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BIININBBUCOKOBOJIBTHOIIMITYJIbCHOIJITHACTPYKTYPY,HAIIPY ) KEHUM
CTAH I TBEPIICTh BAKYYMHO-IIIASMOBHUX TiN-IIOKPUTTIB

MeTo10M BaKyyMHO- YTOBOTO OCaKJICHHS C UCTIOIb30BAHUEM BHICOKOYACTOTHON UMITYJIbCHON
noHHOM uMmIaHTaiuu (meton PBIID) mosyueHsl NOKpPBITHS HUTpPHA TUTaHA C TBEPAOCTBIO,
npesbimatomiei 40 I'Tla 1 BbICOKOH CTOMKOCTBIO K M3HOCY NPU pe3aHuu. BhIsSBIEHBI 3aKOHOMEPHOCTH
U3MEHEeHHUs1 (pa30BOr0 COCTaBa CTPYKTYPHO- HANpPSHKEHHOTO COCTOSHUS, TBEPJOCTH OT BEITUYMHBI
U JUTUTEIBHOCTH BBICOKOBOJBTHOTO BBICOKOAHEPTETHYHOTO, BBICOKOYACTOTHOTO OTPHIIATEIEHOTO
MOTEHIIMAJa, KOTOPBIH MOAaeTCs Ha MOIOKKY BO BPEMsI OCAKICHUSI.

[Togava BEICOKOBOJIBTHBIX UMITYJILCOB MTPUBOIUT K (POPMHUPOBAHUIO CTAOMIIBHOTO CTPYKTYPHOTO
COCTOSIHUSI MOHOHUTpHUIA TUTaHa ¢ KyOmueckod (cTpykrypHbiii tun NaCl) kpucraminueckon
pemeTkoil. CpaBHEHHME CTPYKTYpbl M HANpPSDKEHHOTO COCTOSHHS TOKPBITHH HUTpUIA THUTaHa,
MOJYYEHHBIX 110 O0OBIYHOI cxeMe 0e3 mogaun J0OaBOUHBIX BHICOKOBOJIBTHBIX UMITYJIECOB Ha MTOTIOKKY
B TIPOILIECCE OCAXKACHUS M C HAJOKEHHEM TaKUX HMIIYJIbCOB IMOKa3bIBACT, YTO OCOOCHHOCTSIMHU
BO3/ICHCTBHSI UMITYJILCOB SIBJISIETCS 3HAYMTEIHHOE YMEHBIIEHNE pa3MePOB KPUCTAJUIUTOB, TIOBBIIIICHHUE
CTPYKTYPHO OTHOPOJHOCTH U YIIOPSAJOYSHUE MaTepraja B pe3yJibTaTe peaakcalliOHHBIX TPOIECCOB
B 00JIaCTH JCHCTBUS TEPMUUYECKOTO MUKA.

MeTonoM BaKyyMHO-IIyTOBOTO OCA/KCHHS 3 BHKOPHCTAHHSM BHCOKOYACTOTHOI IMITYJIbCHOT
ionHo{ iMrutanTaii (cnocid PBIID) oTpuMaHi MOKPUTTS HITPHULY TUTAHY 3 TBEPAICTIO, sIKa IEPEBUIITYE
40 I'Tla i BHCOKOIO CTIHKICTIO A0 3HOCY IpH pi3aHHI. BUsBIEHO 3aKOHOMIpHOCTI 3MiHH (Pa30BOTO
CKJIaJly, CTPYKTYpHO-HAINpPY>KEHOTO CTaHy, TBEPAOCTI BiJl BETUUYUHU 1 TPUBAIOCTI BUCOKOBOJIBTHOTO
BHUCOKOCHEPIreTUYHOTO BHCOKOYACTOTHOTO HETaTWBHOTO MOTEHLIaNy, IO MOJAEThCA Ha MiIKIAAKY
i 9ac 0CaKeHHSI.

[Togaya BUCOKOBOJIBTHUX IMITYJIBCIB MPHU3BOAMUTE 10 (POPMYBaHHS CTaOIIBHOTO CTPYKTYPHOTO
CTaHy MOHOHITpiZa TUTaHy 3 KyOiuHoro (cTpykTypHuil Tun NaCl) KpUCTamiqHOIO PEeIIiTKOIO.
[TopiBHSHHS CTPYKTYpH 1 HAIIPY>XEHOTO CTaHy MOKPHUTTIB HITPHULy TUTAHY, OTPUMAHUX 32 3BHUYAIHOIO
CXeMoI0 0e3 1moayi J01aTKOBIUX BUCOKOBOJIFTHUX IMITYJIbCIB Ha MIKJIAAKY B IPOLIEC] OCAKeHHS 1 3
HaKJIaJIeHHAM TaKUX IMITYJIbCIB, TOKA3Ye€, 10 0COOIMBOCTSIMU BIUTMBY IMITYJIbCIB € 3HAUHE 3MEHIIICHHS
PO3MIpiB KPUCTAJITIB, MiABHIIEHHS CTPYKTYpHOIi OJHOPIAHOCTI Ta BIOPSAIKYBAaHHS Marepiayily B
pe3yJIbTaTi peakcalifHuX MpoleciB B 001acTi i TEPMIUHOTO TIKY.

Beryn

[TinBumiennii iHTEpec, IO TMPOSBISETHCS JOCIITHUKAMU 32 OCTAaHHE JECATWIITTS 10
nokpuTTiB HiTpuay tutany (TiN), MoB's3aHuil 3 BIATUM MOEJIHAHHIM Y HUX BHCOKOI TBEpAOCTI 3
3HOCOCTIHKICTIO 1 XIMIYHOIO CTaOUIBHICTIO, 110 3pO0MIIO TaKi MOKPUTTS AyKe MEPCIEKTUBHUMH ISt
PI3HOMaHITHOTO MPOMMCIOBOTO BUKOpHcTaHHA. CIif 3a3HaYMTH, 110 B JAHUK Yac y TMPOMHUCIOBUX
IJIIX BUKOPUCTOBYETHCS, B OCHOBHOMY, TUIbKH TiN ¢a3a 3 KyOiuHOIO KPHUCTAJIIYHOIO CTPYKTYPOIO
BI-NaCl, sixa 3anumaeTbes CTIMKOIO B ITUPOKOMY Jialla30Hi CIiBBIAHOIIEHHS KOMIIOHEHT

(0,6 <N/ Ti <1,2). Ha wuiif o0cHOBI B’e CTBOPEHI MOKPHUTTS JUIsl METAJIOPi3aJIbHUX IHCTPYMEHTIB
3 TABHIIEHUMH pPOOOYMMH XapakTepucTukamu. Ha skamb, (i3uKo-MexaHi4HI XapaKTepUCTUKU
OTPUMAHUX IPH LIbOMY HOKPHUTTIB JOCHTH ICTOTHO PI3HATHCS (IHOAI HAa TOPSIKH BEIUYHH)
3aJIe)KHO BiJI TEXHIKM OCAPKEHHS Ta KOHKPETHHX IMapaMeTpiB mpouecy 3pocTtanHs. Lle 3mymrye
yAOCKOHATIOBaTH Metoau oxaepkaHHs TiN mokputtiB. HoBoO po3poOKor0 y IIbOMY HampsIMKYy €
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HTN N SODEKTUNBHOCTL NPOVN3BOACTBA

METO/T I0HHO-TIJIA3MOBOT IMIUTaHTaIlii Ta ocapkeHHs (plasma-based ion implantation with deposition
{PBIID}). ¥ ubomy MeTOAi 10 MOBEPXHI HAHECEHHs, 3aHYPEHOT B IJIa3My, IPUKJIATAE€THCSI BUCOKUI
IMITyJIbCHUH HEraTMBHMI moOTeHUian. Y Iula3Ml MPHUCYTHI 10HM a30Ty Ta OJHO-1 JIBOKPaTHO
3apsiKeHl 10HM TUTaHy 3 NPUOJIM3HO OJHAKOBHMMM KOHIIEHTPALiIMHU. [OHM HpPUCKOPIOIOTHCS B
nebaeBcbkoMy Imapi 1 OoMOapayroTh MOKPUTTS, 110 ocamxkyerbes. 11100 yHUKHYTH mneperpiBy
MiKIaJKK Ta IHTEHCUBHOTO PO3MIIIEHHs MpH Bucokux (Oubine 1 keB) eneprisx Gombapayrounx
10HIB BUKOPUCTOBY€ETHCS IMITYJIbCHUN PEKUM T0Jaul MOTEHIIaITy.

Mertoro mpanoi podotu Oyno mis meroxy PBIID onepskanust TiN-TIOKpUTTIB TOCHITUTH BIUIHB
BHCOKOBOJIBTHOI IMITYJIbCHOI /11 Ha CTPYKTYpY, Hallpy>KEHUH CTaH 1 TBEPICTh OKPUTTIB.

OcHoBHa YacTHHA
3pa3ku Oynu OTpUMaHi Ipy BUKOPUCTAHHI MOJIEPHI30BaHOI BAKYYMHO-yTOBOi YCTAaHOBKH
«bynat-6», sixa Oyna 10JaTKOBO 3a0e3meueHa reHepaTopoM BUCOKOBOIBTHHUX IMITYIBCIB (puc. 1).

_3:-__]=_ Eca N .5
. —

Puc. 1. Cxema MoziepHI30BaHOi BaKyyMHO-yT'OBO1 YCTaHOBKHU.
1 - xopryc BakyyMHOT KamepH; 2, 3, 4 - BAKyyMHO-yTOBl BUIAPHUKH, 5, 6, 7 - IDKepea AKUBJICHHS
BUIAPHHUKIB, 8 - KEPEIo MOTeHIIial 3MilleHHs; 9 - moBopoTHMIA pucTpiit; 10 - 06pobaroBaHi
BHUpoOu; 11 - reHepaTop BUCOKOBOJIBTHHUX IMITYJIbCIB.

[TonipoBani minkaanaku 3 Hepkasitouoi crani 12X18HI9T 3 posmipamu 20x20x3 MM 1 MigHOT
¢donbru ToBmuHOK0 0,2 MM MonepeaAHbO MPOMUBAIN JYKHUM PO3YMHOM B YJIBTPA3BYKOBOI BaHHI 1
notim y Hedpaci C2-80/120. Ha migkimankyd momaBaBcsi HETaTUBHUN ITOTCHINAN 3MIIICHHS
BennunHO Uy, = -40 ta - 200 B. V psaai BunaaxiB Ha MiAKIAIKY B IPOIEC] OCAHKEHHS MOPAT 3
MOCTIMHUM TIOTEHINIAJIOM 3MIIIEHHS ToJaBaIM IMIyJdbcu HeratuBHOTO mnoTeHmiany (Upy)
ammutitygoro -850 B, -1200 B, -2000 B tpuBamictio =4 Mkc a6010 MKC 1 4aCTOTOIO MPOXOIKEHHS
7 x['u. Ctpy™m nyroBoro po3psay B BunapHuky (I;) cranoBus 100 ... 110 A, tuck azoty Py = 0,53
0,66 Ila.

®a3oBuil cKIIaa 1 CTPYKTYpHHUH CTaH JOCIIIKYBaBCSI METOJOM PEHTTEHIBChKOI Audpaxiiii Ha
mudpakromerpi JJPOH-3M y BunpomintoBanHi Cu-K, (mosxwuna xBumi A = 0,154178 um) 3
BUKOPUCTAHHSAM y BTOPHHHOMY ITy4Ky TpadiTOBOrO MOHOXpomaropa. 3iomMKa Ju(pakliifHOTO
crekTpa Juist (ha3oBOro aHalizy mpoBoaMiacs 3a cxeMoro 0-20 ckaHyBaHHS 3 (DOKYCYyBaHHAM IO
bperry-bpentano B iHTepBam KyTiB 25 ... 90 rpaxa. 3iiomka 3ailicHIOBasiacid B MO KPamKOBOMY
pexxumi 3 kpokoMm ckanyBaHHs A (20) = 0,02 ... 0,2 rpax 1 TpUBANICTIO HAKOMHYEHHS IMIYJLCIB B
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HTMN N SOMEKTUBHOCTL NMPOVN3BOACTBA

kokHId Toumi 10 ... 40 ¢ (B 3ajeXHOCTI BiJg IIMPUHH Ta IHTEHCUBHOCTI JH(paKIiiHIX
MakcumyMmiB). 1y po3mudpoBku audpakTorpaM BHKOPHUCTOBYBasacs 0aza AUQPPAKIIHHUX JaHUX
JCPDS. Po3mip KpuCTamiTiB BH3HAUaBCS MO PO3MIMPEHHIO MEPIINH MudpakuidHuil miHid (s
HaWMEHIIIOTO BIUTMBY MiKpoaedopmaliii) 3HATUX TpHu HaMeHIIoMY Kpoili ckanyBaHHs 0,02 rpan. i3
cruiBBinHomeHnHs Censikoa-Illeppepa.

BusHaueHHs 3aMMIIKOBUX MaKpOHAIpy>keHb B TOKpUTTAX TiN 3 KyOiuHOI (CTPYyKTYypHUH TUI
NaCl) kpucCTaligyHOIO PEHITKOI 3IMCHIOBAJIOCS METOJOM PEHTI€HIBCBKOI TEH30MeTpii («a —
sin®y»-Mertox) i #oro Moxudikamicro B pasi CHIBHOI TEKCTYpH aKCiaJlbHOrO THILY. B OCTaHHBOMY
BUIAJKy BUMIPIOBAHHS MDKIUIONIHHHUX BiJICTAHEHW MPOBOIMIIOCS BiJl PI3HUX TUIOIIMH NP TIEBHUX,
KpucTanorpadidyHUX 3aJaHUX KyTaxX Haxwuiy W 3paska [1-3]. B sikocTi 6a3ucHux aisi BU3HAUYEHHS
npy>XHO1 MakpozaedopMarliii KpiM IJIOUIMH TEKCTYPH BUKOPUCTOBYBAJIUCS BIAOWTTA BiA IJIOMIMH
(420), (422) 1 (511) mig BiANOBIAHMMU A0 TJIOMIMH TEKCTYPH KyTaMH .

Mikpodpakrorpadii HOKPUTTIB, MiANaHUX pPYHHYBAaHHIO BUTMHOM TIpH  KIMHaTHIN
TeMIiepaTypi, JOCIIKYBAIKMCS Ha pacTpoBOMYy elneKkTpoHHOMY Mikpockoni (PEM) JEOL JSM-840.
Jnist iX OTpUMAaHHS MOKPHUTTS 0CAPKYBaJIM Ha MiAHINA MiAKIAANI TOBIUHOIO 0,2 MM.
MiKpOiHIEHTyBaHHS MPOBOIWIM Ha yCTaHOBII «MikpoH-TamMmay» [4] mpu KiMHaATHIH TeMIiepaTypi
(naBanTakeHHss B Mexxax 70 0,5 H) anmasnoro mipaminoro bepkoBuua 3 HaBaHTaKEHHSM, SKE
BUKOHYBAJIOCh aBTOMAaTHYHO, 1 pO3BaHTaKeHHSAM mpoTsrom 30 ¢, a TakoX 3amucoM Jiarpam
HAaBaHTAXXCHHS, BUTPUMKHM 1 pa3BaHTAXEHHS B KOOpAMHATAX HABAHTAXEHHS - TJIMOMHA
BripoBaukeHHs (P-h).

Jocmimpkenass Mop@oorii CKOMIB IMOKPUTTIB TOKa3ajo, [0 IMOKPUTTS, OTPUMaHi MpH
BUKOPHUCTAHHI BUCOKOYACTOTHUX BUCOKOCHEPTETHYHUX IMITYJIbCIB 1 OCTIHHOMY moTeHIiam - 230
B maroTh KOMipKOnoJiOHy MOBEpXHIO, a MAaKpOYACTUHKHU KpanenbHoi ¢asu o-Ti (auB. puc. 2) y
BEpXHI YaCTHHI TOKPHUTTS KOHIYHI, IO BUKIMKAHO iX PO3MWJICHHSIM 3aBISKH 1HTEHCHBHOTO
ioHHOTO O0MOapyBanHs (puc. 2) [5].

30UTBIICHHST KUIBKOCTI MAaKpOYaCTHHOK MPU 3HIWKEHHI TOTEHINaNy MiAKIAJAKA MOXKHA
MOSICHUTH HACTyMHUM. MaKpOUYacTHHKM B IJIa3MOBOMY 00 €My 3aps/KeHI HETraTUBHO 1 TMpu
HAOMKEHH1 10 MiKJIAIKH, 10 Ma€ HETATUBHUM TOTEHIIAJ, BIIITOBXYIOThCS Bia Hel. [Ipu Oiabim
Brucokux moteHIianax (-200 ... -400 B) Ha miaknaaKy NOTPaIuISIOTh TUTBKH BETUKI MaKPOYaCTUHKH,
a npu manux (-5 ... -40 B) - mpakTuuHO BcCl, Kl 3HAXOJAThCS B IIa3MoBoMy moTtoui. Hacminkom
IbOIO € BIJACYTHICTh KOMIPKOIOJIOHOI CTPYKTypH Ha IOBEpXHI MOKPHUTTIB 1 OKpyria Gopma
MaKpOYaCTHHOK IIPH MaJIMX MOTEHITanax MiKIaaku (puc. 3.).

SEI 15kV x5k lpm SEI 15kV x5k lum

Puc. 2. Mopdoomnoris 3namy TiN Puc. 3. Mopdomoris 3namy TiN
nokputts. Uy, =-200 B, nokputts. Uy, = (-5...-8) B,
Uy =-1kB, =7kl U =-1kB, f=7xkl'1
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HTN N SODEKTUNBHOCTL NPOVN3BOACTBA

CniBcraBieHHs1 (Pa30BO-CTPYKTYpHO CTaHy 3a JaHUMH PEHTTeHIU(PaKUIHHUX JOCITIIKEHb
MOKa3aJy, o 06e3 BUCOKOBOJBTHUX IMITYJIbCIB BUSBIIIOTHCS PeIIEKCH, 110 HAJIEKaTh ABOM (pazam.
Haii6inbin iHTeHCUBHI BiIHOCATHCS A0 0cHOBHOI TiN a3i 3 KyOI4HOIO KPUCTANIYHOIO CTPYKTYPOIO
BI-NaCl (JCPDS 38-1420) i 3rauno menm iHTeHcuBHi 10 ¢aszu o-Ti (JCPDS 01-1197) 3 BigHOCHHM
00'emHuM BMicToM MeHIe 5% (puc. 4). [Ipu nupoMy po3Mip KpUCTaNiTIB CTaHOBUTH 24-25 HM 1 15
oM g TiN 1 a-Ti ¢a3, BignmosigHo. [Tpu mogayi BUCOKOBONBTHUX IMITYNbCIB peduiekcu ¢a3u o-Ti
MPAKTUYHO HE BUSBJSIOTHCS, a TiN-KPHUCTANIITH XapaKTEPHU3YIOThCS ICTOTHO MEHIIHUM pPO3MIpOM,
SKUH cKmanae 0imst 12 Hm.
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Puc. 4. linanku audpakiiiiHux crieKkTpiB Bil HOKPUTTIB HITPUILY THTAHY
npu Uy, = - 230 B 6€3 BUCOKOBOIBTHUX IMITYJIBCIB (KpHBa 1),
3 BUCOKOBOJIbTHUMH IMITyJIbCaMH (KpuBa 2)

Sk mpu monxavi BHCOKOBOJBTHUX IMITYJIBCIB, TaK 1 NMPH IX BIJICYTHOCTI CHOCTEPIraeThCs
dbopMyBaHHS TEPEBAXKHOI OpIEHTAIi KPHUCTAIITIB 3 BicClO akcianmpHOi Tekctypu [111]
NEPIIEeHANKYIISIPHiH IIOMKHI TOBEPXHI pocTy (puc. 4)

3 BUTIIALY PEHTTeHIU(DPaKIIHHUX CTIIEKTPIB, HABEICHUX HA PHC. 5 BUIHO, IO 31 301IBIICHHSIM
Ui 3MIHIOETBbCS BiCh NEpeBaXKHOI opieHTanii kpucramirtis: Bix [111] 6e3 Uy 1 npu HEeBHCOKOMY
3HaueHHl Uy 10 oci Texkcrypu [110] mpu Benmukux Uy (puc. 5, crektp 4). CTpyKTypHUH CTaH 13
30itbmeHHsM Uy 3MIHIOBaBCSI HEMOHOTOHHO. XapakTepHa ais BigHocHO Benukoi Uy, = -200 B
Tekctypa aedopmarii [111] (B pesynbTaTi MiHiMizaii nedopmariiinoro gaxropa) npu noxadi Uy =
-850 B mocwmoBanacs (puc. 5- aqudpaxuiitai cnektpu 1 i 2). IIpu npomy Bucoka nedopmartist B
MOKPHUTTI, CTUMYJIIOBaja YaCTKOBUN HOro BIAPHWB Yy IEHTpaiIbHIA YacTHHI. BumipsHa meTtoaom
0araTopazoBUX MOXWIHX 3HOMOK («a-sin2\|1»- METOJI) BeNWYMHa Makpoaedopmarii-2,5% (6e3
iMmyneciB -1,96%) - puc.6, €, HalOLIbII BIPOTiIHO, KPUTUYHOIO JJISi BUTPUMYBAHHSA CHCTEMOIO
«IUTIBKA-TIIKIIAKA» HaBITh MPH BpaxyBaHHI, MO [ii IMIUIAHTAIll «3MNaDKYIOTECS» 32 PaxyHOK
Benukoro Uy, =-200 B.

[Tpu momanwsmomy 36imbiienHi Uy 1o -1200 B BigOyBaeThest 3MiHa B TIEpEeBaXKHIN OpieHTAaIlii
3poctanHs Bix (111) mapanensHoi moBepxHi pocty 10 (220) (Tobto HampsMky [110] mapanensHO
Ma/Ial0YOMy  TUTIBKOYTBOPIOIOUOMY TyuKy). Ll Tekcrypa BH3Hayae MiHIMYM pajianiiHoi
MOIIKO/PKYBAHOCTI KPUCTATIYHOI CTPYKTYpH 3POCTaHHS IMPU BUCOKOEHEPTETHYHHUX IMIUIaHTAILi.
[Ipu Ginpmomy Uy =- 2000 B BigOyBaeThcsi mocuneHHs Teketypu (220), mo cynmpoBOIKY€EThCS
3pOCTaHHSAM IMIUTAHTAIlITHO- CTHMYJbOBaHOI Makpoaedopmarliii crucHeHHs (puc. 6). OcrtaHHE
BIJINIOBIa€ PE3ybTYIOUiN A1l CTUCKAIOUUX MAaKPOHAIPYKEHb.

N¢08 (102) 2012 SHEPIOCBEPE>XKEHUE ¢ SHEPIETUIKA « SHEPIOAYAUT

S3



HTN N SODEKTUNBHOCTL NPOVN3BOACTBA

13000 T T T T T T T T T T T
z | = =
— I
-— = — il
R P i
- .— — [ -
10000 |_. = - a = o
3 TMigknanka = SN
= =

—

5000

I, ymoB. 071

4
-7 ' T ' T ' T ' T ' T
30 40 50 B0 70 i
20, rpan
—— - 6e3 BU imnynbciB, -850 B, —™— - 1200 B, -2000 B

Puc. 5. linanku pentrenaudpakiiiiHux crekTpiB Bil HOKPUTTIB HITPUIY THTAHY, OTPUMaHUX IPU
Upnn =-200 B y Bunaakax BiJICYyTHOCTI IMIYJIbCHOI'O BUCOKOBOJILTHOTO BILIUBY (1), mpu Uy = -850
B (2), npu Uy =-1200 B (3), mpu Uy = -2000 B (4)
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Puc. 6. 3anexxnicTh Makpoiedopmaliii KpUCTaTIUHOT PELIITKH OKPUTTIB
HITpUAY TUTaHy, oTpuMaHux npu Uy, = -200 B B 3anexHoCTi BiJ BenuuuHU Uy;.

Pe3ynpTyroui gaHi 1mo/10 3MiHH BenIWYHHH JAedopMallii, Mepiogy PelriTKd B HEHANIPYKEHOMY

nepepisi, IHTEHCUBHOCTI MMIKIB OCHOBHUX PEHTTeHAM(PPAaKIIMHUX pedIieKciB, a TaKOX LIMPHUHA Ha
MiBBUCOTI TaKuX pedIIeKciB i OIiHEHUH 3 HEl po3Mip KPUCTATITIB HaBeIeHI B Ta0. 1.
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HTN N SODEKTUNBHOCTL NPOVN3BOACTBA

Tabmums 1
Jani peHTreHMbpaKiiHuX JOCTIHKEHb, Ta 00pO0Ka pe3yIbTaTiB PEHTI€HIBChKOT TEH30METpIi
(1= 4 mxc, U= -200 B, TpuBamicts iMmynbcy ~ 2,7 % BiJ 3arajbHOTO 4acy)

(111) (220) lany
U L1200
2" L B, L B,

&% |ap,um |ymoB.o |rpax |D,A £, % |ap,um | ymoBox |rpax | D, A

.

- 0,4243 | 5543 4 - 0,4238 61,73
0 106 |7 ) 065 12872 |7 oo |y 51236 |15 | 10,82
_850 | -5 | 04245 19434 0, 5, | 15494 46189 | 146 | 933 | 4207

2 42 9 7

- 0,4240 | 3062.7 12491 0,4241 55,09
1200 |19 s p 0.67 | 5 15| 74418 | 1,68 | 4,12
- - 0,4236 | 14273 102,06 0,4246 | 17045
2000 | 179 |4 ; 082 | 24 |3 | 1,82 150,72 |0.83

VY pasi 3MiHU MepeBa)KHOI OpiEHTAIlll OJHIEI0 3 MPUYUH € BIUIMB PaAlalliiHOTO YMHHUKA Ha
Hanpy’>KeHUH CcTaH. 3 METOI0 BUBYEHHS IbOro e(ekTy BUMIp Makponedopmallii MpOBOAUBCS
METOZIOM TEKCTYPHHX TPyl BUXOIf4d 3 ABOX Bicei Texctypu [111] 1 [110]. Ha puc. 6 HaBeneHo
o0uBI OTpUMaHi TakuM 4uHOM 3anexkHocTi € (Uy). 3 puc. 6 BumHO, mo ans oci Tekctypu [111]
npu 360umbmenHi Uy BigOyBaeTbcsi HEMOHOTOHHA 3MiHA jAedopmariii 3 PI3KUM 30UIBIICHHIM
nedopMariii CTUCKY MpHu BITHOCHO HeBeMUKOMY Uy 1 3HAYHOMY 3MEHIICHHI MPU BEJIMKIN BETHMYMHI
Uyi. Ilpu 1miii TpuBasioCTi IMIYJIbCy, JUIS SKOI MPH YacTOTI MPOXOKEHHS 7 K1 TpUBAIICThH
IMITyJIbCYy CTAaHOBUTH OJU3BKO 7% BiJl 3araJibHOro 4acy BIUIMBY, Ipu 30inbmeHHi Uy BinOyBaeTbcs
IUIaBHE 3HWKEHHS cTyneHs TekcTypoBaHHOCTI (111) (I (111y/I200) 3MenmyeThes Big 10,82 no 0,046 -
TaomI. 2).

Sk BUIHO 3 peHTreHaupakiiHuX CIEKTPIB, MPEICTABICHUX HA pUC. 7, IS i€l TPUBAIOCTI
IMIyJIbCIB TI0J]a4ya BUCOKOBOJIBTHUX IMITYJIBCIB NMPHU3BOJIUTH A0 IMOSIBM CHJIBHOI TEKCTYypH 3 BICCIO
[110] mapanensHOT Magar0YOMy My4YKy BUCOKOCHEPTETUYHUX IUTIBKOYTBOPIOIOYHX YACTHHOK.

Tabmurs 2
Jlani peHTreHAu(paKIiftHuX TOCTIIKEeHb, Ta 00po0Ka pe3yabTaTiB PEHTI€HIBCHKOI TEH30METpil
(1= 10 mxc, U= -200 B, TpuBanicts iMmmynscy = 7 % Bijl 3arabHOTO 4acy)

an 220)
Uy, B L, B, L B, Loy
" e % |a, M | ymoB.o | rpan | D,A  |e, % |ag,EM | ymoB.o |rTpax | D,A | Ia
. 1.
T 04243 | 55434 1287 04238 6173
0 L6 | 7 ; 065 | | 107 |0 51236 |15 |9 10,82
T 04242 130494 1162 0.4243 51.97
850 |70 |y : 072 | 0% | 197 | 90338 | 178 | 337
21200 | -1.8 2’4242 ;“9’4 0.85 38’49 2,04 (5)’4244 é291’9 1.93 | 47.86 | 0,87
22000 385,02 | 0.78 ;?7’3 2.5 3’4245 ?338’2 164 | 5632 | 0,046

MakpoHanpyXeHuil cTaH 3MiHIO€ThCS ITpH T = 10 MKC TOCUTh MOHOTOHHO, 301IBIIYIOUUCH JUIS
TeKCTypoBaHoIo 3 Biccto [110] dpakuii npu nigsumenni Ui g0 2 kB . V Toii e 4ac B KpucTamiuHin
(pakuii 3 mepeBa)XHOI0 OpieHTALli€r0 KpUCTAITIB 3 Biccto [ 111] BinOyBaroThCst penakcaniiti npouecH,
1110 PU3BOJATH JJO 3MEHILIEHHS ITPY>KHO-€(OPMOBAHOTO CTaHY KPUCTAJIIUYHOI PEILiTKH.
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T T T T
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Puc. 7. dinsuaku peHTreHandpaxkiiitHoMy CeKTpiB BiJ MOKPUTTIB HITPHULY TUTAHY, OTPUMAHUX TIPH
Upn =-200 B (t = 10 MKc) y BUnajikax BiICyTHOCTI IMIIYJIbCHOTO BUCOKOBOJIBTHOTO BILIMBY (1),
npu Uy = -850 B (2), mpu Uy; =-1200 B (3), npu Uy = -2000 B (4)

Takum ymHOM, BUKOpHCcTaHHS Uy 3 PI3HOK TPHBAIICTIO 1, BIAMOBIIHO, PI3HOIO BiTHOCHOIO
YaCTKOIO BIUIMBY BUXOJSIUM 13 3arajlbHOTO 4Yacy BIUIMBY TMOKa3aja, 110 IpU HaliMeHIIoMY T = 4 MKC
peTaKcariifii MpoIecH TaIbMYIOTHCS MajOl IMHTOMOIO IIITHHICTIO KacKajiB, sSKi BIUIMBAIOTh HA
MOBEPXHIO (BiAHOCHUH yac Aii 01u3bko 2,7%). Tomy A mpoBeeHHS MEXaHIYHUX BUMIPOOYBaHb Ha
TBEPIICTH 1 3HOCOCTIMKICTh MOKPUTTIB BUKOPUCTOBYBaJIOCS T = 10 MKC.

OTpumaHa METOOM MIKPOIHACHTIpOBaHisA 3alexHICTh TBepAoCTi BiJ Uy mpu T = 10 mMkc 1 Uy
= - 200 B naBenena Ha puc.8. MoxunBo 1modayuTH, mo BIIMB Uy NpU OCAJKEHHI MOKPUTTS
MPU3BOAUTH A0 30UIbIIEHHS IOro TBEPAOCTI, MPUUYOMY MAaKCHUMyM TBEpPJOCTI MpPHIATA€E Ha
Benuuuny Uy 6mu3bko - 850 B.

Toit (akT, Mo HE3aNeKHO BiJ BUCOKOI aedopmaliii CTUCHEHHS KPHUCTAIIYHOI PENIiTKA TPH
Bemukux Uy = - 1200 B 1 - 2000 B crmocrepiraerbess 3HUKEHHSI TBEPAOCTI, 1€ CBIIYUTH PO
BHU3HAUaJIbHY pOJIb BIUIUBY Ha TBEPHICTh MOKPHUTTS CTPYKTYpHOTO CTaHy, a He aedopmarii
CTHCHEHHS, SIK Iepe10avanocs paHimie B psii poOir.

Otpumana B poOOTI HaJABHCOKa TBepAicTh MOKPUTTIB TiN 3HAXOIUTH CBOE TMOSCHEHHS B
paMkax MacmrtabHoro ¢akropa [6,7], BIAMOBIIHO 0 SKOTO HAHOMETPOBHN po3Mip Kpuctamitis (10
... 30 HM), a TaKoK BUCOKiI BHYTPIIIIHI HANIPYKEHHSI CTUCKY - 3HUKYIOTh €(DEeKTUBHICTb il JKEpes
rerepartii quciiokaiiii @panka-Pina i pyXIMBiCTh AUCTIOKAIlIH, 0COOIUBO, B KPHCTaaX 3 CHIIBHUMU
KOBaJICHTHUMH 3B'SI3KaMU, J10 SKUX HAJEKUTHh HITPUJ THUTaHy. B pe3ynbTaTi I[bOTO MiJBUILY€THCS
TBEPAICTh OTPUMAHUX Ha HOTO OCHOBI IIOKPHUTTIB.

Ockinpkd MiHIMaNbHI Hampy>KEHHS HEOOXITHI I IUCIOKALIMHUX JKeped (TakuxX sK
®panka-Pima), oOepHEHO NPOMOPIIIHHO BIACTaHI MK TOYKAMHU 3a4YCIUICHHS JHCIOKAIii, Il
HampyXeHHsT OyayTh 3pOCTaTH 31 3MEHUICHHSIM pO3MIpYy KpHUCTANITIB B HAHOKPUCTATIYHUX
MaTepianax 3aBIsKH OOMEKEHIH BifICTaHI M TaKMMH TOYKaMHU 3a4eruieHHS. ToMmy NoapiOHEHHs
KPHUCTAJIITIB 10 HAHOCTPYKTYPHOTO PIBHS 3MEHIIIY€E HIUIbHICTh TUCIOKAIlii B 00'€Mi KPUCTAIITIB 1 B
TakoMy O€3MCIOKAIHHOMY KpPHUCTaJdl MOXYThb OyTH JOCSITHYTI TEOPETHUYHI 3HAYCHHS MEXi
IJTMHHOCT1 1 TBepaocTi. [IpoBeneHi OmMiHKM MOKa3yoTh, IO JUCIOKAIIWHI METIi B pa3i JpKepen
nucnokaiii Tumy @panka-Pina He MoxyTh OyTH CTIMKUMHU, K10 iX pagiyc R <R~ G- b/ 1, 1e G
- MOYJIb 3CYyBY; b - Bektop broprepca; 1, - crapToBi Hanpyru s auciokamii. [lpu t,;, 61u3pkomy
JI0 TEOPETUYHOT MEXi MIIHOCTI pemniTku Ha 3¢yB (~ 0,01 ... 0,1 G), R, <10 ... 100b = 3 ... 30 HM.
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Taxum 4uHOM, MIPH PO3MIpi JKEpe, OIM3bKOMY A0 CepeIHBOTr0 3 OTpUMaHOro iHTepBany (15 Hm),
HEOOXITHI JUIsl X 71T HalIpyTH MOBHUHHI OyTH BHUIIE TEOPETUIHOT MIITHOCTI.

H, Ma

7 f 7 f 7 f 7 f
0 500 1000 1500 2000
u,-B

Puc.8 3anexHicTb 3MiHN TBEPAOCTI MOKPUTTIB Bl HAPYTH MOJAHOTO
BHCOKOBOJIBTHOT'O IMITYJIbCY B ITPOIEC] OCAJIKEHHS IS TpUBAIOCTI iMmysbey 10 MKc.

BucHoBku

1. V DNOKpUTTSIX, OTPUMAHHMX BAKYyMHO-IYTOBHUM peakTHBHUM (y armocdepi a3ory)
BUITAPOBYBAHHSAM THUTAHOBOI MIIICHI 13 301JBIIICHOK C€HEPri€l0 IUIIBKOYTBOPIOIOUHUX YAaCTUHOK B
pe3yNbTaTi Mmojavyi HeraTUBHOTO TOCTIHHOTO Ta IMIYJIBCHOTO 3CYyBIiB, opMyeThesi ogHO(pazna TiN
CTPYKTypa 3 KyOi4HOIO pentiTkor cTpykrypHoro tumy NaCl.

2. [lopiBHSHHS CTPYKTYpH 1 Hanpyx)eHoro ctany TiN MOKPHUTTIB, OTPUMaHHUX 3a CTAHIAPTHOIO
CXeMOK 0e3 JIOMAaTKOBMX BHCOKOYACTOTHHUX KUTOBOJITHUX IMIYJBCIB 1 3 HAKIAJICHHSIM TaKHX
IMITYJIBCIB, TIOKA3YE, MO 10 OCOOIMBOCTEH BILTUBY IMITYJIBCHOTO KaCKaJ[0y TBOPIOIOYOTO OMTPOMIHEHHS
MO)KHA BIJTHECTH 3HAUHE 3MCHIIICHHS PO3MIipiB KPUCTAJIITIB, MIABUIIEHHS CTPYKTYPHOI OTHOPITHOCTI
Ta BIIOPSIIKYBaHHS MaTepiaay B pe3ysbTaTi pejakCcaliiHuX IPoIeciB B 00J1acTi Iii TEPMIYHOTO TiKY,a
TaKOXK 3HAUHE 3HIDKEHHSI IMIUTAHTAI[ITHUX HANPyKeHb.

3. Orpumana B poOOTi BHCOKa TBEP/ICTh MOKPUTTIB TiN 3HaAXOIUTH CBOE MOSCHEHHS B PaMKax
MacmTabHOro (hakTopa, BIAMOBIIHO IO SKOTO HAHOMETPOBHH po3Mmip KpuctamitiB (4 ... 20 HM)
JI03BOJISIE MaTepiany MpyKHO AeGOopMyBaTUCS aX JO TOCSITHEHHS TCOPETUYHUX 3HAYCHb T'PaHHMIII
TEKY4OCTi 1 TBEPIOCTI.

Cnucok Jiteparypu

1. I. C. Noyan and J. B. Cohen, Residual Stress Measurement by Diffraction and Interpretation,
Springer-Verlag, New York, 1987. 350 p,

2. Genzel C., Reinmers W. A Study of X-ray Residual-Stress Gradient Analisys in Thin-Layers
with Strong Filer Texture // Phys. Stat. Solidi: A-Applied Research. — 1998. Vol.166, Ne2. — P. 75—
762,

3.Gargaud P., Labat S., Thomas O. Limits of validity of the crystallite group method in stress
determination of thin film structures // Thin Solid Films. — 1998. — Vol. 319. — P. 9-15.

4. Aznakayev E. Micron - Gamma for Estimation the Physico-mechanical Properties of Micro-

N¢08 (102) 2012 SHEPIOCBEPE>XKEHUE ¢ SHEPIETUIKA « SHEPIOAYAUT

S7



58

HTMN N SOMEKTUBHOCTL NMPOVN3BOACTBA

materials / Proceedings of the International Conference “Small Talk — 2003”, San Diego, California,
USA, 2003 — TP.001. — P. 8-10.

5. Grigoriev S. N., Metel A. S. Plasma- and beam-assisted deposition methods. // Nanostruc-
tured thin films and nanodispersion strengthened coatings. Book Series: NATO Science series, Series
II: Mathematics, Physics and Chemistry. 2004, p.p. 147-154.

6. Piot O., Gautier C., Machet J. Comparative study of CrN coatings deposited by ion plating
and vacuum arc evaporation. Influence of the nature and the energy of the layer-forming species on
the structural and the mechanical properties // Surf. & Coat. Tech. 94-95 (1997) 409-415.

7. O. B. Co6onb, C. H. [1y6, O. H. I'puropreB, A. H. Creuenko, A. A. IloarenexHUKOB
OcobenHocTr (ha30BOro COCTaBa, CTPYKTYPbl, HANPSIKEHHOTO COCTOSIHUS M MEXaHHYECKUX
XapaKTepUCTUK KOHJeHCaTOB 6opuaHoi cuctembl W-Ti-B, momy4eHHbIX TPUOJHBIM paclbuleHUueM //
CsepxtBepabie marepuainsl. — 2005. — Ne 5. — C. 3847

THE EFFECT OF HIGH-VOLTAGE PULSE ACTION ON THE STRUCTURE,
STRESS STATE AND HARDNESS OF Ti-N VACUUM-PLASMA COATINGS

0. V.SOBOL, A. A. ANDREEYV, V. A. STOLBOVOY, N. V. KIDANOVA,
T. I. KHRANOVA, V. E. PHYLCHIKOV

TiN coatings with hardness exceeding 40 GPa and high cutting wear-resistance were prepared
by the vacuum-arc deposition using high-frequency pulse implantation (PVHD) method. The regu-
larities of phase composition, structure, stress state, and hardness variations depending on the value
and duration of high-voltage, high-energy, high-frequency negative potential supplied onto substrate
under deposition were revealed.

Supplying the high-voltage pulses results in formation of stable structure titanium mono-nitride
with cubic (NaCl-type) crystalline lattice. Comparing the structure and stress state of titanium nitride
coatings prepared by usual scheme without supplying high-voltage pulses onto the substrate and the
data obtained using such pulses indicates the following peculiarities of the pulse effect: significant
decrease of crystallite sizes, increase of the structure homogeneity, and ordering the material caused
by relaxation processes in the vicinity of dynamical peak action.

[Toctynuna B pepakuuto 27.06 2012 .
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