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(54) CNOCIBE OTPUMAHHA KOMMO3ULINHOIO MATEPIANY VO,-SiO;

(57) Pedpepar:

Cnoci6 oTpumaHHs komnosuuinHoro matepiany cknagy VO,-SiO,, WO nposBnse 3BOpOoTHMI ha3oBui
nepexig Metan-HaniBnpoBigHUK 3a Temnepatypu 55+60 °C, B akoMy BMIicT VO, cTaHoBUTL 12+15 %,
LLO BKIOYAE NpUroTyBaHHA cymiwi 3 SiO, Ta BaHaAiiBMICHOT CNONykwW, ii TepMooBpoBKY Y iHEPTHIN
aTMocdepi. [lo BucokogncnepcHoro SiO,, nonepefHbLO npoxapeHoro npu Temnepatypi 950 °C y
notoui aproHy npotsroMm 30 XBUNuH, gogatoTb po3umH Hy[(VO),(C,04)s] 3 KoHUeHTpauieto 0,5 monk/n,
nepemiwyoTe npotarom 40+50 xBunuH, gogarTbe po3dnH NH,OH 3 koHueHTpauieto 13,4 monb/n,
OOTPUMYHOUNCh MOSbHOrO cniBBigHOWEHHA SiO,:H[(VO),(C,0,)3]:NH,OH=30:1:244, ueHTpundyrytoTb,
npomumatoTb 0,25 %-um posumHom NH,OH. Micns 4oro npoBogsATb ABOeTanHy TepMoobpobKy vy
aTMocdepi aproHy: npu TemnepaTypi 110-130 °C npotdarom 1 rogmHu Ta npu TemnepaTypi 950-
1000 °C npoTtarom npoTtarom 1+1,5 rognHu.
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KopucHa mMopenb HanexuTb 0 crnocobiB OTpMMaHHA KOMMNO3WUinHOro maTtepiany cknagy VO,-
SiO,, B gkoMy po3mip ¢asm VO, ctaHoBuTb 00 100 HM, WNSXOM BUCOKOTEMMepaTypHOi 0Bpobku
cymiwi 3 BucokogmcnepcHoro SiO, Ta BaHaiiBMICHOT pe4OBUHM - aMOHito TeTpaBaHagarty (IV). Takui
KOMMO3WLIiNHUIA  MaTepian nposiBNse asoBuiA nepexig MeTan-HaniBnposigHuk (PIMH) 3a
Temnepatypu 55-60 °C, moxe OyTn BUKOPUCTAHMM K OCHOBA [AJ1 CTBOPEHHS E€MNeKTPOTEXHIYHMX
HaniBNPOBIAHNKOBMX KepamivyHMX MaTepianis.

Bigomnii cnocib ogepxaHHs 3miwaHoro okeuay VO,-SiO,, 3a sikum 0,46 1 aMOHit0 MeTaBaHagaTty
(NH4VO3) po3umHsAOTb Yy CyMilli, WO cknagaeTbes 3 TeTpaeTokeucunany (CgH,00,4Si) (TEOC) - 40 %
06., etaHony (C,HgO) - 32 % 06., nponaHony (CsHgO) - 28 % 06. Cymil nepemiwytoTs npotarom 24
roavH, pgogatTtb 4,5 mn consiHoi kucnotu (HCI), nicna Yoro nepemiwyoTb We NpoTAromMm 24 roguH.
Micna nepemiwyBaHHA poO34MHY NpPOBOAATH Moro GaratoeTanHy TepMOOBpPoOKy: CylliHHA - 3a
Temnepatypu 50 °C npotarom 12 roguH, npu 120 °C npotarom 12 roavH; nNpoxaproBaHHA - npwu
400 °C npoTarom 4 roavH y atmocdepi NoBiTps, e CTinbku X y notoui BoaHto i npy 800 °C npoTtarom
4 roguwH y noToui aproHy [SEI-Korso et al. Synthesis of vanadium oxides 5 wt. %VO,-M,0O, by sol-gel
process and application in cyclohexene epoxidation. Bull. Mater. Sci., Vol. 35, No. 7, December 2012,
pp. 1187-1194]. [Oo HeponikiB BigoMoro cnocoby BapTO BiAHECTM CYTTEBY TpuBanicTb Ta
OaraTocTafifiHiCTb Npouecy CUHTE3Y.

Bimomnii cnoci6 ogepxaHHs koMno3auty VO,-SiO,, 3a SIKMM crodaTtky roTylTb cycneHsito SiO,
wnaxom  nepemiwyBaHHa TEOC T1a  posumHy rigpokcuay amoHilo Yy  CrhiBBiAHOLUEHHI
d=[NH,OH]/[TEOC]=0,45. Oani 3agns BuAaneHHs i3 cycneHsii Bogn Ta 3aMiHM ii Ha 1-6yTtaHon
nposBoasaTb guctunsuito npu Temnepatypi 110 °C, roTyloTb pO3unH BaHagilo idonponokcuay
(npekypcopy) 3 KoHueHTpauieto 0,5 MOMb/N y 3MillaHOMY PO3YMHHWKY, LIO CKNagaeTbCca 3 2-
nponaHony Ta 2-meTokcieTaHony y cnissigHoweHHi 1:1, HarpiBatoTb npu TemnepaTypi 90 °C npoTsrom
2 roguH. [1o OTpUMaHoOro po3ynHy oOalTb OLTOBY KUCMOTY SIK XenaTyluui peareHT y MONIbHOMY
cniseigHoweHHi [V]/[CH3;COOH] piBHomy 0,3. CycneHsito SiO, Ta po34MH NPEKYpcopy 3MillyHTb Y
MonbHOMY cniBBigHoweHHi [V]/[Si] piBHomy 1:1. ToTiM npoBOAATb rigposi3 y po34mMHi 3 MOSIbHUM
cniBeigHoweHHsaM [H,OJ/[V] piHum 2:1. OTpumaHy cymiw oinbTpytoTb, cywatb npu 200 °C Ha
noBiTpi, a noTim npoxaptoTb nNpyu 600 °C npoTtarom 1 rognHn y atmocdepi asoTty [Hisao Suzuki.
Fabrication of thermochromic composite using monodispersed VO, coated SiO, nanoparticles
prepared by modified chemical solution deposition. Composites Science and Technology 67 (2007)
3487-3490]. o HeponikiB Bigomoro crnocoby BapTO BiAHECTU MOr0 BWCOKY BapTiCTb, CMNPUYUHEHY
BUKOPUCTaHHAM BUCOKOBAPTICHUX peareHTiB Ta CuPTiB K PO3YNHHUKIB.

Hanbinbw 6nn3bkMM 3a TEXHIYHOK CYTTIO Ta AOCArHYTMM pe3yrnbTatoM € cnocibé oTpumaHHA
KepamiyHux matepianis Ha ocHoBi SiO, Ta peyoBMH, SKi BMILLYOTb NepexigHi MeTanu. FAk pevyoBuHy-
HOCIN nepexigHoro metany BubpaHo okcua 3aransHoi popmynm M,O,, ae M HanexuTb go psagy Ti, Zr,
Hf, V, Nb, Ta, Cr, Mo, W Ta Ce, a x=1+3. Cnoci® Bkrto4ae nepemilyBaHHA BUOpPaHUX PEYOBUH 3
AO0AaBaHHAM aueToHY siKk romoreHizaTopa, opMyBaHHSA OTPUMAHOI CyMiLli y ANCKM Ta TepMOOBPOobKy
3a Temnepartypu 1500 °C npotarom 2 roauH [[at. 8012904 CLUA, MIK B01J 23/42, B01J 23/44,
B01J 23/46, B32B 3/12, C04B 38/00. CTirki 40 KMCNOT MaTepianu, inbTpu 3 HUX Ta iX BUTOTOBMNEHHS
/ FOHr Hym Kim; 3asBHuK Ta nateHToBnacHuk KH Chemicals Co., Ltd., Gangnung-shi, Gangwon (KR). -
Ne 11/817932; 3asen. 07.03.2006; ony6bn. 29.10.2011. - 7 c.] (npoToTwvn).

[o HeponikisB NpoTOTUMNY BapTO BiAHECTU HErOMOrEHHICTb CTPYKTYpU OTpUMaHWX maTepianis Ta
HeoOXigHICTb NpoBeAEeHHS TpMBanNoi TEpMOOOPOOKM 3a BUCOKMX TEMMEpPATYP.

B ocHoBYy KOpMCHOi MoAeni nocTtaeneHo 3agady po3pobuTtu crnocié oTpMMaHHSA KOMMO3WLINHOro
maTepiany cknagy VO,-SiO,, wo mae 3sopotHuin ®IMH npu Temnepatypi, HUXYin Hix 68 °C.

lMocTtaBneHa 3agaya BUMPIWLYETBCS LUMSXOM BBEOEHHS BUCOKOAMCMEPCHOrO nopowky SiO,,
OTPMMAHOro 3a TEeXHOMOrE CiPYaHOKUCIIOTHOIO OCaPKEHHS, Y TexHosnorito cuHTesy VO,, LwWo
peanisyeTbCsl 305b-refle MeTO40M, 3rigHO 3 KOPMCHOK MOAENI0, BUCOKOOMCMEPCHUI NOPOLWOK SiO,,
nonepegHbLO NpoXxaprowTb nNpu Temnepatypi 950 °C y noTtoui aproHy, nicnsg 4oro npu nocTiiHOMY
nepemillyBaHHi MPOCOYYTb PO34YMHOM okcanaTty BaHaguny H,[(VO),(C,0,)s] 3 koHueHTpauieto 0,5
MOrb/N NpoTAroM He MeHwe 40 xBunuH. [1o oTpMMaHoi cymilli Npy nepemillyBaHHi 404alTb PO3YUH
NH4OH 3 koHueHTpauieto 13,4 mMonb/n, WO NpU3BOANTbL A0 YTBOPEHHS KOPUYHEBOrO KOMbOPY 30710
amoHito  TeTpasaHagaty (IV). [lpy ubomy  OOTPUMYHOTLCA  MOMBHOIO  ChiBBIAHOLIEHHS
SiO,:H,[(VO)2(C204)3):NH,OH=30:1:244. Cymiw ueHTpudyrytoTb, npomusatotb 0,25 %-um BOOHUM
po3unHoM NH,4OH. dani npoBoaaTe ABOeTanHy TepMoobpobKy y NoToui aproHy: 3a temnepatypu 110-
130 °C npoTdarom He MeHwWwe 1 roanHu Ta 3a Temnepatypu 950-1000 °C npotdarom 1+1,5 roguHu.

CyTb cnocoby BignoBiaHO JO KOPUCHOI MOoAeni nonsdrae y ToMy, WO pO34MHOM OKcanaTy BaHaguny
NMPOCOYYITh KOarynsatu BucokogmcnepcHoro SiO,, a micns gogaBaHHS PO34YMHY aMOHIK0 Tigpokcuay
OoTpuMaHa Maca sBnsie cobolo Cymill koarynaTiB YacTok SiO, Ta 305Mt0 amMoHito TeTpaBaHagaty (1V).
lMicna 3akno4HOro etany - TepMOOOPOOKM MPOAYKT ABMSiE COOOK KOMMO3ULIMHUA MaTepian cknagy
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VO,-SiO,, KM MICTUTb HaHOPO3MipHi da3n VO,. OcTaHHE NPU3BOANTL OO0 3HMXKEHHSA TemnepaTtypu
®IrNMH komnosuTy, sky peectpysanu OTA, WO NOACHIOETLCA HasABHICTIO Y VO, po3MipHOro edekTy.

Hwxye HaBeaeHO Aekinbka npuknagiB peanisauii cnocoby CMHTe3y KOMMO3WUINHOro mMatepiany
3rifHO 3 KOPMCHOI MOZensio.

Mpuknag 1.

o 2 r nopowky SiO,, OTpMMaHOro 3a TEXHOMOTIE CiPYaHOKMCIIOTHOIO OCaKEHHS 3a Cnocobom
[MaT. 82670 YkpaiHa, MINK C01B 33/12, C01B 33/18. Cnocib ogepxaHHst MoandikoBaHOro giokcuay
kpemHito / B.I. MenbHukoB, M.O. CaBueHko, B.M. YTelweB; 3assBHUK Ta NaTeHTOBIACHUK YKp. OepX.
XiM.-TexH. yHiBep. - Ne 20041210260; 3asen. 13.12.2004; ony6n. 12.05.2008, Bron. Ne 9. - 3 c.] 6e3
aofaBaHHsA dhopmanbaerigHo-kapbamigHoi cymili, npoxapeHoro npu Temnepatypi 950 °C npotarom
30 xBunuH y notoui aproHy, gogatote 20 mn po3uunHy H,[(VO),(C,04)s] 3 koHUeHTpauieto 0,5 monk/n,
oTpumaHoro 3a cnocobom [[MaTt. Ne 100940 Ykpainha, MINK C01G 31/00, C01B 13/18. Cnoci6
OTPMMaHHS HaHoaucnepcHoro aiokeway BaHagito / YepHeHko .M., 1BoH O.l., KonbyHos B.P., OniliHuk
O.10. - 3agBHUK Ta naTteHTOBNAacHUK YKp. AepX. XiM.-TexH. yHiBep. - Ne a201111195; 3asen.
20.09.2011; ony6n. 11.02.2013, Bton. Ne 3. - 5 c.] Ta Npu NOCTINHOMY MepPeMillyBaHHi NPOCOYYOTb
npotsirom 50 xBunuH. lNicnsa uboro gogatotb 18 mn posunHy NH;OH 3 koHueHTpadieto 13,4 monb/n,
NpoAoBXytoUM nepemiyBaHHs. OTpumaHy CyMill LeHTpudyryioTb npu WwBMakocTi o6eptaHHa 4000
xB™ npotarom 5 xBunuH. LleHTpudyraT 3annBatoTb, a yTBOPEHUI ocag npomuBatoTb 4 pasun 0,25 %-
BUM po3vmHom NH,OH: 60 Mn po3ynHy gogatwTb 4O ocady, PETENbHO NepeMIllyoTh, LEHTPUAYTyIoTh
npoTaromMm 5 xBunuH npu weugkocti 4000 xB™, ueHTpudyrat anmBatoTb. [licns NpoMMBaHHA OTPUMaHY
CyMmilw npocywytoTb npotarom 1 roguHn npwm Temnepatypi 130 °C y notoui aproHy, nicns 4oro
npoxaptotoTb 3a Temnepatypu 1000 °C npoTtdrom 1 roguHy y MOTOLi aproHy 3 Ti€l X BUTPATOH.
OTpvMaHun y Takuin cnocib komnosuuinHui maTepian npossnse 3sopotHun ®INMH npu Temnepatypi
55 °C.

Mpuknapg 2.

[o 2 r nonepegHbO NigroToBaHoro nopolky SiO,, OTpMMaHoro sk y npuknagi 1, gogawTb 22 Mn
po3umHy H,[(VO),(C,04)3] 3 kOHUeHTpauieto 0,5 Monb/m Ta nNpu NOCTIMHOMY NepeMillyBaHHi
npocoYytoTe npotarom 40 XxBUNWH, gopatTb po3dnHy NH,OH 3 koHueHTpauieo 13,4 monb/n,
NpoaoBXyoUmM nepeMiysaHHA. OTpuMaHy CyMill LLeHTpUdyrytoTb Ta npomusaTb 4 pasu 0,25 %-um
po3unHoM NH4OH: 60 mn po3unHy gopatoTe OO Ocady, PeTeNnibHO nepeMiwyloTb, LEeHTpUdYryloTb
npoTtarom 5 xsBunuH npu weungkocti 4000 xa™. MMicns NPOMUBAHHSA OTPUMMaHy CyMill NPOCYLUYIOTb
npotdarom 1,5 rogmHn npu Temnepatypi 125 °C y notoui aproHy, nicns 4oro MpoXaprwTb 3a
Temnepatypu 950 °C npoTtdrom 1,5 roamMHu y noToui aproHy 3a Tiei X Butpatn. OTpumaHui y Takui
cnoci® komMno3uuinHui maTepian nposiensae 3sopotHUn PIMH 3a Temnepatypu 60 °C.

BignosigHO [0 onucaHWx npuknagie OTPUMYKOTb MNOPOLLUOK CUHIOBATO-CIPOro KOMbOpy, LWO
cknagaeTbcsa 3 dasm VO, po3mipom MeHwe 100 HM Ta ¢asm SiO, posmipom go 500 HM, ge macoBa
yacTka VO, cknagae 12-15 %.

KopucHa mogenb 3abesnevye eheKTUBHUIA NPOLIEC OTPMMAaHHS KOMMO3WLIMHOrO MaTepiany, Lo
MiCTUTb diokcug Badagito. Kpim uboro, cnocibé gae 3mory cTpyMyBaTWU KiHLEBWUIA NPOAYKT 3 Pi3HUM
BMmictoMm VO,, Ta, BigNoBigHO, BapitoBaTh NOro idnyHi BNacTUBOCTI.

OTpyMaHui 3rigHO 3 KOPUCHOK MOAENNIo, WO 3asBNSAETLCS, KOMMNO3ULIMHWMIA MaTepian 403BOSISIE
CTBOPIOBATM HaniBnNpoBiOHUKOBY €NeKTPOTEXHIYHY Kepamiky Pi3HOMaHITHOro cknagy Ta 3 LUMPOKUM
cnekTpom BnactmBocten. Kpim Toro, BukopuctaHHa SiO,, OTpUMaHOro 3a TEeXHOMOriet
Cip4aHOKMNCITOTHOrO OCaKEHHS, A€ SIK CMPOBWHA BMKOPUCTOBYETBCA CUIiKaT HATpito, Ta PO3UMHY
okcanaTty BaHaguIly, LIO HiBenoe HeoOXiQHICTb BUKOPUCTaHHS CNUPTIB, 3HAaYHO 3HWMXKYE cobiBapTiCTb
KiHLEBOro NPOaYKTY.

®OPMYJIA KOPUCHOI MOJENI

Cnoci® oTpMMaHHsi komno3uuiiHoro matepiany cknagy VO,-SiO,, Wo NposBrisie 3BOPOTHUA (ha3oBui
nepexig metan-HaniBnpoBigHWK 3a Temnepatypu 55+60 °C, B akomy BmicT VO, ctaHoBUTb 12+15 %,
O BKIIOYAE MPUroTyBaHHA cymiwi 3 SiO, Ta BaHa4iiBMiICHOI Cnonyku, i TepMOOOpPOOKY Yy iHEPTHIN
aTtMocdepi, kM BiAPIBHAETLCA TMM, WO OO BUcokogucnepcHoro SiO,, nonepeaHbo NpoXXapeHoro
npu TemnepaTtypi 950 °C y notoui aproHy npotarom 30 xBUnuH, goaaTb po3unH Hy[(VO),(C,0,)5] 3
KoHueHTpauieto 0,5 monb/n, nepemiwytots npotarom 40+50 xBunuH, gopatoTb po3umH NH,OH 3
KOHUEHTpaLieto 13,4 MOnb/n, OOTPUMYIOYNCH MOIBbHOIO CNiBBiAHOLLEHHS
SiOz:H,[(VO)2(Cy0,4)3):NH,OH=30:1:244, ueHTpudyrytoTb, npomusatoTs 0,25 %-uM  pO3YNHOM
NH4OH, nicna 4oro npoBOAsiTb ABOETanHy TEpPMOOOPOOKY y aTMocdepi aproHy: npu Temneparypi
110-130 °C npotarom 1 roauHu Ta npu Temnepatypi 950-1000 °C npoTtarom 1+1,5 roanHu.
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