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[IpuBeneHbl pe3yJbTaThl YKCICPUMEHTAIIBHBIX HCCICOBAHUN HUTPUJIHOTO MOKPHITHS HAa OCHOBE
(Ti-Hf-Zr-V-Nb)N BbICOKOAHTpOTHITHOTO ciutaBa. OOHapyxeHo (OpMUPOBAHKE TBEPOTO pacTBOpa
Ha ocHOBe KyOudeckoii pemretku tumna NaCl. [IpuMeHneHue B3auMo0MOTHSONINX METOTUK MUKPO-
anammsa (RBS, EDS, SIMS u GDMS) no3Boiuiio mpoBeCTH KaK KOJIWMYSCTBCHHBIH, TaK U KAY€CTBECH-
HBII aHAJIN3 XUMHYECKOTO COCTaBa MOKPBITHSI.

KaroueBbie c10Ba: BRICOKOIHTPOITMIHBIE CIUIABBI, HAHOCTPYKTYPHBIE TIOKPBITUS, HUTPUIBI, (hHU3H-
KO-MEXaHUYECKHE XapaKTePUCTHKH.

EJJEMEHTHUM CKJIAL I MOP®OJIOT'TS ITOBEPXHI (Ti-Hf-Zr-V-Nb)N
HAHOCTPYKTYPHOI'O ITIOKPUTTSA
A. A. Barnacapsn, Il. Konapcki, B. 0. HoBixos

[TpuBeneHi pe3yabTaTH eKCIIEpUMEHTAIBHUX JTOCTIPKeHb HITPUAHOTO MOKPUTTA Ha ocHOBI (Ti-Hf-Zr-
V-Nb) N BHCOKOEHTpOTiiHOTO cIiaBy. BusiBieHo popMyBaHHS TBEPIOTO PO3YHHY Ha OCHOBI KyOi4HOT
peuritku Tty NaCl. 3acTocyBaHHS B3a€MOIOIOBHIOIOUNX MeToAMK Mikpoanaiizy (RBS, EDS, SIMS i
GDMS) 103BOHIIO POBECTH SIK KUTBKICHUM, TaK 1 IKICHAW aHAi3 XIMIYHOTO CKJIaTy.

Kuro4uoBi ci10Ba: BUCOKOSHTPOITIiHI CIIIaBH, HAHOCTPYKTYPHI MMOKPUTTS, HITPUAH, (Hi3HMKO-MEXaHi-
YHI XapaKTePUCTUKH.

THE ELEMENTAL COMPOSITION AND SURFACE MORPHOLOGY OF
(Ti-Hf-Zr-V-Nb)N NANOSTRUCTURED COATING
A. A. Bagdasaryan, P. Konarski, V. Yu. Novikov
The results of experimental studies of nitride coating (Ti-Hf-Zr-V-Nb)N, based on the high-entropy
alloy are given. The formation of solid solution, based on cubic lattice type of NaCl was found. The
application of the complementary microanalysis techniques (RBS, EDS, SIMS and GDMS) allowed
to carry out both quantitative and qualitative analysis of the chemical composition of the coating.
Keywords: high-entropy alloys, nanostructured coatings, nitrides, physical and mechanical proper-

ties.

BBEJIEHUE

OnHUM M3 OCHOBHBIX HAallpaBJICHUNA Hay4yHO-
TEXHUYECKOro Iporpecca sBIsieTcs pa3padot-
Ka NPUHLUIHAAILHO HOBBIX MarepuaioB C
ONTHUMAJIbHBIMHU (PU3UKO-MEXaHUYECKHMHU CBOM-
CTBaMH J|JIsl KOHKPETHOH cepbl 3a1a4, 100 ke
KOMIUIEKCOM CBOWCTB. PaHee TpagunuoHHas
cTpareruss pa3pabOTKU 3alMTHBIX MOKPBITHI
OCHOBBIBAJIACh Ha BEIOOPE COCTABIISAIOLIMNX 3J1e-
MEHTOB, @ UMEHHO OCHOBHOTO (06a30BOr0) aJie-
MEHTa, KOTOPBIA MaKCHUMaJbHO ObI YIOBIET-
BOpPSJI BCEM HEOOXOMUMBIM TpPEeOOBAHUSIM, U
nerupyromux sieMentoB [1, 2]. Ilpu stom

BBEJICHHUE JIETUPYIOIIUX 3JIEMEHTOB UMEET Kak
OnmaronpuaATHBIA YPPEKT Ha MUKPOCTPYKTYPY
TaK 1 IO3BOJISIET PETYIMPOBATh CIIEKTP CBOMCTB
pa3pabarbpiBaeMbIX MOKpeITHH. B mocnennee
BpEMSI MHTEHCUBHO DPa3BUBAIOTCS MCCIIEA0Ba-
HUS 10 TIOJIyYEHHIO MHOTORJIEMEHTHBIX I10-
KpbITHiL. Ocob60€ BHUMaHME 3aCiTy’KUBAIOT TaK
Ha3bIBAEMbIE BBICOKOOHTPOIIMIHBIE CIUIABBI,
KOTOpBbIE MPEJCTABISAIOT COOONH HOBBIA Kiacc
METAJUNINYECKUX CIUIABOB C HE MEHEE 5 OCHOB-
HBIMM METAJUIMYECKUMHU DIIEMEHTaMH, aTOM-
HBIA TPOLCHT Ka)I0Tr'0 M3 KOTOPBIX HAXOMWT-
cs B auamasone oT 5 110 35 % [3—5]. I'naBHO#M
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ocobenHocTbio BOC sBnsiercs hopmupoBanue
0HO(a3HOTO CTAOUIBLHOTO TBEPJIOTO PacTBOpa
3amemnienus (npeumymectseHHo ¢ ['TIK- mmm
OLK-cTpyKTypO#i), KOTOPBIA SIBISETCS OIHO-
BPEMEHHO TEPMOJMHAMUYECKH YCTOWUYUBBIM U
BBICOKOTPOYHBIM. O030p IKCIIEPUMEHTAIBHBIX
WCCIIEIOBAaHMI BBISIBUII, UTO TaKOM KJIACC MaTe-
pHUAJIOB MOXKET JIEMOHCTPUPOBATH HEOOBIUYHBIE
(U3UKO-MEXaHMYECKUE CBOMCTBA, 4YTO JaeT
MPEANOCHUIKY I CO3AaHUsI HAHOKPHUCTAIUIN-
YECKHUX MOKPBITHI Ha UX OCHOBE [6—38].

XopoI110 U3BECTHO, YTO A/Ire3Us U TPOYHOCT-
HbI€ XapaKTEPUCTUKU 3aIIUTHBIX TOKPBITUI
HampsIMyl0 3aBUCAT OT KOHLIEHTPALlUU U pac-
MpeeIeHNs 0 TIIyOMHE COCTaBISIONINX dJie-
MeHTOB. Tak, NpUCYTCTBUE aTOMOB JIETKUX
snemenToB (H, O u C) B MOKpBITHE UMEIOT CY-
[IECTBEHHOE BIUSHUE Ha PU3NUECKUE U XUMU-
YEeCKHe CBOWMCTBA 3alIMTHOW IIeHKH. [Ipume-
HEHUE pa3Ju4HbIX METOJUK MHMKPOAaHAIN3a
(RBS, EDS, SIMS u GDMS) o6ecnieunt BbICO-
KYIO DJIEMEHTHYIO YYBCTBUTEIHHOCTH, & TAKKE
JIOKaJIBHOCTh paCHpeNieNICHUsI DJEMEHTOB 10
rTyOWHE, YTO TTO3BOJIMT MIPOBECTH KAaK KOJIMYE-
CTBEHHBIH, TaK U KaU€CTBEHHBIN MUKpPOAHAJIN3
[9, 10].

[lenbto naHHOMN pabOTHI SIBIAETCA U3YyUCHHUE
MOP(}OJIOTHH TOBEPXHOCTH H 3JIEMEHTHOTO CO-
craBa (Ti-Hf-Zr-V-Nb)N nHanocTpykTypHOTO
MOKPBITHSL.

IKCIIEPUMEHTAJIBHBIE METO/IbI U
YCJOBUS NOJIYYEHUS MOKPBITUN
Karon u3 BBICOKOPHTPONMMIHOIO CIUIaBa CHU-
creMbl Ti-Hf-Zr-V-Nb wu3roraBauBancs MeTo-
JIOM BaKyyMHO-IYTOBOIl IUIaBKU B arMocdepe
BBICOKOYMCTOrO aproHa. [liaBka npoBoauiach
HEpacxoayeMbIM BOJb(PPaMOBBIM 3JIEKTPOIOM
B OXJIQXKIAaeMYIO BOJOW MEIHYIO EMKOCTH (I10-
nuHy). [lomydeHHBI CIMTOK NeperaBisIcs
6—7 pa3 co CKOPOCThIO OXJIAKIEHUS TOPSIIKa
50 K/s a1t okoHUATEIIbHOM TOMOTEHHU3AIUH CO-
CTaBa.

[Tonmyyenue TMOKPBHITHS OCYIIECTBISUIOCH
BAaKyyMHO-JIyTOBbIM HCIIAPEHHUEM Ha YCTaHOB-
ke «bynar-6» [11], cocTosiell U3 BaKyyMHOM
KaMephbl, CTOMKH yIPaBIICHUSI, BBICOKOBOJIBTHO-
IO BBIIPSIMUTEINS U TPEX UCTOUYHUKOB NMUTAHUS
JIyTOBBIX Ucnaputeneil. OCHOBHbIE apaMeTpPbl
OCaKJIeHUs IpUBEJCHBI B Ta0M. 1.

HccnenoBanue Mopdonoruu moBEpXHOCTH
HUTPUJHBIX TOKPBITUHA HAa OCHOBE BBICOKO-
SHTPONUIHBIX CIUIaBaX MPOBOJUIOCH C ITOMO-
HIbI0 PacTPOBOM 3JEKTPOHHOW MHUKPOCKOITUU
Ha mukpockomax JEOL — 7000F ¢ EDS —
anamu3om u JEOL 6010LA InTouchScope. Hc-
CJIEIOBAaHNUE TPOBOIUIIOCH TPHU YCKOPSIOIIEM
HanpspkeHuu 20 kB B pexxnme peaabHOro Bpe-
MmeHu (163,13 c), npu 3ToM 001acTh CKaHUPO-
BaHUS HAXOJIUJIACh MEPIIEHIUKYIAPHO TIaBHOM
ONTUYECKOU OCH.

HccnenoBanus CTpyKTYphl U (pa3oBoro co-
CTaBa MPOBOAWIUCH HAa PEHTTCHOBCKUX TU(-
pakromerpax [POH-3M u Rigaku RINT-2500
— MDG Japan, B GUIBTPOBAHHOM H3ITyYEHUU
Cu-K ¢ ucnonb3oBanueM rpaguroBoro MOHo-
Xpomaropa BO BTopuyHOM myuke. [lomyuenue
TG PAKIIMOHHBIX CIIEKTPOB MPOUCXOUIIO B TIO-
TOYEYHOM PEKMME C IIaroM CKaHWpoBaHUs 20
= 0,05—0,1°, Takxe ucnosb30BaIaCh AUPPaK-
nusi X-Iy4ed ¢ MOMOIIBIO CKOJIB3SIIETO MydKa
B Cr usiyyeHuu nop yriom 3°.

WccnenoBanne 3I€MEHTHOTO COCTaBa IIo-
KPBITHS TIPOBOJMIIOCH C TIOMOIIBIO PACTPOBOTO
AIIEKTPOHHOTO MHKpockona ¢ EDS-ananuzom.
Jlng aHanu3a 3JI€MEHTOB O IIyOMHE IMOKpPbI-
THsI UCTIOJIB30BasIack cxema Pesepdopmorckoro
obpatHoro paccesinus (RBS) Ha monax He' ¢
sHeprueit 1,7 MeV (yron paccesaus 6 = 170°)
IIPY HOPMAJIbHOM MaJICHUH 30HIUPYIOIIUX HO-
HOB Ha 00pas3iibl ¢ moKpbiTUEM. [Ipu 3TOM SHEP-
TeTUYECKOE pa3pellieHue JAeTeKTOpa COCTABIIs-
1o 16 keV, a n03a MOHOB Tenusi COCTaBIsLIa
5 pCi. Jlns o6padotku ciektpoB RBS u momy-
YyeHusl npoduiiel pacrpeneseHusl 3JIeMEHTOB
Mo IIyOMHE MOKPBITUS ObUIO HCIONB30BAHO
CTaHJapTHOE MporpaMmMHoe obecrieueHue [12].

B nocnennee Bpemst HaOmronaeTcst TEHACH-
us 1Mo ucnosnb3oBaHuio RBS mnsa ompenene-
HUs npodusel pacrpeneneHus 3IEMEHTOB 0
r1yOuHe B KOMOMHAIIMKM C METOJaMU MOHHOTO
TPaBJICHUS: BTOPUYHON MAaCC-CIIEKTPOMETPUHU
(SIMS) u Macc-CrieKTpOMETPUHN  TJICIOIIETO
paspsana (GDMS). [lanHble METOBI SIBIISIFOTCS
JIECTPYKTUBHBIMU MO CBOEH MPUPOAE U Ipe.-
M0JIaraloT PaclblJICHUE TOBEPXHOCTH.

UccnenoBanue ¢ nomombto SIMS merona
npoBoAWIIOCH ¢ nomombio SAJW-05 ananuza-
Topa, ocHameHnHoro Physical Electronics 06-
350E wonnou mymkod m QMA-410 Balzers
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KBaJIpyMOJbHBIM MacC-aHAJIN3aTOPOM C AHaMe-
TpoM ctepxHs 16 mm [10]. [Ipoduns ananmuza
TyOMHBI OBLIT MOMyYeH C UCIOIb30BaHUEM HO-
HOB Ar' ¢ sHeprueit 3 k3B, Tok HOHHOTrO Mmy4kKa
cocranisia 1,5 pA, yron nagenus — 45°.

IIOTOKE, YTO MaryOHO CKa3bIBae€TCsl HA KaUeCTBE
nokpeItuii [13—16]. OngauM U3 3P PEeKTUBHBIX
METO/I0B CHMIKEHUS YUCIIa U Pa3MEPOB MAKPOB-
KJIFOUCHHH SIBIISIETCS IPUMEHEHneE Ooliee BBICO-
Koro naBieHust padoyero rasza [17]. IloBbime-

Ta0mmuma 1

ITapameTpbl ocak1eHUs] HUTPUIHOTO NOKPbITUS Ha ocHoBe Ti-Hf-Zr-V-Nb

ITapameTpsl ocaxaeHUs 3HaveHune
Tox nyru He npeBblmaeT 85 A
/laBieHe OCTaTOYHBIX TA30B 0,0066 I1a
[ToTeHIman momIoKKN 100 B
[1770THOCTH MOHHOTO TOKA Ha MOJIIOKKE 95—105A/cm?
[Temmeparypa MoIoKKI 400 °C
[Tonmoxka Bpaaromasics
CKOpPOCTH OCaXKJICHUS 1,5 um/c
/lapnenue paboueii armochepbl 0,03 I1a

Jngs GDMS amanm3a ObUI HCITONB30BaH
SMWIJ-01 ananuzartop, ocHameHHbiii SRS-300
KBQ/IPyTOJIBHBIM MacC-aHaIN3aTOPOM C JTha-
MeTpoM cTepkHs 6 MM. [Ipu aTOM HarnpsxeHue
MepeMeHHOro Toka cocrasisuio 1,8 kB, a naB-
nenue pabdouero raza (Ar) — 0,2 Topp [9].

IKCHEPUMEHTAJIBHBIE
PE3YJIBTATBI 1 UX OBCYKJIEHHUE
HccnenoBanue MOp(hOIOTUM  TOBEPXHOCTHU

HUTPUTHOTO TIOKPHITHS (CM. puC. 1) BBISIBHIIO
HAJIM4YUe KanenpHOoU (pakiuu pazmepom 10—
15 MKM.

Puc. 1. Mopdonorus mosepxaoctu (Ti-Hf-Zr-V-Nb)N
HHUTPHUIHOTO ITOKPBITUS
XOpOH_IO HU3BCCTHO, YTO CCPBE3HBIM HCI0-

CTAaTKOB AYT'OBbIX HCTOYHUKOB ABJISICTCA NIPH-
CYTCTBHC KalleJIbHOMN (bpaKI_[I/II/I B 0CaXXKa1aCMOM

HUE KOHIIEHTpPAIUU aTOMOB a30Ta MPHUBOAMUT K
(bopMUpPOBAHUIO TOHKON HUTPHUIHOM TUICHKH Ha
MOBEPXHOCTU KaToja, U Kak CJIEICTBUE IJIOT-
HOCTb TOKa Ha KaTOHOM IISITHE YMCHBIIACTCS.

Ha puc. 2 npuBenena tunuaHas audpaxiy-
onHas kpuBas (Ti-Hf-Zr-V-Nb)N wutpumnoro
MOKPBITHUS, TIOJYYEHHOTO METOIOM BaKyyMHO-
JYTOBOTO OCaXK/ICHUSI.
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Puc. 2. YgacTok mudpakiinOHHOTO CIIEKTpa KOHICHCATa
(Ti-Hf-Zr-V-Nb)N, momy4eHHOr0 BaKyyMHO-TYTOBBIM
OCaXKJICHUEM

Jlns HUTPUIHOTO TIOKPBITHS, BCE PEHTIe-
HOCTPYKTYPHBIE JMHUU COOTBETCTBYIOT 111,
200, 220 u 311 pednekcam 'IK-pemerkn co
crpykrypoii o tumy NaCl. Hukakux apyrux
¢a3 obHapyxkeHo He O6buT0. HeoOxonumo otme-
TUTh, 4T0 (QopmupoBanue ['I[K-pemerku Hu-
TPUIAHBIMH MOKPBITUSMU BEICOKOSHTPOHIHBIX
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CIUIaBOB TMOJTBEPKIEHO MHOTHMH JIUTEPATYp-
HBIMH MCTOYHUKaMU. J[aHHOE O0OCTOSATENBCTBO
yKa3bIBaeT Ha TOT (haKT, YTO MOAOOHBIM Mare-
puanam npucyuie popMupoBaHue ogHoha3zHON
TBEPJOPACTBOPHOM HUTPUIHOUN (a3bl, HEXKEITH
OTAEJIbHBIX HUTPUAOB, COCYILIECTBYIOIIUX JIPYT
¢ Apyrom. B mccienyemMoli HUTpUIHOM CUCTe-
Me HUTpuAbl coctapistommx 3eMeHToB (TiN,
VN, ZrN, HfN u NbN) npencrasnsitor co0oit
kyOmueckyto ¢azy tuma NaCl (cm. Tabm. 2).
Ha ocHoBaHMM 3TOro, MOXHO CI€NaTh IMpen-
MOJIOKEHNE O (OPMUPOBAHUU B TOTYUEHHBIX
MOKPBITUSX OAHO(A3ZHOTO TBEPAOrO PaCTBO-
pa ¢ I'llK-pemerkoil co ciayuyaiiHO pacnpene-
JIEHHBIMU aTOMaMH COCTaBHBIX 3JIEMEHTOB. B
MOJATBEPKICHUH JTAHHOW TUIIOTE3bl MOJE3HBIM
OyleT cpaBHEHHME 3HaueHUU IU(PaKIUOHHO-
ro yria, OTBEYAIOIIErO 3a OTPaKEHUE OT ILIO-
ckoctH (111) u mapameTpoB pemeTku ajs Ou-
HapHBIX HUTPUAOB U HUTPHUIHBIX MOKPBITUI
no tuy My, N. Kak BunHO Ha puc. 2 moso-
XKeHHe pediekca, OTBeHaroIlee OTPaKEHUIO OT
mnockoctu (111), coorBercTByeT yrimy 35,8°,
YTO MPHUOIU3UTENILHO PABHO CPEIHEMY 3Haue-
HUIO yTiia, oTBedaromemy peduiekcy (111) mus
OWHAPHBIX HUTPHUJIOB COCTABHBIX JJIEMEHTOB
(cm. Tabm. 2). 3HayeHUe M3MEPEHHOro Mapa-
METpa PEeUIeTKU JIi HUTPUIHOTO TMOKPBITHS
(0,4376 um) Taxke c1abo oTIMYaeTCs OT mapa-
MeTpa pemeTKd OWHAPHBIX HUTPUIOB. Takum
o0pa3oM, TpUBEJICHHBIC apTyMEHThI YKa3bIBa-
10T Ha opMUpOBaHUE OAHO(DAZHOTO TBEPAOTO
pacTBopa C MPOCTON KPUCTAIITMUECKOM perier-
KOW HUTPpUIHOM cucTeMoi Ha ocHoBe Ti-Hf-Zr-
V-Nb BBICOKOAHTPOIMITHOTO CIIJIaBa.

Kak BumHO Ha puc. 2, muku ¢ Hambosee
CWJIBHOI MHTEHCHBHOCTBIO, OTBEYAIOT OTpake-
HUAM oT tuiockocter (111) u (200). Panee B
paborax [18, 19] ormMeuanock, 4TO IPEANIOUTH-
TelbHasi opueHTanus ToHKuX mieHok ¢ NaCl-
CTPYKTYpPOH  OmIpenensiercsa KOHKYypEHLMEH

MEXy TIOBEPXHOCTHOM SHEPTUEH U SJHEPrUUei
nedopmanui. B cOOTBETCTBHH C 3TOM MOJIEIBIO,
B MOKPBITUSX PA3BUBAIOTCS HECKOIBKO KOHKY-
PUPYIOIIMX IUIOCKOCTEN, 8 UMEHHO: IIJIOCKOCTh
(200) ¢ HaumeHbLIEH TOBEPXHOCTHOM YHEPIU-
eit; miaockocts (111) ¢ HaumensIel nedopma-
IIMOHHOM dHEprueit; miockocTh (220) ¢ HU3KOM
TOpMO3sIIIIe sHepruen. Tak, k mpumepy, oosee
TOJICTO€ TMOKPBITUE MPEANOiaracT 3HAYUMYIO
pasHUIly 3Hepruu aedopManuu MexI1y pa3Hbl-
MU KpucTauiorpadpu4ecKuMu IJIOCKOCTSIMH,
U B pe3yjibTaTe TaKOMY COCTOSIHUIO OTBEYaeT
(111) npeumyimiecTBeHHass opueHTalus. Tem
HE MEHee, MHOXXECTBO HCCJIEIOBaHUM YKa3bl-
BaeT Ha OTCYTCTBHE YHHUBEPCAIbHOI'O COOTHO-
[IEHHE MEXJy OpUEHTAlMed U BHYTPEHHUMU
HaIPsHDKCHUSIMU, a TAKKE U3MEHEHUSIMH HaIpsi-
KEHHO-ZIe()OPMHUPOBAHHOTO COCTOSTHUSI B 3aBH-
CUMOCTH OT TOJILIUHBI TOKPBITHSI.

CormnacHo McclnenoBaHUAM IOCIEIHUX pa-
6ot [20, 21], KUHETHYECKHE OTpPAHUYCHUS
BJIMSIFOT Ha MPEUMYIIECTBEHHYIO OPUEHTAIIHIO
(aHM3OTpOMUSL  MOBEPXHOCTHOU  muddy3um,
MOJIBMKHOCTh a/1aTOMOB U BJIMSTHHE KacKaJl0B
cronkHoBeHHi). Ctout ormerutb, uto (111)
IUIOCKOCTh C HAaUOOJBIIUM KOJIUYECTBOM OJIH-
KaAUIIMX coceqielt MeeT HauOOJBbIITYI0 BEPOST-
HOCTb C()OPMUPOBAThH CBSI3H, a TAKXKe O0JIee BbI-
cokuii ko3 duimeHt pocra. Takxke, MIOCKOCTh
(111) ssBsieTcst Hanbosee TUIOTHOYTAaKOBAaHHOM
B cTpykType no tumy NaCl, B To Bpems Kak 110-
ckocThb (200) — Oonee oTkpbITa. B pesynbrare
muddy3us MeTauaeckux agaromMon Ha (111)
MOBEPXHOCTU OoJiee 3aTpyJHHUTENbHA, B OTIH-
yue oT noepxHoctu (200). OnHako 3a cyer
OBICTPOrO TEpeMeIICHUsI agaTOMOB K KpasiMm
rwiockocTH (200) oHM MOTYT OBITH BKIIFOUCHBI B
wiockocTs (111). B pe3ynbrare kpucTaaiuThl ¢
ochio (111) umeroT OBICTPBIA POCT MO CpaBHE-
HUIO C JPYTUMHU 3epHaMH, U (popMupyeTcs co-
CTOSIHUE C TMPEUMYIIECTBEHHONW OpHUeHTalueil

Tabmuna 2

Kpucrananyeckasi cTpyKTypa OUHAPHBIX HUTPH/I0B COCTABHBIX 3JIEMEHTOB
(Ti-Hf-Zr-V-Nb)N nokpbIiTisi U 3Ha4eHne JTU(PPAKIIUOHHOTO YIJIa,
0TBEYAIOIIEro 3a oTpaxeHue ot miaockocru (111)

TiN VN | zN | BN | non | (THHEZEV-
Kpucraainueckas CTPyKTypa Nb)N
I'gK 'K I'gK I'gkK 'K 'K
20 (yrom) 35,30 35,5 33,89 33,6 36 35,8
[TapameTp perieTku, HM 0,424 0,4132 0,458 0,452 0,442 0,4376

@IIT ®UII PSE, 2014, . 12, Ne 3, vol. 12, No. 3

449



JIEMEHTHBIH COCTAB H MOP®OQJIOTHA IOBEPXHOCTH (Ti-Hf-Zr-V-Nb))N HAHOCTPYKTYPHOI' O IOKPBITH:

(111). Takum oOpa3oM, B HUTPUIHBIX MOKPHI-
TUSIX Pa3BUTHE NMPEUMYIICCTBEHHOW OpHUEHTa-
UM KPUCTAJTUTOB OOYCIIOBJICHO B3aWMOJICH-
CTBHE Pa3IMYHBIX «KUHETUYECKUX IPPEKTOBY,
KOTOPBIE CBA3aHHBI C CAMUM IIPOLIECCOM POCTA.

JlaHHbIe >HEProAMCIIEPCUOHHOTO aHaju3a,
NpUBEACHHBIE HA pUC. 3, OKA3bIBAIOT XOPOIIee
COOTBETCTBUE HJIEMEHTHOTO COCTaBa MOKPBITUS
C COCTaBOM pACIBUICHHOTO Karozaa (6e3 yuera
aTOMOB a30Ta).

KOHIIEHTpAIIMEH, YTO MOTHOCTHIO COOTBETCTBY-
et EDX-ananu3y. Xopoio u3BectHo, yto RBS
METOJl SBJSIETCS STAJOHHBIM TpPU HU3MEPEHUU
KOHIEHTPALUU TSKEIBIX JIEMEHTOB, KaK U JJIs
onpeaeaeHus TOMIMHBI MOKpbITHs [22, 23 ]. [Tpu
9TOM MHKH, COOTBETCTBYIOIIHE JIETKUM JIEMEH-
taM (N, C u O), KoTopble UMEIOT CYIIECTBEHHOE
BJIMSTHUE HA CBOMCTBA TOHKUX IUICHOK, MPAKTH-
YeCKH HEBO3MOXKHO OTIENHUTH OT olriero ¢ona
TSDKENBIX 2IeMeHTOB. Kpome Toro, kak BUJIHO Ha

roouAe
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Puc. 3. Drepropucnepcuonnsiii criektp (Ti-Hf-Zr-V-Nb)N HUTprAHOTO TOKPHITHS

Pesynbrater RBS anamuza mnsa (Ti-Hf-Zr-
V-Nb)N HUTpHIHOTO TOKPHITHSA, TTOKA3aHbI HA
puc. 4.
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puc. 4 TIMKH, OTBEYAIOIINE dJIEMEHTaM C OJH3-
KHM 3HAYCHUCM aTOMHOI'O paJgnyca, Hepa3JInin-
Mbl (Tiu 'V, Zr u Nb). [IpumeHeHre MeTonoB, oc-
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Puc. 4a — sneprernueckue cnekrp RBS ananmza nomydennstit st (Ti-Hf-Zr-V-Nb)N nokpsitusi; 6 — npoduiis

pacrpeesieHusI IEMEHTOB 10 TTyOHHE

Kak BumHO Ha puc. 4a Bce NMHUKU COOTBET-
CTBYIOT BCEM COCTAaBJISIOIIMM 3J€MEHTaM Io-
KpbITHs. Micxons U3 npencTaBlieHHbIX HA puc. 46
npoduieil pacmpeneneHus, MOXKHO CYIUTh 00
OJTHOPOJIHOM pAacCHpEAEICHUN 3JIEMEHTOB, MpPU
sToM anteMenTsl N 1 Ti o6nagaror HanOobIIen

HOBaHHBIX Ha HOHHOM PACHbUICHUHN (BTOPUYHAS
Macc-CIEKTPOMETPUS U MaccC-CIIEKTPOMETPUS
TICIOIIEro paspsiyia) B COBOKyHmHOCTH ¢ RBS
aHAJIM30M TO3BOJIUT TOTYYUTh PEabHYIO Kap-
TUHY, KaCaIOIyIOCsl pacrpeieieHus SIeMEHTOB
1o n1yOuHe, HaJTM4Ke 3arps3HeHUui U JIp.
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Ha puc. 5 u3o0paxken oOpasel] mocie mpo-
Beneuusa SIMS nu GDMS ananusa.

Puc. 5. Bua o6pasua nocie nposeaecaus SIMS u GDMS
HCCIIeIOBaHUIMA

Crout OTMETUTH, YTO IO CBOEH IPHUPOLIE
SIMS u GDMS sBnstoTcs paspyluaroluMu Me-
togamu B otimuue ot RBS [9, 10]. [dns nomyue-
HUsl Oojiee 10OCTOBEpPHOW MH(pOpMAIMHU, UCCIe-
JIOBaHMSl TPOBOJMINCH Ha pa3HbIX YydyacTKax
HOBEPXHOCTH (O YeM CBHUJIETENILCTBYET HECKOIIb-
KO o0JyiacTelt pa3pyIieHus).

Ha puc. 6 npencraBiaeHsl CIEKTPBL, MOIyYe-
Hbl MeToioM (SIMS — BTOpHUHas mMacc-crek-
tpoMeTpust 1 GDMS — macc-cniekrpomeTpust
TJICIOIETO pa3psiia).

N509 GDMS mass spectrum
(Ti, V, Hf, Nb, Zr)N/steel

1E-124

i
1E-134 . . Ar.* Ta*

(H, C u O) oueBHIHO CBA3aHO C OCTATOUYHBIMU
ra3amu B paboueii kamepe.

Ha puc. 7 npencrasieHa 3aBUCUMOCTb HOH-
HOT'O TOKa OT BpeMeHH pactnbuieHus. Heo6pabo-
TaHHble JaHHble 13 GDMS aHanu3a yka3biBa-
I0T Ha HaJIMYKMe CUIIBHOIO (DOHOBOIO CUTHAJIA C
MacCOBBIM ITOKa3aresieM 14, 4To COOTBETCTBYET
N*. [Ipx 3TOM 3TOT CUTHAJ OCTAETCS BHICOKUM
U NIOCJI€ PACHbIICHHS TPAHULIbI MEXKIY MOKPBI-
THeM U nojiokkoil. Kpome Toro, SIMS ananus
[IOKa3bIBACT YMEHBIIEHUE HOHHOIO TOKa CO
BPEMEHEM DACIIBUICHUS, YTO OYEBUJHO CBS3a-
HO C paclbUIEHUEM IIOBEPXHOCTHOIO CIIOSI, KO-
TOPBIM BKIIIOYACTCSA KUcaopox. UYro kacaercs
GDMS ananu3a, TO 3aMETEH IIEpBOHAYaIbHbBIN
POCT MOHHOT'O TOKA, YTO CBA3aHO C Pa3BUTUEM
TIICIOLLETO pa3psiia MOCTOSHHOIO TOKA.

OCHOBBIBasICh Ha JAHHBIX, [TOJyYEHHBIX Me-
tooMm EDS (cM. puc. 3) mpoBeneHa HOpMHPOB-
Ka 3aperuCTPUPOBAHHOIO CUTHAla, MCIIOJIB3Ys
caenyromyro Gopmyiy: 1 /31, tne I — HopMu-
POBaHHBIA HOHHBIA TOK X dnmemenTa, a )./ —
IpeacTaBiseT co0oil cyMMy HOPMHPOBaHHBIX
3HAYEHUI TOKA BCEX PErMCTPUPYEMBIX AIEMEH-
TOB (CM. puc. 6).

CToUT OTMETHUTD, UTO IIPEIEIIBI YyBCTBUTEb-

N509 SIMS mass spectrum with oxygen flooding 6*10-° Torr
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Puc. 6. Criextpsl amemenToB OKpBITHA (Ti-Hf-Zr-V-Nb)N, moxyuenusie meronom GDMS (a) u SIMS (6)

CrouT OTMETUTH pa3jIMyYHbIC YCIIOBHUS pac-
MBUICHUST B MCTIOJNB3YEMBIX MeTofax. Tak, CKO-
poctb pacnbuiennss GDMS ananuza cocrasisiia
5,7 um/c, Torma kak B SIMS — 0,046 am/c wiun
2,8 HM/MHH.

Kak BuiHO Ha puc. 6 TOBEPXHOCTb HUTPU-
HOTO TOKPBITHST MHOTOKOMIIOHEHTHOTO CIljlaBa
MOKPBITAa TOHKOM OKCUIHOMW IUIEHKOM, @ UMEHHO
obnapyxensl ZrO, NbO, HfO and ZrO, oxcuppi,
a TakKe 3J1eMeHThI 111 V B BBICOKOM KOHIIEHTpA-
uuu. Hannune HEKOHTpOIMpPYEMBIX MpUMecei

HocTH B Metoze SIMS moryT paznudarsces 10
2-X TIOpSAKOB, B PE3YJIbTaT€ COOTHOILIEHUE
1 /Y] MOXHO MHTEPNPETHPOBATH KaK OTHOCH-
TEJIbHYI0 KOHIEHTPAIMIO BEIOPAHHBIX AJIEMEH-
TOB B TIPEAINOJIOKEHUU PABHOCTH MaTPUYHBIX
a¢(dekToB IS Bcex S3JIEMEHTOB. B cmyuae
GDMS ananmza mnpenen 4yBCTBUTEIBHOCTH
Omuskuiit k 1, a coornomenune [/ Taxke
MPEICTABISIET OTHOCUTENBbHYIO KOHIIEHTPAIIHIO
BBIOpAHHBIX AJIEMEHTOB BBUAY OTCYTCTBHUS Ma-
TPUYIHBIX 2P(HEKTOB KaK TAKOBBIX.
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N509 GDMS raw data
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Puc. 7. Ilpodunm snementoB B mienke (Ti-Hf-Zr-V-Nb)
N, nmonydennsie MetogoM GDMS (a) u SIMS (6)

Ha puc. 8 nzo6paxens! nmpoduim pacmpese-
JICHUSI DJIEMEHTOB, ITOJMYYEHHBIC DPa3IMYHBIMU
MeToaMHu 3jeMeHTHoro asaimuza (SIMS wu
GDMS). U3 npencraBieHHbIX JaHHBIX BUIHO,
yro npoduny, coorsercrryronme Hf, V, Nb u
Zr >IeMeHTaM, OJJMHAKOBBI BHE 3aBUCUMOCTH OT
MEeTo/[a aHaJIM3a, Toraa Kak Ti mpodwuiis oTianya-
ercsl.

B cnyuae ycrpanenusi (poHOBOro curaaia
(B TaHHOM ciy4ae a30Ta), BIMSIOIMI Ha TOY-
HocTh GDMS ananu3a, npo¢unu pacnpenene-
HUs OyIyT UMETh CIeIyrouii BUs (puc. 9).

O0a MeTona yKas3bIBalOT Ha OIHOPOTHOCTH

pacmpeneneHus: 3EMEHTOB B MOKpbITUU. Oni-
HAKO CTOUT OTMETUTH HEOOJBINOE YBEIMUCHUE
KOHIIeHTparmu Ti B CTOPOHY T'paHMIIBI TOKPBI-
THE-TIOMJIOXKKA, a TaKKe HE3HAYMTEIhbHOE 00e-
nuenue Hf, V, Nb u Zr snemenramu ¢ yBeande-
HUEM TTyOWHBI TIOKPBITHSI.

N509 @IS depth profile
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Puc. 8. [Ipopumu snementos B mienke (Ti-Hf-Zr-V-Nb)
N, nmomyuernsie metogoM GDMS (a) u SIMS (6) mocne
HOPMHUPOBKHU
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N509 GDMS depth profile
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Puc. 9. IIpodpunu anementoB B mienke (Ti-Hf-Zr-V-Nb)N nonyuennsie ¢ nomoisto GDMS u SIMS ananuza B o1-
CyTCTBUH (DOHOBOTO CHI'HaIa
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