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OCOBJINBOCTI MPOLHECY ®OPMYBAHHSA HAHOPO3MIPHOTI'O V205
PU IEPEMIILIIYBAHHI BOJHUX CYCHEH3IM!

Y pobomi excnepumenmanvrho 6uueHo 0cobOIUBOCMI 2IOPOMEXAHIUHO20 CNOCOOY
Gopmysanns nanokpucmanie okcudy (V) eauadito i3 mpaouyiiinoi cuposunu. Onucano
KOHCMPYKYIi npucmpois, wo 3a0e3neuyiomv IHMeHCUHe, NepemMiuly8anHs CYCneHsii 3
Pe2YIIOBAHHAM WBUOKOCMI 00epmaHHs ma HenepepeHull 3anuc in situ napamempy,
nponopyitnozo 6 ’saskocmi. Iloxazano, wo eenuuuna 600neeo2o noxasuuka pH, 6 ’asxicme ma
KONIp CYCNeH3ii 3MIHIOIOMbCA CUHXPOHHO MA MOJACYMb BUKOPUCTOBY8AMUCH OJisl KOHMPOIIO
nepedicy peaxyii. OmMpumaHo 3a1eAHCHOCMI KIHEMUKU MOpPHONI0IUHO20 NepemeopeHHs
kpucmanie nopowlky V20s 6i0 inmencusnocmi nepemiutyganus cycneusii. Iloxkazano, wo
MOACIUBOIO NPUUUHOIO MAKOI 3ANeHCHOCMI MOdHCe OYMU 3POCMAHHS WBUOKOCMI DO3YUHEHHS]
Kpucmanie npu 30inbulenHi iHMEeHCUBHOCMI nepemiuy8aHtA. 3’5c08aHO KPUMUYUHY DOJb
Hampi x10pudy 0l YMEOPeHHs HaHODa3u ma 8U3HaAyeHo onmumanvHy konyenmpayiro NaCl
Y pO34uHi, wo 3a0e3neuye ymeopeHHs HaHOKPUCALIE NeHMAOKCUOY 8aAHAOIIO.

Memooom penmeeniecokoi oughpaxmomempii 00CIIOHCEHO 3MIHY CMPYKMYPHO20 CIAHY
kpucmanie V;0s 6 npoyeci nepemiuityganHs 600HOI CyCheH3ii/po3uuny. 3a 00nomo2corw
CKAHYIOYOI eleKMPOHHOI MIKPOCKONII OMpPUMAHI 300padCeHHs Munosux Gopm Kpucmanie
NeHMAOKCUOY 8aHAOdI0 HA PI3HUX cMAJIiAX NepemeopeHHs ma OYIHEeHO XAPAKmepHi po3mipu
HAHOKPUCATIB.

Ki104oBi cjioBa: HAHOCTPYKTYPH, HAHOTIOSICKH, IEHTAOKCHU/I BaHAII0, IPOBITHICTb.

1. Beryn

Hanoxpucraniyauii NeHTaOKCH/I BaHAIII0 € MEPCIEKTUBHUM KaTOJIHUM MaTepiajioM JUIs
BUPOOHHMIITBA  JIITIH-IOHHUX  akymynaropiB  [1-3].  OtpumaHHS 1BOro  Marepiaiy
NEePEeMILTyBaHHSIM BOJHOTO PO3YMHY/CYCHEH31i KOMEpPUIHHOTO MOPOIIKY IEHTAOKCUIY
BaHA/II0 € TMPOCTUM Ta eHeproomagHuMm MetogoM [4]. Ilpore ¢i3nunmMii MexaHi3M
MOpdoJIoTiuHOI TpaHchopmarllii Ta TEXHOIOTIYHI 0COOIUBOCTI MPOIECY Hapas3l HEJOCTATHBO
BUBYEHI.

! CrarTio HanmcaHo 3a pe3yNbTaTaMH BUKOHAHHS CIIIBLHOTO MpoekTy Ykpaina-Tlosbima 3 «YTBOpeHHs
HAHOIOACKIB OKCHAIB TPH IHTEHCHBHOMY II€PEMINIyBaHHI — EKCIIEPUMEHT, Teopis, 3acTocyBaHHD» (Ne
nepxaBHOI peectpanii 0121U113851).

Astop BrsuHMi npodecopam Mapeky anineBcbkomy (Kpaxis) Ta Auapiro 'ycaky (Uepkacu) 3a rutigHi
Juckycii Ta acriipanty [lenucy KosoMiiinio 3a TeXHIYHY 10TIOMOTY.
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2. MeToau Ta maTepiaau

Jlns peanizariii TEXHOJIOTI T1IpOMEXaHIYHOTO0 OTPUMaHHs HaHOKpucTaiaigHoro V205 ta
JOCITIJDKCHHSI BIUIMBY pi3HMX (DakTOpiB Ha NPOTIKaHHA peakilii HaMHU CTBOPEHO JIBi
KOHCTPYKIIII TPHUCTPOIO JUIA TEpPeMillyBaHHS — TI0O BEPXHBONPUBOIHIA cXxemi Ta
MoaudikoBaHa MarHiTHa Mimanka. Porop Mmae cneuianbHy ¢opMmy ais 3a0e3neueHHS
OJIHAKOBO1 IIBHJKOCTI KOJOBOTO PyXy IIapiB pIAWHA TO YCiH BHCOTI IMIHAPUIHOL
NOCYIMHH, MaTepiaji peakropa XiMmMiuHO HeWrpanbHi. I[IpuBOomOM Ciyrye enexkTpuyHHn
JBUTYH TIOCTIHHOTO CTPyMy 3 €IEKTPOHHOIO CXEMOK pEryjloBaHHS Ta cTabimi3artii
HIBUIKOCTI 0OEepTaHHSL.

Disc-encodar

pH-electrode

Thermostat

Vz Q 5 Suspension

a
Puc. 1. a) BepxHbOIIPUBO/IHA MiIlIaJKa, b) MarHiTHa MimIanka
Fig. 1. a) upper drive stirrer, and b) magnetic stirrer

OnToenekTpoHHUM AaTYUK (PopMye IMIYIbCH HANPYTH, 10 BUKOPHCTOBYIOTHCS B KOJI
3BOPOTHOTO 3B’SI3KY JUIsl cTa0lIi3aTopa 1 MOCTynalTh Ha YaCTOTOMIP ISl 1HIWKAIll 9acTOTH
oOepranHs. B cxemi peani3oBaHO BHUMIPIOBaHHS CTPYMY CIIOKMBaHHS JIBUT'YHA, SKHUH
3MIHIOETHCSI TIPU 3MiHI KOHCUCTEHIII] CYCNEH31l 1 CIYrye KUIbKICHOIO XapaKTePUCTHKOM ii
B’s13kocTi. KoHeTpykiii Mimanok HaBeaeHi Ha (puc.l). OueBuaHo, mo npu TpaHchopmarii
dbopMHu KpHCTaliB MPOXOJATh MPOLECH PO3UMHEHHSA-KpUCTAIi3allii, TOMy BaXXIHBUMH €
YUCeNbHI XapaKTepUCTUKU BOJHUX PO3YHMHIB TMEHTAOKCHIy BaHajdito. HasBHi maHi mpo
po3unHHICTh BaHafii (V) OKCHIy HETOYHI, a BIIOMOCTI PO AMHAMIKy PO3YHMHEHHS BiJICYTHI.
B poGori Oyau mnpoBeneHi MOCHIIKEHHS BIUIMBY I1HTEHCHUBHOCTI NeEpeMillyBaHHS 1
KOHIICHTpaIii CycreH3ii Ha pO3YMHEHHsS KpHUcTamiB. Mipol KOHIIEHTpalii po3ynHy Oyia
NpURHATA €JIeKTPONPOBITHICTD, Ky BHUMipIoBaIH KoHaykToMeTpoMm PC-800. Otpumano, 1o
npy 30UIBIIEHH] IIBUJKOCTI NEPEMILTyBaHHS IIBUJKICTb PO3YMHEHHS 3pOCTa€, IPU LILOMY
piBEHb HACHUEHHS 3aJUINAETHCS cTanuM i ckianae 0,76 r/1 (puc.2).

JlocniakeHo 3aleXHICTh MIBUAKOCTI YTBOPEHHS HaHO(a3u MEHTAOKCH]ly BaHAIIIO BiJ
napamMeTpiB CHHTe3y, 30KpeMa — IHTEHCUBHOCTI nepemimryBanHs. Ha (puc.3) mpencraBieHo
3MIHY B 4Yaci CMOXHUBAHOI ABUTYHOM MIIIAJKU MOTY>KHOCTI IPU CTajill 4yacToTi oOepTaHHS.
[l BenuuuMHA TMPOMOPIifHA B’SI3KOCTI PIAMHM 1 MOXKE CIYTyBaTH OINOCEPEIKOBAHUM
MOKa3HUKOM IPOXO/DKEHHSI peakiii po3MipHOi TpaHcdopmaiii KpHCTaiiB TNEHTAOKCUIY
BaHajito. I3 rpadikiB Ha puc.3a BUAHO, IO MIBUAKICTH MpPOLECY 30UIBIIYETHCA MPU
301IbIIEHH] YaCTOTH 00epTaHHS pOTOpa MilLIAJIKH.
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Takox, 3BepTae Ha cebe yBary IMOpPOTOBHM XapakTep 3MiHHU B’S3KOCTI Y BY3bKOMY
4acOBOMY IHTEpBaJi, SKOMY IepeAye€ TPHUBAIMK Iepioj «BU3piBaHHS». B xomi mpormecy
BUMIPIOBAJIM TaKOX 3HAUCHHsS BOJHEBOro mokasHuka pH po3umny. Crnocrepiraerbcs yacoBa
KopeJsiilis 3Minu BeauarHu pH 13 mapamerpom B’si3kocTi (puc.3.b).

Conductivity changing of the solution V205
during stirring
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Puc. 2. 3mina npoBinHocTi po3unHy V205 B mporieci nepemilryBaHHs
Fig. 2. Changing the conductivity of the V205 solution during mixing

Changing the value of viscosity parameter of the suspension pH Changing the pH-value of the V;0s+NaCl solution
during stirring for different rotation speeds during stirring for different rotation speeds
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Puc. 3. a') 3MiHa B yaci napameTpa BA3KOCTI CycCIleH3ii, b) 3MiHa BenuuuHu pH po3unny
Fig. 3. a) change in time of the viscosity parameter of the suspension, b) change in the
pH of the solution
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Ha (puc.4) mokazano 3aj1eXHICTh TPUBAIOCTI Mpoiiecy MOpdoIoriyHoi TpaHchopmartii
BiJl IIBUAKOCTI 00epTaHHsA poTopa Mimanku. TakoX sKICHO BCTAHOBJIEHO CYTTEBE
MPUCKOPEHHS peakiii «MIKpO-HAaHO»-TIEPETBOPEHHS NpPHU 3pPOCTaHHI TEMIepaTypud BOJIHOI
cycnensii. Cmif 3ayBakKWTH, IO KOJIP CYCIEH311 MOMITHO 3MIHIOETHCS BiJl OBTOTO [0
YEepBOHOI'O BIJATIHKY, LI0 MoOXKe OyTH MOB’S3aHO 13 3MIHOIO YMOB pO3CIsIHHA CBITJIa B
THCTIepCHOMY ceperoBumii. lle sBHIe MOXXHa BUKOPUCTATH SIK JIOJATKOBHIH IapaMeTp
MOHITOPHUHTY peakiii Mop¢osoridnoi Tpanchopmariii.

ABtopu poGotu [4] s npurotyBaHHsS cycnensii  BaHamid (V) okcunpy
BUKOPUCTOBYBaJIM 2M pO3UMH HATpil0 XJOpUAY Ta iHIIUX cojei Harpito. [Ipum npomy
3aJIUIIAE€THCS HESICHOIO POJIb COJIl B MpOLECl KPHUCTAIi4HOi TpaHcdopMmalii Ta BIUIMB i
KOHIIEHTpalli Ha JMHAMIKy MPOTIKaHHS peakilii Ta cTaH KiHIeBOro mpoaykry. Hamu Oyio
nociikeHo BIUIMB KoHueHTpamii NaCl y po3umHi Ha mponec YTBOpeHHsS HaHoda3u
NEeHTAOKCHy BaHajilo. Ha puc.6 mokazaHo OTpuMaHi NpH YacTOTi OOepTaHHS poTopa
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mimanku 500 06/XB 3aJIeKHOCTI MapamMeTpy B’SI3KOCTI cycmensii Ta pH po34wHy Bix BMiCTy
XJOpuAy HaTpiro. BuaHo, 1o 3MiHa KOHIIEHTpAII1 11i€i J00aBKM BUETBEPO HE3HAYHO BILIMBAE
Ha TPOLEeC, 3MEHIICHHS X 11 10 3HadeHHs 0,1 M/n1 momiTHO cnoBibHIOE NiepeTBOpeHHs. [Ipu
IIbOMYy, B YyCiX BHIIaJIKaX CIOCTEPIrajJoch yTBOPECHHS HAHOKPUCTAIIB Yy IMJICYMKY, 03
NOMITHUX BiAMiHHOCTEH (opMu Ta po3mipiB. MokHa mependauuTH, IO ONTUMAIBHUM €
BmicT NaCl B miama3zoni 0,3...0,2 M/n. Cxiig 3a3HayuTH, IO 3a TMOBHOI BiJICYTHOCTI HATpii
XJIOpHy pICT HaHO(A3H HE CIIOCTEpiraBcs, NpuHaiMHi, 10 280 roIuH MepeMilTyBaHHS.
JlocmipkeHHST KPUCTAIYHOTO CTaHy 4YacTUHOK BaHadid (V) okcumay Oynu TpoBeneHi
MOTOJIOM PEHTIeHIBCHKOI MOMIKpUCTaIbHOI audpakromerpii Ha mudppaxromerpi IPOH y Fe-Ka
BUIIPOMIHIOBaHHI. 3pa3Ku TOTYBaJIM BiIOOPOM PEUOBHHH Yepe3 MEBHI MPOMIKKH Yacy 3 HACTYITHUM
BIJIMUBAHHSIM BiJ[ COJTi Ta BUCYITyBaHHsIM. OTprMaHi JudpakTorpamu HaBeieHi Ha (puc.7).
[TpoTsirom mepmioi JOOM CIOCTEPITaeThCS «ITOKPANICHHS» KPUCTAIIYHOCTI MOPOIIKY,
10 MOXXHA TOB’S3aTH 13 MPUCKOPEHHM PO3YMHEHHSM JpiOHUX Ta Je(OPMOBAHUX YACOK Y
KOHIJIOMepaTax BHUXIIHOro mopomky. Hamami crmocrepira€TbCsi 3HMKHEHHS TUMPaKIiiHUX
MaKCHUMYMiB Ta 3HaYHE 3pOCTaHHs AU(y3HOTO (OHY, IO CBIAYUTH PO 3MEHIIEHHSIM YaCTKU
KpucTaniyHoi (a3u 1 mepexiag J0 peHTreHoaMopdHOro crany (po3mip 4acTUHOK MeHie 20

time,h Dependence reaction time - stirring speed
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Puc. 6. a) nuHamika B’A3K0CTi cycneHsii s pizHux koHuentpauiit NaCl y po3unni
b) nunamika 3miau BenuuuHU pH 11 pi3Hux koHueHtpaniii NaCl y po3uunHi
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Fig. 6. a) the dynamics of the viscosity of the suspension for different concentrations of
NaCl in solution b) the dynamics of pH change for different concentrations of NaCl in
solution
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Puc.7. lndpakrorpamu NopomiKy Ha pi3HUX CTalisX MEPETBOPEHHS
Fig.7. Diffraction patterns of powder at different stages of transformation

EBoumtottist popmu 1 po3mipiB yacTHHOK BaHail (V) OKCHIy B MpOIleCi TiapoMexaHigHOT
00pOOKH Bil KPYMTHOKPUCTAIIYHOTO TIOPOIIKY O HAHOBOJIOKOH BUBYAJIM METOJOM PAcTPOBOI

CJ'ICKTpOHHOI MleOCKOHll 3a I[OHOMOFOIO MOI[I/I 1KOBAHOTO MIKOCKOH PEM-200.
s B T R e e T

Puc.8. Buxignuii mopoIok neHTaoKCcuy BaHafdito (a,b,c)
Fig.8. The original powder of vanadium pentoxide (a,b,c)

Ha (puc.8) moka3aHo okpeMi YacTUHKHM KOMEPLIHHOIO TMEHTAOKCUAY BaHAAII0 MpHU
pi3HUX 30UTbIICHHSX. BHIHO, 1O BOHU SBISIOTH COOOI0 arjioMepaTd MIKpOKPHUCTAIB
TeTparoHajqbHOi CHMHrOHIi (110 BiAmoBigae cTpykTypi V205), mo matoth po3mipu 100-300
MikpomeTpiB. Jlesika yacTuHa MikpokpucTaiiB (0au3bko 1% Mmacu) BiiipBaHa BiJ arjoMepariB
1 CTBOPIOE MYTHE CEpEIOBHILE MPH NEPEMILITyBaHHI.
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Uepes oany o0y mnepemimyBanHs (mBuUakictb 500 00/XB) YaCTHHKH TOPOIIKY
NOKPHUBAIOTBCS CBOEPITHUM CyOcTpaToMm, Mo Haragye Mox (puc.9). Uepes 36 roauH
nepeMilllyBaHHS YaCTUHKU MOPOIIKY BTPAvalOTh YiTKi (OPMH 1 3'IBISE€THCS CBOEpiaHA Gopma
Marepialy y BHIVISAI TOJOTHA, IO YTBOPIOE CKIAQIKH, a TOACKYIH «pPO3PUBAETHCS,
JIEMOHCTPYHOUH BOJIOKHHUCTY

Puc.9. Tpusanicts nepeminryBanus 24 rox  Puc.10. TpuBanicte nepemimryBanus 36 rou
Fig.9. Stirring time 24 hours Fig.10. Stirring time 36 hours

Takoxk, B Led 4Yac Ha Kpasx KpUCTAiB MOYMHAIOTH YTBOPIOBATUCH BHUIOBXKEHI
CTPYKTYPH JIOBXXHHOIO KiJIbKa MIKPOHIB y BUIJISIII «IApOCTKiB», MOMIOHI 10 THX, MO Oyiu
3adikcoBani B pobori [4], (puc.11).

B nmonpanemomy, micng 42 ToauH peakiii, IepBICHI ariomMepaTH OCTaTOYHO BTPAavyarOTh
YiTKI KOHTYPH 1 PO3MAaJal0ThCA Ha OKPEMI YACTHHH, OTOYEHI 3 yCiX CTOPIH HUTKOMOAIOHUMU
yTBOpEeHHSAMHU (puc.12).

TunoBuil Burnan peyoBuHU miciast 48 roauH sBIsEe COOOK TycTe MeperyieTiHHA
BUJOBXCHUX HHUTKONOJIOHWX HAHOKPUCTAJIB, Cepel SIKMX BHIUIAIOTHCS TpaHCHOPMOBaHI
MOYaTKOB1 YacTHHKH (puc.13).

30.00kV  x6.00k

Puc.11. Pict HaHOCTPYKTYp
Fig.11. Growth of nanostructures
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Puc.12. TpuBamicts nepeminryBanus 42 roju
Fig.12. Stirring time 42 hours

Puc.13. TpuBamicts nepeminryBanus 48 roxu
Fig.13. Stirring time 48 hours

I Hapewri, micyisg 64 TOAMH MepeMIlllyBaHHS, YACTUHKH MOPOLIKY MEPETBOPIOIOTHCS HA
CBOEPiNHI «KIYyOKM» HAHOBOJOKOH B OTOUYEHHI MIapy TaKUX K€ BOJIOKHOIOMIOHMX
HaHokpHcTatiB (puc. 14). [Tpu 36inbmenHi x10k (puc.15) MoxHa BU3HauuTH (HOPMY OKPEMHUX
KPHUCTAJIITIB — II¢ HAHOMOSCKH JOBXKUHOKO 3...7 MkM, mmpuHOo 0,2...0,3 MKM 1 TOBIIWHOIO
HOpSAKY  JecaTd HaHomeTpiB. Jlius Oinbil  AeTanbHOro aHaiizy (opMu  OKpeMHX
HAaHOKPHUCTATIB HEOOXIJHO MPOBECTH OCITI/DKEHHS METOJOM TPAHCMICIHHOI eNeKTPOHHOI
MIKpOCKOTTii.

30.00kV _ x6.00k

Puc.14. TpuBanicts nepeminryBanus 64 rox
Fig.14. Stirring time 64 hours
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Puc.15. TpuBanicts neﬁéﬁimYﬁéﬁﬁﬂ 64 Ar(k)rz[ :
Fig.15. Stirring time 64 hours

4. BucHoBku

TpuBane iHTEHCHBHE TEpPEeMilllyBaHHS MOPOIIKY BaHalii (V) MEHTAOKCHIY Yy BOJHOMY
PO3YMHI XJIOpUIY HATpPil0 MPUBOAUTH A0 TpaHchopMmarii GopMu 1 po3MipiB KPUCTAIIIB —
noyatkoBi 100-300 MiKpOHHI arperaTH KpHUCTaJiB TEPETBOPIOIOTHCS HA BHUJIOBXKEHI
BOPCHUHOMOI0HI HAHOKPHUCTAIU TOBXKUHOIO Kinbka MikpoH Ta 10...100 HM y nmonepeyHuKy.

YTBOpEHHS HAHOKPHUCTATIB CYNPOBOIKYETHCS CYTTEBHM 3pPOCTaHHA B S3KOCTI
CycrieH3ii, 3MCHIIICHHSM BOJHEBOIO TOKa3HMKa 3i 3HadeHHs pH 2,3 no pH 0,7 Ta 3miHOIO
Kosbopy. Lli mapamerpaMu MOXyTh OyTH BUKOPUCTaHI JJI1 KOHTPOJIIO MPOLECY PeaKIii.

JlobaBka XJIOpHIY HATpil0 € KPUTHYHOI, ONTHMAJbHA KOHIICHTpALlil PO3YUHY —
0,3...0,2 M/m.

301IbIICHHS MIBUAKOCTI 00epTaHHsI pOTOpa BCEPEIUHI CYCIEH31i CyTTEBO MPUCKOPIOE
peakiiiro. MOXIMBUM MEXaHI3MOM BIUIMBY TEPEMIITyBaHHS MOK€ OyTH 3MiHA IIBHUAKOCTI
PO3YMHEHHS IepBUHHUX KpucTaniTiB V205 y Bozi.
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FEATURES OF THE NANOSIZED V205 FORMATION PROCESS BY
STIRRING OF AQUEOUS SUSPENSIONS

Summary. The peculiarities of the hydromechanical method of the vanadium oxide (V)
nanocrystals formation from traditional raw materials have been experimentally studied.
Designs of devices that provide intensive stirring of suspension with speed control and
continuous in situ recording of parameter proportional to viscosity are described. It has been
shown that the pH, viscosity and color of the suspension change synchronously and can be
used to control the course of the reaction. The dependences of the of V205 powder crystals
morphological transformation kinetics on the mixing intensity of the suspension are obtained.
It is shown that a possible reason for this dependence may be an increase in the rate of
dissolution of crystals with increasing mixing intensity. The critical role of sodium chloride
for nanophase formation was determined and the optimal concentration of NaCl in the
solution, which provides the formation of vanadium pentoxide nanocrystals, was determined.

The change in the structural state of V205 crystals during the mixing of an aqueous
suspension/solution was studied by X-ray diffractometry. Using scanning electron
microscopy, images of typical forms of vanadium pentoxide crystals at different stages of
transformation were obtained and the characteristic sizes of nanocrystals were estimated.

Keywords: nanostructures, nanobands, stirring, vanadium pentoxide, conductivity.
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