIX (/), cTexnomerpuyueckux (2), aMoppHO-KPUCTALTNYSCKUX
(3), amopubIX (4).

B [11] moka3ano, uro cBepxcrexuomerpudeckue mieHku TiB,4 mMeroT cTomnob-
YaTylo CTPYKTYpY IMUPUHOHN 20 HM, IIPH 3TOM CTOJIOLBI COCTABICHBI U3 MEHBIINX
CTEXHOMETpHUYECKUX NOoAK0NOH TiB, co cpeqHuM AaMeTpoM 5 HM, pa3feleHHBIX
OTHUM-ABYMsI MOHOCIOSIMA Oopa. DTO NMPHUBOIUT K 00pa30BaHHIO IOTONHUTEIH-
Hoil B-B-cBsi3u, ueM u 00BsCHSETCSA MOBBIILIEHHAs! TBEPAOCTh IUIEHOK TUOOPHUIOB
nepexoHbIx MeramioB. OOpaiaer Ha ce0sf BHUMaHHE TOT (DakT, YTO BBICOKas
HAHOTBEPJIOCTh TOHKUX TUICHOK TEKCTYpUPOBAHHOTO Ta)HUS U TaHTala COYeTaeT-
Cs C OTHOCUTENBHO HU3KUM MojyJieM ynpyroctu 396 u 348 I'Tla cooTBEeTCTBEHHO.
Huzkuii Momyns ypyrocTd XapakTepeH Uil HAHOKPUCTAJUIMYECKUX TOHKHX ILIe-
HOK, TMOJyYEHHBIX MarHeTPOHHBIM pacibuUicHHeM [22], U O0YCJIOBJIEH BBICOKOM
JIOJICH TPaHUI] 3€pEeH M TPOWHBIX CTHIKOB B 00beMe TUICHKH. {151 MacCUBHBIX MO-
HOKPHCTAIDTHIECKAX 00pa3noB GopunoB Moxmyns ympyroctd Bemie 500 ITla, a
TBepaoCcTh paBHa 29 u 28 I'Tla coorBeTcTBeHHO. TakuMm o6pas3om, hopMHUpOBaHHE
CHUJIBHOTECTYPHUPOBAHHON CTPYKTYpHI C pazmepom 3epHa ~ 20-40 HM mpuBeno K
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PE3KOMY TOBBIILIEHUIO TBEPIOCTU U 3aMETHOMY CHIKEHUIO MOJYJIS YIPYTOCTH 110
cpaBHEHHIO ¢ MaccuBHBIME oOpasnamu HfB, u TaB,. AHanornaHoe moBbIIICHHE
TBEPAOCTH U MIPHU 3TOM CHIKEHHE MOAYJI YIPYrocTH HAOIIOAanu A1l HAHOCTPYK-
TYpPHBIX TUICHOK KBasHOWMHapHOW cucteMbl TiB,—W,Bs [23], a Takke ais TUIEHOK
nuoopuaa raduus, momydeHHBIX MetogoM CVD [15]. OgHako TeKcTypupOBaHHbBIC
CVD-mnieHKH ycTynmajgd IO CBOMM (DU3UKO-MEXaHHMYECKUM XapaKTepUCTHKAM
PVD-mnenkam (tBeprocts 40 I'Tla u momyns ynpyroctu 430 I'Tla), uto aBTOpHI
CBA3BIBAJIM C IPUMECSIMU KUCIOPOAA B IUIEHKAX.

Cmexuomempuueckue monkue naernku. IIpu 3a3eMICHHOM HOIIOXKKOJEpIKATE-
JIe TIPOUCXO0auIo (POPMHUPOBAHHE IUICHOK THOOPHIOB radHUs M TaHTalda ¢ MEHEe
BBIPaXXEHHOM TEKCTYpOil, TeMinepaTypa MO UI0KKH MPU 3TOM u3MeHstack ot 20 °C
(mst TaB;) mo 300 °C (st HEB,). [pu dhopmMupoBaHrH HAHOCTPYKTYPHBIX IIJICHOK
co ci1abo BBIPAXCHHOU TEKCTYpOH pocTa (cM. puc. 1, 6) HaOmODaIl CyIIeCTBCH-
HbI€ U3MEHEHHUS MapaMeTPOB KPUCTAJUIMYECKON PEIIETKH M CyOCTPYKTYPHBIX Xa-
PAKTEPUCTHUK IO CPABHEHHUIO C CHIIBHOTEKCTYPHUPOBAHHBIMHU TOKPBITUSMH. 3Haue-
HUS MApaMeTpOB @ U ¢ YMEHBIIWIMCh U CTalId CPaBHUMBIMH CO CIPAaBOYHBIMH
JaHHBIMH. Pa3zMepbl HAaHOKPUCTATUTOB cocTaBisuid ~ 15-20 HM. [lomoOHbIe pe-
3yJIBTaThl OTMEUAIN paHee JUIs MOKPHITHIf Ha OCHOBE MHOOPHIOB Xpoma [24, 25].
Jlnd mieHoK ¢ MeHee BhIpa)KEHHOW TEKCTYypOM pocTa XapakTepHO CTEXHOMETpHYe-
ckoe cootHomenne B/Me =2 (cM. puc. 2, kpuBas 2), 4TO NPUBOJIUIO K CHUKEHHIO
TBEPJOCTH U COOTBETCTBEHHO MOAYJIS ynpyroctu ajs mieHok CrB, (Hy = 33 I'Tla,
E =276 TTla) [24, 25], KoTOpbIc KOPPEIUPYIOT C pe3ysibTaTaMu [yt miieHoK HB,.
YMeHbllIeHHe CTEeNEHH TEKCTYphI (CM. pUc. 1, 6) IPUBOIUT K CHUXKEHUIO 3HAYCHUS
HaHotBepaocTu 10 36 ['Tla nns HfB, u 35,4 T'Tla ayis TaB, 1 k CHIDKEHHUIO MOy ISt
ympyroctu 10 340 u 266 I'Tla cooTBeTCTBEHHO.

Amopghno-kpucmaniuveckue (kracmepuvie) monxue nienku. Ilogada orpuma-
TEJIBHOTO TMOTEHIIMANA CMEIIeHus 10 — 25 B nipu Temmneparype notoxku ~ 300 °C
MPUBOIUT K (POPMHUPOBAHHIO aMOP(HO-KpHCTADIHICCKUX [15] mieHok aubopuaon
TaHTana u raguus (cM. puc. 1, ¢). Ilpu hopMupoBaHuM MISHOK HAOIIOJANN CYIlle-
CTBEHHOE YIIUPEHUE TUPPAKIHUOHHBIX MUKOB C OJHOBPEMEHHBIM CHM)KEHHEM HX
HWHTEHCHUBHOCTH, TIIPY 3TOM IIPOUCXOAMIIO YBEINUYEHHUE TapaMeTpa a U yMEHbIIEHHE
mapameTpa ¢ (tabmuma). Pasmep 3epHa mpu 3ToM coctaBimsin ~ 5—10 am. s
aMOp(HO-KPUCTAIUTMUECKUX MJICHOK UMEET MECTO 00pa3oBaHHe ANOOPUAOB Iepe-
XOJIHBIX METAIJIOB “‘TOCTEXHOMETPUYECKOT0” COCTaBa, YTO BHJHO M3 COOTHOIIIE-
Hus B/Ta = 1,8 (puc. 2, kpuBas 3), o ueM paHee cooOuranu ans wieHok HEB, [17].
OTO NPUBOAUT K JAJIbHEHIIEMY CHHXKEHHUIO TBEPAOCTH U MOAYJIS YHPYTOCTH IUIs
HfB, (26 u 254 T'Tla cootBeTcTBeHHO) M U1 TaB, (29,4 u 232 I'Tla).

Ob6paiaer Ha cebst BHUMaHHe TOT (akT, YTO Ui IUIEHOK Aubopuaa radHus,
nonxyueHHslx CVD-metonamu [15], nepexon U3 TEKCTYpUPOBAHHOIO COCTOSIHUS B
aMOp(HO-KPHCTALTUYECKOE MMPUBOJINT K CHIDKEHUIO TBepAocTH oT 40 10 25 I'Tla, a
B amoproe — 1o 20 ['Tla, 4TO KayecCTBEHHO MOJIHOCTBIO COTJIACYETCS C HALIUMHU
pe3yJIbTaTaMu.

Amopguvie monxue naenxu. I'anoodpa3Hble KPUBBIC, COOTBETCTBOBABIINE M-
¢pakuumonnpM mukaMm (00.1) u (10.0) (cM. puc. 1, 8), cTUBAIKCH B OJHY (CM. pHC.
1, 2). Jna aMop(dHBIX TUIGHOK MPOMCXOIUT JalbHEWIIee YMEHBIICHHE aTOMHOM
KoHIeHTpanuid mo 6opy (B/Ta = 1,4-1,6), o 4yem paHee yxe coobmianu [17] mis
IUICHOK Aubopuia rapHus. ITO MOKHO OOBSICHUTH OOJBIIMM KOJUYECTBOM 000p-
BaHHBIX U HEC(OPMHUPOBABIIUXCS XUMUYCCKUX CBSA3EU, YTO B UTOTE MPUBOIUT K
3HAYUTEIHHOMY CHYDKEHHIO TBeproctd — o 13 I'Tla (HfB,y) u 11,5 I'Tla (TaB,), u
COOTBETCTBEHHO MoayJis yrpyroct — 1o 187 I'Tla (HfB,) u 144 I'Tla (TaB,).
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[IpoBeneHHBIN aHATM3 CTPYKTYPBI, COCTaBa M CBOMCTB TOHKHX IJICHOK TUOOpPHU-
noB repexoansix MetainioB (HfB,, TaB,) moka3zain, uro ¢popMupoBanne HOKPHITHN
HUMeEeT SBHO BBIpaXKEHHbIE 001IMe 3akoHOMepHOCTH. Hanbosnee xapakTepHoil Mop-
(omornveckoil 0COOEHHOCTHIO (POPMHUPOBAHUS CTPYKTYPHI TUICHOUHBIX MMOKPBITHHA
IHOOPHUIOB MEPEXOTHBIX METAIIIOB SBISIETCS 00pa30BaHUE CTOIOYATON CTPYKTYPHI
¢ TekcTypoi pocta miockocTbio (00.1). Ilpu sToM mpoucxoaut (HopMUpOBaHHE
“CBEPXCTEXUOMETPUYECKUX~ WU CTEXMOMETPUUYECKUX IUIEHOK C pa3MepoM 3epHa
He MeHee 20 HM.

CyO6cTpyKkTypa U MexaHn4yeckmne CBOMCTBaA TOHKMX NIIEHOK aubopuaa
racdpHuA

Pasmep HaHOKpu- g2 Ynpyroe
TannMToB H E E°, | BOCCTaHOBMEHM
Obpaszeu ((|:'|: MeTOO,El,y Cocras Fl'l,a FI'I,a HIE FI/'Ia, OCCrnay6c|)/|Hb? )
annpokcumauum), Hu otneyartka, %
1 20-40 2,4 44 396 0,111 0,54 87
2 15-20 2,0 36 340 0,106 0,40 77
3 5-10 1,8 26 254 0,102 0,27 72
4 <1 1,5 13 187 0,070 0,06 50
5 - 2 29 510 0,057 0,09 -
IMpumeuanne. 1 — CHIBHOTEKCTypHpOBaHHAas, 2 — CTeXHOMETpHYecKas, 3 — amopQHO-

KpHCTaIN4ecKas, 4 — amop¢Hasi IJICHKH; 5 — MacCHBHBIH MOHOKpHUCTaJUTHYeckuii oopazen; HfB,
[26].

CpaBHUTENBbHBIN aHaMU3 (PU3MKO-MEXaHMYECKUX CBOWCTB MOKa3bIBA€T, 4TO
CBEPXCTEXMOMETPUUYECKHE TOKPBITUS IO CBOUM IIOKAa3aTesM IPEBOCXOAST CTe-
XHOMeTpUYeckue. JlaHHBIe TMOKPHITHA O0JamaroT HAWTYUYIIUMH (PH3UKO-MEXaHH-
YECKUMH XAapaKTEPUCTHUKAMH, BBICOKHM 3HAYEHUEM TBEPJOCTH M CPABHUTEIBHO
HU3KUM MOJyNeM ynpyroctu. JlaHHbIH (akT KaeT OCHOBAHHS MPEANONI0XKUTh, YTO
CBEPXCTEXHOMETPHUYCCKHE MOKPBITHS 00JamaloT HanOoiee BBICOKOH H3HOCOCTOM-
KOCTBIO IO CPAaBHEHHIO C MOKPBITUSAMH, UMEIOIIMMH MEHBIIYIO CTETIEHD TEKCTYPBI.
Ecnu sHepruu, nocrasisieMoi pacTyIuel IIeHKe, HeIOCTaTOYHO, YTOOBI CTUMYJIH-
poBaTh ee KPUCTAIIM3ALHUIO, TO HMPOUCXOIUT (HOPMHUPOBAHHE JTOCTEXHOMETpPHUC-
CKUX aMOP(HBIX N aMOP(PHO-KPUCTALIHICCKUX IUICHOK ITUOOPUIOB IIEPEXO-
HBIX METaJUIOB, IIPY 9TOM 3HA4YE€HUSI HAHOTBEPJOCTH U MOLYJIsl YIIPYTOCTH HAMHOT'O
MEHBIIIE, YeM ISl IJIEHOK B HAHOKPHUCTANINYECKOM COCTOSTHUM.

MexaHHn4YecKHe CBOICTBA

B Tabnuue npuBeaeHbl pe3yabTaThl ONPEAEICHUs HAHOTBEPAOCTH H U MOIyJIs
yOpyroctu £ TOHKHMX IUIeHOK nmbopuaa raduus. M3 mpuBeIeHHBIX pe3yIbTaToOB
BUIHO, YTO UMEET MECTO SIBHO BBHIpa)KCHHAs 3aBICUMOCTh MEXaHUIECKUX CBOMCTB
MOKPBITUHA OT UX CTPYKTYPHOTO COCTOSIHUS M COCTaBa. MHUHUMAJIbHYIO TBEPAOCTD
U MOAYJb yIPYrocTu UMeIOT amop¢Hble ToHkue ieHkn HIB; s (13 u 187 I'Tla).
Cample BBICOKHE MEXAaHHYECKHE CBOWCTBA HMEIOT CHJIBHOTEKCTYPHUPOBAHHBIC
cBepxcTexuomerpuyeckue Tonkue ruieHkd HiB,s (44 u 396 I'Tla). D10 3ameTHO
BBIIIIE, YEM JUISi MAaCCHUBHOTO 00pa3slia MOHOKpHCTa/Ia Anbopuaa radHus, Ui KO-
Toporo TBepaocTh paBHa 29 I'Tla, a moayne ynpyroctu — 510 I'Tla [26]. /IBa ¢ax-
TOpa BBI3BIBAIOT POCT TBEPJOCTH TOHKUX MOKPBITHH U3 Oopuaa radHus O CpaBHE-
HUIO ¢ MACCHBHBIM 00pa3IioM — “CBEPXCTEXUOMETpHUs” 1o Oopy u MabIi (~ 20-30
HM) pasmep 3epHa. M3BecTHO, uTO OTHOIIeHUE Oop/metamn (B/Me) nns 6Gopumos
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MEPEXOAHBIX METAJUIOB MOXKET U3MEHSThCS OT 1:4 mo 12:1. VI3smenenue oTHoOmEHNS
B/Me BnusieT Ha IEKTPOHHYIO CTPYKTYPY OOpa, 9TO MPUBOINT K (POPMUPOBAHUIO
Pa3IMYHBIX CTPYKTYPHBIX KOMIUIEKCOB, COIEPKAIllUX OJHO- ABY- U TPEXMEpHbIE
ceTku Oopa. YBeNMUYeHHE COACp)KaHMs aTOMOB OOpa MPHUBOAMT K MOBBIIICHUIO
MIPOYHOCTH CBs3M B—B 1 MOBBIIICHUIO KECTKOCTH PEIICTKH, TBEPIOCTH, TEMIIepa-
TYypHI IJIaBIEHUS U XUMUYEeCcKol cTabmibHoCTH [20].

Ywmenbmenue (< 20-30 HM) pazMepa 3epHa IPUBOJUT K CHUKEHHUIO TBEPJOCTH
U MOAYJA YIPYTOCTH IUIEHOK (cM. Tabnuiry). O4eBUIHO, YTO 3/1€Ch CTAIKHBAIOTCA
¢ obpatubeM 3¢ dexTom Xomma-Iletua. TBeprocTh MOKPHITHI C pa3MepoM 3epHa
MeHee 20 HM CHIKAETCSI M3-3a BBICOKOH JIOJNM PBIXJIBIX TPaHHMI] 3€peH B 0OIIEM
o0bpeMe ToKpHITHA. KpoMe TOro, CHIDKaeTcs W coaepkanne Oopa B IOKPBITHSX,
YTO TaKXkKe BeJIET K YMEHBIICHHUIO TBEPIOCTU U MOJLyJisl ynpyroctu. Cnenyer oTMe-
TUTH, YTO TBEPAOCTh TOHKHX IICHOK pacTeT OBICTpee, 4eM MOIYJh YIPYrocTH (B
3,4 1 2,1 pa3a COOTBETCTBEHHO). B pe3ynbTaTe pacTer u ynpyroe BOCCTAaHOBIICHUS
rIyOWHBI OTIIEYATKa IPU pa3rpy3ke HHAEHTopa bepkoBuya, KOTOpoe onpeaenseTcs
oTHolIeHueM H/E, u 4yeM OHO 0oJbllie, TEM BBIIIE YIPYroe BOCCTAHOBJICHHUE TITy-
OWHEBI OTHEUYaTKa MpPU pasrpys3ke uHaeHTopa [27]. Hampumep, ans Mean BBICOKOI
YUCTOTHI (OAMH W3 CaMbIX IUIACTHYHBIX MeTaioB) oTHomeHue H/E pasHo 0,005,
T. €. TBEPAOCTb MEAHM, a CIEIOBATEIbHO, U NPEAeT TEKYIEeCTH, HAMHOTO MEHBIIIE
MOJIYJIS YIPYTocTH. B pesyipraTe mpu BHEAPEHUH MHICHTOPA B MEIb B KOHTAKTE
npeobiafaeT racTuueckas aedopmanus, a 1o ynpyroi aedopManuu He mpe-
BeimaeT 3 %. s HaMHOro MeHee MJIACTUYHOTO MOHOKpHUCTaluia candupa H/E
Bozpactaer no 0,075. [Ipm 3TOM ympyroe BOCCTaHOBJICHWE JJIs cardupa paBHO
42 %. Hdnsa anmasza otHommenne H/E 6mmsko k 0,1, a mons ympyroi nedopmMarmu
Ipu BHeApeHUH uHIeHTopa paBHa 100 %. O4deHb BBICOKOE YIPYTro€ BOCCTaHOBIIE-
HUE XapaKTepPHO TaKKe JJIsl HAHOKOMIIO3WTHBIX TOHKUX TUIEHOK ncTiN/a-SizNg4
[22], monuMepoB, YIPOYHCHHBIX MOHHON OOMOapaupoBKoW [28], cBepXTBEPIbIX
(a3, momyyaembIx npu odpadotke dymieputa Cego MPU BHICOKUX AABICHHUIX U TEM-
neparypax [29]. Takum oOpasom, o 3uavennsm H/E (0,111) u ynpyroro Boccra-
HoBiyieHus (~ 90 %) tonkue mienku HfB,4 HaMHOrO mpeBocxoaar candup U npu-
ONMMKarTCA K alMasy (CM. TabIuIy).

B xmaccuueckoil Teopum H3HOCa MAaTEPHAIOB TBEPHOCTH SBISCTCS TJIABHBIM
CBOICTBOM, ONpENENAIONINM H3HOCOCTOMKOCTh TMoBepxHocTH [30]. Drta Teopus
XOPOIIO BBIMOJHAETCS JUI METAUIOB M MX CIUIABOB, Ui KOTOPBIX HM3HOCOCTOM-
KOCTh IPOIOPIIMOHANFHA TBepHOCTH. OMHAKO Ui MHOTHX COBPEMEHHBIX MaTe-
pHaJOB, B TOM YHCJIC HAHOKOMITO3UTHBIX TOHKHX IUICHOK, OBLIO 3aMEYEHO, YTO UX
W3HOCOCTOWKOCTH mpomnopiuonansHa H/E [28, 31]. To ectb, A MOBBIICHUS W3-
HOCOCTOHKOCTH HE 0053aTEIBHO CO3/IaBaTh MAaTCPHAIBI C OYCHB BBHICOKOW TBEPIIO-
CTBIO, BYKHO TAK)KE CHHU3HUTH MPH 3TOM MOIYNb YIPYTOCTH. DTO BO3MOXKHO MpPH
MOJTyYEeHUH CUJIBHOTEKCTYPUPOBAHHBIX MOKPBHITUH TUOOpUIOB radHus U TaHTaja.
dopMHupoBaHNE HAHOKPUCTAILUTUIECKON CTPYKTYpPhI B TOHKUX MJICHKAX MPUBOAMT K
TIOBBIIICHAIO TBEPJOCTH M CHIDKCHUIO MOIYJISL YIIPYTOCTH MO CPABHEHUIO ¢ MOHO-
kpuctajuioMm aubopuaa rapuus. Ilpu stom H/E moseimaerca ¢ 0,057 ans MoHO-
kpuctauia 1o 0,111 nns HaHOKpHUCTaIIMUYeCKOW TOHKOM IuieHku [26]. Cynsa mo
otHomieHuIo H/E tonkue mokpertust HfB, 4 momkHBl 001amaTe BEICOKOH HM3HOCO-
CTOUKOCTBIO, YTO U TIOATBEPIKIAIOT UCTIBITaHUS Ha U3HOC [32]. JI71s OLeHKH conpo-
TUBJICHHUS MaTepHalia IJIacTHYeCKOi nedopMaluy Mo TaHHBIM HaHOWHJCHTHPOBA-
HUS 9acTO MPUMEHSETCS mapameTp HE? [33]. 1 mo »ToMy mapameTpy HaWiyd-
IIMMH MEXaHUYECKUMH XapaKTEPUCTHKaMH OO0JANA0T CBEPXCTEXHOMETPHUCCKHE
TUICHKH, UMEIONINE CTONOUYATYIO CTPYKTYPY € TEKCTypoii pocta tiockocThio (00.1)
u pazmepom 3epHa 20—40 HM.

82 www.ism.kiev.ua/stm



BbIBOJIbI

Uccnenopanue BIUSHHS TapaMETPOB OCaXICHUS MOKPHITHHA HA MX CTPYKTYp-
HBIC U (PU3UKO-MEXaHWYCCKAE XaPAKTEPUCTHKH IIO3BOJHJIO OIPEHCIUTH OITH-
MaJlbHbIE YCIIOBHUSA OCa)XJIEHUS, MPU KOTOPBIX CHHTE3UPYIOTCS ‘‘CBEPXCTEXHOMET-
pHuuecKue” MOKPBITHS, 00NagaoNnIie HAMIYIIINMA MEXaHHUECKUMH, a TaKXKe H3-
HOCOCTOWKHMH U SKCIUTyaTallHOHHBIMHU XapaKTEPHCTHKAMHU.

Haubonee xapaxrepHoit Mopdonorudeckoil 0COOEHHOCTHIO (HOPMUPOBAHUS
CTPYKTYpHI IUICHOYHBIX TOKPHITHH ANOOPUAOB NMEPEXOAHBIX METAJUIOB SIBISCTCS
o0Opa3oBaHHe CTONOYATON CTPYKTYPHI ¢ TEKCTypoid pocta miockoctbio (00.1). Ipu
3TOM MPOUCXOIHUT (POPMUPOBAHNEC HAHOKPHCTAUIMIECKUX ‘‘CBEPXCTEXHOMETpHUC-
ckux” MeBy;, unu ctexuomeTpuueckux mieHok MeB; ¢ pasmepom 3epHa He MeHee
20 um. Ecnm sHEpruu, moctaBisieMOd pacTyliel IUICHKE, HeIOCTaTOYHO, YTOOBI
CTHMYJHPOBATh €€ KPUCTAILTH3ALHUIO, TO MPOUCXOIUT (POPMUPOBAHUE TOCTEXUO-
METPUYECKHX aMOP(PHOMOJO00HBIX HIH aMOP(PHO-KPUCTAIUIMYECKUX (KIaCTEPHBIX)
MIJICHOK C pa3MepoM 3epHa meHee 10 HM.

CpaBHUTEIBHBIA aHAN3 (PU3NKO-MEXaHHIECKAX XapaKTEPHUCTUK HAHOKPHUCTAI-
JUYECKUX, aMOP(HO-KPUCTATITUIECKUX U aMOP(HOMOAOOHBIX TUIEHOK TUOOPHIOB
MEPEXOIHBIX METAJUIOB IMOKa3ajl, YTO HAaHOKPUCTAUIMYECKHE TUICHKH IO CBOUM
XapaKTePUCTHKAM MPEBOCXOAAT aMOp(HO-KpUCTAIUTHYECKHEe U amopdube. [Ipu-
4yeM, “‘CBepXCTEXUOMETPHUYECKUE” TIOKPBITUS MO CBOUM IMOKA3aTeNIsIM MPEBOCXOIST
CTEXHOMETPHUUIECKHE, YTO JIaeT BO3MOXKHOCTh CYyIUTHh 00 OIpeIessione ponu
KOBaJICHTHOM cBsi3u B—B mpu ux cunrese.

Locniosceno ennue ymos ocadscenta Ha cmpyKmypy, ckaao i Mexauiuni xa-
DPAKMepUCuUKYU MOHKUX NII6OK OUOOpudie nepexionux memanie, ompumanux memooom BY-
MazHemponno2o posnunenns. Ilokazano, wo 3anedxicHo 8i0 NPUKIA0eHo020 NOMeHYIany 3MiljeHHs
i memnepamypu nioknaoku 6i00yeacmuvcs POPMYSaHHA NOKPUMMIE PI3HOI cmpykmypu — 6i0
amopronoo0o6HoI 00 HAHOKPUCMATIUHOIO. 34 ONMUMANLHUX eHEePLeMUHUX YMO8 — NOmeHYiani
smiwgenna 50 B i memnepamypi nioknaoxku ~ 500 C — ompumano Hadcmexiomempuuri moHKi
nuieku Oubopudie nepexionux memanig 3 posmipom zepua ~ 20—40 um, meepoicmio ~ 44 I'lla i
anomanvHo eucoxum (~ 90 %) npyoichum iOHOGNEHHAM eIUOUHY BI0OUMKA.

Knrwwuoei cnosa: monki nuisxku, nanoinoenmyeannss, meepoicmo, HfB,, TaB,.

The effect of the deposition conditions on the structure, composition, and
mechanical properties of thin films of diborides of transition metals that have been produced by
high frequency magnetron sputtering. It has been shown that depending on the applied bias
voltage and substrate temperature coatings of various structures are formed: from amorphous-
like to nanocrystalline. Under the optimal energy conditions (bias voltage 50 V and substrate
temperature 500 °C) superstoichiometric thin films of transition metals diborides of grain sizes
20-30 nm, hardness 44 GPa, and anomalously high recovering of the imprint depth have been
produced.

Keywords: thin films, nanoindentation, hardness, HfB, TaB..
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