PROCEEDINGS OF UNIVERSITY OF RUSE - 2016, volume 55, book 2
HAYUYHHU TPYJOBE HA PYCEHCKUSA YHUBEPCUTET - 2016, Tom 55, cepusi 2

SAT-1.307-1-MME-03

EnHocnouHo TiN nokputne HaHeCceHO BbpXYy MarHesueBa cnnas

BaHs 3axapueBa, AHren F'eHoOB

Monolayered TiN coating deposited on manganese alloy

Vanya Zaharieva, AngelGenov

Abstract: This work investigates the possibility for deposition of hard and wears resistance TiN
monolayered coatings on a substrate of easy meltable magnesium alloy.

Two basic PVD methods are used: magnetron sputtering (MS) and arc electrical evaporation (ARC).

Macro- and micro structure analysis have been performed in order to be compared with the coating’s
appearance. The results present an opening for an experimentally determined choice of a suitable method
and regime for deposition of such coatings on easy meltable alloys.
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BbBEOEHUE

PasnuyHute BMOoOBEe MarHesveBuM ChMNaBM HamMupaTt LWUPOKO MPUSIOXEHNE B
aBTomMobunHaTa, KocMu4eckata NPOMULLINIEHOCT B CaMOSieTOCTpoeHeTo 1 Ap. Manonsear
Ce W 3a HanpaBaTta Ha TypOuHM 3a ABuratenu B eHepreTukata [6, 7, 11]. Mo Ta3u npuynHa
KbM paboTHMA NOBBPXHOCTEH CrOW Ha AeTannuTe ce NpeasiBABaTt 3aBULLEHN U3NCKBAHUS
MO OTHOLLUEHME U3HOCOYCTONYMBOCT, TBBPAOCT, 4OOPUN PDPUKLMOHHN XapaKTepUCTUKA. BbB
Bpb3Ka C TOBa BaKyyMHUTE NMOKPUTUS Ha TUTaHoBa ocHoBa n PVD meToguTe 3a TAXHOTO
nofnyyaBaHe npuTexasaT rofieMuM TEXHOMOMMYHU Bb3MOXHOCTM 3a pellaBaHe Ha Tes3n
npo6bnemu [8, 10].

EoHocnonHnte nokputus ot Buaa TiN, TIiAICN, TiCrAIN, TiAIN, TiSiN ca
CpaBHUTENHO €BTUHN U MOraT Aa Ce HaHACAT BbPXy PasfMyHn Matepuanu, Kato nokassar
BMCOKa NITbTHOCT, TBbPAOCT, aaxe3us u aobpa nsHocoyctonumsocT [3, 4, 5]. TiN nokputua
oTNnoXxeHn ype3 PVD TexHonormm ce 1M3nons3BaTt LUMPOKO KaKTo 3a BUOMEOULMHCKN Lienu
[12, 13, 14], Taka 1 3a NoBuLIABaHe Ha TPaAMHOCTTA Ha KOHTAKTHW eNeKTPUYECKN YacTu
[15, 16, 17, 18].

[MOKpMBaHETO Ha MEKM Xene3Hn maTepuann ¢ KepaMn4HN NOKPUTUS, B TOBA YUCIIO U
Ha pexXewwn WHCTPYMEHTW, M TakMBa 3a nnactudHa pgedopmaums nosuwiasaT
npousBoguTenHoctta Ha nocnegHute [1,2]. lpu nokpuBaHe o6avye Ha Meku w
CPaBHUTENHO NECHOTOMNMMU CnSiaBW, KakBUTO Ca Te3W Ha MarHe3neBa OCHOBA Bb3HWKBA
edVH gonbiHuTeneH nNpobrnem — onacHOCT OT floKanHoO pastonsaBaHe u/unn usnapsiaHe
Ha NOKpuBaHaTa MOBBbPXHOCT, KOETO HapyLlaBa Lenoctta u paboTHUTE Bb3MOXHOCTU Ha
nokputneTo [9].

B HacToswara paboTta e nonyveHo egHocnonHo TiN nokpuTue Bbpxy MarHesvesa
cnnas 4ypes MS mn ARC wmetoan. W3cnegBaHO € BNUSHMETO Ha MocnegHuTe u
napameTpuTe Ha oTnaraHe BbpXy BbHLUHUS BUA M MUKPOCTPYKTypaTa Ha obpasuuTe C uen
n3bop Ha MeToh4 M pexuMm noaxodswyn no OTHOWeEeHMe 3anasBaHe LUenocTra Ha
NOKpMBaHaTa NOBBbPXHOCT.

METOOUKA HA EKCNMEPUMEHTA U U3CNIEABAHUATA

MatepuansT Ha nognoxkute e MgAl cnnas, gobnwkaBalwa ce A0 cTaHAapTHaTa
MAS5 cbe cpefgeH cbetaB: Mg - 90%; Al - 8.5%; Zn - 1% v npumecn 0,5%. Pasmepute Ha
obpasunte ca 20x20x10 n 20x20x40 mm. lNpeaon HaHacsHe Ha NOKPUTMETO Npodbute ca
LWNNAOBaHN U NONMpaHN NO cCTaHAapTHa MexaHn4YHa obpaboTka.
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CbopbXxeHus

MHcTanaumsa 3a marHeTpoHHO pasnpawBaHe (MS) BEIN-1

M3nonaBaHa e BakyymMHa nHcTanauusa BElN-1 ¢ Bogooxnaxgaema kamepa, B ropHaTta
4acT Ha KOATO € MOHTUpaHa nfaHapHa MarHeTpoHHa pasnpalBallia cucTtema.
HarpeBHOTO NPOCTPAHCTBO € OrpaHUYeHO OT TOMSON30MaunoHHa KaMepa, HanpaBeHa oT
rpacduToBa BaTa U MONMGAEHOBU ekpaHW. HarpsiBaHETO Ha M3genusaTa ce OCblUEecTBsiBa
OT uunuMHapuyeH rpadputoB Harpeaten ¢ pasmep ¢ = 200 mm v H = 150 mm wu
BBb3MOXHOCT 3a AgocTturaHe go 1350° C.

TexXHONOTMYHWS PEXUM BKIIOYBA HavanHo BakyymupaHe Ao 4,7x10+7,8x10™ mbar,
KaTo npegu HaHacsiHe Ha MNOKPUTMATaA Ce WM3BbpLUBA HarpsiBaHe Ha MoAsioXkata Ao
Temnepartypa Ha MeTanusauus B uHTepsan ot 270+350° C.

3a nonyyaBaHe Ha TiN - Te NOKpPUTMA BbPXY CnraBTa € pasnpalleHa mMulleHa oT
TexHunyecka cnnaB BT3 — 1 cbe cbeTaB: Ti — 89.5288%;Al — 5.7718%; Cr — 1.4205%; Mo —
2.0416% Fe — 0.3827%; Si — 0.28%. HansiraHeTo e 6+8x10° mbar B aTMoctepa ot Ar-
10,44 sccm n N, — 1,2 +30,5 sccm 3a Bpeme oT 60+90 min npu cpegHa MOLWHOCT Ha
pasnpawBaHe 2 kw.

[MapameTpuTe Ha NPOBEOEHUTE pPEXMMN ca NpeacTtaBeHn 0606ueHo B Tabnmua Ne 1.
Camo npu eguH pexum (Ne 1) e npoBeaeHoO NpeaBapuTENHO NOYUCTBAHE Ha NOAMNOXKUTE
B Trneew, paspsag, a npu pexumm NeNe 8 n 9 ¢ uen HamansiBaHe Ha HanpexeHudTa B
NOKPUTMETO npeaBapuTenHo € OTNoXeH Ti cnon. 3a BCUYKM PEXMMU MOTEHUManbT Ha
noanoxkute U, e 6un nnasatu.

[MocoyeHnTe napameTpu ocurypsBaTt CKOpPOCT Ha koHaeHsaums 0,008-0,18 um/min
Npwn pasCTossHNA MULLIEHa - noasioxkka Lyn = 75 n 90 mm.

Tabnuua 1 Pexumun Ha otnaraHe Ha TiN nokputne sbpxy Mg cnnas - MS meToz
Pe P Hau. P paé6. Gar Gn2 T tm
UM u v I [A]
No [mbar] [mbar] [sccm] [sccm] °[cj [s]
1* 4.3x10° | 7.8x10° | 310365 | 2.6+4 14.3 1.22+1.53 - 60
2 7.1x10° | 6.8x10° | 310+365 | 4+4.1 14.3 1.53+5.88 - 60
3 7.2x10° | 7.0x10°3 319 4.1 14.3 3.06 - 60
4 9.3x10° | 9.1x10° | 340+370 | 4+5.2 14.3 7,29 110 60
5 8.1 x10° | 8.3x10° 350 6.7+7 8.58 12+12,48 40+260 90
6 8.6x10° | 8.1x103 380 5 2,86+20.02 10.2+31.11 | 270+290 90
7 | 4.7x10* | 8.6x10° | 260+280 | 1.25+5 5.72+20.02 4.08+14,56 350 90
8+ | 21x10* | 4.3x103 320 5+6 10.44 3.26 280 90
o** | 3.2x10* | 4.0x10° | 300+310 6 10.44 4.08 260+290 90

Pexxum 1* - lNpeaBapuTenHo noyncTBaHe B TreeL pa3psg e npu napameTpu: NoTok Ha aproHa Ga, = 14.3
sccm 1 paboTHO HansiraHe P, = 1.5 x10" mbar 3a 10 min.
Pexxum 7** - [lpoBefeH e caMo BbpXy MogsioxkM oT ctomaHa 9XC. MNMopagn cMyLleHns B 3axpaHBaHeTo,
cneumdmkata Ha npoueca M ApPYyrM OCHOBHUTE MapaMeTpu ca Ce WU3MEHSANM MO BpEME Ha pexuma B
NOCOYEHUTE rPaHNLIN.
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Pexxumu 8 u 9*** NpensaputenHo oTnoxeHuaT Ti cno e nonyyeH 3a sBpeme 10 [min], noTok Ha aproHa G,
= 10.44 sccm 1 paboTHO HansdraHe cbracHo Tabnuuarta.

MHcTanauumsna 3a enektpoabroeo usnapsiaHe (ARC) TutaH 1- 4

MHcTanaumnata npegcraBnsBa BogooxnaxaaemMa BakyyMHa Kamepa 3a HaHacsiHe Ha
NOKPUTUA B NabopaTopHU YCNOBUS BbpPXY OETauin CbC CPaBHUTENHO Manku pasmepu. B
MHCTanauuaTa € MOHTMpaH BepTuKaneH enekTpoabroB manaputen. B Hesa cbuiecTByBa
Bb3MOXXHOCT 3a BbPTEHE Ha MOANOXKATE C pasnnyHa CKOPOCT 3a MO-paBHOMEPHO
nokpmBaHe Ha obpasuute. PexnmnTe 3a otnaraHe ca npeacraBeHn o6o6uieHo B Tabnuua
Ne 2. BbB BCUYKM Criydan, Npean HaHacaHeTo Ha CbLUMHCKOTO nokputmne oT TiN e oTnaraH
mMexauHeH Ti noacnon. Yact oT napameTpuTe Ha oTnaraHe (NOTEHUWan Ha noanoXKuTe,
BPEME Ha MeTanuampaHe) ca U3MEHSIHM B PasfMyHN rpaHnLM 3a OTAENHUTE PEXUMU, KaTo
npu aBa ot Tax (NeNe 3 1 4) e npoBexagaHo nNpeaBapuTENHO NOYNCTBaAHE Ha obpasuumTte B
razo-meTtanHa nnasma.

Tabnuua 2.  Pexumun 3a otnaraHe Ha TiN nokpuTtusa Bbpxy MgAl cnnae — ARC meTopq
Pe
KU P Hau. P pa6. I pa6. Hosuemeane MexduHeH |
M [mbar] [mbar] [A] croli TiN nokputune
Ne
Un =-100 [V] Un =-50[V]
- tm = 5 [min] tm =25 [min]
1 2.5x10* | 2.5x10° | 120[A]
Pab. ras - Ar Pab6. ras — N,
Un = -150 [V] Un=-100[V]
2 | 25x10* | 2.5x10° - tM = 5 [min] tM = 25 [min]
120 [A]
Pab. ras - Ar Pab6. ras — N,
P=2.0x10"“[mbar]
Un =-50 [V] Un =-50 [V]
Un=-100 [V]
tm = 5 [min] tm =25 [min]
3 | 2.5x10* | 2.5x10° 120 [A] | Pa6. ras Ar
Pab. ras - Ar Pab.raz - N,
tn = 60 [min]
P=2.0x10[mbar]
Un =-100 [V] Un =-100[V]
Un=-100 [V]
tm =5 [min] tm =25 [min]
4 | 25x10* | 2.5x10° 120 [A] | Pab. ras Ar
Pab. ras - Ar Pab6. ras — N,
tn = 30 [min]

BbHWHUAT BMA Ha MNOKpUTMATA € u3cnegBaH OpraHonenTU4HO (C HEBBLOPBKEHO
OKO), @ MUKPOCTPYKTypaTa e HabnogaBaHa Ha MeTanorpadckm mukpockon Epytip-2.

N3NOXEHUE
BtHWweH BuA

BbHWHMAT BMa Ha obpasumTte cneg HaHacAHe Ha MNOKPUTUETO Npu pasfiMyHuTe
PEXMMU Ce pasfnmyaBa CbLLECTBEHO. YCTAHOBEHO €, oue npu pexum Ne 1 ot Tadbn. Ne 1,
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4ye nopgnoxkata OT MarHesveBa CnfiaB He MO3BOMsiBa MOYMUCTBAHE B TheeLl paspsag npu
N3noni3BaHMTE napameTpu Ha paspsga, KOUTo MoraT gJa ce OCUrypsaT B M3non3BaHaTta
ekcnepumeHTanHara new, BElN-1 npean marHeTpOHHOTO OTfiaraHe Ha NOKPUTUETO.

®ur.1. BbHLEH BUA HA NOKPUTUETO dur. 2. BbHLEH BMA HA NOKPUTUETO

crep novncTeaHe B Tneew, paspsg naBo - pexum Ne 6, ctomaHeHa 1

naBo — Lyn =75 mm MarHe3uneBa NnoaJ10XKN

OACHO — Ly = 90 mm OSICHO - pexkum Ne 7, cTomaHeHa noanoxka

MowHocTTa Ha nnasmarta npu pexum Ne 1 e ronsma M BoAW OO yBpexaaHe Ha
NOBbPXHOCTTa Ha noanoxkata (cpur. 1) n 3a gBeTe pasCTOSAHMS MULLEHA-NOAMNOXKA.
lMpencrtaBnaABa WHTEpPEC M Bb3HWKBA 3ajayaTa ga ce NpoBepyM Bb3MOXHOCTTaA 3a
noyncTBaHe B Treew pa3ps npu rno-BMCOK BakKyym (10'2 wnu popu 107 mbar) npu no-
HMCKa MOLLHOCT Ha pa3psida Ha nodnctBaHe. ToBa TpsibBa ga 6bae cbyeTaHO CbC hal3oB
aHanuM3 Ha MarHesmeBaTta ChnfiaB U CBbP3aHM C HEero JaHHM OTHOCHO TemnepaTyparta Ha
TOMEeHe Ha pasnnyHuTe dasu.

Mpn pexumn oo 7-mu ot Tabn.1 nonyyeHUTe NOKPUTUSA Ce HarnyKBaT U YaCcTU4YHO Cce
OTAENAT OT noagnoXxkara, WM UBETbT MM He OTroBapsi Ha TO3M 3a CTEXMOMETPUYHUS
cbeTtas Ha TiN (dur.2).

[o6pn Ha BbHLWEH BMA NOKpUTUA ca nonydeHn npu pexunmm NeNe 8 n 9 (cwur. 3 a/,

6/). Obpasunte OT 8-MU pexunm ca C LUBAT Ha NOLCTEXMOMETPUYEH CbCTaB, a Te3n oT 9-Tu
no Bua ce gobnmxaeaT A0 HAaACTEXMOMETPUYEH CbCTaB Ha HUTpuaa. W B gBaTa cnyyas
NOKpUTUATA Ca CPaBHUTENHO MABbTHU U C BUAMMO J0Opa aaxes3ns KbM noasioxkarta. Tosa
MOXe ga 6bae 0BSICHEHO C HaNMYMETO Ha NpeaBapuUTENHUA TUTAHOB CIOW, KOMTO OCBEH
4ye No3BOSIsIBa peflakcupaHeTo Ha HanpexeHnaTa B ocHOBHOTO TiN nokputue, “saneyarsa’
nogmnoxkaTta u He No3BoNsABa NOBpeXAaHeTo U OT nrasMeHust NOTOK Npy NocrensalwoTo
oTnaraHe Ha HUTPUAHOTO NOKpUTHE.
[Mpn enekTpoabroBOTO OTMaraHe Ha NOKPUTUATA, C U3KNKYEHUe Ha pexmnm Ne 1 cbrnacHo
Tabn. 2. - dwr. 3 B/ - Npy BCUMYKK OCTaHanu, He3aBMCMMO OT BapMpaHeTO Ha napameTpuTe
Ha npoLeca B LUMPOKK rpaHnLM, NOYNCTBAHETO UNKW NUMNCa Ha TakoBa B MeTarHa nnasma u
HanMyMeTo Ha MeXOWHEH TUTaAHOB CrOW, MOKPUTMETO Cce paspylaBa W oTAens oT
nognoxkaTa.

MoBbpxHOCTTAa Ha nocrnegHaTa e noBpedeHa nogobHO Ha kKapTMHata npwu
MarHeTpOHHOTO pasnpallBaHe, HE3aBMCUMO OT HaNMYMEeTo Ha NpeaBapUTENHO HaAHECEH
MexauHeH Ti noacnomn.
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B/

®ur. 3. BbHweH BuA Ha nokputueto ot TiN npu:
MS - a. pexum Ne 8 n 6. pexxum Ne 9 Tabn. .
ARC - B. npu pexum Ne 1 Tabn. 2.

(6e3 noymcTBaHe M HACBK NOTEHUMAI Ha NOANOXKNTE)

[Mpn TOBa TYK epeKTbT € No-CUNeH nopagn Mno-BucokaTa CTENeH Ha MOoHM3auus n
NNBTHOCT Ha MapoBUSA MOTOK, XapakTepeH 3a To3n metoad. lMpu ycnewHus pexum Ne 1
NnoynMcTBaHe Ha NOAMOXKUTE B rasomeTanHa nnasMa He € MpoBeXOaHO, a TeXHUAT
noTeHumMan npu otnaraHe Ha NoKpPUTMeTo e Gun Hanm-HUCHK. ToBa € CnomorHano 3a no-
cnabata 6ombapamnpoBka M nperpsiBaHe Ha NOBBLPXHOCTTA Ha nognoxkarta. Jluncata Ha
noyncrteaHe obayve Boau o0 no-cnaba agxesns Ha NOKPUTUETO M HEFOBOTO paspyLuaBaHe
npy NO-NPOABbPKUTENHO CbXPaHABaHE.

MukpocTpyKTypeH aHanus

AHanNM3bT € NpoBeeH CaMo 3a MarHETPOHHO OTIIOXKEHUTE MOKPUTUS N OOYTOYHSBA
HAKOWM 0COBEHOCTM B CTPYKTypaTa Ha MOBbPXHOCTHUS CIIOMN.
dour.4. noTBbpXXAaBa CbCTOSTHNETO HA CcUCTEMATa NOKpUTMe-noanoxka npu pexum Ne 1 B
cnyyass Ha noyucTBaHe C Treew, paspsg HenocpeAcTBEHO Mpeau HaHacsHe Ha
nokputneto. O4eBNOHO HA MeCTa Nopaan HUCKaTa TemnepaTypa Ha TOMeHe Ha chnnasTa -
437° C - noBbpxHOCTTa € 6una rnokanHo pastoneHa u/unu msnapeHa (pasnpalueHa) npu
NoYMCTBaAHETO B pe3ynTaT Ha KOeTo ca ce obpasyBanu kpaTepuTe. Bb3MOXHO € CbLlo
Taka Te3n npouecu ga npoabrkasaT M NpuU nocnefsawoTo OTnaraHe Ha OCHOBHOTO
NnoKpuUTMEe, KOeTo BOAW [OMbAHUTENHO [0 HEeroBoTo paspywasaHe. [locnegHoTo
npeanonoXxeHne ce NOAKpensa OT KapTuHata 3a pexum Ne 3 — T7.e 1 TyK, 6e3 novncTeaHe,
nrasMeHnAT MNOTOK BOAWM OO0 KOMEHTUpaHWTE MNOo-rope HexenatenHu gedektu nopagu
NOBBLPXHOCTHO NperpaBaHe Ha nogroxkara — dour. Ne 5.
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x500 x500
odur. 5. CbcTogHME Ha

®ur. 4. CbCTOAHME HA NOBBbPXHOCTTA
NnoBbPXHOCTTa Npu pexum Ne 3

crnen novYncrtBaHe C Treel pa3pdn

x500
®dur.6. CbCTosiHME Ha NOBBLPXHOCTTA
npu pexxum Ne 8

Mpu TOBa HapacTBa onacHOCTTa OT NPeMUHABaHe Ha MarHeTPOHHWUA paspsa B Abros
npu MoO-MarkoTo pas3CTOsHME MULLEHA-MOASIOXKA, KOeTO [OMbIHUTEHO paspyllasa
nosbpxHocTtTa. OCBeH TOBa, HaTpynBaHETO Ha rofieMyM OCTaTbYHW HanpexeHus npu
oxnaxgaHe crnep Kpas Ha npoueca 6rnaronpuaTcTea paspyLluaBaHETO Ha MOKPUTUETO.

Mpn ycnewHua pexum Ne 8, nposeaeH npu Lyn = 90 mm, KbaeTto € HaHeceH
MEeXONHEH TWUTAHOB MNOACHAON npean oTnaraHeTo Ha nokputmeto o1 TiN wu
npeaBapuUTENHOTO MNporpsiBaHe BbB BakyyMm € C  Mo-rondma NpoAbiHKUTENHOCT
MUKPOCTPYKTYPHUAT aHann3 noTBbp)KaaBa 3anas3BaHeTo Ha NOBBbPXHOCTTa — dur. 6.

N3mepeHnTe aebenvHn Ha nokputuaTa Tam, KbOeTo € BUNno Bb3MOXHO ca OKOMo 2
MM 3a Lyn = 75 mm. 3a nokputuaTta ot pexummn NeNe 8 n 9, npoBeaeHn camo Ha egHo
HUBO (Lmn = 90 mm), aebennHaTta e no-marnka.

n3sogu

1. Pesyntatute nokassar, Yye No NPUHUMM € Bb3MOXHO HaHaCAHETO Ha NOKpUTMe
ot TiN Bbpxy MgAIl cnnaB 4Ype3 mMarHeTPOHHO pasnpallBaHe Ha TexHU4yecka TUTaHOBa
cnnas (BT3-1) n BbB BakyymMHa neLy,.

2. B wv3cnegBaHuTe rpaHuuM NOYUCTBAHETO C  Treew, pas3psg nospexaa
NOBBbPXHOCTTA Ha nogsoxkaTa.

3. KadyecTBeHO nokpuTue ce norydaBa crieq oTnaraHe Ha MeXOAWHEH TUTaHOB
noacnon, npu pascTtodHne MuweHa-nognoxka LMIMT = 90 mm, npenBapuTenHo
nporpsiBaHe Ha NoAnoXxkara cbobpaseHo ¢ TemnepaTtyparta Ha ToneHe Ha cnnaesTta 4370C
n 3a Bpeme 90 MUH.
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4. ARC wmeToOobT B M3CnegBaHUTE rpaHMuM Ha NapameTpuTe Ha pexuma Ha
oTraraHe He rno3BosisiBa HAHACAHETO Ha KavecTBeHo nokputne ot TiN Bbpxy MgAI cnnas.
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