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AHHoTamms. B nanHOi paboTe m3ydeHa moBepxHOCTHas Monudukauus turana Grade 4
METOJIOM  XMMHUYECKOro  TpaBieHHs  TuTaHa ¢  KkpynHodepHucto  (K3) wu
yapTpamenkozepaucton (YM3) crpykrypoid. Ilokasano, 4ro Haumbosnee OIHOPOAHBIH
MHUKpOpebed MOBEpXHOCTH QopMmupyeTcss B oOpasmax ¢ YM3 cTpykTypoit mocie
xummudeckoro TpasieHus B pactBope 30 % HNO3+3 % HF. PesynbraTel uccienoBaHus
noBepxHocTu TuTaHa ¢ K3 u YM3 cTpykTypoil mocie XuMHUYECKOTo TPaBJICHUS yKa3bIBalOT
Ha TO, YTO MEJKO3EPHUCTOE COCTOSIHHE O0o0jee MHTEHCHBHO IIOJBEPraercsi TPaBJICHUIO,
BCJIE/ICTBUE Yero (popmupyercs 6ojee 0JHOPOIHBIN MUKpOpPEThED.

1. BBenenue

TexXHUYEeCKH YHCTBII TUTAaH HAXOAUT IIUPOKOE TPUMEHEHHE B OO0JACTH METUIUHBI.
buonoruueckas UHEPTHOCTh U BBICOKHE KOPPO3MOHHBIE CBOWCTBA, 00ECIIEUEHHbIE HATUYUEM
OKHUCHOM IUIEHKU TonmuHOM MeHee 10 HM [1], menaroT maHHBIA MaTepHall UCKIIOUYUTEIBHO
NPUBJIEKATEIbHBIM  JJII  WU3TOTOBJIEHUS  KOCTHBIX  HMMIUIAHTAaTOB U MEIULMHCKHUX
UHCTpYMEHTOB [2]. BakHBIM mMapaMeTpoM THTaHa SBISETCS TOMOTrpadusi MOBEPXHOCTH,
OKa3bIBaIOLIasi 3HAYUTENIbHOE BIUSHUE HA NPWKUBAEMOCTb KJIETOK Ha IOBEPXHOCTH
TUTAHOBBIX M3JICJIAN JIJIS1 MEMIIMHCKOTO puMeHeHwus [ 3, 4].

N3BecTtHO, dYTO JomoOiMHUTENbHAs 0OpabOTKa THUTAaHA TaKHUMH METOJaMH  Kak:
NeCKOCTpyiHass 00paboTkKa, XMMHUYECKOe TpaBlieHHE, IUIa3MEeHHas o0paboTKa, HOHHAA
UMIUTAHTaLUsA, CIEKaHHe, JJIeKTpoXUMHUYecKas oOpaboTka M T.J., MO3BOJIAIOT YIYYIIUTh
cBoiicTBa moBepxHocTH [3]. PopMmupyrommiics, B XOA€ IONOJHHUTEIHLHOH 00paboTKH,
OOHOBJICHHBIN OKCHJIHBIM CJOW OTJIHWYaeTcs OT MCXOAHOTO Mopdonoruei, CTpykTypoit
OKCHJIHOW TIJIEHKH M penbedom noBepxHocTH [2]. Mcnonb30BaHue TOrO WIM MHOTO METOAA
Mo (UKAIIMKY TTOBEPXHOCTH OTPAKAaeTCsl Ha MapaMeTpax OKCHAHOIO CJIOs, B TOM YHUCIE Ha
ero (asoBom cocraBe. Paznuyaior Tpu ocHOBHBIE (DOPMBI OKCHIA THTaHA (aHATa3, OpPYKUT U
pPYTWJI) KOTOpbIE MOTYT CYIIECTBOBAaTh OTAEIbHO WM OJHOBPEMEHHO B pa3IMYHBIX
IPONOPLUAX. Y CTAaHOBJIEHO, YTO €CTECTBEHHAs OKCHJIHAs IUIEHKA TUTaHAa UMEET CTPYKTYpYy
anarasa [5], B psae paboT oTMedaeTcs ee HEOJHOPOAHOCTh Mo cTpykType [2,3]. Oaaum u3
HanOoJiee MOMYyISPHBIX METOJI0B 00pPaOOTKU MOBEPXHOCTH THTAHA U €r0 MaJOJIETHPOBAHHBIX
CIUTAaBOB fBJIIETCS XHMHMUYECKOE€ TpaBjeHHe. B cocraB OOJbIIMHCTBA PAacTBOPOB JUIS
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TpaBJEHUs THTaHa BXOAWUT ¢TOpUCTOBOJOpoAHas kuciota HF, mpucyrcrBue koTopoi
HapyIIaeT CTa0MIbHOCTh UCXOAHOTO OKCHAHOTO ciiost TIO, ¥ MPUBOIUT K €r0 PaCTBOPCHHMIO.
DopMHUPYIONTUHCS TIOCIIe XUMHUYECKOTO TPaBJIEHUs OKCUIHBIA CJIOW OoJiee OJHOPOJHBINA 1O
TOJIIIMHE U COCTaBY MO CPABHEHUIO C UCXOIHBIM CIIOEM.

B nocnennee gecaruneTre nposiBisieTcs MOBBIIEHHBIM HHTEPEC K METalljlaM U CIJIaBaM
C YJIbTPAMEIKO3EpHUCTOM CTPYKTypou. Mcmonp3oBaHWe MIMPOKO HU3BECTHBIX METOJOB
WHTEHCUBHOM TutacTuuecko aedopmanmu (MII) mo3BOdsSeT H3MENBbYUTh CTPYKTYPY
MeTajla ¥ U3MEHHUTh YPOBEHb MEXaHUYCCKMX U (PU3HUUCCKUX CBOWCTB MaTepuana [6-8]. Tak,
dopmupoBanne YM3 cTpykTypbl B THTaHe [6], NpUBOIUT K 3HAYUTEIHLHOMY MOBBIIICHUFO
MPOYHOCTHBIX CBOMCTB, YTO JIENAET €ro KpaiHe MPUBJICKATEIbHBIM JJI HYXKJ MEIUIMHBI U
uMIUTanTajgorud. HeobXxoIuMo OTMETHTb, YTO CBOWCTBAa OKCHAHOIO CJIosi TMTaHa ¢ YM3
CTPYKTYPOM M3Yy4€HBbl HEJJOCTATOYHO M HE HOCAT CUCTEMATUYECKOIro Xapakrepa. Pe3ynbTarbl
UCCIIEIOBAaHUM HMMEIOT CYHIECTBEHHBIH pa3dpoc, YTO MOXKHO OOBSCHUTH BBICOKOM
YyBCTBUTEIBHOCTHIO  (OPMHPOBAHMUSI OKHCHOM IUIGHKM Ha THTaHE K  YCIOBUAM
MOBEPXHOCTHOM MOIU(UKALIMU, COCTaBY pPacTBOpa, TeMIleparype, MOArOTOBKE MOBEPXHOCTU
u T.0. B Hacrosimeidr pabore wu3ydeHa NOBepxHOCcTHas Mmoaupukaims tutana Grade 4
METOJJOM  XUMHUYECKOro  TpaBieHHs  TuTaHa ¢  kpynHo3epHuctor  (K3) w
yIbTpaMenko3epHUCTOr (YM3) CTpYKTYpoOil C 1EJbI0 BBISICHUTH YCJIOBHUS MPU KOTOPBHIX Ha
noBepxHOCTU (hopMUpyeTcs Hanbosiee 0THOPOAHBIN MUKPOpeENbed MOBEPXHOCTH.

2. MeToauka u3mMepeHuii

B kauectBe marepuana mccienoBanus Obul B3saT TuTaH Grade 4 ¢ kpymHosepuucroit (d =
25 MxkM) u yibpTpamenkosepuucrtoi (d = 0.25 MKM) CTPYKTYpoil. XUMHYECKHH COCTaB
UCCIIETyeMOTO MaTepuaa MPECTaBIICH B TabuIe 1. dopmupoBaHue
YIABTPAMEIIKO3EPHUCTOW CTPYKTYPBI TMPOBOAMIOCH, HUCIOJNB3Yys METOJl PaBHOKAHAIBHOTO
yrioBoro mnpeccoBanus (PKYII-Conform) npu temmeparype 450 °C ¢ mocneayronmm
BosoueHreM npu T=200 °C [8]. TloBepxHocTh 0OpasioB tutana Grade 4 ¢ K3 u YM3
CTPYKTYpoil oOpabaTbiBaiach METOJIOM MEXaHHUYECKON MOIHPOBKH, a TAKKE XUMHUYECKUM
TpaBieHueM B 1 % pactBope miaBukoBoi kuciotsl (1 % HF+H,0) u TpaBneHuem B cmecu
kucnot 30 % HNO3 + 3 % HF+H,0 B Teuenue 20 MUHYT.

Ta6muua 1. Xumuuecknii cocras Tutana Grade 4.

OCHOBHBIEC KOMIIOHEHTHI 1 MpuMecH, Bec.%

Ti Fe C 0 N H CyMMa OCTaJIbHBIX
Grade 4 npuMeceit
99.2 0.3 0.052 0.34 0.015 0.015 0.1

Hccnenoanune nosepxHoctr K3 m YM3 TuTana npoBOAWIM ITPH MOMOIIM ONTHYECKON
«Olympus GX51» u pactpoBoii 3nekTpoHHOH Mukpockonmu (POM) JEOL JSM 6390.
Uccnenoanune Tomnorpaduu IMOBEPXHOCTH MPOBOAMIOCH MPH MOMOIIM CKaHHUPYIOLIEro
30H10BOTO MHKpockona (C3M) «Integra Prima» u na3epHOro CKaHMPYIOIIETO MHKPOCKOIA
«LSM-5-Exciter». IlomyueHHple mpu HUX TOMOIIM MPOPHUIOTPpaMMBbl  MO3BOJIMIN
NpOaHAJIM3UPOBATh pelbed, a TakKe ONPENeTUTh pa3Mepbl XapaKTepHBIX 3JIEMEHTOB
MOBEPXHOCTH, JAUAMETP YIIyOJEHHI/IMOK, CPEIHIOI0 MHUKpOIIepoxoBaTtocTh R, duamerp
SMOK TaKke ObUI pacCYMTaH MO M300pakeHUsIM, MOIyUYeHHBIM Mpu noMou POM meronom
cexymux B coorBerctBuu ¢ ['OCT 21073.3-75.

3. Pe3yabTaThl M 00Cy:KIeHHE
Ha pucynke 1 mpeacraBieHa MUKpOCTpyKTypa THUTaHa B ucxogHoM K3 u YM3 cocrosiHum.
HcxoaHas MEKPOCTPYKTYpa KpymHO3epHUCTOro TuTana Grade 4 co cpeqHuM pa3MepoM 3epHa
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25 MKM TIPEICTaBIIIET COOOW pPEKPUCTAUIM30BAHHBIC 3€pHAa PABHOOCHOW (OpPMBI C
npsiMoiauHeHbIMU TpaHunamu (Puc. la). B ynbTpaMenko3epHUCTOM COCTOSIHUM CpEIHUMN
pa3mep 3epen/cy03epen coctaBuin 0.21 mxm. [{ns uccnenoBaHUs CBOWCTB IOBEPXHOCTH
00pa3ibl C KPYIMHO3EPHUCTON M YIbTPAMEIKO3EPHUCTON CTPYKTYpOW CHaudaia MEXaHHYeCKU
MOJIMPOBAJIUCh, a 3aTeM IOJIBEPTrajich MOBEPXHOCTHOM Moaudukanuu. MexaHuyeckas
MOJIMPOBKA MOBEPXHOCTH MPHUBOJUT K (HOPMHUPOBAHHUIO MUKpOpebeda ¢ BETUIMHON CcpenHei
niepoxoBaToctd Ry okono 0.15 MxwMm, a TonumHa (GOpMHUpYIOLIEHCs Ha BO3IyXe OKCHAHON
MJICHKU cocTaBisieT 2-6 um [1].

dopmupoBanue B TuTaHe YM3 CTpYKTYphI, Kak IoKa3aHo B pabore [9], mpuBoauT K
U3MEHEHUI0 MOpQOJIOTUN  (POPMHUPYIOIICHCS OKCHIHOTO cios. [logoOHbIe W3MEHEHUS
00YCJIOBJICHBI TIOBBIINICHHEM BHYTPEHHEH OJHEprud Marepuana, NpH mepexoae B YM3
COCTOSTHUE, JUIsl KOTOPOTO XapaKTepHBI OOJbIIasi TUIOTHOCTh BBICOKOYIJIOBBIX TPAaHUIl U
nedextoB. I'panunsl B YM3 marepuane o00y1aaloT M30BITOYHOW DHEPTrUEH W, BCIICIACTBUE
ATOr0, MHTEHCUBHOE TEUEHUE PEaKIMH MPOUCXOJUT UMEHHO B 00JIACTH T'paHUI] 3€peH. 3a
CYeT MPOHUKHOBEHUSI OKCHIHOTO CIIOSl Ha TPaHUIIe BO3PACTaeT MacCUBHASI a[re3usl TUICHKH.

Puc. 1. MukpocTpykTypa TUTaHa a) KpYTHO3EPHUCTOE COCTOSIHUE CO CPEAHUM pa3MepoM
3epHa =25 MKkM 1 0) yabpTpamenko3epHucToe coctostaue =210 Hm.

[IpenBapuTenbHO MEXaHUYECKH MOTUPOBaHHBIE 00pasibl B TeueHHue 20 MUHYT OBLIH
norpyxensl B pactBop cocrtaBa 1 % HF+H;O. Cormacno manueiM [10] mommdukarus
MOBEPXHOCTH METO/I0M XHMHUYECKOTO TPaBJIEHHs MO3BOJIET CPOPMUPOBATH MHUKpOpenbed,
OKa3bIBAIOUIMI OJaronpusTHOE BO3ICHCTBHE HA IMapaMeTpbl MNPUKUBAEMOCTH KIIETOK, a
dopmupoBanue rpynn TiF B mpoliecce TpaBieHHsS CTUMYJIHPYET MPOIECChl 00pa30oBaHUs
HOBOW KOCTHOM Tkauu [11].

Z Ay

14 37 SEI

X3,000 S5um 19 44 SEI
a

Puc. 2. IToBepxnocts a) K3 Tutana 6) YM3 turana nocne tpaBienus B 1 % pactBope
r1aBukoBoi kucioTel (HF) B Teuenue 20 munyt, POM.

Kak nmoka3ano Ha puCyHKe 2, B X0/ie XUMHYECKOH peakiuu GopMUpyeTcs MOBEPXHOCTD,
KOTOpasi XapaKTepU3yeTcs yriyoJIeHUSIMH/IMKaMU Pa3IMIHON (POpMBI B pazMepa.
Ha moBepxHOCTH THTaHa ¢ KPYIMHO3EPHUCTON CTPYKTYpOW HAOMIOAIOTCS YriyOJaeHUs
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OKPYTJION U BBITAHYTOM Gopmbl pazmepoM ot 0.5 1o 2 mxm (Puc. 2a, Tabm. 1). Kak BuaHO u3
pesyabTatoB C3M (Puc. 3a) tpaBnenue 1 % pacTBopoM IJIABUKOBOM KHUCIIOTHI MIPUBOAMUT K
dbopmupoBaHHIO penbeda, KOTOPBIA XapaKTePU3YeTCs YIIIYOJCHHSIMH M BBICTYIIAMHU,
BEJIMYMHA MHKPOIIEPOXOBATOCTH MOBepXHOCTH cocraBmia Ra=0,4 mxm (Tabmuma 1). B
ciaydyae TuTaHa ¢ YM3 cTpyKTypoil HaOMIOAIOTCS OTACNbHBIC SIMKH AHAaMeTpoM 10 20 MKM
pazmuuHoit ryOomHbl. CornacHo pesyiabTaram C3M B Xoae TpaBieHus TUTaHa ¢ YM3
cTpyKTypoil 1 % pacTBOpOM IJIaBUKOBOM KUCIOTHI (hOpMUPYETCS MUKpoOpenbed co cpeaHeit
BeIMYMHON MuKpomiepoxoBaroctu Ra=0,6 mxm. Otnuuaus hopMUpPYIOLIETOCcs MUKpopenbeda
B K3 u YM3 cocrossHun 00yCIIOBIIEHO TMOBBIIIICHHOW IMJIOTHOCTHIO MEXK3EPEHHBIX T'PaHUIl U
BBICOKOH TUIOTHOCTBIO jJedekToB B YM3 marepuasie, 4To CIOCOOCTBYIOT Oojee OypHOMY
TEUYECHUIO XUMHUYECKOM peakuuu [11].

Puc. 3. Tonorpadus noBepxHOCTH THTaHa Mocie TpaBieHus B 1 % pacTBope MIaBUKOBON
kucnothl: a) K3 cocrosaue 6) YM3 cocrosiaue; C3M.

W3BectHO [2, 4], 4TO B NPUCYTCTBUHM (PTOPUIOB CKOPOCTh PACTBOPEHHUS TUTAaHA B
A30THOM KHCIIOTE, YBEITMUMBACTCS B ECATKHU pa3. [Ipu 3TOM ycTaBiIeHO, YTO HCIOIB30BaHHE
pacTBopa, B COCTaB KOTOPOrO BXOAAT (DTOPUCTOBOJOpPOJIHAST M Aa30THAas KHUCIOTHI,
crocoOcTByeT (OpMUPOBaHHIO 0oJiee OJHOPOJAHOIO MHUKpopenbeda ¢ Mapamerpamy,
OJaronpHUATHBIMU JUTS NPMKUBAEMOCTH JKHBBIX KIETOK HAa MOBEPXHOCTH HUMILIAHTATOB [14].
Ha pucynke 4 mpencraBieHO H300paXeHNE MOBEPXHOCTH THTAHA, MOTYYCHHOE MPU TIOMOIIH
POM, nocne TpaBnenus B cmecu kucnot 30 % HNO; + 3 % HF+H,O0.

X3,000 5pm 17 45 SEI

Puc. 4. POM noBepxHoctu: a) K3 turana 6) YM3 tuTtana nocie TpaBieHUs B CMECH KUCIIOT
30 % HNO3 + 3 % HF+H,O
BugHo, 4To B KpYHMHO3EPHHCTOM COCTOSIHUM HaOMofaeTcss OOJbIIOe KOJIMYECTBO HE
OJIHOPOJIHO paCIpeNeNIeHHbIX NUTTHUHT-IMOK pa3Mmepamu He Oonee 8 MiMm (Puc. 4a).
[TooOHOE pacnpeseneHre OTpakaeTcs Ha HEOJAHOPOIHOCTH (GOpMUpYIOLIerocs peibeda.
Hamuume yrmybnmenmii aumametpom okojo 20 MkM Ha TomorpaduyueckoM mpodmuiie,
nojgydeHHoM npu nomomu C3M, 00ycloBIEHBI BBITPABIMBAHHEM JIOKAJIBHBIX OO0JIACTEH.
BennunHa MUKpOIIEPOXOBATOCTH HAa MOBEPXHOCTH TUTAHA C KPYMHO3EPHUCTOM CTPYKTYpPO
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MOCJIe TpaBJICHUS B cMecH KucaoT coctaBuia R,=2.1 mxm (Tabnuna 2). Ilocrne TpaBnenus
tutaHa ¢ YM3 crpykrypoir B cmecu kucior HF+HNOj3; dopmupyercs moBepXHOCTH ¢
BBICOKOH IUIOTHOCTHIO MUTTUHT-IMOK. VX nuameTp m3MeHsiercs B mnpeaenax oT 1 10 7 MKM.
Bennunna MukpomepoxoBaTocTH, coriacHo naHasiM C3M (Tabnuna 2), paaa Ry=1.7 MxMm.
W3 mpencraBieHHBIX Pe3yibTaTOB BUIHO, YTO HMPUCYTCTBHE B PAaCTBOpPE a30THOW KHCIIOTHI
CrocoOCTByeT 0oJiee MHTEHCUBHOMY B3aUMOJICHCTBUIO TPABUTENS C MOBEPXHOCTHIO TUTAHA.

Ta6numa 1. [Tapametpsl moBepxHocT TuTana Grade 4 mocie MOBEPXHOCTHOH MOAU(DUKAIIN
METO/IOM XUMUYECKOT'0 TPaBJICHUSI.

Turan, MmoaudupyOIUil pacTBOp Ra, MKkM Cpegﬁgg ﬂl\;/lz\l/\[/[eTp
Grade 4 K3, 1 % HF+H,0 0.4 -
Grade 4 YM3, 1 % HF+H,0 0.6 4.5
Grade 4 K3,
30 % HNO3 + 3 % HF+H,O 21 23
Grade 4 YM3, 17 3
30 % HNOs3 + 3 % HF+H,0 '

Jinst o6paszuoB ¢ YM3 CTpyKTYpoO# MOciie XMMAYECKOTO TPABJICHUS XapaKTepeH Ooee
OJIHOPOAHBIA MUKpopenbed 1o cpaBHeHuto ¢ K3 cocrosuem. [lo panHeiM  [12]
dopmupoBaHHe  pa3BUTOrO0  penbeda, KOTOPBIA  XapaKTEpU3yeTcs  PaBHOMEPHBIM
pacripesieieHUeM BBICTYIOB M YIUIYOJICHHH, 3HAYMTENbHO YBEIMYMBAET B3aMMOJEHCTBHE U
MOCJIEAYIOLTYIO aJIF€3UI0 KUBBIX KJIETOK HAa IOBEPXHOCTH TUTAHA.

Pesynbrarel uccienoBanust nosepxHoctd tutaHa ¢ K3 m YM3 crpykrypoil mocie
XMMHYECKOTO TPABJIEHUS YKa3bIBalOT HA TO, 4YTO MEJKO3EPHHUCTOE COCTOsHUE Oolee
MHTEHCUBHO IOJIBEPraeTcsi TPaBJICHUIO, BCIEJACTBHE Yero Gpopmupyercs 0osiee OAHOPOIHBIN
MUKpOpenbed.

4. BeiBoabI
PesynbpTarhl uccnenoBaHus mnoBepxHocTH THTaHa ¢ K3 um YM3 crpykrypoil mocne
XMMHYECKOTO TpaBJIIEHUS YKA3blBAIOT Ha TO, YTO MEIKO3EPHUCTOE COCTOSHHE Oolee
MHTEHCUBHO I0JIBEPraeTcsi TPaBJIEHUIO, BCIEACTBHE Yero (opmupyercs 6ojee 0AHOPOIHBIN
mukpopenbed. Ilokazano, uto Hambonee OJHOPOMHBIA MHKpOpenbed MOBEPXHOCTH
dopmupyercst B obpaszuax ¢ YM3 cTpyKTypoi Mociie XUMHUYECKOTO TPaBJIEHUS B PAacTBOpE
30 %HNO3+3 %HF.

YcraHoBieHo, 4To 00paboTka noBepxHoctu thtana Grade 4 ¢ K3 u YM3 crpykrypoit
METOZIOM XHMHYECKOTO TpaBiieHUs pactBopamu, conepxamumu HF n HNOs;, mpuBoaut k
(OopMHPOBAHHUIO PA3BUTOTO MUKpOpebeda.

Paboma evinonnena 6 pamxax @LII “ HUccnedosanus u pazpabomxu no npuopumenmHuim
HAnpasieHusM pa3eumus Hay4Ho-mexHoI02uuecko2o komniekca Poccuu na 2014-2020
20061 konmpaxm Ne 14.604.21.0084 .
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REGULATION OF THE SURFACE MICRORELIEF OF COARSE-
GRAINED AND ULTRAFINE-GRAINED TITANIUM BY ETCHING
METHOD

G.S. D'jkonov!, E.V. Stenina?, E.V. Sviridova®, G.Ch. Salimgareeva', I.P. Semenova’,
E.G. Zemtsova®, R.Z. Valiev?

YInstitute of Physics of Advanced Materials, Federal State Budgetary Educational Institution of Higher
Professional Education "Ufa State Aviation Technical University", Ufa, 450000, Russia
?Lomonosov Moscow State University, Moscow, 119991, Russia
3Saint-Petersburg State University, Saint-Petersburg, 199034, Russia

*e-mail: ezimtsova@yandex.ru

Abstract. In this paper we study the surface modification of titanium Grade 4 by the method
of chemical etching of titanium with coarse-grained (CG) and ultrafine-grained (UFG)
structure. It is shown that the most homogeneous the surface micro relief is formed in samples
with UMP structure after chemical etching in a solution of 30 % HNO3+3 % HF. The results
of the study of the surface of titanium with CG and UFG structure after chemical etching
indicate that fine-grained state more intensively subjected to etching. As the result, more
homogeneous surface is formed.
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