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NCCIEAOBAHUE CTPYKTYPbI 1 MEXAHN3MOB NU3HAIIINMBAHUA
TBEPABIX CMA30OYHBIX ITOKPBLITUII CUCTEMBI TiN—Pb
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[TosyyeHbI KOMITO3UTHbBIE TBEPAbIC CMa304YHbBIE TTOKPBITUS TiN—Pb TONIIINHOM ~2 MKM METOI0M OTHOBpE-
MeHHoTo pacmbuieHUs Ti- 1 Pb-kKaTomoB nByX pa3mebHBIX MarHETPOHOB Ha TUTAHOBOM criiaBe BT6.
Copepxanue Pb B MOKpPBITUH B cpeaHeM cocTaBisieT ~12 aT. %. BHyTpeHHUI clIoil MOKPHITHUST XapaK-
Tepu3yeTcsi pABHOMEPHBIM pacripenesieHrueM Pb, a BepxHuii — HAIMYMeM OCTPOBKOB C TTOBBIIIIEHHBIM CO-
nepxxaHueM Pb. Mopdosiorusi moBepXHOCTHU TTOKPBITUS IJIOOYJIIpHAsT, TPEUMYIIIECTBEHHO COACPXKUT KPU-
CTAJJTUTBI HAHOMETPOBOTO pazMepa. OTCYTCTBUE CTOIOUYATON CTPYKTYPHI B TIOKPBITUSX CBSI3aHO C BBICO-
KMM cojaepxaHueMm Pb, koTopslii He pacTBopsiercss B TiN MaTpulie M mpepbiBaeT pOCT KPUCTAJUIMTOB.
PenTtrenoga3oBbIii aHAIM3 ITOKAa3aJI HAIM4YKNE B TOKPBITUIX a3 Pb, PbO u TiN, nudpaknnoHHbIE TUHUNA
KOTOPBIX YIITUPEHbI, YTO CBUAETEIBCTBYET O pa3Mepe KPUCTALTUTOB NOKpbITUs ~10—20 HM. Tpubonoruue-
ckue ucnblTaHus IMOoKpEITUsI TiN—Pb mpoBommin B yCIOBUSIX MAJIOAMIUIMTYIHOTO TPpEeHUSI — (DpEeTTUHT-
M3HOCA B IIIMPOKOM JIMAIla30He U3MEHEHUs TapaMeTpoB HarpyxxeHusi. B pexxuMe MoJTHOro CKOJIbXEHUS
koadduimeHT TpeHus coctasuia ~0.25. [Ipu nepexone n3 pexxrma MOJHOTO CKOJIBXEHUS B PEXXUM BO3-
BPaTHO-MOCTYTATEJIbHOTO CKOJILXXEHUSI 9HEPTUSI, paccerBaeMasi Ipu TpeHUH, Najgaet 6oJiee YeM B TpU pa-
3a, 9YTO OTPAXKACTCSI U B PE3KOM CHIDKeHNH KoaddunmenTta tpeHus ¢ 0.25 go 0.05.

KiroueBble ciioBa: TBEpaoe CMa304HOE ITOKPBITUE, MATHETPOHHOE paclbUIeHUE, TOBEPXHOCTU, CTPYKTYpa,
TeKCTypa, pa3bl, HUTPUI TUTAHA, CBUHEL, (DPETTUHT, U3HOC.

DOI: 10.31857/S1028096023080095, EDN: OAUCTC

BBEAEHWE

Bo3spacraline Harpy3ku B y3jax TEIJIOBBIX Ma-
IIMH, a TaKXe CTpeMJeHUue pa3paboTUUKOB K CHU-
KEHHWIO Beca M3IeNNil, IPUBOAUT K IOCTEIICHHOMY
OTKa3y OT XXUIKOCTHOM CHCTEMBI CMa3KW B ITOJIB3Y
aJIbTepPHATUBHBIX PEIICHUI C “CyXMM”~ TTOBEPXHOCTSI-
MM TTOMIITAITHAKOB CKOJTBKEHMS, Ta30qMHAMNIECKIX
W MarHUTHBIX TTOAITUITHUKOB U T.1. X ncmons3oBa-
HUE, BBUAY OCOOEHHOCTEeM SKCIUTyaTalluu, HaKJIaIbl-
BacT JOIOJIHUTEIbHBIE TPeOOBaHMSI K TTOBEPXHOCTSIM
TpEeHUsI, KOTOpbIe MOJKHBI 00JIanaTh MOBBIIIEHHO
U3HOCOCTOMKOCTBIO M HU3KUM KO3(MDDUILIMEHTOM Tpe-
HUS. AKTyaJIbHBIM pElIeHUEM MPOOJIeMbl SIBJISIETCS
co3maHue TBepAbIX cMa304yHBIX mokpwiTuii (TCII),
CITOCOOHBIX JUTUTEIFHOE BPEMSI COTTPOTUBIISITHCS M3~
HOCY B YCJIOBMSX IIOBBIIICHHON TeMIIepaTypbl |
OOJIBIINX KOHTAKTHBIX HaBiaeHuit [1—5].
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B Hacrosiee Bpems ojisi HaHeCeHMsI TPHUOOIOT -
YeCKMX MOKPBITUI Bce OoJiee IMUPOKOe MPUMEHEHNE
B IPOMBIIIUIEHHOCT! HAXOIST pa3jiIMYHbIM BapuaH-
TaM MarHeTPOHHOro paciiblUieHus [6]. ITocTossHHOE
COBEPIICHCTBOBAHUE METO/1a TO3BOJIAJIO PACIIMPUTh
00J1aCcTU €T0 IPUMEHEHMS U JaJI0 BO3MOXKHOCTb KOH-
TPOJUPOBATH CTPYKTYPY MOKPHITHI. DPPeKTUBHBIMU
COBPEMEHHBLIMM HallpaBJICHUSIMU YJIYYIICHUS (PYHK-
LMOHAJIbHBIX CBOMCTB IIOKPBITUIA SIBJISIOTCS: HAaHECE -
HIE MHOTOKOMITOHEHTHBIX IIOKPBITUI, KOLIa HapsIoy
C OCHOBHBIM METAJJIMYECKMM KOMITOHEHTOM (Ha-
npumep, Ti, Zr) B cocTaB MOKPHITUIL BBOIST TaKue
aneMmeHTHl Kak Al, Cr, Nb, Y, Si; dopmupoBaHue
MHOTOCJIOMHBIX ITOKPHITUI, B KOTOPBIX 32 CUET IIPHU-
CYTCTBUSI YaCTUII pa3HOIO XMMHUYECKOTO COCTaBa Mo-
JIy4aroT 4YepeAylolrdecs CJIOM, TOJIIMHA KOTOPBIX
MOXET BapbUpPOBAThCSI OT HECKOJILKUX HM IO MKM;
KOMOMHMPOBaHUE METOJIOB HAHECEHUS TTOKPHITUI 1
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MOIU(pUILIMPOBAHUS ITOBEPXHOCTHEIX CJI0EB, HAIIpU-
Mep, a30TUPOBAaHMEM WJIM MOHHOIW MMIUIAaHTAIIUCH
[7—12]. ITpu popmupoBanuu TCII B mociienHee Bpe-
MsI Bce OOJIBIINIT MHTEPEC BHI3BIBAIOT JOOABKM MSIT-
KUX MeTauioB, Takux Kak Pb, Cu u In [13—17].
K npumepy, B [13—15] menp Obl1a moGaBieHa B MO-
KpbITu TiN 1 ocTKeHUs 0oJiee BBICOKUX TPU-
0OJIOTUYECKMX XapaKTepUCTUK. OCHOBHBIM MEXaHW3-
MOM CMa3KU SIBJISETCS MX ITOBBIIICHHAS IIaCTHAY-
HOCTb M HU3Kasl IIPOYHOCTh HA CIBUI IPH BBICOKMX
TemIreparypax. Takum o6pa3oM, MITKHE METaUIbl MO-
TYT IUIACTUYECKU 1eDOPMUPOBATHCS BO BPEMSI CKOJIb-
XKEHUS U IPUCTIOCA0IMBAThHCI K 0OEMM B3anMMOIEi -
CTBYIOIIUM ITOBEPXHOCTSIM, YMEHBIIASI TPEHUE U U3-
Hoc. Pa6Gotsl [16, 17] mocBsieHb GOPMUPOBAHIIO
TBEPIBIX CMAa30YHBIX ITOKPHITHIT Ha ocHOBe TiN ¢
JnobapieHreM Pb, morydaeMbIX METOIOM MarHeTpOH-
HOIro HaIlbUIEHUSI MPU HMOHHOM aCCUCTUPOBAHUM.
B [16] moka3zaHO NpenMYILECTBO UCIIOIb30BaHM KOM-
MO3UTHOTO ITOKPHITUS B BUAE MAaTPULIbI C HAHOBKJIIO-
YEeHUSIMN CMa304YHOIO KOMIIOHEHTa Ilepeld MHOTO-
CJIOMHOM KOHCTPYKLMEN C YEPEAYIOLIMMUCS CI0SIMU
TBepIOi MaTPULILI U CMa304YHOTO KOMIIOHEHTa. B pa-
oore [18] m3yyeHO TpmOOJIOTMUECKOE TOBEICHUE
nokpbeIThii TiN, HaHeCEeHHBIX METOTOM HaNbUICHUS
KOHIeHCaINe 13 ra30Boi a3kl ¢ 10OaBICHUEM MH-
nusi. Pe3ynbTarhl TpeHUS MoKa3aIu yaydIlIeHue Tpu-
0OJIOTMYECKHNX XapaKTEePUMCTUK IO CPaBHEHMUIO C
HeMOoAU(ULIMPOBAHHBIMU TOHKUMU IIeHKaMu TiN
BILIOTH 0 TeMmnepaTypbl 450°C, a HabOmonaeMoe yxy/i-
IIeHNE XapaKTEPUCTUK IIpU 0oJjiee BHICOKUX TeMIIE-
paTypax OObSICHSICTCS OKUCICHUEM UHINS.

B Hacroseit paboTe METOIOM OTHOBPEMEHHOTO
pacnbuieHrsT MoHO21eMeHTHEIX (Ti m Pb) kaTtomoB
JIBYX pa3aedbHbIX MATHETPOHOB (hDOPMUPOBATIA KOM-
no3utHeie TCII cucremsr TiN—Pb, nccaenosanu ux
CTPYKTYpY U XapakTep Mpoliecca U3HAIIUBaHUSI.

OBOPYJJOBAHHWE U METO/1bl
NCCIEOOBAHUA

TCII cuctemsr TiN—Pb dopmupoBanm Ha o6pa3s-
Hax u3 TutaHoBoro ciuiaBa BT6 pasmepom 20.0 X
% 20.0 X 1.5 MM 1 cuTaj1a B TIPOLIECCE PEaKIIMOHHO-
TO MarHeTPOHHOTO OTHOBPEMEHHOTO pPaCIBbUICHUS
IBYX pa3melbHBIX MOHO3JIEMEHTHBIX KaTOMOB (TUTA-
Ha Mapky BT1-0 v cBuHLIa yricToTOi 99.5%). [1poTsi-
JKeHHBIE TIJIaHapHBIE MarHETPOHBI C Pa3MEPOM 00eUX
muireHeit 273 X 112 X 10 MM ObLIA BEpTUKAJILHO pa3-
MEIIeHbl B KaMepe Ha AUCTAaHILIUSIX MUIIEHb—IOI-
Joxka d = 220 MM nox, yriiom 120° apyr K apyry u 30°
OT HOpMaJI K momioxke (puc. 1). IIpoTsckeHHBIM
WOHHBIM MCTOYHUK OBbUT BEPTUKAIBLHO YCTaHOBJIEH
HAITpOTUB MOIJIOXKN Ha paccTosTHM 250 MM OT Hee.
Hdna cHIKeHUsS BO3MOXKHOTO TepeHOoca pacIblIeH-
HBIX aTOMOB C OJHOTO MarHeTpoOHa Ha APYroil psaom
C HUMM YCTAHOBIWJIM 3KpaHBI M3 cTtann Mapku AISI

MOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEOJOBAHUS ~ Ne 8

DKpaH

DKpaH

IMommoxka

Puc. 1. Cxema HanbuieHust nokpbiTuii TiN—Pb. d — Pac-
CTOSIHME OT MarHeTPOHOB 10 MOMIOXKHU; dj — paccros-
HUE MEXIY MarHETPOHAMMU.

304. I'a3bl Ar u N B BaKyyMHYI0 KaMepy 11oJaBaJiv ye-
P€3 UOHHBIN UCTOYHUK.

OO0pa3s1bl nepea HaIlbUICHMEM OYUILAIU YIIbTpa-
3BYKOBOI BaHHE B O¢H3MHE B TeueHue 10 MuH, 3aTeM
YCTaHABIMBaIM B KaMepe M MPOBOIUIIN €€ OTKAYKY
1o aasaeHust 4.0 X 107¢ MM pT. 1. O6pasLbl OuUILA-
JIX C TIOMOIIIBIO MOHHOT'O MCTOYHMKA B TeueHre 20 MUH
npu P,, = 1.0 x 1073 MM pr. CcT. mipu pacxome Ar
6.49 cM?/MuH. 3aTeM MOHHBIN UCTOYHUK OTKITIOYAIN
U MIPOBOIUJIM HalblIeHUe cyios Ti B Te4yeHue 5 MUH,
cinost TiN B TeyeHME 5 MUH Y OCHOBHOIO CJIOSI TIO-
kpbitug Ti + Pb + N, B reuenue 350 muH. Pacriblie-
Hue Ti MpoBOAMJIN B peXXMMe MOCTOSTHHOTO TOKa CO
cTabmIM3anueit mo ToKy, a pacmbeuieHue Pb mposo-
IWJIA B cpegHedacToTHOM pexume npu 40 kI11 u xo-
spdpunmente 3anonHenus T = 80%. OcHOBHBIE Ma-
paMeTpHhl Ipolecca HAITbUICHUS ITOKPBITUIA ITIPUBEIES-
HBI B Ta0J1. 1. O0I1Iee BpeMsI HaIlbLJIEHUSI COCTABIISLIIO
360 MUH.

Mopdonoruio 1 cocTaB IIOKPBITUI UCCIEI0BAIN
C IIOMOILbIO PACTPOBOM JIE€KTPOHHOI MUKPOCKOIITUU
(POM) Ha npubope Quanta 600 ¢ o6opyroBaHuEM
JUIST SHEPTOAUCIEPCUOHHOTO PEHTIEeHOBCKOTO aHa-
m3a TRIDENT XM4. TonmuHy ITOKPBITHI oTIpeie-
JISUIM HA TIONEPEYHOM CKOJIe 00pa3loB ¢ MOMOIIBLIO
POM. PenTreHoga30BbIi1 aHAIN3 BEIIOIHSUIN Ha T~
dpakromerpe JPOH-7 B CuK, -u3nydyeHuu ¢ miu-
HOIt BOHBI A, = 1.54178 A.

Tpubomornyeckre UCOBITAHUS 00Pa31IOB IIPOBO-
JIVIJIA C TIOMOIIIBIO MalIMHEI TpeHUst 1407, 1T03BOJISIIO-
el MOAEIMPOBATh YCJIOBHUS BO3BPATHO-IIOCTYIIA-
TeNbHOTO (PpETTUHT-U3HAIIMBAHWYS [ 16], B ciemyroneM
Jrara3oHe H3MEHEHMsI IapaMeTpOB HarpyxKeHMUs:
nepeMelieHue D = 5—60 MKM; HOpMajIbHasl Harpys3-
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Ta0muna 1. TTapameTps! mpouecca HaNbIIEHUS TOKPBITUIL: TaBJIEHUE Ta30B Py, Pyrin,; PACXOIIBI Ta30B Oas O, ; TOKI

pa3psnoB I, Ipy; NPOLOJKUTENBHOCTD HAIIbIJICHUS T

nogg;l;dm Par, MM PT. CT. | Pyrin,, MMDT. CT. | Qup, oM /MuH | Oy, oM’/mun | Iy, A Ipp, A T, MUH
Ti 1.0 x 1073 — 6.49 — 3.5 — 5
TiN — 1.8 x 1073 6.49 5.18 3.5 — 5
TiN—Pb — 1.8 x 1073 6.49 5.18 3.5 0.1 350

Ka B koHTakTe F, = 1—13 H; yacTtora nepemerieHust

/= 20 I'i; konmdecTtBo LMKIoB 1 = 10%. B kauecTBe
KOHTpTeJa uchnoab3oBaiu chepy usz craau HIX-15
mouameTpoM 12.6 MmMm. Okpykarolasi cpega — aTMO-
chepa maboparopuu. B pesynbprare MCIbITAaHUNA TO-
JIy4eHBI TPUOOIOrMYEeCKe ITapaMeTphbl TPEHUS: KO-
3 PUIIMEeHT TpeHUsT, MEXaHU3M B3auMOACHCTBUS TET.

MccnenoBaHue msITeH MOBPEXACHUS MTPOBOIMIN
¢ nomombio POM ¢ mcnoip3oBaHUEM 3HEPIrOmMC-
MEPCUOHHOTO aHa/IM3a METONOM KapTUPOBAHUS, a
n3MepeHue npoduieii N3HOCA C MOMOIIIBIO J1a3epHO-
ro mM3MepuTenabHOTo MHKpockorna Olympus LEXT
OLS 5000.

PE3VJILTATbBI UCCIEJOBAHUN
N UX OBCYXIEHUE

Jns moBepxHOoCcTH TTIOKpBITHS TiN—Pb xapakrep-
Ha m1oOynsipHast Mopdosorust (puc. 2a). CpenHuii
pa3mep ooy cocrapisieT ~ 1.3 MkM. I1pu 3ToM mo-
OyJIbl COCTOST U3 OPUEHTHUPOBAHHBIX B PA3IMUHBIX
HaIpaBJIeHUSIX KPUCTAJUIUTOB pa3MepoM MeHee 0.1 MKM
(puc. 20).

ConepxaHue Pb B MOKpBITUM B CPEAHEM COCTaB-
nstet 12 at. %. J1as HOKPHITUSI XapaKTEPHO BBICOKOE
conep:kanue kuciaopoaa (mo 40 ar. %), 4To B OCHOB-
HOM CBSI3aHO C OKHCJICHHMEM CBUHIIA B COCTaBe IMO-
KPBITHSI, a TAKKE€ BO3MOXHBIM (hOpMUPOBAaHUEM OK-
cuauTpuaoB. [Ipu sHeproaucIiepCMOHHOM aHaJIN3e
METOJIOM KapTUPOBAHUS BBISIBJICHO, YTO Ha MOBEPX-
HOCTHU ITOKPBITUS IIPUCYTCTBYIOT 00JIACTU C TIPEUMY-
IIeCTBEHHBIM conepxaHueM Pb m O pasmepoM mo
2.5 MxMm (puc. 3). PentreHoda3oBrblit aHanu3 (puc. 4)
OOHAaPYKWJI IPUCYTCTBUE B MOKPHITUY ITOMUMO TiN
takke Pb u PbO.

OO011as ToMIMHA ITOKPBITUIL cocTaBisieT ~2.0 MKM
(puc. 5): TommuHbI epexoaHbIx cioeB Tiu TiN npu-
ommsutenbHO o 0.05 MKM, a OCHOBHOTO CJIOSI T10-
kpoeitust TIN—Pb ~1.8 Mmxm (puc. 5a). HeomHopon-
HOCTb TOJIIIAHBI TIOKPBITUSI OOYCITOBJIEHA TII00YJISIp-
HOIT Mopdosorneit MoBepxXHOCTH (pa3Mep OOy
nmocturan 0.3 Mkm). OCHOBHOM CI0M ITOKPBITUSI MOX-
HO pa3aeuThb Ha IBa CJI0S1: BHYTPEHHUI, Ha TpaHULIe
C TIEPEXOTHBIMU CIOSIMU, KOTOPBIN XapaKTepru3yeTcs

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

paBHOMEPHBIM pacrpenesieHrueM Pb, 1 BepxHUit TOI-
muHoM ~0.6 MKM (puc. 50), XapaKTepHU3yIOLIUiics
HaJIMYMEM OCTPOBKOB C TOBBIIIEHHBIM CONEp>KaHU-
eM Pb (Oenble msaTHa Bo 2 c1oe Ha puc. 5B). XapakTep-
HOE MeTacTabWUJIbHOE COCTOSIHUE 151 Tipoliecca dhop-
MU POBAHMS TOKPBITUS MOXKET ITPUBOIUTH K (pa3oBOit
MUTPAILIMN MSITKOTO 1 JIETKOIUTAaBKOTO KOMITOHEHTA,
U TMOJIYYEeHHUIO ero 0ojiee BBICOKOI KOHIIEHTpaILlUU B
ITOBEPXHOCTHOM CJIO€ TTOKPBITUS, KaK 3TO OBLIO T0-
KazaHo Takxke B paborte [14].

OO6b1yHO TTOKpHEITHE TilN, ITOIy4eHHOEe MeToIaMu
OCaXJIeHUsI, UMEET SIPKO BBIPAXXCHHYIO CTOJI0YaTyIO
CTPYKTYpy. Takoe cTpoeHre B MOIABISIONIEM OOJIb-
IIMHCTBE CJIy4aeB COYETAETCS C BBIPAKCHHOI TeK-
CTYpOM, C MIPEUMYILLIECTBEHHOI OpUEHTALMEN 3EepEH
napaie/IbHO KpucTatorpadudeckoii itockoctu (111).
Opnako peHtreHorpamMma TiN—Pb mokpeitust (puc. 4)
CBUIETEJBCTBYET 00 OTCYTCTBUU TEKCTYPhI Y TOKPHI-
. JudpakimoHHble JUHUN BCEX NPUCYTCTBYIO-
mux a3, Bkiovasa Pb, PbO u TiN, xapakTrepusyor-
Cs1 3HAUUTEILHBIM YIIIMPEHUEM, CBUACTEILCTBYIOIIUM
0 TOM, 9YTO pa3Mep KPUCTAUIMTOB IIOKPHITHUS COCTaB-
jsteT ~10—20 HM. MOXHO NpeanooXUTh, YTO OTCYT-
CTBUE CTOJIOUATOI CTPYKTYpPhl MOKPHITUSI CBSI3aHO C
€T0 TIPEPBHIBUCTBIM POCTOM, obecrieunBaeMbIM Pb,
KOTOpbI He pacTtBopsieTcs B TiN MaTpulie 1 umeeT
c/1a0y10 CKJIOHHOCTb K HUTpuau3anuu. B pesynbraTte
o0pa3oBaHUSI Ha MOBEPXHOCTM KpUCTaIUTOB TiN
3aponpliieit Pb u PbO ¢a3 nmpoucxonut rpepbiBaHue
X pOCTa 1 coxXpaHeHUe pa3Mmepa 3epeH MeHee 100 HM.
Kpome toro, yactuiiel Pb 1 PbO ¢a3 ctumynupyor

Puc. 2. POM-u3o6paxkeHuss BO BTOPUYHBIX 3JIEKTPOHAX
MopdOJIOTUHN TTOBePXHOCTU MOKPBITHs TiN—Pb Ha mom-
JIOXXKE U3 TUTAaHOBOTO ciiaBa BT6 (a) v oTAEIbHBIX IJ10-
oyn (0).
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Puc. 3. PDM-un3o6paxkeHne BO BTOPUYIHBIX 2JIEKTPOHAX MOoBepXHOCTU MOKPbITUsE TiN—Pb Ha mmomtoxke 13 TUTAHOBOTO CITJIaBa
BT6 (a) 1 cyMmmapHast KapTta pacrpeaeieHus 3JIEMEHTOB 10 JaHHO 00J1aCTH, TTOJIydeHHAast C TOMOIBIO PEHTTEHOBCKOTIO CITEK-

TpaJibHOTO aHamM3a (0).

¢opMHpoOBaHNUE TIPOU3BOJIBHO OPUEHTUPOBAHHBIX
3apoasiiieit TiN, yTo npensTcTByeT OpMUPOBAHUIO
BEIpaXX€HHOM TeKcTyphl. B pabore [17] mokazaHO,
YTO YBEJIMYEHHE TEKCTYpHOro kommoHeHTa (111) B
MOKpbITUU TiN MPUBOAUT K YMEHBIIEHUIO U3HOCO-
croiikoctu. TakuM 0Opa3oM, IIOIyYeHHAsI CTPYKTypa
nokpbITusl TiN cIocoOCTBYET YBEJIMUEHUIO MUKPO-
TBEPIOCTU Y M3HOCOCTOMKOCTU: YepeaoBaHUE KPU-
CTAJUIMYECKNX U aMOP(MHBIX 00acTeil 1 yMEHBIIIE-
HUe 3epeH 00eCIeYrBalT YIIPOYHEHUE B COOTBET-
ctBuHU ¢ 3akoHOM XoJuia-Ilerya. Iloxoxuit appekt
ObIT moka3aH Mg nmokpbiTust TiN—Cu B paboTax
[13—15].

B 1BYXKOMIIOHEHTHBIX TTOKPBITUSX TEKCTYpa CTa-
OMJIBHO BOCIIPOM3BOIUTCS B IIIMPOKUX Mpeesiax Ba-
puanMy IapamMeTpoB HaIbUIeHUs. MHOTOKOMITO-
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Puc. 4. PentreHorpamma TiN—Pb mokpsiTus Ha nof-
noxke (IT).
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HEHTHBIE ITIOKPHITUSI, K KOTOPHIM MOXHO OTHECTH U
TiN—Pb, nMMeEIOT OTIMYAIOIIUIICSI OT IBYXKOMIIO-
HEHTHBIX MeXaHU3M (OpMUPOBAHUS CTPYKTYPHI, O
YyeM CBUICTEILCTBYIOT paguKaJbHble WN3MEHEHMUS
TeKcTypsl [7]. K mpumepy, B padotax [8, 9] HalineHo,
yto nobasneHue Al u Si B coctaB nmokpbiTuii TiN co-
MPOBOXIACTCS M3MEHEHNEM TEKCTYpPHhI, KOTAa BhIpa-
JKeHHasl TeKCTypa ¢ MPeuMYIlIeCTBEHHO OopueHTa-
yeil 3epeH mapauienbHo (111), xapaktepHas mis
TiN mokpeITHii, IIEPEXOIUT B COCTOSTHUE 0e3 BhIpa-
JKEHHOM TEKCTYypbl. DTOT IMPOLIECC COMPOBOXIAETCS
3HAYUTEJIbHBIM YIIMPEHUEM MU(MPaKIMOHHBIX JIH-
HUIA, CBUIETEIbCTBYIOIINM 00 YMEHBIIEHUN pa3Me-
pa KpUCTALIUTOB U (hOpMUPOBAHUU TICEBIOAMOPD-
HOM CTPYKTYpbl, KOTOPOI COOTBETCTBYET pa3Mep
3epeH <10 HM.

Tpubonornyeckre MCHbITaHUS MOKPBITUS TiN—
Pb ripoBeneHBI B yCIIOBUSIX MAJIOAMILUIMTYIHOIO Tpe-
HUSl — (PpEeTTUHT-U3HOCcA. B 3TUX yCIOBUSIX B3aUMO-
NIeCTBUAE TPYLIMXCS T€T MOXET MPOUCXOIUTh B pe-
KUMaX, OTIWYAIOITUXCS Pa3IMIHBIMU MEXaHU3MaMU
pa3pylIeHns TIOBEPXHOCTEH, B KOTOPBIX MOTYT TIpe-
BaJIMPOBaTh YCTaJOCTHBIE IPOIIECCh, abpa3suBHOE
MOBpeXXIeHNE TPOAYKTAMM M3HOCA, JIMOO alre3noH-
Hoe n3HaluBaHue [ 19, 20].

JI1s1 TMarHOCTUKM MeXaHu3Ma TPEeHUS ITpu PpeT-
TUHTE B paboTe ObLI UCITOJIb30BAaH DHEPreTUYEeCKUA
nonxon [21], 3aKiIIo4alonIniicss B ONpeAeIeHU SHEp-
TMU OUCCUIIALIMM B KOHTAaKTe ITyTeEM W3MEPEHUsI
MTHOBEHHBIX 3HAYCHUN CUJIBI TPEHUS U MepeMellie-
HUSI C YaCTOTOM, KaK MUHUMYM B 20 pa3 mpeBbIlIaio-
IIeil YacTOTy nmepeMelieHUs Tel. AHAIN3 MOJIyYeH-
HBIX JAHHBIX Yyepes3 MeTIU (PPUKIIMOHHOTO THCTEpe-
3uca (puc. 6) MO3BOJSIET OLEHUTH ITyTEM pacyeTa
uHAeKca ckoabxeHus (S) [22] pexkruMbl B3auMOACH -
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OcHoBa

TMepexomnsrit cioit Ti + TiN

1 cimoit TiN + Pb

2 cnoit TiN + Pb + ocTpoBKU € BBICOKUM
conepxxaHuem Pb

(B) |1M—KM|

Puc. 5. PDM-u306paxeHrs: BO BTOPUYHBIX 3JIEKTPOHAX CTPYKTYphl MOKpbITUiA TiN—Pb Ha mmornepe4yHoM CKoJie TTOMIOXKY 13
cutaiia (a, 6), BoOpaTHO OTpaXkeHHBIX MEKTPOHAX C 0003HAUYEHMEM CJIOEB MOKPHITUS (B).

CTBUSI TPYLIUXCSI TeJ HEIMMOCPEACTBEHHO B IIpoliecce
SKCIEPUMEHTA U IOCTPOUTHL KapTy dpeTrtuHra [23].
Takoit MeToq, OLIEHKH PEXXUMOB TPEHHUSI 110 JUHAMU-
YeCKOMY COCTOSIHUIO CUCTEMBI UMEET IIPEeuMYyIeCcTBa
B CKOPOCTHM IIOCTPOEHUS KapThl. bojiee TOUHbIA, HO
IIpHU 3TOM TPYAOEMKMI METOI — OIlIeHKa II0 COCTOSI-
HUIO MaTepuaa Iocjie UCIbITAaHUi — TpebyeT, B TOM
yuciae, U MeTauiorpauyecKux UCCAeIOBaHUS IS
BBISIBJICHUST TPEIIMH.

151 TIOCTpOeHMSI KapThl (PpETTUHTA DKCIIEPUMEH -
Thl IPOBOJW/U B IIIMPOKOM IUAIla30HE U3MEHEHUS
napamMeTpoB HarpyxxeHusi. [TomydyeHHast Kapta pper-
THHTa Ha OCHOBe aHamm3a (GopM M XapaKTePHUCTUK
(GPUKIIMOHHOTO TUCTEpE3ca IprUBeAeHa Ha puc. 7.

Kaxk uzBectHO [24], B pexXruMe TOJTHOTO CKOJIbXKe-
HUS Ipy QPETTUHTE IIPpeBaIUpyeT IIpoLecc abpa3nB-
HOTO M aife3MOHHOTO B3aMMOACHCTBUS Te (PEXKUM
MOJTHOTO CKOJIbXXEeHMsI 00O3HaueH KBajapaTaMu Ha
puc. 7); B CMEIIaHHOM peXHUMe — OBICTPOIIPOTEKAI0-
Iee paspylieHWe YCTaJOCTHOTO Xapakrepa (Kpe-
CThI); B PEXUME YaCTUYHOTO MPOCKAIL3bIBAaHUS —
YCTaAJIOCTHOE pa3pyllleHne ¢ HU3KO CKOPOCThIO 00-
pa3oBaHUs TPEIIUH (TPEYTrOJIbHUKN).

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

Kak BugHO M3 puc. 7, 4acTb pe3yJIbTaTOB DKCIIe-
PUMEHTOB BOIIJIO B 30HY BO3BPaTHO-IOCTYIATE/Ib-
HOT'O CKOJIbXEHUS (OKPY>KHOCTH), YTO COOTBETCTBY-
€T OOBIYHOMY IIpoliecCy TpeHUs 0e3 XapaKTepHBIX

—10

Puc. 6. ['paduk GpUKIIMOHHOTO TUCTEepe3uca IMpu BO3-
BPATHO-IIOCTYNATEIbHOM MePEeMEIIEHUN: Ay — aMILIUTY-
Ila CKOJIBXEHUS; Ay — aMIUIUTya cMelleHus; Fy — craTtu-
yeckasl (MaKCHUMasbHasl) CUa TpeHusT; Fy — IMHaMuJe-
CKasl cujia TPEHUsI, U3MePEHHast ITPU HYJIEBOM CMEIeHUH
1 MaKCUMaJIbHOIl CKOPOCTHU CKoJIbxXeHust; Ey — paccen-
BaeMasi 9HeprHsl.
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(@)

Hopwmanbshas narpyska, H
14+

ph1d o u 0|

g, 10 40

Puc. 7. Kapra ¢pperrunra TCII cucremsr TiN—Pb, monydeHHOM Ha MomIoxXkKe u3 TutaHoBoro criaBa BT6 (a): I — pexxum va-

CTUYHOTO MpocKaiab3biBaHus (0); 11 — cmemanHbIi pexxuM (B); 111 — pexxuM mmoHoro ckosbxkeHus (r); IV — pexxum Bo3Bpar-
HO-TOCTYIATeIbHOTO CKOJIbXEeHMS (11).

IUIT  (ppeTTUHTra OCOOCHHOCTEH B3aMMOACHCTBUSI, THEM MITEH M3HOCA Mociie ucibiTaHuii. Tak Ha puc. 8
TpyLIrXCA TEJI. MpUBEICHO U300paKeHUe MsATHA M3HOCA, MOJyYeH-

O06o3HaYeHHbIE MEXaHMU3MEI pa3pylIcHUST MaTe- Horo npu D = 5 MkM 1 F, = 13 H. Kak BuIHO, IATHO
puajioB, NOJIydeHHBIE 13 pacueTa IeTejib GpUKIMOH-  M3HOCa TIPEACTaBIIACT co00ii HEOOJIBIIIOE HEPABHO-

HOTIO TUCTepe3uca, ObUIM MOATBEPXKISHBI MOPGOJIO-  MEpPHOE MOBPEXKACHNE ¢ XapaKTepHBIMU pa3MepaMu

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCITEAOBAHUSA  Ne 8 2023
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Puc. 8. POM-uzobpaxeHusi B 0OpaTHO OTpaKe€HHbIX
3JIEKTpOHaX ToBpexaeHust nokpbiTust TiN—Pb Ha non-
JIOXKe W3 TUTaHOBOro cruiaBa BT6, momydeHHOro mpu
D= 5wmxmu F,, = 13 H: o6mmit Bun Mmopdonorun odna-
CTU TIOBpeXIeHUs (a), MUKPOTPELIMHBI B 00JIaCTU TO-
BpexaeHus (0).

~100 MKM BIOJb OCH TIepeMelIeHus U ~250 MKM I10-
nepek. [Ipu Gosnbirem yBenuuenun (puc. 80) oOHa-
PYXEHBI TPEIIMHBI Ha TIOBEPXHOCTU ITOKPBITUSI IJIN-
HOIi 10 15 MKM, KOTOpbIE HAXOISITCSI CTPOTO TEePIIeH-
IUKYJISIPHO K HAIpPaBIIEHUIO TpeHUsS Tel. Takum
o0pa3oM, MeXaHU3M pa3pylIeHUs] TTOBEPXHOCTU MO-
KPBITUSI COOTBETCTBYET MPEBAJUPYIOIIUM TTpOIEeC-
caM IIJIg peXyMa YaCTUYHOTO MPOCKAIb3bIBAHUS —
YCTAJIOCTHOMY pPa3pylIeHUI0, KOTOPOE BO3HUKAET B
pe3ynbTare AeMCTBUS 3HAKOTIEPEMEHHOM CHIIBI Tpe-
HUSI B KOHTAKTE B COBOKYITHOCTU C HAJIMYUEM Tiepe-
X0Jla MEXIy 30HaMU CKOJIbXXEHUST U YIIPYyTOro B3au-
MOJIEHACTBUS TEJT.

B cmemanHoMm pexume (D = 15 mxm, F, = 10 H)
MPOLIECC YCTATOCTHOIO pa3pylleHUs P TOM XKe 6a-
3¢ UCHBITAHUM 3HAYUTEIbHO YCYryojsieTcss — Gop-
MUpPYETCS SIPKO BBIpaKeHHasl CeTh TPEIIMH Ha Bceit
IUIOIIAIN TISITHA KOHTAKTa Ha MOBEPXHOCTU TTOKPBI-
g (puc. 9). Ilpouecc ganbHeHIIEro pa3pyuieHUs
MOXET IMPUBECTU K OTCIIAaUBAHUIO KPYITHBIX arjioMe-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

Puc. 9. POM-u3ob6pakeHne B oOpaTHO OTpaXKeHHBIX
9JIEKTPOHaX rnoBpexaeHus: nokpbitust TiN—Pb Ha non-
JIOXKe W3 TUTaHOBOro cruiaBa BT6, momydeHHOro mpu
D= 15wmxm, F,, =10 H.

paToB IOKPLITUS B MpOLECCE TPEHUSI U B3aUMOMICH -
CTBUIO KOHTpTEJIa C MOJAJIOXKOM, a TaKKe, TIPU Orpe-
JIeJICHHBIX YCJIOBUSIX, K MIEPEeXOay TPEIIUH C MOKPHI-
THSI B TTOBEPXHOCTHBIN CIIOIT MeTaJia.

B pexume nosHoro ckoiabxeHus (D = 30 MKM,
F, =3 H) mexaHu3M pa3pylieHus1 HOJTHOCTbIO U3Me-
HsIET CBOI XxapaKTep: HAUMHAIOT IPEeBaIMPOBATh IIPO-
Hecchl abpasuBHOro B3aumopeiictBus (puc. 10).
braromapst no6aBiaeHMIO B COCTaB KOMIIO3UIIMOHHO-
ro IIOKPHITHUS IUIACTUYHOIO KOMIIOHEHTa — CBUHIIA,
oOpa3yeTcs XapaKTepHbI CIABUTOBBIN peiabed Mo-
KPBITHSI BIOJIb HAIIPABJICHMSI ABIDKeHUS Teq (puc. 10a).

Takke Hago OTMETUTb, UTO YPOBEHb SHEPIUU
IUCCUTIAIIMUA B PEXXUME TTOJTHOTO CKOJBXEHMST HaU-
6oJiee BHICOKHMIA, UYTO KOCBEHHO TOBOPUT O JOCTATOY-
HO OOIBIION CKOPOCTH M3HAIIMBAHUS. DJIEMEHTHBIIA
aHaJIU3 IISITHA U3HOCA TTOKA3bIBAET MOSIBJICHUE B IIEH-
Tpe TIITHA 30H C TTOBHIIICHHBIM COIEepKaHEM TUTaHA
(puc. 1006), cBI3aHHBIX C HAYaJIOM TTpoliecca MOJHOTO
W3HAIIMBAHMS TTOKPHITUS 10 METaJIJIA-TTOMIOXKKY.

INpencrasasieT nHTEPEC TOT (PAKT, UTO IIPU MEepe-
XOIe 13 pexXuMa IOJTHOI'O CKOJIbXEHUS B PEXUM
BO3BPAaTHO-IIOCTYIIATEJIbHOIO CKOJIBXEHUSI SHEPTUS
JUCCUTIALMS MafgaeT 6oJjiee YeM B TPU pas3a, 4To oTpa-
KaeTcst M B Pe3KOM CHIDKEHUM KO3 dHUlimeHTa Tpe-
Hus ¢ 0.25 mo 0.05.

Ipu aHanu3e TMSITEH MOBPEXIECHUN ST pexXuma
BO3BPaTHO-IIOCTYIATEbHOTO U TMOJHOTO CKOJIbXe-
HUS C TIOMOIIIBIO JIa3epHOTO MUKPOCKOITAa MOXKHO Ha-
01101aTh B3aUMOCBSI3b MEXIY IIMPUHON TETAU Th-
cTepesnca U IIyOWHOI TIsITHA MoBpexXaeHus (puc. 11):
CKOPOCTh U3HAITMBAHWS TTOKPBITHS TOCTAaTOYHO CHITb-
HO 3aBMCUT OT TIpUKJIaAblBa€MOii HOPMaJIbHOU Ha-
TPY3KHU, YTO C OMHOM CTOPOHBI TOBOPUT O HEOOXOIU -
MOCTH TTOBBIITIIEHUS HECYITIEH CTIOCOOHOCTH TTOKPBITHS,
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Puc. 10. POM-usobpaxeHue B oOpaTHO OTpa*kKeHHBIX
9JIEKTPOHAX IoBpexneHus: mokpbiTust TiN—Pb Ha mon-
JIOXKE W3 TUTaHOBOTO ciiaBa BT6, momydeHHOro mpu
D =30mxmu F,, =3 H (a) u cymmapHasi KapTa pacrpese-

JICHUST 3JIEMEHTOB I10 JaHHOU 061acT (6).

a ¢ ApYyroil o IIOJIOXXKUTEIbHOM BIMSHUM N00aBKU
CBUMHIIA IJIST CHIDKEHUS KO3 duImeHTa TpeHMs.

Takum o00pa3oM, pexuM BO3BpaTHO-IOCTYyIA-
TEJILHOTO CKOJIbXXKE€HMS, KaK U PEXUM YaCTUYHOTO
MPOCKAJIL3bIBAHUS, JISI TBEPAOTO CMA304YHOTO TIO-
KpbiTust cucteMbl TiN—Pb Bo3HUKAaeT B y3KMX aua-
Ma3zoHax Harpy3ok M rnepemMeleHuit. OCHOBHbBIM pe-
JKUMOM TpeHUs Tpu (DPETTUHTE SIBISIETCS PEXUM
MOJTHOTO CKOJIbXeHUS. CMEIIaHHbI peXnUM TakKe
BO3HMKAET B Y3KOM JUalia30He Harpy3ok, ¢ oopa3o-
BaHUEM CETU TPELIMH, KOTOpasi MOXET MPUBECTU K
€ro oTcjianuBaHuIO. B pexrme MOJTHOTro CKONbXEHUS
ycTaHaBIMBaeTcsl KO3(pGULUMEHT TpeHUs paBHBINI
~0.25, 4TO 3HAUUTEIBbHO HUXE KO3 huumeHTa Tpe-
Hus TiN 6e3 mo6aBok Pb, KoTopbIii HAXOOUTCS B 11A-
nazone ~0.75—0.9 [25, 26]. CtoUT OTMETUTH, YTO
CKOPOCTb M3HAIIIMBAHUS MOKPBITUSI JOCTATOYHO BbI-
COKa, YTO K KOHILY UCITbITAaHUS TPUBOIUT K JIOKaAJb-
HOMY pa3pyllIeHUIO MOKPBITHSI.

MOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEOJOBAHUS ~ Ne 8

Puc. 11. ameHeHne hopmbl eT/iv TUCTEpe3Uca B X0
9KCITEPUMEHTA U BUJI TISITHA U3HOCA Ha TIOBEPXHOCTU 00-
pasia B KoHLIe akcrepumeHTa mpu D =30 Mkm u F,, = 1 (a);

2(6); 3H (B).

SAKJIIOYEHHUE

MeTonoM OJHOBPEMEHHOIO paclblICHUSI MOHO-
anemeHTHBIX (Ti m Pb) kxaTomoB AByx pasmenbHBIX
MarHeTpOHOB Ha MOMJIOXKE M3 TUTAHOBOIO CIJIaBa
BT6 monydyeHBI KOMITO3UTHBIE TBEPIOCMA304YHBIC
nokpbITusl TiN—Pb Tonmunoii ~2 Mxm. ITo naHHBIM
PEHTITEHOBCKOTO CIIEKTPaJIbHOTO aHa/IM3a CoAepXKa-
Hue Pb B TOKpBITUHY B CpeIHEM cocTaBisger ~12 at. %.
15t MOKpPBITHS XapaKTepHa m1o0ysipHast MOpdoIo-
TUs, a OCHOBHOI €ro CJIoii MOXHO pa3aejuTb Ha JBe
00J1acTU: BHYTPEHHIOW, KOTOpasl XapaKTepusyeTcsl
paBHOMEpPHBEIM pacIipedeiieHuemM Pb, M BepxHIOIO C
MOBBIIIEHHBIM coaepxaHueM Pb, uto cBsizaHo ¢ da-
30BOi1 MUTpaIMeil JIETKOIJIaBKOro KoMrnoHeHTa. [1o-
kpbiTe TiN—Pb oG1amaeT nucnepcHOi CTPYKTypoOit
C KpUCTaJUINTAMU Pa3MepOM OO0 HECKOJBbKUX IECST-
KOB HAHOMETPOB, €My HE CBOMCTBEHHA XapaKTepHas
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i TiN moKpBITHiT cTonOUYaTast CTpyKTypa, a TakKe
OOBIYHO COYETAIOIIASICS C Hell BRIpaXkKeHHasi TEKCTypa
C MPEeUMYILIECTBEHHO OpMEHTalMell 3epeH mapani-
JIEIbHO KpucTauiorpadudeckoit 1uiockoctu (111).
DTU CBOIMCTBA OOYCIOBIIEHBI BO3ACHCTBUEM YaCTHUIL
Pb 1 PbO, KoTOpbie CTUMYIUPYIOT 3apOXKICHUE ITPO-
M3BOJHHO OPUEHTHUPOBAHHBIX KpUCTAINTOB TiN m
MPEMSITCTBYIOT UX pOCTY. B pexkriMe MOITHOTIO CKOJIb-
XeHus Haomogaercs npueMieMbiit g TCIT koagd-
¢unmenT tpeHud ~0.25. B pexxuMe BO3BpaTHO-IIO-
CTYNATEJILHOTO CKOJILXEHUSI KO3(PGUIIUEHT TPEHUS
ycraHaBuBascsd Ha ypoBHe ~0.05. [ TTOBBIIIEHUS
TPpUOOJIOTUYECKUX CBOMCTB B peXUMe IIOJTHOTO
CKOJIbXXeHHUSI TpeOyeTcsl yBeIUdYeHUEe Hecylleil Cro-
COOHOCTH TTOKPBITUIT cucTeMbl TiN—Pb.
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Study of the Structure and Mechanisms of Wear of Solid-Lubricant Coatings
of the TiIN—Pb System

A. A. Lozovan' *, S. Ya. Betsofen!, S. V. Savushkina®> **, M. A. Lyakhovetsky! ***, L. N. Lesnevsky',
I. A. Nikolaev!, Yu. S. Pavlov!, E. P. Kubatina', L. E. Agureev?
! Moscow Aviation Institute (National Research University), Moscow, 125993 Russia
2JSC State Research Center “Keldysh Center”, Moscow, 125438 Russia
*e-mail: loz-plasma@yandex.ru
**e-mail: sveta_049@mail.ru
***e_mail: maxim.lyakhovetskiy @mai.ru

Composite solid lubricating coatings TiN—Pb with a thickness of ~2 um were produced by co-sputtering of
Ti and Pb cathodes of two separate magnetrons on titanium alloy VT6. The Pb content in the coating averages
~12 at. %. The inner layer is coating characterized by a uniform distribution of Pb, and the upper layer is char-
acterized by the presence of islands with a high content of Pb. The coating structure is globular, predominant-
ly containing nanometer-sized crystallites. The absence of a columnar structure of the coating is associated
with a high content of Pb, which is insoluble in the TiN matrix and interrupts the growth of crystallites. X-
ray diffraction analysis showed the presence of Pb, PbO, and TiN phases in the coatings. The diffraction lines
are broadened, which indicates that the crystallite size is ~10—20 nm in the coating. Tribological tests of the
TiN—Pb coating were carried out under conditions of low-amplitude friction — fretting wear in a wide range
of loading parameters. In the full slip mode, a friction coefficient of ~0.25 is observed. During the transition
from the full slip mode to the reciprocating slip mode, the energy dissipated during friction drops by more
than three times, which is also reflected in a sharp decrease in the friction coefficient from 0.25 to 0.05.

Keywords: coating, magnetron sputtering, structure, texture, phases, titanium nitride, lead, solid lubricant
coating, fretting, wear.
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