YK 620.178.1:539.533

HCCJEJTOBAHUE OCOBEHHOCTEN HAHOKPUCTAJUVIMYECKOI'O
CTPOEHUSA CBEPXTBEP/IbBIX IIOKPBITUHU
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IIpencraBneHsl HOBBIE PE3yJBTATHl IO HCCIEAOBAHHIO CTPYKTYpPHI CBEPXTBEPIBIX MOKPBITHH MOHO(A3HOTO
HUTPUAA THTAaHA METOJAaMH MPOCBEUMBAIOIMIECH W PACTPOBOIl AJIEKTPOHHON MHKPOCKOIIUH, PEHTTEHOCTPYKTYPHOTO
aHanmu3a. [IOKpBITHA TOJMYYEeHB BaKyyMHO—AYTOBBIM CIIOCOOOM, C MPHJIOKEHHEM K TOAJIOKKE IOCTOSHHOTO H
UMITYJIbCHOTO TIOTEHI[MANa CMEIEHUS! B YCJIOBMSX OJHOHAMNPABIEHHOTO POCTa MO MEXaHU3MY «ILIa3Ma-TBEPIIOe

TCIIO».

[MonyueHbl mnpsiMble CBHUIETENBCTBA 00 OCOOEHHOCTAX HAHOKPHUCTAUIMYECKOTO CTPOCHHUS.

OcHoBy

HAHOCTPYKTYPBI COCTABIISIIOT KPUCTAUIMYECKUE 3epHA, UMEIOLIHe HUTEBUIHYIO (JOpMy M IpopacTaroiiye Ha BCIO
TOJIIMHY MOKPBITHA. PacrpeneneHre HUTEBUIHBIX 3€pEH 110 IOIEPEYHOMY JIMHEHHOMY pa3Mmepy — OMMoJaibHOE,
COoCTOsIIlIee M3 HaHO- M CYyOMUKpOKpUCTaIMYeckod ¢pakiuid. HureBunHble 3epHa CyOMHKpPOKPHCTAJUIMYECKOMH
(dpakuK coiep’kaT BBICOKYIO IIOTHOCTH JIMCIIOKAIlMd POCTOBOTO IMPOMCXOKACHHS. BBISBIEHBI BEpTHKAIBHBIC
ME)K3€PEHHbIE TPAHUIIBI JBYX THIIOB: JBOIHUKOBBIE U MAJIOYTIIOBBIC.

1. BBEJEHHUE

B paborax [1-5] BmepBBle IpeacTaBICHBI
pe3yJbTaTHI (dopMupoBaHus CBEPXTBEPABIX
BAaKyyMHO-AYTOBBIX IOKPBITHH Ha OCHOBE HHTPHAA
turada (TiN) MeToJaOM TUTa3MEHHOW  WOHHOM
MMIUTAaHTAlUM W OCAXACHMA. bbima wuccienoBaHa
3aBHCHUMOCTb M3MEHEHHUS TBEPAOCTU ITUX MOKPBITHH
OT JaBICHHUS a30Ta MpH I0Ja4e Ha TOJIOXKKY
BBICOKOBOJIBTHBIX ~ WMIIYJIBCOB  HampsbKeHus. B
3aBUCHMOCTM OT YCJOBHMIl CHHTe3a 3HA4YEHMS
TBEPAOCTU BCCX HOKprTl/Iﬁ U3MCHAJHNCH B JUaIla30HC
BenmuuuH  40...69 I'Tla. 3HauuTeNbHBIA TPUPOCT
TBEPJOCTH IO OTHOHUIEHHMID K MaKCHMalbHOU
TBEPAOCTH 00pa3I0B U3 MAaCCUBHOTO HUTPHUJA THUTAHA
(oxomo 25TTIa) yka3piBaeT Ha CYIICCTBOBAHHE
CTPYKTYPHBIX OCOOCHHOCTEH B MOKPBITHSIX IPH HX
CHHTE3€ II0 MEXaHW3MYy «IUIa3Ma—TBepaoe Teno». [lo
JAHHBIM PEHTTEHOCTPYKTYPHOTO aHanM3a o
YIIMPEHUIO OU(PPAKINOHHBIX JHMHUI TaKue MOKPBITHS
CUHTAIOTCS HAHOCTPYKTYPHBIMHE [6, 7]. OqHAKO MpsSIMbIE
JaHHBIC (6] HaHOCTPYKTYPHOM COCTOsSTHUH 3TUX
HOKPBITUH, HEOOXOIUMBIE JUIsl TOHUMaHUs (PU3UYECKOM
HOPUPOABI  CBEPXBBICOKOW TBEPJOCTH, a HMMEHHO:
CTENeHU JUCIEPCHOCTH, (GOPM M JIMHEHHBIX Pa3MEpoOB
KPUCTAJUIMYECKUX 3€peH, a Takke O JAe(eKTHOCTH
KPUCTAJUINYECKOH CTPYKTYpBI, O HACTOSILEr0 BPEMEHU
OTCYTCTBOBaNHM. B Hacrosmeil paboTe mpeacTaBIeHBI
HOBBIE pe3yNbTaThl HCCIIENOBaHUN  OCOOCHHOCTEH
CTPYKTYpbI CBEpPXTBEPIBIX TiN-moxpbITHH,
BBINOJIHEHHBIE JUIA BBUICHEHMS IIPUYMH IOBBIIICHHS
TBEPAOCTH 3TUX MOKPHITHH. J[J1s1 3TOTO OBIJIO IPOBEAEHO
KOMIIJIGKCHOE  HCCIIEIOBaHUE KPUCTAITMYECKOMN
CTPYKTYpbl IOKPBITUH METOJaMM IPOCBEUMBAIOLICH
3JIEKTPOHHOM MUKPOCKOIIUH.

2. OBPA3IbI JUISI HCCJEJOBAHMIA

O6pazus CBEPXTBEPABIX HOKPBITUI TiN
(H,=44TTla) TtommuuHONH 7 MKM OBUIM TOJyYEHHI C
HCIOJB30BAHUEM  MOJCPHH3HPOBAHHOH  BaKyyMHO-
OYTOBOM  yCTaHOBKH «bynar-6» [8]. CyTb
MOJICPHH3AIUN COCTOSUIA B OCHAIICHUH YCTaHOBKHU
TeHEepPaToOpoOM BBICOKOBOJIBTHBIX HUMITYJIbCOB
OTPULATENILHOTO HampsbkeHuss. B Takoll ycraHOBKe
BO3MOXHO ocaxaeHne TiN-MOKPBITUH KaKk METOIOM
TPaIUIIMOHHOTO BaKyyMHO-IYT'OBOTO OCaXJICHMA, TaK U
METOJOM IUIa3MEHHOM HMOHHOM HWMIUIAHTAUUU U
OCaX/IeHHs, T.€. OCAXKJICHHS B UMITYJIbCHOH TIJIa3Me.

Ucnapsembrit matepuan — turan Mapku BTI1-0.
IMocToanneil TOk ayru coctaBian 85 A. JlaBineHue
azora B KaMmepe OBUIO IOCTOSIHHBIM IIPU BEJIMYMHE
4-10” Topp (5,32-107" ITa). PaccrostHie OT HCHApHUTENs
JI0 HETIOBIDKHOHN IOIOKKH HE MpeBhImano 250 MM.
Temmeparypa momIoxkH moaaepskuBaitace mpu 330 °C.
Matepnan TOIJIOKKA —  HEp)KaBeromas  CTajb
12X18H10T. Ounctka TOBEPXHOCTH  MOJJIOKKH
NPOBOJAMIIACH ITyTeM OOMOapIUpPOBKM HOHAMH THTaHa
OpY  OPUIOKEHHOM  IOCTOSHHOM  IOTEHIMaje
cmernienus 1000 B B Teuenue 5 muH.

B mponecce ocaxnaeHus Ha MOUIOKKY IOAaBaId
OTpHULaTeNIbHBIE UMITYJIbCHI HATIPSOKCHUS
qurenbHocThio 10 Mkc ¢ wactoroit 1 k[ mpu
HOCTOSSHHOM noteHnuane cMmelenns 230 B.

3. METO/JIbI UCCJIEJOBAHUI

Jns wccnenoBaHust METOJNAMH  ITPOCBEUHBAIOILCH
AIEKTPOHHOU MHUKPOCKOIIAN (IM) OBUTH
NPUTOTOBJICHBl ~ TONEpeYHble  cpe3bl  obpasma ¢
MOMOIIBI0 (DOKYCHPOBAaHHBIX HOHHBIX Iy4dkoB (DUII)
Ha ycraHoBke Quanta 3D (FEI, Hillsboro, OR, CIIA).

BOIIPOCHI ATOMHOM HAYKHU W TEXHUKH. 2009. Ne6.
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[IpurotoBnenne Takux O0OpPas3sLOB  TPaJULHUOHHBIM
METOJIOM IOIEPEYHBIX CPE30B KpailHE 3aTPYAHUTEIHHO
U TpeOyeT AIUTEILHOIO BPEMEHH.

Oranbl NpUroTOBJIEeHHUs oOpasua ¢ nomorso OUIT
nokasaHsl Ha puc. 1, a-r. Ilocie HaHeceHHs 3aLIUTHOTO
cinost yraepoga TommuHOM 0,1 MKM ¢ NOMOIIBIO
CHUCTEMBl HAIlyCKa Ta3a B aBTOMAaTHYECKOM pPEXKUME
ObUTa BRIpE3aHa IUIACTUHA MUPHHON 12 MKM, riryOHHON
8 MKkM u TommuHONW 8 MKM (cM. puc. 1, a). 3aTtem oHa
obpe3asiach C Tpex CTOPOH. BbIT OCTaBICH TOJBKO
HEOONBIIOW MOCTHK JUI TIONAEPKKH  IUTACTHHBI.

[ocnennsis npuBapuBajach BoJb(pamMoM K HUrje
manunyiaropa Kleindiek (Kleindiek Nanotechnik
GmbH, Reutlingen, Germany), 3aTeM H3BJIEKaNIach U3
obpasma (cM. puc. 1, 6) u nmpuBapuBagack BOJbGHPAMOM
K nojykoiblly ¢ Bbictynamu (Omniprobe Inc, Dallas,
CIIA), xak mnokazano Ha puc. 1,8. Ilocme storo
IUlacTHHa Oblla YTOHEHa B TOW )K€ YCTaHOBKE JIO
tommumHbl 0,05...0,07 MKM B IEHTpaTbHOHW YacTH (CM.
puc. 1,r). Ha mocnemHem stame yTOHCHHS BEIWYHHA
TOKa Imy4ka noHoB Ga' cocTasnsna 12 pA.

\
nokpbiTHE

Puc. 1. Hzo6pasicenue ¢ POM: a — evimpasiennoil niacmunsl 8 oopasye;
6 — niacmumnsl 06pasya, NPUBAPEHHOI K MUKDOMAHUNYIAMODY;
6 — naacmunsl 0bpasya, npusapennol k depoicamento Omniprobe;
2 — obpasya ons [I9M nocne okonuamensnoeo ymonerusi ¢ nomoujvio @UI1

[MoaroroBieHHble  TakUM  CHOCOOOM  00Opasiibl
H3y4aJIuCh B IMPOCBCUYNBAIOICM QJICKTPOHHOM
mukpockonie Tecnai G230ST TEM/STEM (FEI,

Hillsboro, OR, CIIIA) npu ycKopsifoIIeM HarpsyKeHUH
300 xB. B Mukpockone ycraHoBlIeHa JIMH3a Super twin
(ST), XapaKTepU3YIOIMascs KO3 PUITHEHTOM
cpepuyeckoit abeppammu 1,2 MM, HTO TO3BOJSET
JIocTudb pasperieHus mo Toukam 0,23 aM. Kpome storo
MHKPOCKOTI o0opynoBaH HPUCTaBKOH TSt
CKaHUPOBaHUS W  BBICOKOYIJIOBBIM  KOJIBIIEBBIM

nerexktopom temHoro noist (High Angle Annular Dark
Field - HAADF). HccnenoBanne XMMHUUECKOTO COCTaBa
MPOM3BOAMIOCE C  TIOMOIIBIO  TPHUCTaBKH  JUIA
PEHTI€HOBCKOTO SHEPTOIUCIICPCHOHHOTO
mukpoanamuza EDAX (EDAX Inc., Mahwah, NJ,
CIOA) c ynprpaToHKUM OKHOM. CHEKTpH OBLIH
MOJTy4YeHBI KaK IpH paboTe B peKUMe CBETIIOTO OIS C
JHAMETPOM ITy4dKa OJIEKTPOHOB 5...8 HM, Tak H B
pexXnuMe CKaHMPOBaHUS B TEMHOM Ioje. B mocnennem
cllydae aWaMeTp Iy4dka cocTtaBisul 3...5 HM. Kpowme
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3TOTO TPOBOAWIACH PETHCTPAIlUsl CHEKTPOB BIOJH
JUHAW CKAaHUPOBAHUS.

Mukpodpakrorpadusi HOKPBITHIL, MOABEPTHYTHIX
paspymieHui0  HM3rubOM C  BBICOKOH  CKOPOCTBIO
HArpyKCHHUSI npu KOMHATHOU TeMIepaType,
HCCIIeI0BaNnach Ha  pacTpoBOM JIEKTPOHHOM
mukpockore (POM) JEOL JSM-840.

PeHtrenoctpykrypHble HCCIIEOBAHMS

OCYIIECTBIISUINCh C HCIIOJIb30BAHHEM PEHTTEHOBCKOTO
mudpakromerpa IPOH-2 B MOHOXpOMAaTH3HPOBAHHOM
n3nydyenun Fe-Ko B pexuMme MOTOYEHUHOH CBHEMKH C
marom 20 =0,1°.

4. PE3YJIbTATBI UCCJIEJOBAHUI
N UX OBCYKIEHUE

B mpombiieHHBIX M 71a00paTOPHBIX YCTaHOBKAaX
BaKyyMHO-JYTOBO€ HAaHECEHHE MOKPBITHI MPOUCXOAUT
Ha TIOAJIOXKKHM, YCTAaHOBJIEHHbIE Ha BpallaroIEeMCs
IIHHAPHYECKOM Jepxkarene. OHM ¢ OIpenereHHOU

CKOpPOCTBIO BPAIICHUS IIOCIEIOBATENFHO IEPECeKaroT
OCAKIOAEMBI  IJIa3MEHHBIH IOTOK, TE€HEPUPYEMbIN
BaKyyMHO-AyroBeIM HcmapureneM [9]. B nanHoi
pabore  ucmonb30BaNach  CTAalMOHApHasE  CXeMma
ocaxeHus. [IOUIOKKHM 3aKpeIUIINCh HEHOBIKHO
HaIpoOTUB OJHOIO0 BAKYyMHO-AYTOBOTO HCHApUTENs.
IIpyu Takolf  cxeMe  CHHTE3a  pEalu30BBIBAJIICS
OJIHOHATPABJIECHHBI POCT MOKPBITHH IO MEXaHU3My
«IJ1a3Ma—TBEPIOE TEII0Y.

4.1. ®a30BbIii COCTAB MOKPBITHIT

Ilo paHHBIM pEHTIEHOCTPYKTYPHOIO aHalu3a B
npolecce CHHTE3a IMOKPHITHIH 00pa3yeTcs MOHO(a3HbIH
Hutpun turana (TiN) — coeanHeHue BHEIOpEHHs C
6aszucHoit crpykrypoir thuma Bl (NaCl) (puc.2) npius
citydast JOCTaTOYHO CHIIBHOHM TEKCTYpPhI KPHCTAJUTUTOB C
ocbio [111], nepneHuKyIIpHON MIOCKOCTU POCTA.
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Puc.2. Yuacmox penmeenooughpaxyuonnozo cnekmpa Humpuoa mumara:
a - NONYYeHHblll MAccUu8 OUPPAKYUOHHBIX NUKO8;
6 - mabnuunvle 3Havenus 8 coomsemcemeuu ¢ Oannvimu kapmomeku JC PDS 38—1420

Omnpenensitoniee CTENEHb COBEPIICHCTBA TEKCTYPHI
pa3MbITHE MHKa Ha TIOMYBBICOTE Mpu W—CKaHUpOBaHHH
cocrasuio 11° (0,19 pan).

3apoxaeHne HOBOW (a3l  Ha  MOBEPXHOCTH
MIOJIOKKH 5 OJIHOHAIPABJICHHBIN poct
KPHCTAJUIMYECKUX 3E€pPEeH coequHeHusi BHeapeHus TiN
MIPOUCXOMAT Ha MEX(a3HOW IpaHHLE «IIIa3Ma—TBEpHOE
Teno». KapTWHBI  3JEKTPOHHOW  MHUKpOIU(paKIHH,
MOJTy4YEeHHbIE OT TPYIII 3€PeH, CBUACTENBCTBYIOT 00 MX
OpHEHTHPOBAaHHOM pocTe B HampaBieHun [111]
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(puc. 3,a). HanpaBnenue 53J€KTPOHHOrO My4ka OBLIO
TIEpIEHAMKYJISIPHO HAIPABJIEHUIO POCTA IIOKPBITHSL.

Ha peHTreHoBcknx Iu(pPaKIMOHHBIX CIIEKTpax,
CHATBHIX B pexuMe ckaHupoBanus 0-20 (cm. puc.2),
BBISIBJISIIOTCSI TOJIBKO OTPAXKEHHS JIBYX IOPSAKOB OT
mnockoctu (111). Jng BBISBICHUS OTpPaKCHHH OT
npyrux miockocteit OaszucHoit ['IK-pemetkn m3-3a
CIUIBHOW TEKCTYyphl HEOOXOAMMO OBLIO TIPOBECTH
CBEMKY npu yriax, COOTBETCTBYIOIIUX
KpUCTAIIOrpaUIECKUM, K INIOCKOCTH TEKCTYPBI.



a

B=[011]

Puc. 3. Kapmuna snexkmponnoti muxpoougpaxyuu (a) u ee cxema (6)

Tak nnst BBIABICHUS Hanbolee WHTCHCHBHOIO
OTpa)keHusd, Hampumep oT miockoctd (311), ceeMky
HEeoO0X0AMMO OBUIO MPOBOJUTH IpPH  [OBOPOTE
o6pasua Ha yron y = 29.4°, a or mrockoctu (400) -
npu yrie 54,7°.

[Tonoxxenne peduekca (222) oT IUIOCKOCTH
TEKCTYpbl COOTBETCTBOBAJO 3HAYCHHUIO NEpHoja
0.4263 kM. Ha  BenuuMHy  3TOr0  3HAYEHHUSA
CKa3bIBAIOTCS KaK CTPYKTYpHOE, TaKk u

MaKpoOHAIpsHKEHHOe cocTOsHuA. [ ompeneneHUs
mepuoa B HEHANPSDKEHHOM CEYEHHH HEOO0XOIUMO
noctpoenne “a-sin’ y’-rpaduxa. O6padoTka “a-sin’
y’-rpaduka, TOCTPOSHHOTO C HCIIOJIB30BaAHHEM
JAHHBIX OT HAKIOHHBIX IUTOCKOCTEH, MOKa3aja, 4YTo
MOKPBITHE HAXOJUTCS TOJ JIEUCTBUEM HANPSKEHUU
CXKAaTUS, NPHUBOAIMHUX K JedopMaliil pemeTKH
KpUCTaJUINTOB MOHOHUTPHIA TUTaHA, BEINYNHON € ~
-1,1%. Ilpm xapakTepHOM MOIyJ€ YIOPYTOCTH
ocaxxneHHoro matepuana ~400 I'Tla u kospdhunmente
[Tyaccona 0,24 rakas nedopmMaiusi COOTBETCTBYET
NEWCTBUIO HampsbkeHud cxatus o = -3,5 I'Tla. Ilpu
STOM IEPHOJ PEIIeTKH B HEHANPSIKEHHOM CEYCHHH
coctapisieT 0,4245 HM, YTO HECKOJBKO MPEBBINIAET
TaOJMYHbIE 3HAYCHHs, mnpuBoAuMble s TiN
CTEXHOMETPUUECKOro cocTaBa B KaproTeke ASTM
(0,4241 um).

OCHOBHBIM 3JIEMCHTOM CTPYKTYpPBI 3TOH  (pa3sl
SIBJISIETCS WJIeaTbHBIN W HUCKaXKEHHBIN
KOOPAWHAIIMOHHBIA MHOTOTPAHHUK — OKTadIp U3 MICCTH
atoMoB  THTaHa. OKTadApuUYecKue  MEeXIOY3JIH
3aHUMAOT aToMbl a3zoTa. Oxtadapel Tuma NTig,
CBsI3aHHBIE MEXIy co00i Bcemu 12 pedpamu, 0Opa3yroT
HanOoJiee IUIOTHYIO YHAkoBKy (Ha puc.3 BBIICICH
3JIEMEHTAPHBINA OKTadIP).

-

Puc. 4. Dnemenmapnas aueiika numpuoa mumana
CMEXUOMEMPUYECKO20 COCMABA:
benvie KpyotcKu — amomvl mumand,
YepHble KPYIHCKU — AMOMbL A30Md

XapakTepHass OCOOEHHOCTb 3TOTO  COCIUHEHHSA
COCTOMT Kak Obl B HE3aBHCHMOM COCYIIECTBOBAHUH
merammyecko ['LIK-noxpemierku, KoTopas CiyXHUT
MaTpuLeil A1 aroMOB a30Ta, BHEAPSIOUIMXCA B
OKTad[pUIECKUE MEKY3€IbHbIE IIyCTOTBI u
oOpa3yromux coOCTBeHHYI0 Hemeramummdeckyro [TIK-
nojpemerky. Hemeranmnuyeckass MOApeIIeTKa aTOMOB
a3oTa CIBMHYTAa OTHOCHTENILHO IIOJPEHIETKH aTOMOB
TATaHa B HaIlpaBJICHUU HpOCTpaHCTBeHHOﬁ JuaroHaliv
Ky0Oa Tak, 4to y3en [[000]] a30THOH siueiiku coBnagaer ¢
y3noMm [[%2 V2 V4]] TUTAaHOBOM STUEHKH.

B aTOl  cBA3M  yBeNMYEHHBIH  MapaMmerp
KPUCTAJUIMYECKON pemeTky (a3l HUTpUIA THTaHa,
€CIIM CJIEZOBATh CIIPAaBOYHBIM AaHHBIM [10], yka3siBaeT
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Ha TO, YTO COCTaB [IOJNy4YaeMbIX TIOKPBITHH HE
COOTBETCTBYET CTEXHOMETPHIECKOMY . B
JCHCTBUTEIILHOCTH, «pacCIyXaHHUIO» napamerpa
KPUCTAJUTMYECKOM PEIIeTKH MOXHO [aTh CJCIYyOIee
TOJIKOBaHME. J[eI0 B TOM, YTO HUTPUJ TUTAHA JAAXKE MPH
COCTaBe, OIU3KOM K CTEXHOMETPUICCKOMY,
XapakTepu3yeTcs: OOJBIION KOHIIEHTPAIMEH BAaKAaHTHBIX
y370B B nojapenierke azora [10]. B atom ciyuae umeer
MECTO JIHMINb YaCTUYHOE 3aIOJHEHHE aTOMaMH a30Ta
OKTa’APUYECKUX  MEXKIOY3nmuid ¢  oOpa3oBaHUEM
OTIpeIeIEHHOTO KOJTMYeCTBa OKTadqpoB Tuma OTig, Tae

O — CTpyKTypHas BakaHcusi. QDOpMyIBHYIO 3aIuCh
TaKOr'0 COCTaBa MOKHO MPEICTABUTH B BUIE TiNy, raey
— KOHIICHTpalus a3ota, win B Buae TiN,0,, rae O, —
KOHIICHTPALUSI CTPYKTYPHBIX BaKaHCUH B MOAPCIICTKE
azora. OO0c¢ (GOpMyJbHBIC 3alUCH TOXICCTBCHHBI:
TiNy = TiN,_,0,. Kpome neduuura aromoB azora He
WCKJIFOYEH Takxke AePUIUT aTOMOB THTaHA B €ro

nojpemerke. TakuM  00pa3oM,  HCIIOJIb30BAHHBIH
Croco0 CHHTE3a MO3BOJIIET ITOYYUTh COCTaB MO0 00SHM
KOMITOHEHTAaM, MPUOIKAIOLIHIACS K

CTEXMOMETPHUYECKOMY C 3aIllOJIHCHHEM CTPYKTYPHBIX
BaKaHTHBIX y3JI0B B 00€HX MOJPEIIETKAX.

4.2. O01ree omucanue
0COO0EHHOCTel CTPYKTYPHI

Ha puc.5 nmpuBemena  mmKpodpakTorpamma
CUCTEMBI «TiN-TIOKpBITHE—TIOITOKKAY, KoTopas
MOJBEPTHYTa paspymeHnto u3rnoom. Crpenkoii |
yKa3zaHa IIOBEPXHOCTb IMOKPBITHSA; CTPENKOW 2 —
(¢parMeHT MEXKPHCTAJULIUTHOTO XPYNKOI'0  H3JI0Ma

NOKPBITUSA;  CTPENKOW 3 — 30Ha TIOIUIOKKH M3
HepkaBetolei cranu, rae TiN-NOKpBITHE OTCIOMIIOCH C
o0Opa3oBaHMEM  BS3KOrO  M3JloMa B  Marepuaie
MOMJIOKKHM;  CTpeNKkoi 4 —  HampaBlieHHE  pOCTa
TTOKPBITHSI.

Puc. 5. Muxpogpaxmoepamma TiN-noxkpwvimus,
NO0BEP2HYMO20 XPYNKOMY PA3PYUEHUIO.
Toonooicka — neporcaserowgaa cmans 12X18HI10T

Bs3kuit  Mukpopensed moBepxHOCTH (CM. puC. S,
cTpenka 3) B 30HE OTPbIBA MOKPBITHS OT MOJIONKKH
CBHJIETEILCTBYET O BBICOKOH aJre3MOHHOW NMPOYHOCTH
MeX(pa3zHON TpaHHLBI «ITOKPBITHE—TIOIONKKa». OTpHIB

HOKPBITHA, no-BUAUMOMY, IpOUCXOaUT B
HpPII‘paHPI‘IHOﬁ obnactu MCKIAY MOKPBITUEM n
NOBCPXHOCTHIO MOMJIOKKHA 4YEepe3 €€ TeIlo. Takum

o0pazom,
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BBICOKAasA CTCIICHb aAre3mn IIPUBOAUT B

mpolecce  paspylIeHHs  CHCTEMBl  «IIOKPBITHE—
NOAJIOKKa» K KOTe3HOHHOMY THIy OTpbIBa IO
IUIACTUYECKH JIepOopMUPYyEMOMY MaTEpHAITY MOJIOKKH.

Mukpopenbed HOBEpXHOCTH H3IOMa (CM. pHC. S,
CTpelniKa 2) CBHAETEIBCTBYET O MEKKPHUCTAUINTHOM
pacIpocTpaHeHUH TPEIIMHBI IPH XPYIIKOM pa3pyILeHUH
o0pasia 1 BOJIOKHOOOpa3HOU (HUTEBHIHOH) popme ero
KpHcTaJUIM4ecKnx 3epeH. OIEeHKa CpeJHUX pPa3MepoB
KPHCTAJUTUTOB W3  JaHHBIX IO  Pa3MBITHIO
TUPPaKINOHHBIX pe(IEKCOB B HAMpPaBICHUHA OCH
TEKCTypbl Jana 3HaueHue L=95 HM mpu aocTaTodHO
Masoi  mMukpopedpopmammn < g>=0,3%. O dopme
3epeH M HX paclpeleleHHd 10 pa3MepaM JaHHBIH
MeTo HH(DOPMAIMK HE JaeT.

[osTomy Gornee neranbHas uudopmanus o Gopme u
JMHEHHBIX pa3Mepax 3epeH Oblia [ojydyeHa OT
YTOHEHHBIX 00pa3loB IMONEPEYHBIX CPE30B MOKPBHITHH.
[omepeunblii  cpe3  BBINOJHSICA B IUIOCKOCTH,
MapaJuleNlbHOW  TTOBEPXHOCTH M3JioMa (CM. pHc. 5,
CTpenka 2).

Ha puc. 6 npuBeaeHO CBETIONOIBHOE AJIEKTPOHHO-
MHKPOCKOIIMYECKOEe H300paKEHHE KPHCTALTMYECKOM
CTPYKTYpbl YTOHEHHOTO ()OKYCHPOBAHHBIM HOHHBIM
MYYKOM MONEPEYHOro cpe3a HCCIeayeMoro obdpasna
TIOKPBITHS.

Puc. 6. Ceemnononvroe I1OM-uzobpasicenue

MUKPOCTPYKIYPbl NONEPEUHO20 CPe3d
TiN-noxpwimus, Komopoe 0bi10 YMOHEHO
@DOKYCUPOBAHHBIM UOHHBIM NYUKOM.
Mukpocmpykmypa cocmoum u3 KpUCmaniudeckux
3epen HUMegUOHOU hopMbl, KOMOpbLE NPOPACMAIOM
HA 8CIO MOTWURY OM NOOTONCKU 00 NOBEPXHOCMU
NOKpPbIMUsL

CTpyKTypa HOKPBITHS COCTOUT U3 KPHCTAILTHYECKIX
3epeH  HHUTEBUHOU ¢dhopmbl, KaK  MpaBuio,
MIPOPACTAIOIINX B MPOLIECCEe OJHOHANPABIEHHOIO pocTa
Ha BCIO TommuMHY nOKpeITus (7 MkM). W3 »storo
HAONMIOACHUS  BBITEKACT  IPHUHIUIHAIBHO  HOBBIN
pe3ynbrar. OH COCTOMT B TOM, YTO OJMH JIMHEWHBIN
pa3Mep 3epHa B YCIOBUSX OAHOHAIIPABICHHOTO pPOCTa
MPaKTUYECKU COBMANAET C TONIUUHON MOKpBITUA. Takue
HUTEBHUIHBIE 3€pHA SBIAIOTCS B HEKOTOPOM CMEICIIE



QHAJIOTOM HHUTEBUIHBIX KpucTauioB. Takum oOpasom,
u3 aHanu3a (GOpPMBI 3epeH CIeoyeT, YTO MHOKPBITHS,
MOoJydyaeMble METOJIOM OJIHOHAIPaBJICHHOTO pOCTa,
MOXHO  CUUTaTh KOHCOJMAMPOBAHHOW  CHCTEMOM
HUTEBUIHBIX KPUCTAIIMYECKUX 3€PEH COEIUHEHUS
pHeapeHus TiN.

[Tonepeunsie nuHEWHBIE pa3Mephl 3epeH (CpeaHuit
IuameTp) Bapeupylorcss B juanasone  50...500 Hm.
OOHapyXeHHass JIUCIIEPCHOCTh pa3MEpPoOB 3EpPEeH B
MIOTIEPEYHOM  CEYEHHWH TIIOKPHITHSI  yKa3bIBaeT Ha
MOJIMIMCIIEPCHOE CTPOEHHE MOKPHITHH B HAIIPABJICHHH,
HNEPIEHANKYISIPHOM HX POCTy. YCIOBHO Takylo
MOJIUAUCIIEPCHYIO CHCTEMY MOXKHO pa3OUTh Ha JBe
KpynHble (pakuuK HUTEBUIHBIX KPUCTALIMYECKUX
3epeH. [lepas ¢pakuus, uMeromas B IOIEPEYHOM
ceyeHMH  JuHedHBble  pasmepsl  50...100 HM, —
HaHOKpUCTaIMYecKasi. Bropas ¢pakius HUTEBUAHBIX
3epeH, MMEIoIasi B IIONIEPEYHOM CEUCHHH JIMHEHHbIE
pasmepsr 100...500 HM, — CyOMHUKPOKpHCTAIIIMYECKasI.
Takum o00pa3oM, IaHHBIE MOKPHITHA OMMOJAIBHON
3epeHHO# cTpyKTypsl. IlepBas ¢pakmus, cocrosmas u3
HaHOPa3MEPHBIX 1o MIOTIEPEYHOMY CEUCHUIO
HUTEBUJIHBIX 3epeH, mo kinaccubukanuun . [neiitepa
[11] Oymer BuusTh Ha (GOPMUPOBAHUE CBOICTB,
XapaKTEepHBIX [UI MAaTepHaJoB B HAHOCOCTOSHHU.
Bropas  ¢pakuus —  CyOMHKpOKpUCTalZIMYecKas,
COCTOSsIILIAsl M3 HHUTEBHIOHBIX 3€PEH CO CpPEJHUM
nuametpoM B mnomepeuHoMm cedeHud 100...500 HM,
obiaaeT  TEMH  JK€  CBOMCTBAaMHM, 4YTO H
MHUKPOKPUCTAUINYECKUH HUTPUJ THTAaHA B MacCHBHOM
coctosiunu. Takum oOpazoM, cTpykrypa TiN-IOKpBITHS
COCTOMT M3 JBYX OCHOBHBIX (pakIMii HHUTEBHIHBIX
KPHCTAJUIMYECKHUX 3€PEH, KOTOPHIE HE SKBUBAJICHTHBI 110
¢usnueckum cBoiicTBaM. B cimydae wuccienoBaHus
TBEPAOCTU MOKPBITUH MOXKHO, MO-BHIUMOMY, 110JIarars,
YTO OHU COCTOST M3 «TBEPABIX» M  «MITKUX»
HHUTEBUIHBIX KPUCTAJUIMYECKUX 3€PEH.

4.3. Me:KKpHCTAJUINTHBIE TPAHUIBI
U Je(eKThl KPUCTAIINYECKOr0 CTPOeHUs

Kpucrammueckne 3epHa HHUTEBUAHOH  (POpMEI
paszeneHbl MeXAy coOOH BEPTUKAIBHBIMU TPAHULIAMU
paszena, KOTOpBIE, CyAs MO KapTHHAM JIIEKTPOHHOHN
MUKPOAU(PAKIIH, MOTYT OBITh IIBYX THIOB. I'paHHIIEI
nepBoro THma ONM3KM K JBOHHUKOBOH TpaHHIE,
pacriosnararonieiicss napauienbHo riockoctsm  {111}.
JudpakunoHHbIE KapTHHBI OT MPWIETAIOMINX 3€peH
MOJIy4€HBI OT JBYX 3€PEH, XapaKTepU3YIOMIUXCS OChIO
30ubI B =[011] (cM. puc. 3, a u cxemy 0). besycnosHo,
4yTOOBI COXpaHATh HampamieHue pocra [111], Takume
TPaHUIIBI JIOIKHBI HUMETh (haceTnpoBaHHYIO,
CTYNEHYATYIO CTPYKTYpY.

MeXKpUCTAIIIUTHBIE TPAHMUIBI BTOPOTO THMA —
ManoyrioBele. Ha puc. 7 mpuBezeHo wn300pakeHHe
OJHOM M3 MAaJOYIJIOBBIX TIPaHUL] C pa3opUEeHTaLueH
MEXAy HMTEeBHIHBIMU 3epHamMu okojo 2°. B obnacrtu
IpaHMIBl  HAOJIOJAeTCss ~ MyapoBbIH  KOHTpAcT,
CBSI3aHHBIN C HAJIO)KEHWEM OJIHOTO 3epHa Ha japyroe. Ha
BKIIEiKE — KapTWHa T[I0cie WHBEPCHOH  (ypbe-
¢unpTpanmy, TIOKa3bIBAIOIIAs MIPUCYTCTBHUE
JICIIOKalMi Ha rPpaHuLE.

Taxum 06pa3om, ciieyeT OTMETHTh TO, YTO IIPHPOIA
BEPTHKAIBHBIX MEXK3EPEHHBIX TPAHHUI B IOKPBITHAX

HUTpUJa THTAHA, MOJYyYaeMOro METOAaMU HOHHOM
HUMIUTAaHTAlU U OCAKICHUS, — KPUCTAJUINICCKAs.

Puc. 7. Ceemnononvroe anekmponmo-
MUKPOCKONUYECKOe U300paiceHue Manoyaioeou
epanuysl. Habmoodaemcs myaposwiii konmpacm,

CBA3AHHBIIL C HATIOJICEHUEM OOHO20 3epHa
Ha Opyeoe. Ha exnetixe — kapmuna nocne
UHBEPCHOU (hypbe-unompayuu, noKazvLleaoWdsl
npucymemeue OUCIOKayull Ha epanuye

Heo0x0auMo OTMETHTB, YTO JMCIOKALMM C TaKOM
K€ KOHIEHTpaLUel, Kak U B MaJOYyIJIOBBIX I'PAHUIAX,
BCTPEUAIOTCA HEMOCPEJCTBEHHO U B 3€pHAX, UMEIOLINX
CyOMUKPOCKOIIMYECKHE  JIMHEHHBIE  pa3Mepsl B
MONIEPEYHOM  CeueHMH.  Jlucimokamum  cO3HaroT
TAMTUYHBIA TA(PAKIIMOHHBIN KOHTPACT, IIOKAa3aHHBIN Ha
puc. 8.

™%

Puc. 8. Jucnokayuu 6 3epne, komopoe umeem
CYOMUKPOCKOnUYeCKUe TUHelHble
pasmepbl NO CeYeHUIo

HurteBuaHbple KpUCTAIIIMYECKHE 3€pHAa  BTOPOil
(cyOMHKpOKPHUCTATITHTIECKOI ) (hpaxmn AMEIOT
JOCTaTOYHO  BBICOKYIO  IUIOTHOCTh  AWCIIOKALUH

POCTOBOTO MIPOUCXOXKICHHS.
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5. BBIBOJbI

Takum 00pa3oM, B pe3ynbTaTe MPOBEACHHOTO
WCCIIEOBAHHUSI ~ NOJYYECHBl  CIEAYIOIIHE  IMPsIMBIE
CBUJETENILCTBA 00 OCOOEHHOCTSAX KPUCTALIMYECCKON
CTPYKTYPBI CBEPXTBEPBIX MMOKPHITHI HUTPHIA TUTAHA.

1. ITomy4yenue CBEPXTBEPABIX MIOKPBITUI
MOHO(A3HOrO  HHUTpWAA  THTaHa B IIpoIecce
OJTHOHAIPABIEHHOTO pPOCTa 0 MEXaHU3MYy «IUla3Ma—
TBEpAOE TENO» C TPHIOKEHHEM  HMMILYJIECHOTO
MOTEHIMANla CMEIIEHHs K TIOAJO0XKKE IT03BOJISET
MPHOJTA3HUTH XUMHUYCCKHN COCTaB K
CTEXHOMETPHUIECKOMY C MaKCHMAaJbHBIM 3aIl0JTHEHHEM
CTPYKTYPHBIX BaKaHCHH B IMOJPEIIETKE a30Ta.

2. CuHTe3 MOKPHITAH B BBHIMICYKA3aHHBIX YCIOBHUSIX
MIPUBOJUT K (POPMHUPOBAHHUIO CTPYKTYPBI, COCTOSILEH 13
KPUCTAJUIMYECKAX  3€PEH, WMEIOMNX HHUTEBUAHYIO
¢dopmy. IlpudeM HUTEBHIHBIE 3epHA MPOPACTAIOT Ha
BCIO TOJIIIUHY IMOKPEITHS.

3. TexHonorus mpenapupoBaHuss 00pa3loB METOJ0M
OUII no3BosigeT JOCTATOYHO MOJHO OXapaKTepU30BaTh
HAHOCTPYKTYpy HOKpeITUil MeropoMm IIOM mo Bceit
tonuuHe.  OOHapykeHO, 4TO B HOKPBITHAX
¢dopmupyercss OMMonmanbHas 3€peHHas CTPYKTYpa,
cocroAmas W3  OBYX  (pakmuii  HUTEBHIHBIX
KpUCTaJUIMYecKuX  3epeH. [lepBas  ¢pakums —
HaHOKpUCTamu4yeckasd. HwuTeBuaHble 3epHa  3TOM
(dpaki UMEIOT TIONEpeYHble JIMHEHHBIE pa3Mepsbl
(cpenuuii muametrp) 50...100 um. Bropas dpakuus —
cyOMuKpokpuctauinyeckas. HuteBuaHble 3epHa ITOH
(¢pakuyy UMEIOT IONepeYHble JIMHEHHBIE pa3Mephbl
100...500 aMm.

4. BBIsSBIICHBI BEPTUKAIEHBIC MEXK3EPECHHBIC TPAHUIIBI

pasacia ABYX THIIOB MCKIY HUTCBUIHBIMU
KPpUCTAIINYCCKUMU 3€pHaAMMH: ,HBOﬁHPIKOBLIe u
MaJIOyTJIOBBIC.

5. CyOMHKpOKpHCTAJUIMYECKHEe HUTEBUIHBIC 3epHA
COZIEPKAT BBICOKYIO IUIOTHOCTB JHCJIOKAIIMH POCTOBOTO
MIPOUCXOXKICHHUS.
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JTOCJIJIKEHHSI OCOBJIMBOCTEA HAHOKPUCTAJIYHOI BYJIOBU HAITBEPIAX
IHOKPUTTIB MOHOHITPUAY TUTAHY

B.M. Illynaee, A.A. Auopeee, 1. M. Hexntooos, A.JI. Bacunv’es, O.B. Coboons

[IpencraBneHo HOBI pe3yNbTaTH MO JOCITIMHKEHHIO CTPYKTYpH HAATBEPAHMX IOKPHUTTIB MOHO(A3HOTO HITPHUIY
TUTaHy METOAAMH TPOCBITYACTOI W PACTPOBOI EIEKTPOHHOI MIKPOCKOIIl, PEHTTeHOCTPYKTYPHOTO aHAaIi3y.
[TokputrTs OTpHMaHi BaKyyMHO-AYTOBHM CIIOCOOOM 3 MONAHHSIM Ha MIAKIAAKy IOCTIHHOTO H iMITyJIBCHOTO
BiJl’€MHOT0 TIOTEHIlIaly B YMOBaxX OJHOCIPSIMOBAHOTO POCTy MO MEXaHi3My 'masma-tBepne Tino". OTpumanHo
IpsIMi CBITYEHHS TPO OCOONMBOCTI HAHOKPUCTANi4HOI OymoBu. OCHOBY HAaHOCTPYKTYpPH CTAaHOBJISATH KPHCTaNIdHI
3epHa, 10 MalOTh HUTKOBHAHY (JOpMyY i IPOPOCTAIOTH Ha BCIO TOBIIMHY IOKPUTTS. PO3MOMIN HUTKOBHIHUX 3€peH
3a MOMNEPEeYHUM JIHIHHUM PO3MIpOM - OIMOJaJIbHE, IO CKJIAJAETHCS 3 HAHO- i CYOMUKPOKPUCTAIIIYHOT (hpaKIiiid.
HurtkoBuaHI 3epHa CyOMUKpOKpUCTANIiYHOT (hpaKLii MalOTh BUCOKY IIUIBHICT JAUCIOKALI POCTOBOTO ITOXOPKEHHSI.
BusiiieHO BepTHKaNbHI MEX3€pEeHHI IPaHHMI JBOX THIIIB: JIBIHHUKOBI i MaJIOKYyTOBI.

INVESTIGATION OF NANO-CRYSTAL STRUCTURE PECULIARITIES OF SUPERHARD
TITANIUM MONONITRIDE COATINGS

V.M. Shulayev, A.A. Andreev, I. M. Neklyudov, A.L. Vasilyev, O.V. Sobol’

The new results concerning investigations of single-phase titanium nitride coatings by means of transmission and
scan electron microscopy and X-ray analysis have been performed. The coatings have been obtained by vacuum-arc
means under substrate pulse potential during uniaxial growth according “’plasma-solid” mechanism. Direct evidence
concerning peculiarities of nano-crystal structure have been received. The basement of nano- structure are crystal
grains having fiber-like form and growing through the complete coating thickness. Cross linear size distribution of
fiber-like grains is by-modal one and consists of hanano- and submicrocrystall fractions. The fiber-like grains of
submicrocrystall have high dislocation density of growth origin. Two types vertical inter-grain boundaries: twin and
small angle ones have been found.



