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UccnepoBaHMEe BAMSAHUA YABTPa3BYKa Ha CUHTE3
HaHoTpy6ok TiO, ruaApoTepManbHbIM METOAOM

BaH 3yHr By, Xto bau HryeH, PaBuab UchnamoBuu HurmerssaHos ™

MOCKOBCKHMIN @aBTOMOBUABHO-AOPOXHBINM FrOCYAAPCTBEHHbIV TEXHUUECKUI YyHUBEpcHUTeT (MAAN), . Mockea, Poccus

AHHOTALMUA

BBeaeHue. B paHHOM MccaepoBaHUM HAHOTPYOKM TiO, 6bIAV CHUHTE3WPOBaHbI TMAPOTEPMaAbHBIM METOAOM C MPEA-
BapPWUTEABHON YALTPA3BYKOBOWM 06paboTKOI B TEUEHME ABYX YaCOB AAA OLIEHKU POAU YABTPA3BYKa B GOPMUPOBAHMM
HaHOCTPYKTYpP. TMAPOTEPMaAbHbIM NPOLECC MPOBOAUACA B TeueHue 4, 6, 8 n 10 u AAA BbISSIBAEHUSA U3MEHEHUS
MOPPOAOTUU U KPUCTAAAMUECKUX da3.

Lienb u 3apauu. Lleabto paHHOTO uMccaepoBaHMs Bbina ONTUMU3aLMA YABTPA3BYKOBO-TMAPOTEPMAAbHOIO MeToAa
CUHTe3a HaHOoTpybok TiO, NyTeM COKpaLLEeHUs BPEMEHU peakummn 6e3 yXyALLEHUS MOPOOAOTUUECKMX U CTPYKTYP-
HbIX XapaKTEPUCTUK.

Matepuanbl U MeToabl. CHTE3VMPOBaHHbIE 06pa3Lbl ObIAM U3yuYeHbl C UCMOAB30BAHUEM CKaHWPYIOLLEH SNEKTPOH-
HOM MuKpockonuu (COM) ans aHanmM3a MOPGOAOTUM U Pa3MEPOB, a Takke C MOMOLLBIO PaMaHOBCKOM CNEKTPOCKO-
nuu, MHbPaKpacHow cnekTpockonuu ¢ npeobpasoBaHeM Oypbe (Pypbe-UK) 1 peHTreHOCTPYKTypHOrO aHaAu3a (PCA)
AAS OMpeaeneHrst Ga3oBOro coctaBa U KPUCTAAAMUECKOW CTPYKTYPbI.

Pe3synbraThl U 06cyxaeHUe. McnoAb30BaHWE yABTPa3BYKOBOW NpeABapUTEAbHOM 06paboTku Nokasano, YTo MOAy-
YeHHble HaHOTPYOKU UMeAn AAMHY oT 808 A0 1226 HM M aMameTp oT 172 po 242 HM. Bbina 3adukcnpoBaHa
nocaepoBatenbHasa dpasoBas TpaHchopMauus: HavyaabHaa ¢asa H,TiO; nepexoanaa B MPOMEXYTOUHbIE TUTAHAT-
Hble ¢a3bl (H,Tiz0; v H,Tig045), @ 3aTEM NpU YBEAUYEHUU BPEMEHU PEAKLIMM NMPOUCXOAMAO 06pPa30BaHWE pyTUAA.
(dasa aHaTasa NpuUcyTCTBOBaAa AULLb B CAEAOBbIX KOAMUYECTBAX.

BbiBoabl. HacTosiLee nccrepoBaHWE NOAYEPKUBAET MOAOXKUTEABHOE BAUSIHUE YABTPA3BYKOBOW NpeABapUTEABHOM
06paboTkn Ha GopMUPOBaHME CTPYKTYPbI HAHOTPY6OK TiO, 1 NpeacTaBAAeT coboM HayUYHYtO OCHOBY AAS OMTUMU-
3aUMKM NapameTpoB Mpouecca Npu NOAyYEHWU HAHOCTPYKTYPUPOBaHHbIX Matepranos Ha ocHoBse TiO,.

KntoueBble cnoBa: yAbTpa3BykoBas 06paboTka; rMapoTEPManbHbIM CUHTES; CTPYKTYpa HaHoTpybok TiO,

Ana umtupoBanusa: BaH 3yHr By, Xto bay HryeH, HurmeTassHoB P.U. iccanepoBaHUE BAUSIHUSA YABTPA3BYKa Ha CUHTE3
HaHoTpy6oK TiO, ruapotepmanbHbIM MeToaoM // NoxapoB3pbiBobe3onacHocTs/Fire and Explosion Safety. 2025.
T.34.Ne 4. C. 5-13. DOI: 10.22227/0869-7493.2025.34.04.5-13
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Investigation of the influence of ultrasound on the synthesis
of TiO, nanotubes by the hydrothermal method

Van Zung Vu, Huy Bach Nguyen, Ravil I. Nigmetzyanov ™

Moscow Automobile and Road Construction State Technical University (MADI), Moscow, Russian Federation

ABSTRACT

Introduction. In this study, the synthesis of TiO, nanotubes was carried out via the hydrothermal method, following
two hours of ultrasonic pretreatment to evaluate the role of ultrasound in nanostructure formation. The hydrother-
mal process was conducted for 4, 6, 8, and 10 hours to investigate changes in morphology and crystalline phases.
Research aims and objectives. This study aimed to optimize the ultrasonic-hydrothermal method for synthe-
sizing TiO, nanotubes by reducing the reaction time without compromising the morphological and structural
characteristics.

Materials and methods. The synthesized specimens underwent characterization by scanning electron micro-
scopy (SEM) for morphological and dimensional analysis, while Raman spectroscopy, Fourier-transform infrared
spectroscopy (FTIR), and X-ray diffraction (XRD) served to identify phase composition and crystal structure.
Results and discussion. The results indicated that the obtained nanotubes exhibited lengths ranging from
approximately 808 to 1,226 nm and diameters from 172 to 242 nm. A sequential phase transformation occurred,
beginning with the initial H,TiO; phase, progressing through intermediate titanate phases (H,Ti;O; and H,Tig0,3),
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and culminating in rutile crystallization at extended reaction times. The anatase phase appeared only in trace

amounts throughout the process.

Conclusions. This study highlights the positive impact of ultrasonic pretreatment on the development of TiO,
nanotube structures and provides a scientific basis for optimizing process parameters in the fabrication of nano-

structured TiO, materials.

Keywords: ultrasonic treatment; hydrothermal synthesis; TiO, nanotube structure
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BBeaeHue

Hanotpy0ku TiO,, XapakTepu3yroIuecs CBOCH 0JHO-
MEpPHOH CTPYKTYpOH, 005aal0T BBHICOKON YAeIbHON
MTOBEPXHOCTEIO, a TAKXKE MPEBOCXOTHOMN AIICKTPOHHOM
W MOHHOU MPOBOJUMOCTBIO, YTO PACHIMPSET CHEKTP
UX MOTCHIIUATBHBIX IPUMEHCHUH B 00JaCTH YKOJIIOTHH,
SHEPTeTHKH, SJICKTPOHUKU U OnoMenuiuHsl [1]. OmHol
U3 KIIOYEBBIX 00JacTeil MPUMEHEHHUs ABISETCS aHTHU-
KOPPO3HOHHOE MOKPHITHE U XpaHCHHE MHTHOUTOPOB
KOpPPO3HH, TJIe CIOCOOHOCTh 00Pa30BBIBATh CTAOMIIb-
HBIH OKCHJIHBIN CJIOW CIIOCOOCTBYET JTy4IlleH 3amuTe
METAJUIMYECKUX TOBEPXHOCTEH 3a CUeT MHHUMH3A-
UM BO3JIEHCTBUSA KHCIIOPOAA U arpecCUBHBIX cpen [2].
B sHepretuke HaHOTpYyOKH TiO, UrparoT BaXKHYIO POJIH
B KPaCOYHO-CEHCUOUITN3NPOBAHHBIX KPACHTEISAX COJ-
HewHbix aneMenTax (DSSC) [3], B GporokaranuTraeckom
PpacCIeTIeHUH BOMBI JUTS MTOTYYESHUS BOIOPOA, a TAKKE
B KaueCTBE AJICKTPOJOB B JUTUI-UOHHBIX aKKyMYJISATO-
pax [4]. B OnoMenuiHCKO# 00J1acTH OHU IPUMEHSTIOTCS
Kak aHTHOaKTepuajbHbIC areHThl, B COCTaBE MepPeBs-
30YHBIX MaTE€PHAaJOB M B CHCTEMaX KOHTPOIUPYEMOTO
BBICBOOOXKICHUS JIEKapCTBEHHBIX BemiecTB [5]. Kpome
TOrO, ONarofaps BHICOKOW MOHHON MPOBOJUMOCTH OHU
IPE/ICTABISIOT OO0 MEePCHEKTUBHBIC MaTepHalIbl IS
MPUMEHEHUS B CyNMEepKOHICHCATOpaXxX AJs HAKOIICHUS
sHepru# [6].

I'upporepmanbHbIil METOJ, CUHTE3a PaccMaTpUBa-
€TCs KaK IMePCICKTUBHBIN ITOIXOT IS IOTyYSHHUS HAHO-
TpyOok TiO, 6marogaps ero MacTabupyeMoCTH, OTHO-
CUTENILHOM MPOCTOTE MPOLEAYPHI U BHICOKOMY BBIXOAY
nckomoro mpoaykra [7, 8]. OmHako JaHHBIM METO.
UMeeT PAJl CYUIECTBEHHBIX HEIOCTATKOB, TAKUX KaK
MPOAOIKUTENIFHOE BpeMs cuHTe3a (0T 24 10 72 4), 4To
3aMeIIsAeT KaK HayYHbIE MCCIICIOBAHUS, TAK U MPaK-
TUYecKoe mpuMeHeHue. Kpome Toro, BeICOKast 3HEPTO-
E€MKOCTh OTPHUIATEIHLHO BIHSACT Ha 3P(PEKTUBHOCTH
NPUMEHEHHUs TMpollecca M YBEIMYMBAET DKCILTyaTa-
nuoHHbIe 3arparthl [9—11]. B cBa3u ¢ 3TUM u3ydeHue
1 pa3paboTKa aTbTePHATUBHBIX HIIM KOMOMHHUPOBAHHBIX
METOJIOB, TAKHX KaK YIBTPA3ByKOBOW THIPOTEPMAIIb-
HBIN CHHTE3, pacCMaTPHUBAEMBbI B HACTOSIIIEM HCCIIE-
JIOBAaHHU, IPEICTABISIIOT 3HAYUTEIBHBIH HHTEPEC. DTOT
TIO/IXO]] TI03BOJISIET COKPATHTh BPEMS CHHTE3a, CHH3HUTh
SHEPronoTpeOlIeHNE U MTPHU STOM COXPAHUTH KITFOUEBBIC

cBoiicTBa HaHOTPYOOK Ti0,, 4TO Nenaer ero mepcnek-
TUBHBIM W aKTyaJIbHBIM HalpaBJICHHUEM. YCKOPCHI/IC
CHHTE3a OyJeT CIocoOCTBOBATh MOBBIMICHUIO 3P dek-
THUBHOCTH TPOM3BOJCTBEHHBIX MPOLIECCOB M paciinpe-
HHIO PAKTHYECKOTO PHUMEHEHHS B Pa3IMIHBIX 00J1ac-
TSIX TEXHOJIOTUI U MaTepUaIOBEICHHSI.

MaTtepuanbl U METOADI

Mamepuanwvi: nuokcun tutana «Degussa P25»,
TUIPOKCHUJI HATPHSI, CONSTHASI KUCIIOTA, ICHOHU3UPOBaH-
Has BOja.

Memoowi: 1,5 T nuokcuaa tutaHa Degussa P25
nmo6apnsau k 50 Mt 10M pactBopa NaOH u nepeme-
IIMBajJd B T€YeHUE 15 MHUH C MOMOLIBIO MarHUTHON
MeIIaJIKu. 3aTeM MOMyYeHHYIO CYCIIeH3HIO MTOBEprasin
YABTPa3BYKOBOH 00pabOTKe B TeUeHHE 2 Y MPHU YaCTOTE
22 xI'11 ¢ ucoAB30BaHUEM YABTPA3BYKOBOTO AMCIIEpra-
Topa Y3I'13-0.1/22.

[Mocne ynbrpa3BykoBO# 00pabOTKH CyCIICH3HIO TIOMe-
L1aJ¥ B aBTOKJIAB ISl POBEICHUS THAPOTEPMAIEHOTO
curresa nipu Temneparype 200 °C B teuenue 4, 6, 8 u 10 9.

[To 3aBepiIeHHH THAPOTEPMAJBHOTO IMpolecca
CYCIICH3HIO MEPEUBATH B XMMHUYECKHHA CTAKaH 00b-
emoM 1000 mi, coneprkamuit 400 M pa3z0aBIeHHOTO
pactBopa conaHoil kucnotsl (0,2M), 1 nepemMemnBaiu
B TeueHue 30 muH. [TonydeHnyro cmech GumbTpoBaIn
W MPOMBIBAJIU HECKOJBKO pa3 JEMOHU3UPOBAHHOU
BOZOM IIJIsl AOCTHXEHUs HeuTpansHoro pH. B 3aBep-
IICHUE CYCIICH3HI0 (DPMIIBTPOBAIIN Yepe3 1abopaTopHYIO
BopoHKY Schott POR 16 u nmoaBepraim ecTeCTBEHHON
CYLIKE 10 MOJYYEHHUs KOHEUHOIO MPOIYKTa.

MeTtoAabl aHaAu3a

OI1leHKY CHHTE3MPOBAHHOTO MaTepHaia Ha OCHOBE
HaHOTPYOOK TiO, MPOBOAMIN aHATUTHICCKUMH METO-
JaMu MOp(OIOTHIECKOTO U CTPYKTYpHOTO aHaln3a.
Mopdoirorust MaTepuaia HCCICIOBAIACH C UCIIONB30-
BaHUEM CKAaHUPYIOMICH JIIEKTPOHHOW MHUKPOCKOIMUHU
(COM) Ha ycranoBke «JEOL—4000 EX High-Resolution
Electron Microscopy». Kpucraminyeckas: CTpyKkTypa
ompesensIach METOIOM PEHTICHOBCKOW audpakuun
(PCA) ¢ mpumenenueM nudpaxTomerpa «Siemens
D-500 X-ray Diffraction System». PamaHoBckas criek-
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TPOCKOMNUS NpoBoAmIach Ha crekrpomerpe « HRS-500»
¢ nerektopom «Pylon 100BR». Takxke Obla BBITIONTHEHA
HH(paKpacHas CHEKTPOCKOINHUs ¢ Mpeobpa3oBaHUEM
Oypse (MK-Dypre) Ha cnekrpomerpe «Vertex 80v»
B quanasone 4004000 cM ™' ¢ paspenienuem 4 cm .

Pe3yabTaTbl U 06Cy)XAEHUE

Mopddonornyeckuil aHaJIU3 C HCIOJIb30BAHUEM
COM uetbipex o0pa3noB HaHOTPYOOK Ti0O,, cHHTE3H-
POBaHHBIX IMOCPENCTBOM ABYyXYaCOBOH YIBTPa3BYKOBOM
NpeIBapUTENIbHON 00pa00TKH C MOCIEAYoLIeH THAPO-
TepMajbHON 00paboTkol B miesnodHor cpeae NaOH
NP PA3IUYHON NPOJOKUTENbHOCTH (4, 6, 8 1 10 ),
BBISIBUJI YETKUE CTPYKTYPHBIC MPEOOPA30BAHMUS B 3aBH-
CUMOCTH OT BpeMeHHU peakiuu (puc. 1).

Cpenu nccienoBaHHBIX 00pa3oOB XOPOIIHE MOp-
(osoruueckrue XapakTePUCTUKU OBITH 3apUKCUPO-
BaHBI Y 00pa3sioB, 00padoTaHHBIX B TedeHue 4 u 10 .
B o6pasiie, 06paboTaHHOM B TeUCHHUE 4 1, 00Pa30BATIHCH
HAaHOTPYOKH C PaBHOMEPHBIMH pa3MepaMu (CperHss
qmaa 1100 HM, cpenauit tuametp 200 HM), TITagKon
TIOBEPXHOCTBIO, HU3KOH CTEIEHBIO arperayy 1 XOpoLIeH
JHCIIEPTUPYEMOCTBIO, YTO CBUIETENBCTBYET 00 3 dek-
TUBHOM HavaJbHOM 3Tare (OpMHUPOBAHHS HAHOTPYOOK.

'\

t‘ “"""*'
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Dase 3 Apr 2028
Time 30137

c

Mag= 2500KX  1um

B 10 e Bpemst oOpazen mocne 10-qacoBoif 00paboTKH
MPOAEMOHCTPUPOBAJ TOTHOCTBIO PEOPraHU30BaH-
HYIO TpyOd4aTylo CTPYKTYpy C MECHBIIUM IHAMETPOM
(~170 HM), BBICOKOI OTHOPOAHOCTBIO, NIAAKOM MOBEPX-
HOCTBIO M MHUHHUMAJbHOW arperarueil, 4To yKasbl-
BaeT Ha BBICOKYIO MOP(]OIOrHYecKyto cTaObMIbHOCTb.
Hecmotps Ha 1o uTOo 10-9acoBoii oOpaser; AeMOHCTPH-
pyeT onTuMaIbHbIE MOP(OIOTHIECKIE TapaMeTpHl, €ro
cuHTe3 TpeOyeT OoJiee JTUTENFHOTO BpEMEHH 110 CpaBHE-
HUIO ¢ 4-9acOBBIM 00pa3iom (Tabdi.).

PCA-anamms (puc. 2) mokassiBaeT BeIpakeHHOE (Pazo-
BOE TIpeoOpa3oBaHie MaTeprala B 3aBHCHMOCTH OT Bpe-
MEHH THAPOTEPMATIBHON 00pabOTKU U MPEIOCTABISIET
oAPOOHYT0 MHAOPMAIIHIO O XapaKTEPHBIX KPHCTAILIO-
rpadUYeCcKUX IIOCKOCTAX CQOPMHUPOBAHHBIX (a3.

Ha rpadukax BuaHO nocTeneHHoe GOpMHUPOBaHHE
TUTAHATHBIX CTPYKTYP MO MEpE YBEIMYCHHS BPEMEHH
TUIpoTepMalbHON 00paboTku. Yxe nocie 4 4 obpa-
6otk (puc. 2, a) Habmoganca cinaldblii TUPPaKIUOH-
HBIN MUK pu 20 = 9,7°, COOTBETCTBYIOIINI 3HAYEHUIO
(200) dasser H,Ti;O,, uTO CBUAETENBCTBYET O Hadale
(hopMHpPOBaHUS CIOMCTOW TUTAHATHON CTPYKTYpBHI.
OmHOBpEeMEHHOE HATMYXE MUKOB MpH 20 = 24,4° (3Ha-
yenue (110) pyruna TiO,) u 20 = 28,6° (3HaueHue
(002) daser H,Ti4O,;) yka3piBaeT Ha HadyaJbHYIO CTa-

Signal A = InLens
Signal B = InLens

EHT = 10.00 KV
Aperturs Size = 60.00 pm

Dt T Agr 2005

WD= 4mm — Theue 471288

Signal A = InLens
Aperture Size = 6000 pm  Signal B = InLens
L L e, = e IR W

d

Mag= 2500KX  1pm
WD= &mm

EHT = 10.00 kv Dt o Apr 2028

Tima 142635

Puc. 1. COM-ananu3 sanotpy6ok TiO,: a —44;b—649;¢c—8u; d— 104

Fig. 1.

SEM analysis of TiO, nanotubes: a — 4 hours; b — 6 hours; ¢ — 8 hours; d — 10 hours
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Mopdonoruuecknit ananu3 Ha ocHoBe COM-u3o0pakenuiit 06pa3nos HaHOTPYOok TiO,, CHHTE3MPOBAHHBIX KOMOMHHPOBAHHOM

YIBTPa3ByKOBO-THIPOTEPMAIIbHOM 00pabOTKOM MPH Pa3IMYHON MPOJOJDKUTENFHOCTH THAPOTEPMAIbHON peakuu

Morphological analysis based on SEM images of TiO, nanotube specimens synthesized by combined ultrasonic-hydrothermal

treatment at different hydrothermal reaction durations

BpeMms THAPOTEpPMAIBHOTO CHHTE3a
Hapamerp Hydrothermal synthesis time
Parameter 44 649 8 10 4
4 hours 6 hours 8 hours 10 hours
OnHOPOAHOCTh HAHOTPYOOK | Xopouias HeynosnerBoputensHast | YnoinerBopuTensHas | Xopouiast
Homogeneity of nanotubes | Good Poor Fair Good
CreneHs arperanuu YmepeHHas OueHb BBICOKAs YmepeHHas YMmepeHHas
Degree of aggregation Moderate Very high Moderate Moderate
Cpennsist 1yIMHA, HM
PCAHAA JUTHH, 1118 808 1226 1179
Average length, nm
CpenHexBagpaTHdHOE
OTKJIOHEHHE JJIMHBI G, HM
JRTHHEL G, HN 153 106 173 314
Root mean square deviation
of length 6, nm
I'mankas, I'mankas, yeTko I'mangkas, yeTko
Heposnas,
HeOOonbIIoe BBIPa)KEHHBIE KOHIIb | BBIPAYKCHHBIE
IToBepxHOCTH TPYyOOK Hepa300pUIMBEIe
Surface of the tubes KOTHHCCTRO HACTHIL CTPYKTYpBI TPyOOK KOHIIbI TPyOOK
: ’ Smooth, . S Smooth, well-defined | Smooth, well-
. . Covered, indistinct .
few particles tube ends defined tube ends
HucneprupyemMocTsb Xopormast HeynosnerBopurenpHas | Xopouas Xopomas
Dispersibility Good Poor Good Good
Cpennuit iuamerTp, HM
PC/HHH 1 P, 208 219 242 172
Average diameter, nm
CpenHekBaipaTHyHOe
OTKJIOHEHHE TNaMeTpa G, HM
FMAMETPA 3, 24 36 31 22
Root mean square deviation
of diameter ¢, nm

quto Tpancopmanuu TiO, B THTaHaTHBIC (a3bl. [Ipu
YBEIMYCHUH HPOAODKUTEIBHOCTH 00paboTku 10 6
4 (puc. 2, b) xapaKkTepHble NUKU CTaHOBATCS Ooiiee
OTYETIMBBIMH, 0COOCHHO TIpH 20 = 9,7° u 24,3°, xoTO-
pbie cooTBeTcTBYIOT 3HaYeHUsM (200) u (020) dasbi
H,Ti;O, cooTBeTCTBEHHO, UYTO YKa3bIBa€T Ha MOBBILIE-
HHUE CTENCHU KPUCTAITMYHOCTH CJIOUCTOH CTPYKTYPHI.
OnHOBpeMEHHO HAONIOJAIOTCS MUKK Tipu 20 = 31,7°,
48,6° u 50,1°, coorBercTBytomue 3HadeHusM (110),
(020) u (202) dazer H,TisO,5, uTo mMOATBEPKIAET COCY-
[ICCTBOBAHNE JByX TUTAHATHBIX (a3 — CIOUCTOU
H,Ti;O, n uenoveunoit H,TigO,;. [Tocne 8 u o6pabotku
(puc. 2, ¢) paza H,TizO,; cTaHOBUTCS JOMUHHPYIOIICH,
0 YeM CBHIIETEIBCTBYIOT MHTCHCUBHBIC TU(PPAKINOH-
Hble TukH Tipu 20 = 31,7 u 48,6°, COOTBETCTBYOIINE
3HaueHusiM (110) u (400), Torna Kak MUKU aHarasa
U pyTHJIa MIPAKTHIECKH UCUE3aI0T, YKa3bIBas Ha 3aBep-
mIeHHYI0 TpaHchopmanuio TiO, B IeOUeUHYI0 THTA-
HaTHYIO (a3y, CONMPOBOKAAEMYIO BBIPaXKEHHOU mpes-
MTOYTUTEIIBHON KpHCcTauiorpaduIecKkod OprueHTAINEH
BJIOJIb HAIPaBJIICHUS POCTAa TUTAHATHOU CTPYKTYPHI.
B o6Opasne, noaBepruytom 10-uacoBoii oOpaboTke
(puc. 2, d), momumo xapakrepHbix mukoB H, Ti O, mosiB-
JsieTcst HOBBIH MUK 1pH 20 =~ 11,3°, cCOOTBETCTBYIONIHIA

3naueHmto (001) runparupoannoit pasel H,Ti,0, - H,O,
YTO yKa3bIBaeT Ha BHEJPEHHE MOJICKYI BOJABI B CIIOUC-
TYIO CTPYKTYpy. JlononHuTensHo HaOnoaaeTcs MUK py
20 ~27,5°, csi3aHHbIi ¢ TWIOCKOCThIO (111) daszer Tiy0;,
YTO CBHUAETEIHCTBYET O BO3MOXKHOW CTPYKTYypHOU
nepecTpoiike win 00pa3oBaHUU BTOPUUHBIX (a3, 00y-
CIIOBIICHHBIX JJIUTEIBHOU THAPOTEPMAIEHON 00paboT-
Koit [10-13].

PamanoBckue criekTpsl 00pasioB HaHOTPYOok TiO,,
MOJBEPTHYTHIX YIBTPAa3BYKOBOH M THAPOTEPMAIBHON
00paboTKe, CBUACTEILCTBYIOT O IPEHMYIICCTBEHHOM
(hopMupoBaHHM PYyTUIBHOM (a3bl (pUc. 3), 0 4eM ToBO-
AT XapaKTepHbIe MUKU 1pH 452 M ' (E,), 615 em™ (4,,)
u 684 cM' (cBazanHbli ¢ xonebanusamu Ti-O-H unu
Mool A, pytuna). [uk anarasa mpu 150 cm! (E,) mpo-
SIBJSIETCSI OTHOCUTENBHO C1a00, YTO MOXKET YKa3bIBaTh
Ha HHU3KOE COIEpKaHMe aHaTa3a WK ero rnpeodpazosa-
Hue B apyrue ¢assl. [locTeneHHOe CHUXKEHUE UHTCH-
CHBHOCTH PaMaHOBCKHX ITUKOB C YBEITMYCHUEM TIPONION-
JKUTEITBHOCTH THIPOTEPMAILHON 00pabOTKH OTpaXkaet
CHIDKCHHE CTETNICHU KPUCTAIUIMYHOCTH WIIH U3MEHCHHUS
B KpucTajuimueckoit crpykrype TiO, [14, 15].

HuarpamMMa (a3oBOro pacrpeneicHus B 3aBUCH-
MOCTH OT BPEMEHH I'HAPOTepMalIbHOI 006padoTku (puc. 4)
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Puc. 2. Ipaduxu PCA ananuza o6pasioB Hanotpyook TiO,: a — 4 4; b —64;¢c— 8 4;d— 104
Fig. 2. XRD analysis graphs of TiO, nanotube specimens: ¢ — 4 hours; b — 6 hours; ¢ — 8 hours; d — 10 hours
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Puc. 3. PamaHoBckue crekTpbl 00pa3noB HaHOTPYOOok TiO,, CHHTE3MpOBaHHBIX KOMOMHHPOBAHHOH YIIBTPa3ByKOBO-THIPOTEPMAIEHON
00paboTKoi
Fig. 3. Raman spectra of TiO, nanotube specimens synthesized by combined ultrasonic-hydrothermal treatment
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Fig. 4. Distribution of crystalline phases as a function of hydro-
thermal treatment time

Obula moctpoeHa Ha ocHoBe AaHHBIX PCA u pamaHoBc-
KO CTHIEKTPOCKOIHH C IETbI0 MPOSICHEHHUS Ipolecca
KpucTayutorpaduaeckoi ¢pa3oBoit TpaHchopMary Mare-
puana HaHOTpyOOoK TiO,.

B nporiecce ruaporepmaibHOM 00paboTKH pactpese-
JIEHWE KPUCTAIUINYECKUX (a3 CYIIeCTBEHHO H3MEHIOCh
B 3aBHCHMOCTHU OT BpeMeHHU peakuuu. Ha HauansHOM
JTarne JoMUHHpYIowei ¢asoit Osu1a H,TiO;, uto oTpa-
JKaeT ee poJib B Ka4eCTBE MIPOMEXKYTOUHOIO IIPOAYKTa
panneit craguu. [1o Mepe pa3BUTHS peaKkyd OCHOBHYIO
(azy crana cocraenate H,Ti;O,, uTo cBUOETEIHCTBYET

0 mpojoipkarouieiics ¢a3zoBoil TpaHcopmanuu, Ipu
9TOM HayvaJia MOSBILITECS PYTHIbHAS (ha3a, JOJIs KOTOPOH
MIOCTETICHHO yBENINYMBaIack. B 00pasiax, momydeHHbIX
Ha OoJiee MO3JHUX CTAIUSIX, CHCTEMAa HBOJIIOIHOHUPO-
Baja B MHOrodasHsiid Marepuan ¢ HamuaueM H,TigO,
u Ti;O;5, uTO yKa3bIBaeT Ha BBIPAXKEHHBIN MEPEXOAHBIN
oTan. B KOHEYHOM HTOTEe PYTHII CTaJ] IMPeodia aromei
(hazoii, a copepkaHue MPOMEKYTOYHBIX (a3 CHU3UIIOCH,
YTO CBHIETEIBCTBYET O CTAOMIM3AIINH KPUCTAIIH3a-
WU TIPU JJIATEIBHOW THAPOTEpMalibHON 00paboTke.
®da3a aHaTa3a COXpaH;IACh B HE3HAYUTEILHOM KOJINYe-
CTBE Ha MPOTSHKEHUH BCEro mporecca. Takum odpaszom,
TUAPOTEPMAIIbHAS PEaKIHsl CIIocoOCTBOBaNA (ha30BOH
TpaHC(HOPMAIMN OT CIOMCTHIX THTAHATOB K PYTHILY —
HanOoJee TepMOANHAMUYECKH CTa0MIbHOM (hase [16].

Cnexrpbl UK-Dyphe (puc. 5) geTsipex 00pa3iioB CBU-
JIETEIBCTBYIOT O (JOPMHUPOBAHUH THTAHATHBIX CTPYKTYP
B CHHTE3HPOBaHHBIX HaHOTPyOKax TiO,, uTo monTeepikaa-
eTCs XapaKTePHBIMHU MTOJIOCAMH TIOTIIONICHHS B paiiOHe
450 cm' (nepopmarus Ti—O-Ti), 890 cm ' (pacTskenue
Ti~O) u BbIpaXkeHHBIM THKOM Tpu 995 cm ™', accouupo-
BaHHBIM ¢ oOpazoBaHueM cBsizeld Ti-O—Na wm Ti-O-H
B ILIENIOUHOM cpefie. JlononHuTenbHbIe MOJI0CH B 001acTh
okono 1620 e 1 3500 cM ' cOOTBETCTBYIOT a1cOpPOUpPO-
BaHHOH BOJIE M TTOBEPXHOCTHBIM THAPOKCHIIBHBIM TPYII-
1aM, OTpa)kast 0COOCHHOCTH XUMHUH TIOBEPXHOCTH U Kara-
JUTHUYECKHUX CBOMCTB Matepuaia [17-20].

BripaxeHHbIC H3MEHECHUS B MHTCHCUBHOCTH U TIOJIO-
xeHnn nonoc monomenus Ha UK-dypee cnekrpax
OTPAKAIOT CTPYKTYPHBIE IPE0Opa30BaHus TOBEPXHOCTH
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Puc. 5. UK-®ypse criekTpbl 00pa3oB HAHOTPYOOK, CHHTE3HPOBAHHBIX METOJIOM KOMOMHUPOBAaHHO! YIBTPa3ByKOBO-THIPOTEPMATEHON

00paboTKH

Fig. 5. FTIR spectra of nanotube specimens synthesized by the combined ultrasonic-hydrothermal treatment method
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HAHOTPYOOK, B IIEPBYIO OUEpE/b CBSI3aHHBIE C (PYHKIMO-
HasnpHbIMU Tpynnamu Ti—-OH u —OH B xone ruaporep-
ManbHOI 00paboTku. IlocTeneHHoe CHUXXEHUE UHTEH-
CHUBHOCTH CHUTHAJIOB, CBSI3aHHBIX C THIPOKCUIHHBIMU
IpyIIaMy, YKa3bIBAaeT Ha MIOBEPXHOCTHYIO PEOpraHu3a-
IIUIO U MOCTETIEHHOE YAAJICHHE HECTAOUNBHBIX THPOK-
CHJIBHBIX (PparMeHToB, COMPOBOXKIAIOIIECECS CTPYKTYPHOM
MEPECTPOUKON U MOBBIIIEHUEM CTENEHHU KPHUCTAIINY-
HOCTH Matepuaia. [loiydeHHbIe pe3ybTaThl COIIACy0TCs
¢ naaubIMU PCA, KOTOpBIE IEMOHCTPHPYIOT 00pa3oBaHNe
CTaOMIBHBIX KPUCTAJUINYECKUX (ha3, TAKUX KaK PyTHII
u Ti;Os, mocne onpeneneHHON MPOJOIKUTEILHOCTH
00pabOTKH, YTO CBUAETEILCTBYET O (ha30BOM Tiepexojie
OT TIEpBOHAYAITLHO aMOP(PHOM CTPYKTYPHI K OoJIee yropsi-
JOYECHHBIM KPUCTAJUTIECKIM (popMaM. DTH HAOTIONCHUS
TaKKe TOATBEpKIatoTcs pesyabraramn COM-aHanmm3za.
OnHOBpPEMEHHO PaMaHOBCKAs CIIEKTPOCKOIHS IEMOH-
CTPHpYET TOSIBIICHHUE W yCUIICHHE XapaKTEPHBIX TOJIOC,
YTO KOPPETHPYET ¢ (POPMHUPOBAHUEM KPHUCTALTIUECCKAX
(a3, nperTHOUIIPOBaHHBIX MeTonoM PCA.

BbiBOADbI

B naHHOM HCCIEAOBAHUM BBEACHUE MIPEABAPUTEIID-
HOH yNbTpa3ByKOBOH 00OpaOOTKH [0 CTaIUU THIPOTEP-

MaJbHOTO CUHTE3a 0Ka3aJl0 pellarollee BAUsSHUe Ha (hop-
MHUpOBaHHE (PUZNKO-XUMUIECKHX CBOWUCTB CHUCTEMBI
TiO,/NaOH. VYnbTpa3BykoBbie KoJieOaHHS CO3AAIOT
WHTCHCHBHBIC CIIBUTOBBIC HAIPSHKEHUS, KOTOPBIE 3 (hek-
THUBHO pa3pymiaiy arperarsl gactuil Ti0,, ciocoOCcTBys
UX JUCHEPTUPOBAHUIO U YBEIUYEHUIO YIEIBHOU peak-
LIOHHOH MOBEPXHOCTH B IENOYHON cpesie. IT0, B CBOIO
odepenib, odreryano pacteopenue TiO, 1 HHUIIMUPOBAJIO
MEePeCTPONKy ero Kpucraminueckoi pemerku. CoBo-
KYITHBIN aHanu3, oCHOBaHHBINA Ha qaHHBIX UK-Dypre
cniektpockonuu, PCA u paMaHOBCKOM CHEKTPOCKOIIHH,
HaIJIATHO JIEMOHCTPHUPYET 3(p(HEeKTUBHOCTh CHHEpre-
THYECKOTO MOIXO0Ma, 3aKII0YAONIET0OCs B COYCTaHUH
VABTPa3BYKOBOM 00paOOTKH Ha TIPEIBAPUTEIHHOM 3Tare
C MOCHIEAYIOIUM I'HAPOTEPMATIBHBIM CHHTE30M, AJIS
IeJICHANIPABIICHHOTO YIPABICHUS CTENICHBI0 KPHCTA-
JUYHOCTH, HAHOPa3MepHOU Mopdonorueid u (Ha3oBbIM
cocTaBoM Matepuaia. [loryueHHbIe pe3ynbTraTel oAYep-
KUBAIOT BBICOKYO ITEPCIIEKTUBHOCTH CHHTE3a TUTAHOBBIX
HAaHOTPYOOK KaK (YHKIHOHAJIBHBIX MaTepHalIOB IS
NPUMEHEHHS B TIEPEIOBBIX TEXHONIOTMIECKUX 00IACTIX,
TPEOYIOIINX BBHICOKOHW CTPYKTYpPHOH YHOPSIOYEHHOCTH
U CTaOMIBHBIX (ha30BBIX XapPAKTEPHUCTHK.
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mupoganue.

Aemopul 3aa61110m 06 OMCYMCMEUU KOHGIUKMA UHMEPecos.
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