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M3yueHbl CTPyKTypa M CBOMCTBA HAHOCTPYKTYPHbIX MHOMOKOMMOHEHTHbIX
nokpbitvin  (TIHFZrINbVTa)N  MMNAQHTMPOBAHHbLIX O4YeHb BblCOKMMM 108 cm?
Ao3amn MoHoB N*. B pesyAbraTe MMMAQHTaLMM MOHOB B MOBEPXHOCTHOM
CAO€ HAHOCTPYKTYPHOrO MOKPbITUS (DOPMUPYETCS MHOrOCAOeBasti CTPYKTypa
cocTodlas M3  amopHOro, HaHOKPUCTAAAMYECKOrO  (AMCMEeprMpoBaHHOro)
M HAHOCTPYKTYPHOrO C WCXOAHbIMM pa3Mepamu HaHo3epeH. B ray6uxe
nokpbitus  chopmupytotcst 2 pasbl: TLK u TTTY ¢ HeGoAblmMM  06bEMHbBIM
coaepyaHuem. KoHueHTpaums asota BOAM3M MOBepxHOCTM aocturaer 90 at.%
M 3aTeM yMEHbLIAeTCs C rAyOUMHON. B MCXOAHOM COCTOSIHMM MOCAE OCAXKAEHMs
HAaHOTBEPAOCTb TMOKPbITUS, B 3aBUCMMOCTM OT YCAOBWMIA OCaXXAEHWS nMeeT
3HaueHns ot 27 Ao 34 GPa. B pesyabrate mMMAaHTaumm, BeAMUMHA TBEPAOCTU
YMEHbLLIAETCS MPUMEPHO Ha rAy6uHy npoekTuBHoOro npo6era noHos Ao 12 GPa,
a AdAblle YBEAMUMBAETCSI C rAyOmHoin A0 23 GPa. BblAM MCMOAb30BaHbI METOAbI
aHAAM3a: pacTpoBasi 3AEKTPOHHasi Mukpockonust (SEM) ¢ mmkpoaHaamsom (EDS),
AndpakLmg peHTreHoBCKMX Aydeit (XRD), HaHOMAEHTHPOBaHME, TeCTbl Ha M3HOC.

KAloueBble cAoBa:  MMMAQHTaUMS,  MUMKPOCTPYKTYpa,  HAHOTBEPAOCTb,
OCaXKAeHMe, MMKPOaHaAU3

The structure and properties of multicomponent nanostructured coatings (Ti-
HfZrNbVTa) N implanted with very high 1018 cm™ doses of ions N* were investi-
gated. Multilayered structure consisting of an amorphous nanocrystalline (dispersed)
and nanostructured with original size of the nanograins formed as a result of the
implantation of ions in the surface layer of the nanostructured coating. 2 phases
formed wn the depth of the coating: FCC and HCP with a small volume fraction.
Nitrogen concentration near the surface reachys up to 90 at.% and then decreases
with depth. In the initial state after deposition the nanohardness of the coating, de-
pending on the deposition conditions, ranges from 27 to 39 GPa. As a result of the
implantation, the value of the hardness decreases approximately to the depth of the
ions projected range up to 12 GPa, and further increases with the depth up to 23
GPa. It were used such analysis techniques as: scanning electron microscopy (SEM)
with microanalysis (EDS), X-ray diffraction (XRD), nanoindentation, tests for wear.

Key words: implantation, microstructure, nanohardness, deposition, micro-
analysis

Ore xorapbl 10" cm? a30T N* MOH A03aAapbIMeH MmnAaHTTaAraH (TiHfZrNbV-
Ta)N HaHOKYPbIAbIMABI KOIM KOMMOHEHTTI >kaObIHHbIH KYPbIAbIMbI KOHE KacuneTTepi
3epTTeAreH. HaHOKYpPbIAbIMABI KabblHHbIH KabaTbiHbIH OETIHAE MOHAAPAbIH
VMMMAQHTTAHY HOTMXKeCiHAe amopdTbl, HAHOKPUCTAAAABI (AMCTIEPAEHTEH) >KoHe
GacTarnkbl eALemMi 6ap HAHOTYMIPLWIKTIH HAHOKYPbIABLIMABI KO KabaTTbl KYPbIAbIM
KaAbinTacaabl. LLlaFbiH keaemai 2 TLIK >xane TTTY dpasasapbl kabblHHBIH TEPEH,
>KarFblHAQ KaAbIMTacaabl. A30TTbIH KOHUEHTpaumscbl 6eTTik arbiHaa 90 at.%-
Ke AEMiH >KeTeAl XoHe XabbiHHbIH illiHe TepeHAereH caibiH a3asiAbl. TYHABIPY
wapTbiHa 6aiAaHbICTbl  GacTankbl Ke3Aeri TYHAbIPYAAQH KeMiHri  >KaBGblHHbIH
HaHOKATTbIAbIFbI 27-AeH 34 GPa-ra aeiin eAlemre ne 60AraH. KaTTbIAbIK, Lamachl
MOHAQPAbBIH TPOeKTTIK TepeHAiri 12 GPa aAeiiH uMnaaHTauus HaTMXKeciHAe
azasabl, copaH keriH 23 GPa TepeHAikTe eceai. KoAaaHbIAFAH TanAay TaciAaepi:
(EDS) MmKkpoTaaaaybl 6ap PacTpAbIK, SAEKTPOHABIK, MUKpockon (SEM), peHTreH
cayAenepiHiH Andpakumscel (XRD), HAHOMHAEHTIPAEHY, TO3yFa CbiHaK.

TyiiH ce3aep: >KOFAPbISHTPOMUSIAbIK, KOCMA, HAHOKOMMO3UTTIK KYPbIAbIM,
HAaHOKPUCTAAAUTTEp, LIOeryH, MUKPOAMMPaKLMS
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BBenenune

Wonnas UMIITaHTAIIUN SBISIETCS OJHUM W3 OCHOBHBIX METOJIOB
MOIU(HKAIINU TOBEPXHOCTH TBEPJIBIX TEJI C LEIBbI0 YIIyUIIeHHUS QH-
3MKO — MEXaHMYECKUX CBOMCTB: TPEHHMsI, N3HOCA, KOPPO3HH, ajre-
3UH, YCTaJIOCTHON TpodHocTH U T.A. [1-5]. MoHHas uMImianTamms
(M) mmpoko ucronb3yeTcs Ui JIETHpOBaHMsI MOJYTPOBOJHUKOB
(IMPIEKTPUKOB) B MUKPO- M HAHODIIEKTPOHUKE, MEWIIMHE, aBHa-
AW, XUMUICCKOHN U aBHAITMOHHOM TPOMBITIIIEHHOCTH [3-7]. OCHOB-
HBIM JJOCTOMHCTBOM 3TOT'0 METO/Ia SIBJISIETCSI COXPaHEHHUE Pa3MepPOB
00pasIoB, JIOKAITEHOCTH (HEOOBION MPOOET), BEICOKAsT BOCIIPOU3-
BOJAMMOCTb, HET MpobiieM ¢ aaresueit u mp. [5-11]. Ans ymydmenus
CBOICTB METAJLIOB, CILIABOB, KEPAMUKH (MM H3/ICTUN U3 HUX), HE-
00XOAMMBI 1036l UMILUIAHTALKUNA HOHOB 5% 10'°-8x10' cMm?2. OHAKO,
B OTAETBHBIX CIIydasx, HEOOX0IMMa OYeHb BBICOKAs /1032 UMILIAH-
tauu (1-2)x10"™ cM?, 9TO COOTBETCTBYET KOJIMYECTBY aTOMOB (1-
5)10% cm?, B perieTke NOAI0KKHA B 00JaCTH UMIUTAHTAIMH (T.€. Ha
nIyOouHy mpodera noHoB). C ApyTroil CTOPOHBI, B ITOCIIEIHEE BPEMSI,
OoJIbIION MHTEpeC MPOSBISIETCS K MCCIeJOBaHUIO HOBOTO Kiacca
MaTepHajoB (BEICOKOIHTPONUMHEIX crutaBoB — BOC) ¢ uuciom aro-
MOB HE MEHBIIIE 5 ¢ UX aTOMHBIM COJIEp’KaHHEM B CIIaBe OT 5 110
35 at.%, B mepBy0 odepelib, U3-3a UX OJIECTSIIUX XapaKTePUCTUK
[6-11]. dopMupoBaHUE W3 3TUX CIJIABOB MOKPBHITUN U3 HUTPUIIOB
WM KapOWIOB TO3BOJISIET 3HAYUTEIHHO PACIIMPUTH CIIEKTP 3THUX
CBOCTB U JlaKe YIy4IIUTh UX. Ha ceroHsImHu 1eHb T0CTaTOYHO
XOPOIIO M3YYECHBI CBOMCTBa HUTPHJIOB, COCTOSIIIUX B OCHOBHOM H3
5,6,7 DIIEMEHTOB, HO B OTACIBHBIX CIy4Yasx, MOTYT UMETh B CBOEM
COCTaBe pPa3HOPOAHBIX aToMOB 10 19 [11].

U3z-3a Toro, uto HUTpUAHBIE TOKpbITHS U3 BOCoB oOmamatoT
0oJiee BRLICOKUMH CBOMCTBAMU M XapaKTEPUCTHKAMU B TIPOLIECCE HC-
MBITAHUH, K HUIM B MHPE yIIEISIFOT TaKkke OoJbiioe BHUManue. OJ1-
HAKO, B CBSI3U C TEM, YTO IIPH OTMPEACHHBIX YCIOBUAX PaOOTHI TAKUX
MIOKPBITUHA HEOOXO0MMa BBICOKAsI CTOWKOCTh K OKHUCIICHUIO W CTOM-
KOCTb K paauanuu (00myueHuro) 3Tux HUTpuaos u3 BOCos, crout
3aJ1a4a TMPOBEPUTH OTH CUCTEMBI (HUTPUIHBIE) TIOKPHITHS Ha CTOM-
KOCTbh K 001y4eHuto. 3a nocieanue 1,5-2 roja, B muTepaType, ObLIo
0ImyOJIMKOBAaHO BCETO HECKOJIBKO pabOT O MCIIOIb30BAHUM MOHHON
MMIUTaHTAINH JJTs1 YY9IIeHUs TBePAOCTH, MHIeKCa TNIACTHIHOCTH,
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CTOMKOCTH K KOPPO3UH MPU BHEJPECHHHU B MOKPHITHE
nonoB Cu, Au, N* ¢ obiryuaemoit 10301t ot 8x10'
10 4x10' cm?[11-14]. Bbuto 0OHAPYKEHO yIydIe-
HHE CBOWCTB, HAalPHUMEp TBEPIOCTH, B MHTEPBAJIC
(1-2)10" cm? o3 mmrmutanTamuu [14]. Takum 06-
pa3oM M3 aHajau3a OMyOJIMKOBAHHBIX PadOT MO HC-
CIIEJIOBAHHIO XapaKTEPUCTHK M CBOMCTB HUTPHUIAHBIX
MHOT03JIEMEHTHBIX OKPBITHI BUIHO, 4TO HHTEPBa-
JIbI JI03 UMIUIAHTAIMK 0YeHb HeOOJIbIIHE, 0COOCHHO
IS yIydqiieHus: (HU3UKO-MEXaHHUSCKUX XapakTe-
puctuk. O6yuenne nonamu N 1o30# 1o 10" cm?,
KOrjJia 71032 BHEJIPEHHBIX MOHOB MOXET COCTaBUTh
ATOMHYFO KOHI[CHTPAIMIO BEIIECTBa TBEPOTO Teia
(1x10%-5%10% cm) He u3yueHsl emie coBceM. Tax-
’Ke BUIIHO M3 MPEJICTABICHHOT0 aHajiu3a padoT, 4To
JaHHOE HAIPaBJICHHE Pa0OT JOCTATOYHO aKTYaITbHO
Ha CeToHSIIHNHN IeHb. [loaToMy B 3T0i1 paboTe MBI
CTAaBWJIM 3ajady: HCCIICNOBaTh MHUKPOCTPYKTYPY,
(bHU3UKO-MEXaHUUECKUE CBOWCTBA HAHOCTPYKTYp-
HBIX MHOTO3JIEMEHTHBIX TOKPBITHIA, OOJYYEeHHBIX
O0YEHBb BBICOKUMH 103aMHU HOHOB N 1o 108 cm2.

JKcnepuMeHTAIbHAS YaCTh

BBICOKOAHTpONIHIAHBIA CITAB HAHOCHJICS Ha
noJyI0kKy u3 cranu mMapkul2X18HOT B kauectBe
MOJIIOKKH ¢ pazmepaMu 15x15%2.5 MM u ¢ mepo-
XOBAaTOCThIO B HCXOJHOM moBepxHoctu Ra = 0,09
MKM. [IoBepXHOCTE TTOITIOKKH 00pabaThIBAIIA C TI0-
MOIIIBIO TJICHOIIETO Pa3psijia, 4TOObI OUUCTUTH U aK-
TUBUPOBATH €T0 Tiepe] HaHeceHueM. /|1 HaHeceHHs
MTOKPBITHHA OBLIO UCIOF30BAHO BaAKYYMHO-TyTOBOE
ycrpoiictBo bynar-6 ¢ mectbio ucnaputensmu (Ti,
Hf, Zr, Nb, V, Ta), uro mo3BoyisiecT HAHECCHHUE Ha-
HOCTPYKTYPHPOBAHHBIX TOKPBITUH B HMITYyJIbCHOM
peXuMe C NEPEMEHHOW aMIUIMTYIOH HMITYJIbCa U
4acTOTOW UMITYJIbCA.

Ha puc. 1 nokazana cxema CUCTEMBI OCAXKICHHUS.
Bakyymnast kamepa (1) (6a3oBoe AaBiieHUE KaMephbI
cocrasisuio 0,001 Ila) Obuta ocHaiieHa cucTeMOU
ABTOMAaTHYECKOTO  PETyJIIMpPOBaHUS  JaBJICHUS
azota (2) ¥ IMECThIO HCHAPUTEISMH, COCTOSIIUX
m3 Ti, Hf, Zr, Nb, V, Ta (dncrora MeTauIM4ecKoi
mumiern 0suto 99,8%). Jlepkartenb moamoxku (5)
ObLI YCTAHOBJICH Ha BpAIAOUICHCs TUIACTHHE W3
Hepkasetomieit cramu (300 x 300 MM), Ha KOTOpOM
ObpLTH pa3MerieHbl MoMI0KKH (6). BYJIAT-6 Ob1n
TakkKe OOOpYIOBaH MCTOYHHUKOM HATPSKCHHS
nocrossHHOro Toka (7), 3HAYeHHWE KOTOPOTO
MoeT u3MmeHsATbes or 5 o 1000 B, a reneparop
MMITYJICHOTO HampspkeHHus (8) ¢ BO3MOYKHOCTBIO
PETYJIMPOBKH aMIUTUTYIbI IMITYJIbCA HAITPSDKEHUS OT
0,5-2 kB u yacroroit nosropenus 5-7 kI'u. [Ipouecc
OUHUCTKHU TIOJJIOKKH IPOBOMASIT C UCIOJIb30BAHUEM

MOHOB MOIIMOJeHA B TeYeHUe 3-5 MHH, TpH
MPUMEHEHUH TMOoTeHIHal Ha 1 KB MOII0XKKH.
Kpome TOro, azor BOpPBICKMBAIOT B KaMepy, M
wutpuasl Ti, Hf, Zr, Nb, V, Ta ocaxnanuce Ha
MIPOTUBOIIOJIOKHBIX CTOPOHAX MOIOKKH. Korma
OCXKJCHHE TIEPBBIX CJOEB OBLJIO 3aKOHYCHO,
MpolecC  OCAXACHUS  IPUOCTAHABIUBAICI U
MOJIOKKU IepeBopaunBanuch Ha yroia 180 ©, 3aTtem
OCaXJICHWE CHOBAa HAYMHAJIOCh. TakuM 00pazoM,
CpeIHsISt CKOPOCTh OCAXKICHUS COCTaBIIsIET 1-2 HM/C.
Tox ayru cocrasisin 95-100 A Bo BpeMs OCaKI€HU,
naBieHue azora B kKamepe coctaBmsuio 0,5 Ila,
pacCTOSIHUE MEXIy HCHapUTeIeM U MOIJIOKKOU
obuto 250 MM, a TemmepaTypa TOIUIOKKH ObLIa
paBua 250-350 ° C.

Pucynok 1 — Cxemarndeckoe H300paKeHUE CUCTEMBI OCaXK-
nenuns «bynar-6» (1 — BakyymMHas kamepa; 2-aBTOMaTHIeCcKast
cucTeMa KOHTPOJISI JaBJICHUS a30Ta; 3 — MOIUOICHOBBIH
WCTIApHUTEINb; 4 — THTAHOBBIN HCHAPHUTEINb; 5 — AeprKaTelb
MOIUTOXKKH; 6 — moanokka; 7 — DC HCTOYHHK HANpsUKeHUS; 8 —
BBICOKOBOJIBTHBIH T€HEPATOP UMITYIILCOB)

Bo Bpems HaHeceHUs1 MOKPBITUM Ha MOAJIOXKKY,
AMITYJTBCHBIN TTOTeHIHAN cocTaBisut -40 B (¢ amu-
TenbHOCTHIO 10 MKC 1 yacToTO# moBTOpeHus 7 KI'11).
DHeprus my4ka noHoB He + Oblna 3adukcupoBaHa
Ha ypoBHe 1,5 M»B, a npyrue sxcriepuMeHTaIbHbIE
MapaMeTpbl, OTHOCAIINECS K HOPMAaJbHOMY TMajie-
HUIO MOHOB UMeNH yroi paccesaust 6 = 170 ©, noHbI
He ¢ 103011 5 uC u ¢ pa3zperieHnem IeTeKTopa dHep-
run 16 k3B [12].
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KaTonpl U3 BBICOKOOHTPONUNHHOIO CIIaBa CH-
crembl Ti-Zr-Hf-V-Nb-Ta Obuts mosry4ueHsl myTeM
BaKyyMHO-JIyTOBOH TUIaBKH B aTMocdepe aproHa
C BBICOKOM YMCTOTOW, MCHOJIb3ySl HEIUIABSLIUCS
9JEKTPOA B BOJOOXTAXJAAEMOM MEIHOM COCY-
ne. Hutpunsele MOKpHITHS HAHOCWINCH BaKyyM-
HO-IYTOBBIM HCIIAPEHHEM KaTo/a B YCTpOICTBE
bymat-3T-M [13]. [lapaMeTpsl OcakACHUS U dJIe-
MEHTHBIN COCTaB KaTOJ1a U HUTPUAHBIX TOKPBITUI
npexacrasnensl B Tadnune 1, rne Ub — Hanpsoke-

HME CMEILEHUS, TPUIOKEHHOTO K TOJUIOKKE, P —
JaBJEHHUE a30Ta B Kamepe ocaxaeHus. Mmmyinbc-
HBIM PEXKUM OCaKJeHHUs ObUI BHIOpAH IS TOTO,
YTOOBI YBEIUYUTH SHEPTUI0 HOHHO-IIJIA3MEHHOTO
[IOTOKA, YIYUIIUTh aATre3UI0 IOKPHITUI, HAHECEH-
HBIX Ha MOJJI0KKY, a TaKXKe JJIs oJIydeHus 6omee
JUCIIEPCHON CTPYKTYpbl NOKpBITHH. CTanbHbIE
nucku (A 570 Grade 36) ¢ quametpom 45 MM U
TOJIIUHOM 4 MM, ObIITH HCIIOJIb30BaHbI B KAYECTBE
MTO/IJTOKKH.

Tadanuna 1 — [TapameTps! ocaxkienns u konueHtpanun aemenToB B (TiHfZrVNbTa) N nokpeituit

Howmep ce- Konnenrpanus, at.%

pHII)Z UV Py Torr N Ti Zr Hf \% Nb Ta

1 150 3x103 54 7.03 8.52 11.30 5.02 9.93 4.20

2 70 4x103 55 10.76 7.71 8.06 5.85 8.38 424

3 150 3x10 46 9.04 9.8 12.81 5.60 12.13 4.62

4 150 3x103 45.7 9.05 9.85 12.91 5.65 12.18 4.67

5 150 7x107 53 9.72 8.44 9.42 6.54 8.1 478

6 150 7x103 54 9.38 8.2 9.10 6.54 8.1 478
7% 150 7x107 44 9 11 12 7 12 5
gk 150 7x107 46 10 11 9 10 10 4

Karox - - - 21.52 18.77 15.5 10.2 18.2 15.81

* — KOHIICHTpaIUs ObLIa OnpeiesicHa ¢ ucmnoiab3oBanueM POP (mepen uMiuiaHTarmeii)

*% _ KOHIIEHTpAIIMS TTOCJIC MOHHOW MMILTAHTAIIUH

Wonnas mMmrmuantanus noHamMu N* ¢ Heprueit
60 k3B OBLJI0 cenaHo Ha MOTYPOMBIIIIEHHOM HM-
IUIAaHTEPE B BaKyyMe, 1€ INIOTHOCTh TOKa HE Ipe-
Boimana 0,1 MA/cm?,

st uccienoBaHusl CTPYKTYPBI U CyOCTPYKTY-
PBI 00pa3LOB C HOKPBITHSIMH, a TaK Ke U3MEPEHUS
(ha3oBoro cocTaBa MOKPHITHI OBLITH UCIIOJIL30BAHBI
B OKCIHEPUMEHTaX PEHTIeHOBCKUE Au(pakTome-
tpobl IPOH — 4 B nznyuennn CrKo u RINT-2500
V ¢ ucnoiabp30BaHUEM MTO3UITHOHHO-YYBCTBUTEIHHO-
ro nponopuroHansHoro cyerynka (PSPC/MDGT).
Pabouwne 3HaYeHNS HATIPSHKCHUHM U TOKA PEHTTCHOB-
ckoro audpakromerpa paBHbl 40 kV u 300mA co-
oTBeTcTBEHHO. CheMKy criekTpoB XRD nposoammm
mox yraamu 2°, 3°, 10°, m 30° ms 0OpasIoB B nc-
XOJTHOM COCTOSTHUHM (T10CJI€ OCAKICHHS TIOKPBITHUS).
UccnenoBanue (a3oBO-CTPYKTYPHOI'O COCTOSIHHS
npoBoamiock Ha audpakromerpe JJPOH-4 B u3-
nyuennn CuKa (amuHa BosiHbl 4 = 0.154178 nm) ¢
UCIIOJIb30BaHUEM BO BTOPHYHOM IIyuke Tpaduro-
BOTO MOHOXpomaTtopa. CbeMka Tu(pPaKIHOHHOTO
crekTpa ajsi (a3oBOro aHaiuM3a MPOBOIUIACH 11O
cxeme 6H—26-ckanupoBaHus ¢ (HOKYCHPOBKOW TIO

ISSN 1563-0315

bparry—bpentano B uHTepBane yrio 25 — 90°.
HccnenoBanust IpoOBOJUINCH B IOTOUYEUHOM PEKU-
Me ¢ maroM ckanupoBanus A(20) = 0.02 — 0.2° u
JUIUTENIBHOCTBIO HAKOIJICHUS] MMITYJIbCOB B KaX-
ot Touke 10 — 100 s B 3aBUCUMOCTU OT LUUPUHbI
Y WHTEHCHBHOCTH JU(PAKIIMOHHBIX MaKCUMYMOB.
g aHanu3a 3J€MEHTHOrO COCTaBa HCIOJIb30Ba-
JIUCh JIBa METOJA: MUKPOAHAJIU3 C MMOMOIIBIO IHEP-
rOJAUCIIEPCUOHHON PEHTT€HOBCKON CIEKTPOCKOITUHU
(EDX) Ha pacTpoBOM 3JIEKTPOHHOM MHKPOCKOIIE
JEOL-7000F (Japan), a Takxe SIMS-ananu3 (SIMS
— MacC-CIEeKTPOMETPHs BTOPUYHBIX HOHOB) C ITIOMO-
mpio BpemsinponieTHoro crnekrpomerpa (ULVAC-
PHI TRIFTV nanoTOF, Physical Electronics, Inc.,
Japan). Jlns uccnenoBaHWsl pacrpenesieHus: diie-
MEHTOB BOJIN3M MOBEPXHOCTHOTO CJIOSI TIPUMEHSII-
cs meton PIXE (PIXE — meTonm WHIyITUpPYyeMOTO
YacTULAMHU XapaKTePUCTUYECKOTO PEHTIC€HOBCKO-
ro M3JIy4eHHs) C HCIIOJIb30BAHUEM MHKPOITyYKa
mpotoHoB 1.5MeV ¢ muamerpom mydka okono 0.5
um. JIOTIOMHUTENBHO MCIIONB30BAJICS PACTPOBBIN
SJEKTPOHHBII MHUKPOCKOIl C 3HEProJUCIEePCUOH-
HBIM criekTpoMerpoM JSM-6010 LA (JEOL, Japan).
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Wzmepenust mpoBOAMINCH P HU3KOM Bakyyme U
paboueM yckopsromeM HanpspkeHun 20 kV.

AHanmu3 cTpyKTypbl H (a3oBOTO cocTaBa Ipo-
BOAMJICS Ha 3JIeKTpOHHOM MuKpockone JEOL JEM-
2100F ¢ sueprueit snextponoB mo 200 keV, mms
4ero ObUIM MOATOTOBIICHBI (DOJIBIH MIIH JIAMEJIBKH C
[IOMOILBI0 HOHHOTO MyYKa.

W3mepeHust MUKPOTBEPAOCTH U MOAYJISL yIIPYTO-
CTH TPOBOJMIJIOCH METOJOM TUHAMMYECKOTO BIaB-
nuBaHus mmpamuaku  bepkoBuya (Triboindentor
TI-950 (HYSITRON, Inc.)), mpu 3TOM TOJIy9IaIOCh
TpeXMEpHOEe HM300pakeHHs OTIeYarka, UCXOIs U3
KOTOPOTO MOKHO OLIEHWTBH TJIyOWHY BIaBIUBaHUS
Y ONpEeAeNUTh 3HAYEHHE TPHUBEIACHHOTO MOIYIIA
ynpyroctu. M3mepeHus: mpoBOIWINCH MPU H3MeE-
HeHUU Harpysku uHaenropa ot 500 mo 10 000 uN
[15-18].

Pe3yabTathl n 00cy:xI1eHue

W3 tabmuisl 1 BUAHO, YTO MOBLIIICHUE JaBIIE-
Hust ot 3x10™* mo 3x107° Torr MPUBOJUT K TIOBBI-
[ICHUIO KOHIIGHTPALIUU a30Ta B COCTAaBE IMOKPBITHSI.
[Ipu >TOM, conepkaHUEe METALIMYSCKUX DJIEMECH-
ToB, Takux kak Ti, Nb, V, ymenpmaercs. M3mene-
HUE JaBJCHHS B KaMepe, B MPOLIECCE OCaKICHHUS,
MIPUBOJIUT TAKXKE K U3MCHEHUIO KOHIICHTPALIUH 3JIe-
MEHTOB B TIOKPBITHH, KOTOPBIC OTIMYHBI OT XapaK-
TEPHBIX JJIS COCTaBa JINTOTO KaTonaa [Tabm.1].
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Pucynok 2 — YyacTku AU(QPaKINOHHBIX CIIEKTPOB ITOKPBITHI
cucremsl (TiZrHfVNbTa)N, nosnyuennsix npu pasubix P =3 -
10#(1)u 3 - 1073(2) Torr

Ha pucynke 2 mpexacrasienst XRD-criekTpsl
(XRD — pentreHoan(pakuvOHHBIA aHANWU3) HU-
TPUIHBIX TOKPHITUH, MOJYYEHHBIX W3 BBICOKORH-

TPOIUAHBIX CIJIABOB TPH PAa3IMYHBIX JABICHUSIX
azoTa B Tporiecce ocaxaeHusd. M3 pe3ymbTaToB
XRD-ananu3a BUJHO, YTO B Ka4yeCTBE OCHOBHOM
KpHucTanyeckoi ¢asel popmupyercs paza ¢ ['LIK-
PEIIeTKOoil, 4TO XapaKTepHO IS CTPYKTYPBl HUTPH-
Jla MHOTO3JIeMeHTHoro cruiaBa. CpenHuil pasmep
kpuctauToB ['LIK-¢as3sl B HOKPBITHAX MPU HU3-
koM maBieHnn 3%10—4 Torr, ompeneneHHBIH 10
¢dopmyne Lleppepa, cocraBusier okono § nm. [Ipu
3TOM (OpPMUpPYETCS MPEUMYIIECTBEHHAsT OpHUEHTa-
IS POCTa KPUCTAJUTUTOB C IIOCKOCTHIO (200), ma-
paUIeIbHOM TOBEPXHOCTH (TIPH 3TOM OCh TEKCTYPBI
[100] meprieHANKYIISIPHA TUIOCKOCTH TTIOBEPXHOCTH).
CornacHo wWccenOBaHUSIM TBEPIOCTH TOKPBHITHN
no Bukkepcy, B 3TOM cirydae HaONIOJaeTCsl BBICO-
kas TBepaocth 51 £ 0.7GPa. Cnektp 2 na puc. 37,
OTBEYAIOIINH MOKPHITHIO, TIOJYYEHHOMY TPHU CPaB-
HUTEILHO BLICOKOM naBiiennn 3x107° Torr, umeer
NPUHIUITHAIBHOE OTIMYHE: TOSIBISETCS MPEUMYy-
IIECTBEHHAsT OpUeHTaIus mrockocTH (111), mapai-
JIEIbHOM TOBEPXHOCTH pPOCTa, YTO IPOSBISETCS B
BUJIE CYIIECTBEHHOTO YBEIMYEHHSI OTHOCUTEIBLHON
WHTEHCUBHOCTH MHUKOB OT COOTBETCTBYIOMIEH TIITO-
ckoctu. Cpeanuii pazmep kpuctaimutoB ['TIK-da3s
MOKPBITHSL, OCAKACHHOTO IpU O0Jiee BBICOKOM JaB-
JICHUH, 3HAYUTEIHHO YBEITMYNBACTCS M COCTABISET
yxe (17-20) nm.

PJIA aHanu3 HanpspKeHUM MPOBOAWIM Ha
(TiHfZrVNbTa) N TOKpBITHS, OCaXIACHHOTO IPH
U= -150B u 3x10° naBneHuu, UCMONbL3Ys METON
sin®.

PucyHox 3 noxasblBaeT 3BONIOLMIO apaMerpa
pewerku (TiHfZrVNbTa)N kpucrammuToB, u3me-
peHHbBIX 0T (220) MEKIUIOCKOCTHOTO PACCTOSHUS B
3aBucumoctu ot sin®V. JIuHelHOe M3MEHCHUE Ha-
omonaercs B yriosom ¥ nuanazone 20-72°, ¢ otpu-
HaTeIbHBIM HAKJIOHOM YKa3bIBalolllee Ha HAJINYKE
CXKUMaroIIero HampspkeHus. OTKIOHEHHWe OT JIH-
HEWHOCTH NPU HU3KUX 3HaueHusX sin”P mMoxker ot-
pakaTh HAJTU4YWE HAIPSDKEHUS TPATUCHTOB T10 TITY-
OWHE TUICHKH WU B 00JIee CI0KHOM HAIPSIKEHHOM
COCTOSIHUM H3-3a HaJIMYUS B3aWMOJIEHCTBYIOIIUX
KPUCTAJUIUTOB COCETHUX C FEKCaroOHaJIbHON CTPYK-
Typoit (Puc. 3). Ananu3 HampspKeHHE OBIT TTPOBe-
JIeH B MPEINOJI0KEHNH MaKPOCKOMUYECKH (YIpyro-
r0) U30TPOITHOTO 00pasia, KOTOPBIN MMOABEpraeTcs
0CECHMMETPUYHOMY JIByXOCHOMY HANpSIKEHHOMY
COCTOSTHHIO B IJIOCKOCTH.

KoHmeHTpanuu >71eMEeHTOB  COCTABISIOIINX
MOKPBITUSL OMHOPOJIHEI 10 ToimuHe. VMrmmanTta-
1rsg MoHOB N* MPUBOIUT K YAaCTUYHOMY pPacCIbl-
JIEHHUIO TIOBEPXHOCTHOTO CJIOS, OJHAKO MPU 3TOM
yBennuuBaeTcs KoHIeHTpauus N™ mo 90 at%

(puc. 4).
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PucyHok 3 — 3aBUCHMOCTb ITapaMEeTPOB PeLICTKHU OT Sin*¥
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PucyHok 4 — Pacripe/ieieHue KOHILEHTPALUK JICMEHTOB 10 TOJIINHE MOKPBITUS HOCIE OCaxIeHus (a),
B pe3yibTare uMmIutanTauu N* (0) ams cepun 8

Tadmuua 2 — PacripeneneHrne KOHIEHTPALUH IEMEHTOB 10 TOJIIMHE TIOKPBITUS

Konnenrparmumu, at. % Ta Hf Nb Zr \% Ti

578 UCXOIHBIN 5 12 12 11 7 9

PaCHpeZ[C.HCHI/IC KOHIICHTPAUH 3JIEMEHTOB IO TOJIIWHE MOKPBITHA MOCIIC UMIIJIAHTAIIUU.

Konuenrpanuu, ar. % Ta Hf Nb Zr \% Ti

578 nocne ummiantanuu N* 4 9 10 11 10 10
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Cnenyer OTMETUTh, YTO YBEIMYCHHUE KOHIICH-
Tpammu N™ 1o 64 at.% — 3To WHTErpan KOHIeHTpa-
MU TI0 TIyOMHE aHaM3a MOKpHITHSI. B peamuu Ha
[IyOWHE TPOSKTUBHOTO Mpodera KoHIeHTparws N
nocturaet 90 at.%.
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Pucynox 5 — Pe3ynbrarsl u3MepeHus TBEPJOCTU U MOJTY-
JIs yIIPYyTOCTH B ANHAMHYECKOM PEXUME JUIs HOKpLITHﬂ
(TiZrHfVNbTa)N no ummnanrtammu N*, cepus 2 (7 — UHJICKC
IJIACTUYIHOCTH )

Ha puc. 5 npencraBiaeHsl 3aBUCUMOCTH HAHOT-
BEPIOCTH M MPUBEIACHHOTO MOy ynpyroctu E
oT TIyOuHBI BaaBinuBaHus. HaHOTBepmocTh MMeeT

MakcuManbHoe 3HaueHue 28 GPa, a moaynb ynpy-
roctu cocrasisger 230 — 240 GPa mpu P=3x10*
Torr. Crienyer oTMETHTb, YTO yBETMUECHNE UHIEKCA
wiactuyHoctd H/E > 0.1 cBunerenscTByeT o mpe-
BOCXOJHOW CTOMKOCTH K M3HOCY. {7151 00pa3moB ¢
HOKPBITUSIMU OCaKAeHHbIMU Tipu 3% 107 Torr, ume-
IOIMMHU OoJiee BBICOKYIO KOHIEHTpauuio N B MO-
KpPBITUH, TBEPIOCTh MOKPHITUS BO3pacTaer 10 34.6
GPa.

NmmmanTarust noHoB N mo30it 10" cm? mpu-
BOANUT K YMEHBIICHUIO TBEPJOCTH Ha IOBEPXHO-
ctu g0 12 GPa, xoTopas HauMHAaeT BO3pacTaTh
¢ rnyOuHO#M ¥ Ha Oonbmux riyomHax > 200 HM,
TBEPJOCTh BRIXOAWUT Ha MakcuMyM (23 GPa), arto
ONM3KO K 3HAYCHHIO B UCXOJIHOM COCTOSIHUU (TI0-
CJIe OCAXKICHUSA).

Ha puc. 6 mpeacraBieHo u300pa’keHHE IIO-
BepxHocTH TOKpeITUS (Ti-Zr-Hf-V-Nb-Ta)N mo-
cjle OCaKIACHHMS M MOHHOM mMminiantanud N*' (108
cm?). TIpoM301UI0 yMEHBIICHHE IIEPOXOBATOCTH
MTOBEPXHOCTH MOKPHITHS 3a CUET PACIBUICHHUS TOH-
KOTO CJIOSI C IOBEPXHOCTHU MOKPHITHUS (puc.60). Bua-
Ha TUNIMYHAs KarenbHas (paxius, KOTopas 9acTo
dopmupyercst (M3-3a OTCYTCTBHS HMMIUTAHTAIUH )
npyd BaKyyMHO-IYIOBOM HCHIapeHHMH Karoza. Ha
puc. 7 TpeacTaBIIEHBI PE3yIbTaThl MHUKPOAHAIN3a
00pa31oB MO TOJIIHNHE MOKPBITUS U MOJUIOKKH (U3
CTalM), KaK BUJHO U3 3TOT0, TOJIIIMHA TOKPITUS HE
mpeBbiIaeT 6 um. PacmpeneneHune 3JeMEHTOB 1O
riyOuHe (TOJIIIMHE) TOKPBITUS yKa3bIBae€T Ha €ro
OJIHOPOAHOCTH (B MpejiesiaX MOrPelHOCTH ONpee-
nenust EDS).

0

Pucynok 6 — POM-n3o6pakenue nokpeituii (Ti-Zr-Hf-V-Nb-Ta)N: cepun 2:
a) TIOBEPXHOCTH MOKPHITHSL, 0) BUJI IEPOXOBATOCTH
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3akiaouenune

[Ipu HMIIIaHTallUH HAHOCTPYKTYPHBIX
(TiHfZrNbVTa) N mOKpBITHII OYeHb BBHICOKUMH
10" cm? mo3amu noHoB N+ (opmupycsi MHOTO-
cioeBas CTPYKTypa, IpPH 3TOM HPOUCXOIUT
yMeHbIlleHue Teepaoctu A0 12 GPa B mpunosepx-
HOCTHOH OOJIaCTH M MOCIEAYIOUIUE YBEIUYCHUE
¢ TIyOWHOU, THe Ha Oonmpmmx TiIyomHax > 200
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HM, TBEpAOCTb BBIXOAUT Ha MakcuMyM (23 GPa).
CHMKeHHE MHKPOTBEPJOCTH HMIUIAHTHPOBAH-
HbIX 00pa3IioB 00YCJIOBIICHO pAaCIbIJICHUEM TOH-
KOI'0 CJIOSI TIOBEPXHOCTH HOKPBITHS, YTO BIICYET
3a co0OH yMEHbLICHHE LIEPOXOBATOCTH I1OBEPX-
HOCTH MOKPBITHS, TOCPEJCTBOM HCKIIOUCHHUS Ka-
neabHOM (pakunu, KoTopast opMUPYETCs BCIE/-
CTBHE 3PO3MM KaToJa IPU BaKyyMHO-IyTOBOM

OCaAXXICHUU.

Drconium Lal

Pucynok 7 — Mukpoananus snementoB (Ti,Zr,Hf,V,Nb,Ta) Ha mornepeuyrnomM ceueHny NOKPHITHIA cepuu 2
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[loBeIlIeHNE NaBIEHNUA B KaMepe AJs Ocakie- [TomyueHHbIE MOKPBITUS IEMOHCTPUPYIOT yBe-
Hust 10 3x107° Torr npuBOAMT K 3HAYMTEIBHOMY  JIMUEHHME WHJAEKca rumactuuHoctd H/E > 0.1, uro
MTOBBIIIEHUIO KOHLIEHTPAIMU a30Ta B COCTAaBE IO-  CBHJETEILCTBYET O MPEBOCXOAHON CTOMKOCTH K U3-
KPBITHS U CHWKEHHIO COJIEPKaHUS METAIUIMYECKUX ~ HOCY U MOJATBEP)KIEHO IMpPeIBapUTEIbHBIMU UCIIbBI-
3JIeMeHTOB, Takux Kak Ti, Nb, V. TaHUSMH Ha CKpeTUY-TecTepe.
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