XIX MEXAYHAPOAHASA KOH®EPEHLIVA CTYAEHTOB, ACITMPAHTOB U MOJIOAbBIX YUEHBIX
«TEPCIIEKTUBbI PAZBUTUA ®YHAAMEHTAJIbBHbBIX HAYK»

YK 538.9
BJIUAHHUE JJIMTEJIBHOCTHU MUKPOJAYI'OBOI'O OKCUJINPOBAHUSA HA
MOP®OJIOTHIO U CTPYKTYPY KAJIBITAN-®OCPATHBIX TOKPBITUI

E.A. Kazanuesa'?, E.B. Akumosa®, E.T. KOMapOBa2

Hayubiit pykoBoautels: npodeccop, a.¢.-m.H. FO.I1. [Ilapkees?
'HauponansHerii necnenoBatensekuii ToMcKuit roCyJIapCTBEHHbBI YHUBEPCUTET,
Poccus, r. Tomck, np. Jlennna 36, 634050
*UHcTuTyT QU3MKK IPOUHOCTH M MaTepuanosenenus CO PAH,
Poccus, r. Tomck, p. Akagemudeckuii 2/4, 634055
*HaumoHanbHsIi HecnenoBaTe bekiii TOMCKHIA TOMHTEXHIYECKHUIA YHUBEPCHUTET,
Poccus, r. Tomck, nip. Jleanna 30, 634050

E-mail: kazantseva.ea@ispms.ru

EFFECT OF DURATION OF MICRO-ARC OXIDATION ON MORPHOLOGY AND STRUCTURE
OF THE CALCIUM PHOSPHATE COATINGS
E.A. Kazantseva'?, E.B. Akimova®, E.G. Komarova®
Scientific Supervisor: Prof., Dr. Yu.P. Sharkeev’
"Tomsk State University, Russia, Tomsk, Lenina pr., 36, 634050
’Institute of Strength Physics and Materials Science SB RAS, Russia, Tomsk, Akademicheskii pr., 2/4, 634055
3Tomsk Polytechnic University, Russia, Tomsk, Lenina pr., 30, 634050

E-mail: kazantseva.ea@ispms.ru

Abstract. In the present study, we performed the study by scanning electron microscopy (SEM) of the effect of
the micro-arc oxidation (MAO) duration on the morphology and structure of the calcium phosphate (CaP)
coatings. The increase in the MAO time from 2 to 10 min led to the formation of homogeneous by thickness
coatings, to the thickness growth from 28.6 um to 50.6 um, to an increase of the average sizes of spheres and
pores in the ranges of 8.7-17.2 um and 1.4-3.2 um, respectively, to a decrease of the inner porosity from 33.8 to
24.3 %, and did not affect the value of the surface porosity, which was varied from 16.1 to 18.1 %.

Beenenne. OpuuM 13 3(QQEKTUBHBIX METOAOB (DYHKIMOHAIU3ALUM MOBEPXHOCTH MEIUIMHCKHX
UMIUIAaHTATOB SIBJIICTCS METOJ MHUKpoJyroBoro okcuaupoBanus (MJIO), KOTOpbI TO3BOJSET OCaKIaTh
OuoakTuBHBIE KanbIuii-pocharasie (KD) MOKPHITHS HAa METAUTMYECKHE U3MIEITHSI Pa3IMIHBIX GOPM U pa3MepOB.
VYnpapnsast TexHonmormdeckumu mapamerpamMu MJIO: cocTaBOM 3IEKTPONINTA, ITUTENBHOCTBIO HAHECCHMS,
9MeKTPOYU3NIECKIMU TapaMeTpaMHl, — MOXXKHO PpEryiaupoBaTb MOP(OJIOTHIO, CTPYKTYpYy, COCTaB |
9KCIUTyaTallHIOHHBIE CBOMCTBA (POpPMUpPYEMBbIX MOKPHITHH [1, 2]. Ilenblo HacToseit paboThl OBLIO HUcCiIe0BaHNE
BimsiHUs aurensHoctn MJZ1O Ha Mopdonoruio u cTpykTypy Gopmupyembix KO mokpbiTii.

JkcnepuMeHTanbHas YacTb. KO nokpeitus ¢popmuposanu meronoM MJIO Ha ycranoBke «MicroArc-
3.0» Ha MOBEPXHOCTH OOpa3loOB M3 YMCTOro THTaHa Mapku BT1-0. DnexkTponuT ObLT CIEMYIOMIETO0 COCTaBa:
H;PO, (27 mac.%), CaCO; (7 mac.%), Ca;o(PO4)s(OH), (5 mac.%). Texnonorndeckue napamerpsl MJIO Obim

CIeNyIoKe: UTMTEILHOCTh WUMITyTbcoB — 100 mkxc, dactora — 50 ', anomnoe nampsbkenme — 200 B,
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BapbUPOBAJM JJIMTEILHOCTh HaHECeHUs MOKpwuITHH — 1, 2, 4 u 10 Mun. Mopdonoruio u crpykrypy Kd-
TOKPBITHH HCCIIEIOBAIM METOZOM PacTpOBOH 3ieKTpoHHOW Mukpockonuu (POM, Zeiss LEO EVO 50, IIKII
«Hanotex» HNO®IIM CO PAH). C mnomompio POM-u3olpakeHHH ONpeNesuId pa3sMephl CTPYKTYPHBIX
3JIEMEHTOB METOJZIOM «CEKYILEI» M PaCCUUTHIBAIN OPUCTOCTh METAIUIOTPAaHIECKUM METOZIOM, KaK OTHOILICHHE
IUIOIIAIN N300paKeHHs, MPUXOIAIIETocs Ha MOpPHI, K o0mel miomanu Mukpodotorpaduu. CTaTHCTHISCKUI
aHaIM3 JaHHBIX Pa3MEPOB CTPYKTYPHBIX 3JIEMEHTOB ObLI BBHIIIOIHEH ITyTEM MOCTPOEHHS AUarpamm pasmaxa (box
plot), rme kBaptuim Q; u Q; — HIKHSS M BEPXHsA I'pPAaHM NPAMOYTOJbHUKA, KBapTwib Q, (Meauana) —
TOpPU3OHTAlIbHASL JIMHUS, IIepeceKarolias NPsMOYrOJbHHMK, a CpeJHee 3HaueHHe — BHYTPEHHHMH KBajpar.
Cornacao I'OCT P HUCO 16269-4-2017, BepxHIO0O M HUXKHIOIO TPaHUIBl pPAcHpeAeicHUl, OTAeNAIOUIUX
BBIOPOCHL, BEIUHCIUTH 1I0 popmye: Q; £ k£ (Q3-Q,), rme k£ = 1,5 ucronp30Bainy 11 HOPMATBHBIX PacIpeaeICHIH
W TPaHUNbl paclpeneNieHHs Ha3bIBaJM BHYTPEHHMMH, a k = 3 — I pacmpeneNcHui, OTIMYAIOMMUXCA OT
HOPMAJIBbHBIX, ¥ TPAHUIIBI PACTIPEICICHNS Ha3bIBAIN BHEITHUMHI. HOpMabHOCTB pacmpeieneHnii OleHnBaIach ¢
rmomombio kputepusi Komvoroposa-CmupHoBa ¢ monpaBkoit JImmmuedopea npu ypoBHe 3Haunmocta p <0,05.
[Ipn onmcaHun HOPMAILHOTO pACHpENCIICHHs ISl ONPENENCHUS] LEHTPAJbHOW TEHACHIMH MCIIOIb30BaIN
CpeiHee 3HA4YCHHWE W CTaHIAPTHOE OTKIIOHEHHE, a MEIWaHy M MEKKBapTHJIbHBIH auanazoH (Q—Q;) — mis
pacripeziesieHuii, He COOTBETCTBYIOIIMX HOPMAJIBHOMY.

PesyabTaTel. Ha POM-u3o0paxkeHusix monepedHoro usiomMa u mosepxuoctu K@ mokpertus (puc. 1 a),
MOJKHO BHJETh, YTO B TeueHHE | MUH (HOpMUPYETCS] HEOJHOPOJHOE MOKPBITHE, TOJIIMHA KOTOPOTO BAPbUPYETCS
ot 6,9 no 15,5 mxm. [Ipu 3TOM Ha TOBEPXHOCTH HMOKPHITHS TaKkKe HaOIIOaeTCst pa3HOPOAHAS CTPYKTYpa B BUJIE
obnacTell, coAepKaluX 3apoAbIIN CTPYKTYPHBIX 3JIEMEHTOB IoJrycepuueckoil (Gopmbl ¢ BHYTPEHHHMH
nmopaMu, M obnacTeil ¢ MHOTOYMCICHHBIMH KpaTepooOpaszHble MUKponopaMu. IIpennonoxuTenabHo, B IEPBOM
cily4yae, 3TH 00JIaCTH COOTBETCTBYIOT 00JAacTSIM HayaJlbHOTO (opmupoBaHus K® ciost HOKpHITHS, B TO BpeMs
Kak B Jpyrux obnactsax HaOogaeTcs MOIU(PHUIMPOBAHHBIM OKCHIHBIM CIIOW Ha ITOBEPXHOCTH THTaHA.
YBenuueHne BpeMEHHM HAHECEHMs JI0 2 MUH NPUBOAMT K (POPMHUPOBAHHUIO yXKE€ OAHOPOJHOIO IO TOJIIMHE
nokpbITHs (28,6 + 1,3 MKM) ¢ OOJIBIINM KOJIMYECTBOM Pa3BETBJICHHBIX BHYTPEHHHX MOP M IOPOBBIX KaHAJIOB,
Xa0TUYHO pACHPENCNCHHBIX 10 TOmmHHE. Ha MOBEPXHOCTH MOKPBITHS NPHCYTCTBYIOT IOTHOCTBHIO
chopmupoBaBIIrecs cheponaabHble CTPYKTYPHBIE AJIeMEeHTH (cepsl) ¢ BHYTPEHHHMH IOPaMH W TIOPHI B
pocTpaHcTBax Mexay cepamu (puc. 1 0). [Ipn nanpHeiimem yBeawmueHHH BPEeMEHU HAaHECEHUS TOKPHITHHA B
uHTepBaie 4-10 MMH He HaAONIONAIOTCS 3HAYMTEIbHbIE HM3MEHEHUS BO BHYTPEHHEH M IOBEPXHOCTHOMN
MOp(OJIOTHH, OJIHAKO PAcTeT TONIIMHA HOKpbIThil oT 35,6 + 1,1 MkM 1o 50,6 £ 4,2 MKM M yBeINYHBAIOTCS

pa3Mepsl CTPYKTYpHBIX 31eMeHToB (cdep, nop) (puc. 1 B).

Puc. 1. POM-u3o06padicenusi nosepxnocmeti u nonepeunvix uziomos MO noxpeimuii 6 meuenue: (a) — 1 mun;

(6) — 2 mun; (8) — 10 mun
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Ha puc. 2 a npezncrasiiensl quarpamMMsl pazmaxa (box-plot) pazmepos cdep. Bee pacnipenenenus chep no
pa3Mepam SIBISIIOTCSI HOPMAJIBHBIMU, TIOSTOMY ISl IIOCTPOCHUS HUYKHEH M BEPXHEW TPAHHUI] TUarpaMM pa3Maxa
UCIIONIb30BANIM BHYTpeHHHE rpaHuilpl. C yBelMYeHHUEeM JUIMTEIbHOCTH HAHECEHUs MOKPbITHH oT 2 mo 10 MuH
HaOJII0TaeTCs YIIMPEHUe auamna3oHa pasmepoB cdep ot 2,2—16,6 mkm g0 1,9-31,7 MKM, 9TO IPUBOJHUT K POCTY
cpenHero pasmepa cdep ot 8,7 = 2,7 mxm o 17,2 + 5,5 mxm. Ha puc. 2 6 npuBenensl auarpammbl pazmaxa (box-
plot) pa3mepoB MOBEPXHOCTHBIX W BHYTpPEeHHHX mOp. [Ipu 3TOM pacmpeneneHusi pa3MepoB MOp TMOIYYHIIHCH
HECUMMETPUYHBIMH, YTO MOXKHO BHJIETh M3 CMCIICHUS WX MEKKBAPTWIBHOTO pa3Maxa B CTOPOHY MEHBIIHX
3HAUCHUH, MOATOMY JJIsi TOCTPOCHMS HYDKHCW M BEpXHEW TIpaHWI] JAMarpaMM pa3Maxa HCIOJIb30BATM BHEIIHHE
rpanuibl. C yBeIMYCHHEM JUTUTSIFHOCTH HAHSCCHUSI OKPBITHI OT 2 10 10 MUH HaOIr0JaeTCs YIIUPCHUE qHUANa30Ha
pa3MepoB MOBEPXHOCTHBIX W BHYTPEHHUX TIOp cOoTBeTCTBEHHO OT 0,2—8,5 mo 0,6—13,1 mxm u ot 0,2-5,1 Mxm 10 0,7—
9,9 mxm. Tlpu 3TOM MeauaHbl PacpeeeHNii MOBEPXHOCTHBIX M BHYTPEHHMX MOP MO pa3MepaM yBEHYUBAIOTCS

cootBeTcTBeHHO OT 2,3 (1,5-3,3) Mxm 710 3,2 (2,0-4,8) Mmxm 1 ot 1,3 (0,9-2,0) mxm 10 2,9 (2,0-4,0) MEM.
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Puc. 2. Juacpammer pasmaxa pazmepos chep (a) u nop (6) K@ noxpeimuii, u nopucmocms K@ noxpvimuii (8)

M3mepeHus: MOpUCTOCTH MOKPBITUN MOKa3aiH, YTO C yBEJIMYEHHEM JUIMTeNbHOCTU mpouecca MJIO ot 2
10 10 MUH BHYTPEHHSISI IOPUCTOCTh OKPBITUI yMeHbIaercs ot 33,8 + 6,9 % mo 24,3 £2,5 %. 3T0 MOXeT OBITh
CBSI3aHO C TEM, YTO BO BCEX MOKPBITHIX (POPMHPYIOTCS OoJiee KPYITHBIE TOPHI BOIHM3H MOJUIOKKHA B HAYAIIBHOW
CTaIuM TIpoIlecca, KOTJa IUIOTHOCTh TOKA BBIMIE W MHUKPOpPAa3psAbl MHTEHCHBHEE. OTH JaHHBIE XOPOIIO
COTJIACYIOTCS C MPEBIAYIIHMHU pe3yiIbTaTaMH [2], T/ie MoKa3aH CTPYKTYpHBIN TpaJineHT o pa3mepam nop. B To
e BpeMsi, MOp(OIOTHIEeCKHE N3MEHEHHS Ha TOBEPXHOCTH MOKPBITHH C YBENWYeHHEM BpeMeHH nporecca MO
(2, 4, 10 MuH) He IpHUBENH K CTATUCTHYECKH 3HAYMMOMY M3MEHEHHIO MMOBEPXHOCTHOM MOPHUCTOCTH, KOTOpPas
cocraBuiia cooTBeTcTBeHHO 16,1 +3.1 %, 17,9 +2.2 %, 18,1 +£0,9 % (puc. 2 B). DT0 MOXKET OBITH CBS3aHO C
OJTHOBPEMCHHBIM YBEIMUYCHHEM Pa3MEPOB MOPOBBIX MPOCTPAHCTB U C(hep Ha MOBEPXHOCTHU MOKPHITHIA.

3akmodyenne. B nanHo# paboTe OBUIO MOKA3aHO, YTO YBEIHYCHHUE JUTUTCILHOCTH OCAXKICHUS TTOKPBITHIA
or 2 mo 10 MuH mpHBOAWUT K (OPMHUPOBAHHIO OTHOPOJHOTO IO TONIIMHE MOKPBITHS, POCTY TOJIIHWHBI OT
28,6 MkM 10 50,6 MKM, YBEIHUYEHHUIO CPEIHUX pa3sMepoB chep W IMOp COOTBETCTBEHHO B AMAana3oHax 8,7-
17,2 mxm 1 1,4-3,2 MKM, YBEIHICHUIO BHYTpeHHEH mopucTtocTr oT 33,8 10 24,3 %, 1 He MOBIHAJIO HAa BETUYNHY
TTOBEPXHOCTHOM MOPHCTOCTH, KOTOpasi BappHpoBajack B Anamna3one 16,1-18,1%.

Hccneoosanue svinoanerno 3a cuem epanma Poccuiickoeo nayunoeo ¢ponoa Ne 21-73-10265.
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