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HaHopa3mepHbI AMOoKCKA, TUTaHa NO3BOMSET peLlaTh CIOXHbIE NHXEHEPHble 3aaa4qn. OOQHON U3 HUX ABASIETCHA CO34aHne marte-
pranos 1 NOKPbITUNA, YMEHbLLAIOLNX BEPOSTHOCTb BOZHUKHOBEHMS HO30KOMUAJIbHbIX MHMEKLMIA Ha NMOBEPXHOCTW opToneauye-
CKMX KOHCTPYKLMIA, B TOM YMCIE N UMMNAHTALNOHHBLIX CUCTEM. B paboTe npeacTaBneHbl pe3ynbraTbl UCCNeA0BaHUS METO4AMM
CNEKTPOCKONUM KOMOMHALMOHHOIO paccesHus ceeta (KP-cnekTpockonuu), peHTrEHOCTPYKTYPHOIrO aHann3a U CKaHUPYIOLLEN
3N1EKTPOHHON MUKPOCKOMUN KepamMUYeCKMX NMOKPLITUIA N3 aHaTa3a, HAHECEHHOMO MO 30J1b-Fefb-TEXHONOMMN Ha CNeYeHHbIN Ma-
Tepuan Ha OCHOBE HAHOPa3MeEpPHOro NopoLLKa Anokcuaa TutTaHa (Mogudukaumsa pytun). MonyyeHHoe NOKPbLITUE UMEET CIIOXHYIO
CNOUCTYIO CTPYKTYPY, KOTopasi, no gaHHbiM KP-cnekTpockonum, No4Ty NONHOCTBIO NpeAcTaBfeHa ANOKCUAOM TuTaHa B dase aHa-
Taza. 3adpunkcnMpoBaHO OQHOBPEMEHHOE CYLLEeCTBOBaHME B NOKPbITUN 06eunx ¢as. NaoeHTudurkaumns pytuna Ha andpaktorpam-
Max, No-BUANMOMY, CBSiI3aHa C TEM, YTO HA NEPBbIX 3Tanax HaHECEHUS NOKPbLITUS HA MOBEPXHOCTb NOJIMKPUCTAIIMYECKOr0 pyTuna
dopMmpyeTca NPEMYLLLECTBEHHO PYTUT C UBMEHEHHOW MHTEHCMBHOCTBIO MUMKOB. Hanuume Ha gudpakTorpaMmmax Takxe HecTexumo-
MeTpuyeckmx das Nno3BoNseT NPeanonoXmTb, 4TO Ga30oBbIi COCTaB NOKPbLITUS MO TOJWMHE HEOAMHAKOB 1 NPeacTaBeH nocre-
MEeHHbIM NOCNOMHbLIM NEPEXOA0M OT pyTuna K aHatasdy. TonwmHa nokpbiTusa coctasnaeT 60 £ 15 mkm. OHO NpeacTaBneHo namen-
npHbeIMK 610KaMy pasfIMyHoro pasMepa. TonwmHa OTAENbHOW MNACTMHBI B MOKPbITUKM — B npeaenax 60-80 HM. PaspaboTaHHas
MEeTOAMKa MNO3BOSET HAHOCUTL NOKPbLITVE N3 aHaTa3a He TONbKO Ha 06pa3ubl N3 KEPaMUKN HA OCHOBE AMOKCUAA TUTaHa, HO Takxe
1 Ha NOBEPXHOCTb TUTAHOBbLIX MMMJIAHTATOB NPV NPeABapuTebHOM GOPMUPOBAHUN CNIOS ANOKCUAA TUTaHa B GOpMe pyTuia Ha
NMOBEPXHOCTU MeTass1a. AKCNEPUMEHTbI MO N3YYEHUIO aHTUOAKTEPUATIBHBIX CBOMCTB U MOPGhOSIOrMYECKUX XapaKTEPUCTUK KOCTHOM
TKaHW, KOHTaAKTUPYIOLLEN C UMMNIAHTATOM, NPOBEAEHbI Ha Kadeape opTonegnyeckon ctomatonorum NMrmy.
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Porozova S.E., Gurov A.A., Kamenschikov O.Yu., Shuliatnikova O.A., Rogozhnikov G.I.
The study of nanostructured anatase coatings on the surface of rutile

Nanosized titanium dioxide allows solving complex engineering problems. One of such tasks is the creation of materials and
coatings that reduce the likelihood of nosocomial infections on the surface of orthopedic structures including implant systems.
The paper presents the results of the Raman spectroscopy, X-ray diffraction analysis and scanning electron microscopy of anatase
ceramic coatings deposited by sol-gel technology on a sintered material based on a nanosized titanium dioxide powder (rutile
modification). The resulting coating has a complex layered structure, which is almost completely represented by titanium dioxide
in the anatase phase according to the Raman spectroscopy data. The simultaneous existence of both phases in the coating was
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recorded. The identification of rutile on diffractograms seems to be due to the fact that modified peak intensity rutile is mainly
formed during the first stages of coating application on the polycrystalline rutile surface. The fact that non-stoichiometric phases
also present in the diffractograms suggests that coating phase composition is not the same in thickness and is represented by
a gradual layerwise transition from rutile to anatase. The coating thickness is 60 = 15 um. The coating is represented by lamellar
blocks of various sizes. The thickness of a single plate in the coating is 60-80 nm. The developed technique makes it possible to
apply the anatase coating not only on samples of titanium dioxide ceramics but also on the surface of titanium implants with the
preliminary formation of a titanium dioxide layer in the form of rutile on the metal surface. Experiments on the study of antibacterial
properties and morphological characteristics of bone tissue in contact with the implant were carried out at the Department of

Prosthetic Dentistry at the PSMU.

Keywords: titanium dioxide, nanopowder, anatase, rutile, coating, Raman spectroscopy, antibacterial properties.
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BeeneHue

CI1aBel TUTAHA M €TO OKCUIBI TOCTATOYHO TaBHO
HCITOJB3YIOTCS B pa3IUIHBIX OTPACISIX ITPOMEIIIICH-
HOCTM — IIpU U3TOTOBJEHUM JTAKOKPACOUHBIX U3JE-
JINi, B IEJJII0I03HO-0YMaxkHOM IIPOM3BOICTBE, Ka-
Tajan3e, MEIUIITHE (CTOMATOJIOTHSI, IIPOTE3NPOBAHNE)
u ap. [1—4]. Takoe mupokoe MpuMeHEeHNUe CBI3aHO C
MMPUPOOHBIMA MATHUTHBIMM, KaTaIUTUICCKUMU U
OMOJIOTUYECKN aKTUBHBIMU (C COXpaHEHUEM €CTECT-
BEHHOI CTPYKTYPHI KMBBIX OPTaHU3MOB) CBOMCTBAMU
TUTAHA U ero okcuaos [5—7]. Jluokcua TUTaHA UMe-
eT HEeCKOJIbKO CTPYKTYPHBIX MOIMMUKALINI, U3 HUX
HauOoJsiee paclpoCTpaHEeHbl aHaTa3 M PYTWJI. AHa-
Ta3 — PEaKIIMOHHOCIIOCOOHAsT HU3KOTeMIIepaTypHas
¢aza mmokcuma TUTaHa (TeMIleparypa Iepexona B py-
Tt coctapisgeT 850—900 °C). BeicokoTemnepaTypHas
MonuUKAIIMSI TNOKCUIA TUTaHa — PYTHJI — Hanbo-
Jiee yctoiiuuna [8, 9].

OcoO0bIif nHTEpeC B IMOCeAHee BpeMs IpeacTaB-
JISET HaHOpa3MEpPHBIM TUOKCUI THTaHa, KOTOPBIA
MMO3BOJISIET pellaTh CJIOXHBIC MHXXEHEPHEBIC 3aJTadu.
OnHoil U3 HUX SBJIsIETCA pa3paboTKa MaTepuasioB U
MMOKPBITHI, YMEHBIIAIOIMINX BEPOSITHOCTH BO3HMK-
HOBEHUS HO30KOMMAJIBHBIX WH(MEKIINA Ha ITOBEpPX-
HOCTHU OPTOIEIMYECKUX KOHCTPYKIIMI, B TOM YHCIIe
M MMILJTAaHTAallMOHHBIX cucteM [10—15]. BTo mocTu-

raeTcsl Co3gaHueM Ha MOBEPXHOCTU TUTAHOBBIX UM-
MJAHTATOB MOKPBITUI C Pa3IMYHBIMU KOMIIOHEHTA-
mu [16—19].

LleTb JaHHOTO MCCITENOBAHUS — U3YYEHUE CTPYK-
TYpPbI IOKPBITUS U3 HAHOPAa3MEPHOro aHaTa3a Ha I0-
BEPXHOCTH PYyTHUIIA.

MeToauKu nccnepoBaHumn

ITo aBTOpCKO#T METOMMKE M3 BOIHO-3TaHOJBHBIX
pPacTBOPOB C TOJMMEPHBIMH T0OaBKaMW CHHTE3U-
posaHn nopowok TiO, ¢ pasmepom yactul 25—35 HM
(maHHBIC TTOJYYEHBI METOIAMHU TEIIJIOBOM IeCOpOLH
a30Ta U CKaHUPYIOUIEN 3JIeKTPOHHON MUKPOCKOITUU)
[20]. das3oBBIi cocTaB IMOpOIIKa IOCIe TepMOoOpa-
OOTKM KoaryJisiTa IPeACTaBIICH TOJIbKO HU3KOTEMIIC-
paTtypHoil MonuduKaleit aHaras.

ITosyyeHHBI MTOPOILIOK aKTUBUPOBAIU B TEUCHUE
0,5 9 B mnanerapHoit menbHu1le CAHJI B XaniemnoHo-
BbIX OapabaHax C XaJlLEeAOHOBBIMU MEJIOIIMMU Te-
JJaMM TIpU CKOpOCTHU BpaleHust 160 06/MuH. AKTU-
BaIlMIo IIPOBOAMJIN B BOOHOI cpeme (IIpyM MacCOBOM
COOTHOIIEHUH 1IapHhl : HOpoIoK : Boga=2:1:1)c go-
6aBkoii 0,5 mac.% arap-arapa B BUJe IpeaBapuTeIb-
HO IPHUTOTOBJEHHOTO BOMXHOTO pacTBopa. OOpa3irbl
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¢dopMoBaIM METOJOM XOJOAHOTO OJHOOCHOTO Mpec-
COBaHUS B 3aKPBITOM mpecc-¢dopMe IpU AaBICHUU
200 MIla. 3atem chopMoBaHHBIE OOpa3Ibl OTXKM-
rajyd U crhekaau B BO3AYILIHOW aTrMocdepe npu ¢ =
= 1350 °C ¢ u30TepMHUUYECKON BBIIEPKKOM 60 MUH.
®a30BHIlI COCTAaB CIIEYCHHBIX OOPa3lOB IMpPEACTaB-
JIEH TOJIbKO BBICOKOTEMIIepaTypHOUl Moaubukaluei
PYTHIL.

CnedyeHHBIE 00paslbl OBIIM pas3faelieHbl Ha IBE
rpynisl. B nmepBoii — moBepXHOCTh 0Opa310B U3ME-
HEHUSIM He IoJBeprajaach, BO BTOpOii — Ha Hee Ha-
HOCHJIM CJIOI M3 HAaHOPa3MEePHOTO TMOKCHIa TUTAHA.
Pexxum popMupoBaHUS MOKPHITHUS OBIJI BHIOpaH Ha
OCHOBAaHUM paHee IIPOBEICHHBIX 3KCIIEPUMEHTOB
[21]. TlepBBIM 3TamoM B ITOATOTOBKE IMOBEPXHOCTH
00pa3lloB K HAHECEHU IO MTOKPBHITUS SBJISJIacCh Mexa-
Hu4yecKass odopadboTka Ha man@oBalibHON Oymare ¢
pasmepamu 3epHa ot 200 1o 400 mxm. TpaBreHue mo-
BEPXHOCTU MPOAOIKHUTEIbHOCTHIO 60 MUH OCyIIECT-
Bistau B 40 %-HoMm pactBope NaOH ¢ nocienyioiieit
MIPOMEIBKOM B IMCTUJIIMPOBaHHOM Boge. HaneceHue
aHaTas3a IMPOBOAMJIU MyTeM 00pabOTKU MOATOTOB-
JICHHBIX 00pa3lloB B 30Jie, U3 KOTOPOIro OBLI MOJIY-
YeH MCXOAHBbI HaHopa3MmepHblii mopowok TiO,, B
TedeHure 60 MuH. BeicylieHHBIE 00pa31bl IPOKaIK-
Banu B atMocdepe Bosayxa npu ¢ = 550 °C B Teye-
Hue 1 4.

PeHTreHOCTpYKTYpPHBIN aHaInU3 MOJTYYEHHBIX 00-
pa3loB NMPOBOAUIM Ha PEHTTEHOBCKOM AuGpakTo-
metpe XRD-6000 (Shimadzu, Anonust). da3oBbiid
COCTaB OIpPENeISJIM TaKXKe IMTyTeM UCCIEeAOBaHUS MO-
BEPXHOCTU 00pa3LlOB METOAOM CHEKTPOCKONMUU KOM-
ouHauumoHHoro paccessHus cBeta (KP-cnekTpocko-
nmuu) Ha Pypbe-cnekTpomeTpe «Senterra» (Bruker,
T'epmaHus) npu AJKMHE BOJHBI M3JyYalollero ja3epa
532 uM. M300pakeHnsT HAHECEHHOTO MOKPHBITHS U €T0
Mpoduis MOJyYeHbl Ha CKAHUPYIOIIEM 2JIEKTPOHHOM
mukpockore «Hitachi» (ArmoHus).

Pe3ynbrathl U X 00CyXaeHue

brino nmpoBeneHo u3yuyeHUe 0Opa3lLoB HUOKCHIA
TUTaHa 6e3 TMTOKPEITUS ¥ C HAHECEHHBIM MTOKPHITHEM C
nomoiubio KP-cnekrpockonuu. Ha puc. 1 mpencras-
neHbl KP-cniekTphl aHaTa3a u pyTUia.

AHaJOTMYHEIC CITEKTPBI MOJIYUYCHBI Y CITEYCHHBIX
o0pa3uoB (cM. puc. 1, 6) u 00pa3LOB ¢ HAHECEHHBIM
MOKpBITHEM (cM. puc. 1, a). Ilpu ucciaenoBaHUU IIPO-
mmecca HaHECEHUS MOKPBITUS MUK (a3bl aHaTa3 MpU
BOJIHOBOM umcie v = 145 cm™! metektupyercst mo
BCeM IUIOMIAAX ITOBEPXHOCTHM, OOHAKO B JHMAIIa30HE

PamanoBckas HMHTCHCHUBHOCTDL, OTH. €]I.
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Puc. 1. KP-criekTpsl aHaTa3a (a) v pyTua (6)

PamanoBckas HMHTCHCUBHOCTB, OTH. €/I.
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Puc. 2. ®parmentsr KP-ciekTpoB
B Pa3JIMYHBIX TOUKAX TOKPBITUS

v = 2504750 cm! HaOJIIONAIOTCH 3aMETHBIE U3MEHE-
HUS (Pa30BOro coCTaBa B pa3IMIHBIX TOUYKAX ITOKPHI-
Tus (puc. 2).

Ha puc. 3 npencrasieHa oopaborka (pparmMeHTOB
KP-criekTpoB B auanasoHe v = 550+700 cm~! MeTomom
JleBenHOepra—MapkBap/Ta ¢ UCIIOJIb30BaHUEM (hYyHK-
uuwu l'aycca.

Ha moBepxHOCTH pyTWJIa MOCJe HaHECEHUS IIO-
KpPBITHSI B KayeCTBe OCHOBHOM a3bl (UKCHpYeTCs
aHaras (cM. puc. 1, a). [Ipu aToM 0OTHOBPEMEHHO B pa3-
JIMYHBIX TOYKAX TOKPBITUS MOTYT OBITh MACHTU(PUIIN-
pOBaHbBI U MUKU, OTHOCALIMECS K pyTUIy (puc. 3, 6, ).
K coxanenuto, KP-crnekTpockonusi He maeT OTBeTa
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Puc. 3. ®opmupoBanue moKpbITH ((ha3a aHaTa3) Ha MaTepuaje-oCcHOBe (ha3a pyTHI)

a—2 — U1 pa3IMYHbIX YY4aCTKOB NMOKPBITUSA

Ha BOIPOC, UIEHTUYHBI JIU PYTUJI OCHOBHI (puc. 1, 6 1
3, a) v pyTUJI NOKpbITUS (puc. 3, 6, 6).

Ha puc. 4 nmpuBenensr COM-u3006paxkeHUs TPO-
¢ung moay4yeHHOro MOKPHITUS (puc. 4, a) U 00IIEero
Buja (puc. 4, 6—e).

TonmuHa NOKpbITUS cocTaBiasgeT 60 X 15 MkMm.
COM-u3obpaxeHus MOBEPXHOCTU MONTBEPXAAIOT pe-
3ynbTaThl KP-ciekTpockonuu o HaAu4YMu Ha MOBEepPX-
HocTH pytuia. [Ipu aTom hopma KpHCTAJIOB PyTHIIa
OTJIMYAETCSI OT MCXOMHOW IMOBEPXHOCTU MaTepuala.
HanecenHblli coii aHaTa3a IIpeACTaBIeH MEJIKUMU
Kpuctaymnamu (puc. 4, ¢) M IUIACTUHYATBIMUA CTPYK-
Typamu (puc. 4, 6), KOTOpble HacJlauBalOTCsI APYT Ha
Ipyra, o0pa3ys TaK Ha3bIBaeMble OCTPOBKH.

JudpakrorpaMMbl 00pa3LioB 0€3 MOKPBITUS U C
MOKPBITHEM MOKa3aHbl Ha puc. 5. [loBepXHOCTh MC-
XOJHOTO MaTepuaja MoHoda3Has M MpeAcTaBjeHa
TOJIBKO TMOKCHIOM THUTaHa B (pa3e pyTHII.

B cniexTpe oOpa3siia ¢ MoKpbITUEM 3a(hUKCUPOBa-
HO TOSBJIEHME Hapsny ¢ PyTUJIOM NMKOB aHarasa.
JlaHHBIEe puc. 5, 6 CBUAETEIbCTBYIOT O TOM, UTO MO-

KpbITHE U3 HAHOPa3MePHOro TMOKCH A TUTaHa Mpell-
CTaBJIEHO KakK (pa3oii aHaTa3, TaK U HECTEXUOMETPHU-
yeckuMu ¢aszamu. Hambosaee MHTEHCHUBHBIC MUKU
OTHOCSTCS BCe-TakKM K PYTUJy, T.e. K MaTepualy
OCHOBBI. OgHAKO MNpM MPAKTUYESCKUM HEU3ZMEHHOM
TMOJIOXXEHUH TTUKOB (CM. pHC. 5, @ M 6) OTMEUYCHO Cy-
1IECTBEHHOE UCKaXXeHUe UX MHTeHCUBHOCTU. B Tab-
JIV1Ie TPUBEACHBI COOTHOLIEHWSI MHTEHCUBHOCTEMN He-
KOTOPBIX OJIM3JIeXallNX TUKOB PYTUJIa B OCHOBE U B
nokpbiTuu. [losgiBlieHUE pyTUIa C UICKAXXEHHBIMU, 11O
CpPaBHEHMIO C UCXOIHON MOBEPXHOCTHIO, COOTHOIIIE-
HHUSIMHA WHTCHCUBHOCTEH MUKOB OIEMOHCTPUPYET TO,
YTO 3TOT BapUaHT PyTUJIA SBISETCS MEPEXOIHbIM
(T.e. MONYyYeHHBIM M3 KoaryjasTa IMpU IIpOKaJiiBa-
HMMU), TIOCKOJIbKY U3MEeHEeHUE KaKUX Obl TO HU OBIIO
XapaKTepUCTUK XOPOIIO OKPUCTAJJIM3OBAHHOTO PY-
THUJIA B IPEAJIOKEHHBIX JOCTATOUHO MSATKUX YCJIOBU-
SIX HEBO3MOXHO.

WUccnenoBaHus aHTUOaKTepUaJIbHBIX CBOMCTB 1O~
JIYYEHHOTO TOKPHITUS U MOP(POJIOTMUECKUX XapaK-
TEPUCTUK KOCTHOM TKaHM, IIPOBeIeHHbIE Ha Kadeape
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Puc. 4. COM-u3o06pakeHu ST TOKPBITUSI

a — BUI COOKY; 6—e — BUI CBEPXY (CTpeJIKaMM MOKa3aHbl CKOIIJIEHUSI KPHUCTAJUIOB aHaTa3a)

Puc. 5. ®parmeHTH 1UGpPAKTOrpaMM UCXOTHBIX 00pa31oB (@) 1 00pa3I1OB C MOKPHITHEM (6)
P — pytun, A — aHara3, H — HectexuomeTpuyeckas (paza IMoKcHUIa TUTaHA
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MeXnnocKocTHble paccTofsHUA U COOTHOLUEeHue WHTEHCUBHOCTEMN HEeKOTOpbIX 6nv|3ne)|(au.|,v|x NUKOB pyTuna

B OCHOBE M B MOKPLITUN

20, rpan (hkl) MeXIII0CKOCTHBIE paccTOsIHUSA, HM | COOTHOIIIEHHEe MHTEHCUBHOCTEM OJIM3JIeXKaIlUX MMKOB

27,47 /27,50 (110) 0,3244 70,3241

36,10 /36,11 (101) 0,2486 / 0,2485 1.93/2,52

54,36 / 54,34 (211) 0,1686 /0,1687

56,72 / 56,69 (220) 0,1622 /0,1623 2,92/2,61

62,76 / 62,75 (002) 0,1479 70,1480 1,38 /0,39

64,11 /64,10 (310) 0,1451 /70,1452 ’ ’

69,02 /69,04 (301) 0,1360 /0, 1359 1.04/1,93

69,79 / 69,78 (112) 0,1347 70,1347 ’ ’

* YyemuTens — B OCHOBE, 3HAMEHATENb — B IIOKPBITAM.

oproneauueckoit cromaroyoruu [NI'MY u B UHCcTH-
TYT€ DKOJIOTUM U T€HETUKU MUKPOOpraHn3mMoB YpO
PAH (r. Ilepmb), moka3anu 3HAYUTEJIbHOE CHUXXEHUE
pOCTa M KM3HECIIOCOOHOCTH OaKTepHaIbHBIX MJICHOK
ITaMMOB CcTapUIOKOKKOB (Staphylococcus epidermi-
dis 33) 110 cpaBHEHUIO C MMOBEPXHOCTBIO pyTHaIa 6e3 Io-
KPBITUSA [22] 1 XOpOIIYIO aAre3nio MOKPBITUS K KOCT-
Ho¥ TKaHu [23].

3akni4yeHue

B xome mpoBeneHHOro 3KCIepUMEHTa IOJYyYeHBI
KepaMHYecKue 00pa3iibl Ha OCHOBE HAHOPA3MEPHOTO
MOpoIlIKa AUOKCUIa TUTaHa (MogudbUKauusgd pyTUI)
C HAaHECEHHBIM MOBEPXHOCTHBIM CJIOEM M3 TUOKCHUIa
TUTaHa (MOgU(UKAIIMS aHaTa3).

ITo manHbIM KP-cneKTpocKONUU U CKaHUpYollei
3JICKTPOHHOM MUKPOCKOIIMU IOJYYEHHOE MOKPBITHE
WMeEET CJIOXHYIO CIIOUCTYIO CTPYKTYPY, KOTOpasl Iod-
TU MOJIHOCTBHIO TIPEICTaBjJieHa TUOKCUIOM THUTaHa B
da3ze aHaras. UaeHTudukanus pytuia Ha IMPppakTo-
rpamMMax, Io-BUIMMOMY, CBsI3aHa C 00pa3oBaHMEM Ha
TMEePBbIX 3TaNlaX MPEUMYILIECTBEHHO pyTuJa. TomHa
MOKPBITUS cocTaBisieT 60 = 15 Mmkm. OHO mpencTas-
JICHO JITaMEJIISIpHBIMY 0JI0OKaMU pa3jIMIHOTO pa3Mepa.
TonalmmMHa OTHENBHON IUIACTUHBI B IOKPBITUH 60—
80 HM.
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