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3 Kazaxckui HQLMOHQAbHbIV MICCAEAOBATEAbCKUN TEXHNYECKUM YHUBEDCUTET
umern K. 1. Carnaesq, AAMQThI, Ka3axcTaH

Ha 0CHOBaHMM TEXHONOMMYECKOr0 1 3KOHOMMYECKOr0 aHann3a camMbiM ONTUMANbHBIM U TEXHOSOYe-
CK1 NPUeMIeMbIM METOLOM MOYYEHUS TEPMOXPOMHbBIX KOMMO3ULWIA ABASIETCS NErMPOBaHNE NIeHOK
hasonepexoaHbIMU MaTepranamu, No3BOASIOLLMX YIPABASTb OCHOBHBIMI NapameTpamm aHeprocoe-
PEXEHMS 1 LLPYrNX TEPMOCBOMCTB, C NOCNEAYIOLIMM HAHECEHWEM Ha CTEKSHHbBIE U/UAK Opyrie Noa-
noxku. iccnemosaH pocT KPUCTANAUTOB NOANKPUCTANNYECKMX NAEHOK, N3rOTOBAEHHBIX MyTEM OLHO-
BPEMEHHOI BapuaLy TONLMHBI HAMbINEHHOI NNEHKN OKCMAA BaHaaWs U BPEMEHN ee TepMoobpaboT-
K1 NpW pas3nuyHbIX TeMneparypax. iccnenosanue CTPYKTYpbl NAEHKM OCYLLECTBAEHO PEHTTEHOBCKUM
MUKPO30HAOBLIM aHanu3atopoMm. [insg onpenenenus onTMManbHOro BeLeHNs npoLecca 0CaxaeHus
TOHKUX MAEHOK OKCWAA BaHAAUst Ha MOBEPXHOCTb CTEKMSIHHOM MOLNOXKW ObIAN NCCNef0BaHbI METo-
[bl MarHETPOHHOrO OCaXAEHNS, METOL, LeHTPUdYr1poBaHus, HaHeCEHUE OMYyCKaHWEM B PacTBOp C
TEPMOXPOMHbLIM Matepuanom. lpu spin-coating 0CaxaeHnn nnaHapHbIX MOKPLITUA TOHKUX MAEHOK
V205 ncnonb3oBaHa 30/1b-refb TexHWKa. Ha 0CHOBaHMM NPOBEAEHHBIX UCCNEA0BAHUIA BbISIBAEHO, 4TO
3¢hGEKTUBHBIE TEPMOXPOMHbBIE U 3N1IEKTPOXPOMHBIE CBOWCTBA LEMOHCTPUPYIOTCS MJIEHKaMu, rnorne-
PeYHbIi pa3mep KOTOpbIX MeHee 2 MUKPOMETPOB. Tepmuyeckas obpaboTka npu Temnepatype 400
NO3BOASET KANbLMHALMIO U OTXNT BELLECTBA. BbISIBNIEHO, 4TO NPY COBMECTHOM NOCIOAHOM 0CaXAEHUN
MEHTAOKCKOA BaHAANS C OKCUAAMU NEPEXOAHBIX METa/IOB HA CTEKSHHYIO NOLNOXKY NOBbLILLEHWE/No-
HWKEHWe TemnepaTtypbl BAUSIET HA MHAYLMPOBAHHbLIE M3MEHEHNS XMMUYECKUX CBA3E B KOMMIEKCE W/
UK KOOPAMHALMM IMFaHAO0B BOKPYT MOHA NEPEXOAHOr0 METaNNa, KOTopbIii CNOCOBCTBYET CHKEHUIO
oToKaTanu4eckom akTMBHOCTH, MOPLMS yNbTPadUONeToBOro CBETa, NOCTynatoLLas Ha NOBEPXHOCTb
HaHOKaTaAM3aTopa, NOAHOCTHLIO NOrnoLaeTcs kapkacom cnos V,0s.

KnioueBble cnoea. Okcvp, BaHaaWs, MarHETPOHHOE HambiNeHWe, MeTOA, LeHTPUdYrPoBaHus, Tep-
MOXPOMHOCTb, NIEHKa, MOANOXKa.

BeepeHue

TepMOoXpOMHBIE MaTEpHUaIbl ABISIOTCS Hau-
Oosiee BaXXHBIMH M (DYHJAMECHTaIbHBIMH KOM-
IMOHEHTAMH, HEOOXOIMMBIMHU [JIS JIOCTHKCHUS
(YHKIIUM  TEPMOXpOMH3Ma [UJISI CMapT-OKOH.
Cmapt cTeksia Mo XUMHUYECKOH CTPYKType Ha-
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HECEHHBIX TOKPBITHI PEeTyIupyeT MpoIyCcKaHue
COJNIHEYHOTro cBeTa u3BHE. Cpeaum MHOTHUX H3-
BECTHBIX TEPMOXPOMHEIX MaTEPHAIOB OCHOBHOMH
KaTeropueu SBISIOTCA OKCHUIBI METAJIJIOB, TAKHE
KaK OKCHJI BaHaJus, Bolb(pama, THTaHA U JPY-
rux 27eMeHTOB. OCHOBHBIC XUMHUYECKUE COCIU-
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HEHHSI, UCIIONB3yEeMbIC JJISl PETYIALUN MPOXOXK-
JCHHUST COJIHEHYHOTO CBETa, HAHOCSTCS HEIO-
CPEICTBEHHO Ha IIOBEPXHOCTH CTEKJIA, U B CBA3H
¢ ¢$a30BBIM IEPEXOJOM MarepHaja B U3BECTHOM
Temmeparype oOecneyuBaroT KOM(OpPTHOCTH
MOJIb30BATENIO COXPaHEHNEM HE0OX0IMMOTO MU-
KPOKJINMATa BHYTPU IOMEILCHUSI.

UzBectHo, uTo B okcune Bananus (1V) npu
temmneparype 67°C mpoucxoaut (a3oBbiil mepe-
XOJl «HOJIYIPOBOJHUK-METAIUI», XapaKTePU3YIO-
MIUKACS PE3KUM HM3MEHEHHEM YAEIBHOTIO COMpO-
TUBJICHUS 1 K03 QUImeHTa MPOMyCKaHUs CBETO-
BOW dHEPruM B MHOPAKPACHBIX U CBEPXBBICOKO-
4aCcTOTHBIX AuanaszoHax [1, 2]. [Ipu sTom npouc-
XOIUT CKa4vOK IEKTPONpPoBOIHOCTH oT 10-6 1o
10-1 om™meTp. MeHSIOTCS TakkKe U ONTHYECKHE
CBOMCTBA: IOKAa3aTellb MPEJIOMIICHUS MajaeT OT
2,5 no 2,0 [2]. V3MeHeHHEe KpUCTAIIIUYECKOU
CTPYKTYpBI CBSI3aHO ¢ (pa30BBIM NpeBpalieHHEM
OKCHJAa BaHagusl U3 MOHOKJIMHHOW B TETparo-
HaJbHYIO, oOnamarIyto 3pdexrTaMu pe3ucTHB-
HOTO 3JIEKTPUYECKOTO MEepeKITtoueHusi, ha3oBoro
nepexoaa, (oTo-, 3MEKTPO- U TEPMOXPOMHU3MA.
Taxum 00pazom, yHUKaIbHBIE (pa3omepexonHble
cBoiicTBa okcuaa BaHaaus (IV) mpumensitorcs B
MPOU3BOJICTBE BaHAMEBBIX OPOH3, KaK IMOIYIPO-
BOJHHMKOBBIH Marepual I TepPMOPE3UCTOPOB,
nepeKItouaTeNieil HIeMEHTOB MaMsITH, AUCIUIEEB,
JUISL CTEKJISTHHBIX TIOKPBITUH, KOTOpPbIE OIOKUPY-
10T uHpakpacHoe uznydenue [3-5]. Ilomukpu-
crannnueckue MmI¢HKH VO, UCTIONB3YIOT B 3JIEK-
TPOHHBIX YCTpPOMCTBaxX, B BH3yalH3aropax HH-
({pakpacHoro (1K) uznydyeHusi, HeIUHEHHO-O1I-
TUYECKUX OIPAaHMYMTEISIX HM3JIy4CHUs, B Kade-
CTBE Cpel Ul 3allUCH TOJIOrpaMM, B 3epKajax ¢
YIPaBISIEMbIM KO3(QQHUIIMEHTOM OTPaKCHHUS.

Jannas pabora HampaBieHa Ha CO3JaHUE
0a30BBIX OCHOB TEPMOXPOMHBIX 3Heprodhdex-
TUBHBIX KOMIIO3MIIMK Ha OCHOBE OKCHJAa BaHa-
TSI C [IEJIbIO MCITOJIb30BaHMSI B CTEKOJIBHOM TPO-
MBIIUIEHHOCTH, 00JaJaroluXx CIIOCOOHOCTBIO
CBETOMPOMYCKAIOIINX, KOHTPOJIUPYIOLMIUX TETJIO0
U CBETOBBIX YHEPTHH MPHU TPAKIAHCKOM CTPOH-
TEJIbCTBE.

B KazaxcTane HET OTEYECTBEHHBIX MPOMU3-
BOJCTB TEPMOXPOMHBIX 3HEprod3ddeKTuBHBIX
KOMIIO3WIIMK HAa OCHOBE OKCHJAa BaHaIus, HE
HPOBOJSTCSI HAay4YHbIE HCCIIEAOBAHUS 11O HUX CO-
CTaBJICHUIO.

Lenbro qanHOW pabOTHI SABIETCS pa3paboTKa
KOMIO3HWIIMA HA OCHOBE OKCHJa BaHaJus, 00Ja-
JTAFOIIIETO TEPMOXPOMHBIM 2HEPTod3((HEeKTUBHBIM
CBOMCTBOM, HMCIOJIb3yeMOW B CTEKOJBbHOM MpO-
MBIIIJICHHOCTH JUIsl Smart-okoH. Paspaborka co-
CTaBa MO3BOJUT CO3/IaTh ONArONPUSITHBIE yCIIO-
BHS B CTPOUTEIBCTBE, TIPU 3TOM IKOHOMUYECKH
BaYXHBIM SIBJISICTCS CHUKCHHE BBICOKOTO TIOTpE-
Onenust >HEPruu, OOYCIOBIEHHOTO TOPOJICKUM
pa3BUTHEM, POCTOM HACEJICHHUA W YIydIICHHEM
TpeOOBaHU BHYTPEHHETO KIIMMATHYECKOTO KOM-
(hopra B rpakJaHCKOM CTPOUTEILCTBE [6].

OCHOBHBIE TTOJXOJIbI MCCIICIOBAHMS 3aKIIO-
YaIOTCs B U3BECTHBIX B MHpPE CIIOCO0aX Moiyde-
HUS TEPMOXPOMHBIX HAIOJIHUTENICH; UMEIOIIUe-
Csl IPOJYKTUBHBIC PE3YJbTaThl 3apyOCKHBIX HC-
CJIeIoBaHUI 0a3UPYIOTCS HAa METOMIAX MOTYICHHUS
TEPMOXPOMHBIX HAIIOJIIHUTEICH Ha OCHOBE HH3-
KOMOJICKYJISIPHBIX OPTraHUYEeCKUX COCAUHCHHUIA,
SMHUCCHOHHBIX MTOJUMEPHBIX UM HAHOKOMIIO3HUT-
HBIX IJIEHOK, ()OTO- U TepMO(DYHKIIMOHAIBHBIX
KOMITJICKCOB TICPEXO/IHBIX METaJIIOB.

[TosToMy BO3HUKAET HEOOXOAMMOCTBH II0-
JydeHHUs] TEPMOXPOMHBIX MaTePHAIOB C HU3KOU
ce0eCTOMMOCTBIO, MPHUTOAHBIX JAJS HCIOJIB30-
BaHUs B OIPAXKIAIOIIMX KOHCTPYKIMIX 3IaHHM,
IUTSL PeTYIUPOBAHUA TeTla B WX ITOMEIICHUSX.
CoracHo nuTeparypHoMmy o03opy [7-8], B Ha-
CTOSIIIEE BPEMsI aKTyallbHBIMH IPEICTABISIOTCS
WCCIIe/IOBaHMsI, HalpaBICHHbIE Ha pa3paboTKy
TEPMOXPOMHBIX MaTepHalioB Ha OCHOBE OKCHIA
BaHajus. VO, sBiiseTcst Hauboliee U3yYCHHBIM,
00s1a1ar01UM y00HOM 1)1 U3MEPEeHU TeMIiepa-
Typo# ¢azoBoro nepexona. Hampumep, VO, npu
temreparype 67°C (340 K) npoucxoaut pa3oBblii
nepexo]] U3 MOoIyIPOBOAHUKOBOTO B METaIAYe-
CKO€ COCTOSIHWE, B 3aBUCUMOCTH OT MPUMECHBIX
KOMITOHEHTOB ¥ HECTEXHOMETPHH TI0 KUCIOPOIY
JIAHHBIA OKCHJI B COCTaBE KOMITO3HMIIMH O0Jaja-
eT orpaxaromum pdexrom. dazoBblil epexon
B VO, MOXXHO CUHTATh CBEPXOBICTPHIM, ITOCKOJb-
Ky B CYIIECTBEHHO HEPaBHOBECHBIX YCIIOBHSIX,
HATpUMEp TIPU BO3JICHCTBUU HAa HETO KOPOTKOTO
AMITyTbCa CBETa IOCTATOYHON JHEPTHUH, BpEeMs
nepexo/ia M3 TOIYMPOBOJHUKOBOW (a3l B Me-
TaJUIMYECKYr cocTarisieT okono 100 ¢c [9, 10].
JlaHHBII TpoLecc COMPOBOXKAAETCS U3MEHEHUEM
ONTHYECKUX XapakTeprucTuk VO,: ko3 duImeH-
TOB OTPaKCHWsI, IOTIIOIICHUS W TPOIYCKaHUS.
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Kosdduunent nponyckanus 3aBUCUM OT JUIMHBI
W WHTEpBaJla BPEMEHHU W3JIY4YCHUS U €ro MOJsIpH-
3a1uu B KpucTayuorpagudecknx ocsax VO,.
TakuMm 00pa3zoM, OKCHJI BaHAIHMs MOXHO HC-
M0JIb30BaTh B TEMIIEpaTypHBIX ceHcopax [11], on-
THYECKUX mepekmodarensx [12,13], mokpeITsIx
CTEKOI, B KauecTBe HOcUTeNs nHpopmarmu (Ora-
rojapsi MajoMy BpeMeHu nepexona — 30 HaHOCe-
KyHJI, ¥ MaJIol SHepruu Bo30yxaeHus) [14].

MeToabl uccnenoBaHns

MeTononorun4eckoil u TeopeTudeckoit 6azon
WCCJIeIOBAaHUS SBISIOTCA PabOThl OTEYECTBEH-
HBIX U 3apyOeXHBIX YUEHBIX, TIOCBSIICHHBIE Pa3-
paboTKe KOMITO3UIIMOHHBIX W HAHOMAaTepHajoB
Ha OCHOBE OKCHJIHBIX MaTepuanos [15-18].

B nabGopaTopHBIX YCIOBHAX YCTaHOBJIECHBI
ONTHMAJBbHBIE YCIOBHs TpOIECCa COCTaBIEHHS
pelenTyp Ha OCHOBE H3y4YCHHs (PH3HKO-XUMHU-
YECKOM XapaKTEpPUCTHKU ChIPbS U IPOAYKLIHH,
a MMEHHO MPOYHOCTh, YCTOMYMBOCTb, XUMHUE-
CKH{ M pajiloJIOTUYECKUI aHaIu3, 3aBUCHUMOCTH
M3MEHEHMSI WIEKTPUUYECKOTO CONPOTUBICHUS U
ONTUYECKOrO MPOMYCKaHUSI OT TEMIEPATYPhI, Te-
IJIONPOBOJHOCTB, cTeneHb npomyckanus MK u
Y@ uznyyeHuil, BIaro 1 XuMuueckas CTOMKOCTb,
K02 PHUIUEHT TEII00T/IauH.

C MoMOUIbI0 TEXHUKU AIEKTPOHHOM MHKpO-
CKOITMM HCCJIEJIOBAaH POCT KPUCTAJUIUTOB IOJIU-
KPUCTAJNINYECKUX IUIEHOK, U3TOTOBJIEHHBIX IIyTEM
OJTHOBPEMEHHOW BapualUd TOJIIMHBI HalbUICH-
HOW IJIEHKHM OKCHJa BaHaJUsl U BPEMEHH €€ Tep-
MOOOPabOTKM TIPH pa3IMYHBIX TeMIleparypax.
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HccnenoBanue CTPYKTYpbI IVIEHKH OCYIIECTBICHO
PEHTTEHOBCKUM MHUKPO30H/IOBBIM aHAIN3aTOPOM.
OCHOBHBIM METOZOM aHalln3a Pe3yIbTaTOB
WCCJICAOBAHUH SIBIAIOTCSA METOIbl ONTHYECKON
CIIEKTPOCKOIIHH, HCIIOJIb30BAaHbI  CIIEIYIOIINE
obopynoBanus: crekrpodoromerpst SPECORD
CO BCTPOEHHBIM MPOTPAMMHBIM OOECIIEUCHHEM
1 KOMITBIOTEPHBIM HHTep(delcoM sl onpeaere-
HUS CIICKTPOB MOTIIOMICHUS, KOMIIBIOTECpHAasd po-
rpamma MatLab ans amanusa KOHTypa M TTOHMCKa
CHEKTPAJIBHBIX (POPM OKCHIa BaHAAUS U JECTUPY-
IOLIUX J00aBOK, ONPEACTICHHS CTPYKTYPHI MOJI0C
MTOTJIOMICHHSI U3 ONITUYECKHUX TUIOTHOCTEH.

PesynbTaTbl nccnepoBaHni

Memoouxa ocadcoenus mouxux nierok V,0s

B nmanHOM pasnene mpuBENAEHB METOIMKH
MOJTy4eHUs] TOHKUX MIeHOK V,0s. JlaHbl pe3yib-
TaThl UCCICNOBAaHUS MOP(OJOTHH MTOBEPXHOCTH,
CTPYKTYpHBIE CBOWCTBa, TEPMHUYECKHE XapaKTe-
PUCTHKH, JIEMEHTHBIH COCTaB U ONTHYECKHE Xa-
PAKTEPUCTUKH TTOJYYCHHBIX MaTEPHAJIOB.

1.1. Maecnemponnoe ocaxcoenue MmMOHKUX
niernox V>0s na npogoosauee cmexio ITO.

Jlis  MarHeTpOHHOTO HAITBUICHUS TOHKUX
TUIGHOK HCTIOJIb30BaJlaCh yCTaHOBKAa MarHETPOH-
Horo pacmeuieHuss MAI'HA TM-200-1, cxema
pabouero mporiecca KOTOPOH MpeJCcTaBlieHa Ha
pucyHke 1.

®opMHpOBaHNE TOHKMX TUIEHOK OKCHIA Ba-
Hazaus Ha nosepxHocTH ITO crexia myrem marse-
TPOHHOTO OCaXKACHUS MPOTEKAIO0 B PEXHUME pa-
0OTBI HCTOYHHUKA SHEPTUH TIPU MTOCTOSIHHOM TOKE.

| Temnep. etons.
MeiyHeers W1

Hanpaxerme K a9
Taw kM o
Mowmocms M2 ﬁ 9
Hanpasenme 2 a
L wal o
MowHecTE M3 ﬁ o
' mou o
Tak 3 1
Mag. mowHoers Bt 0 000
Cp. WawHacte Bt 000
Cuewjerus B .00
Aamnenne Ma ]
Mancee. sawn, 9 i, B 780
Epewn npoyescca o
—

Puc. 1. Cxema YCTaHOBKN HAHECEHUA MeTaJJIN4ECKUX C/0EB
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[Ipouecc ocaxkneHus conpoBoKIaics Mogadeil B
Kamepy ¢ DIyOoKuM BakyyMoM (2.95%10° musm-
0ap) cmecu pabounx ra3zos aproH (99.95 %) u xuc-
sopox (99.92%). Ycrpanenue OKUCIOB € TIOBEPX-
HOCTH METAJJIMYECKOM MUIIEHH JOCTUTAJIOCh
MyTeM MPOBEACHUS MPEIBAPUTEIHHOTO PAacCIIbl-
JICHUsl MaTepuaja BaHAaJMEBOM MHILCHM B IJIa3-
Me aproHa B TeueHue 15-25 MunyT. dusnueckoe
pacmbUieHHe BaHAJMs MPOTEKajao Ipu OomoOap-
JUPOBKE YCKOPEHHBIMH MOHAMH PACIBIISIOIETO
ra3o00pa3HOro aproHa MOBEPXHOCTH BaHAAMEBON
MUIIIEHU, YUCTOTa KOTOpoil cocTammsuia 99.98 %,
TIOCJIE Yero CIeoBasia peakiiius aTOMOB BaHAMs,
BBIPBAHHBIX C OBEPXHOCTH MMLICHH, C PEAKTHB-
HBIM ra3000pa3HbIM KuciaoponoM. ITogada rasos
aproH W KHCIOpOJ] IPON3BOIMIIACH Yepe3 KaHaJIbI
HE3aBUCHMBIX I'a30BbIX HaTEKaTeJIeld C KOHTPOJ-
JIepaMu MacCOBOTO Ta30BOr0 PAcXo/lOMepa.
[Iporecc MarHeTpOHHOTO OCAXKICHHS OKCHA
BaHAMs1 Ha IPUBOJSILEE CTEKIIO 3aIlyCKaICs IIPU
JOCTIDKEHMH JIaBJICHHS Ta3000pa3HOro aproHa
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3HaueHuit 0.6 Ilackanp, mpu 3TOM peakMOHHBIHN
ra3000pa3Hblid KUCIOPO MOIBOAMICS 0 JOCTH-
xerns 10% oT HaxomAIIerocs B KaMepe peakropa
aproxa.

MoHOCTh MarHeTpoHa BapbUpOBajach B
npenenax 100-500 Br. O6pazern; 1 chopmupoBan
IIPU JOCTM)KEHUHM MOIIHOCTH MAarHeTpoHa, paBs-
Hoit 100 BT, 2 cdopmupoBan mpu HOCTHKEHHH
MOIIIHOCTH MarHeTpona, papHoi 300 BT, 3 cdop-
MHUPOBAH IPHU JOCTIKEHUH MOIIHOCTH MarHeTpo-
Ha, paBHoi 500 Bt. Temnieparypa moioKku moj-
nepskuBanack Ha ypoBHE 300°C. CKOpOCTh OTKa4-
ku 0.6 71/9ac, Ipu 3TOM PACXO aprOHA COCTABIISII
nopsizika 5.5 cm’/4gac.

[ony4enuble 0Opa3ibl MOABEPraIuCh aHAIH-
3y Ha yCTaHOBKE PaMaHOBCKOW CIIEKTPOCKOTIHH
(ACM — Paman — CbOM — TERS). Ha pucynke 2
MIPEACTaBIEHbl CIIEKTPhl KOMOMHALIMOHHOTO pac-
cestHUs mieHoK 1-3 V,0s.

IpocnexuBaeMbrii K mpu 145 cm! cBs3an
¢ konebanusmu rpymmbl V -0 —V. OgHako mao-

1200 (b)

Intensity (a.u.)

400
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—m.s. 3| (C)

400

T
800 1200
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Puc. 2. CnekTpbl KOMOMHALMOHHOIO paccesiHus obpasuos V.051-3 (a-c),
MOoNy4eHHbIX MarHeTPOHHbIM pacrblJyiIeHNEM
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MPOCIIEKNBAEMBIN TIHK HE XapaKTEPU3YET CTPYyK-
Typy V.05 IETUKOM, ITOKa3bIBas JTUIIb OTHOIIIEHUE
TUIEHKH K CIIOMCTHIM CTpyKTypam. CTpenkamu Ha
pucyHKe 3 a moka3aHbl 00Jiee MHTCHCUBHBIC TTHKH,
paMaHOBCKUN CJIBUT KOTOPBIX XapaKTepeH It
ctpykTyp V.05 opropomOndeckoii daszsl — 283 cm
1,305¢em,525¢em!, 695 em!, 987 em!. Tpm yBenu-
YEeHUH MOIIHOCTH MAarHeTPOHHOIO PaCIbIIEHHS
1o 300 Bt u 500 BT, HHTEHCUBHOCTH IMHKOB, OT-
HOCATITUXCS K opTopoMOmdeckoit dpaze V,Os, cHU-
JKaeTCsl, 4TO, BO3MOYKHO, OTHOCUTCS K U3MEHEHHIO
BaJICHTHOTO cOCTOSIHUS VO

1.2. T'uopomepmanvHolii
cmpykmyp VxOy.

Jlng npoBeieHust THIPOTEPMAIIBHOTO CHHTE3a
HaHOCTPYKTYp VXOy OBbUT UCTIOIB30BaH BOIHBIN
pactBop NH.VO;. Ilocne 1oCTHKEHHS TOJIHOTO
pactBopeHus Bemectsa B JIM Boxe cMech mome-
1aach B aBTOKJIABHBIN peakTop BBICOKOTO JaBiie-
HUS TS IPOBEICHUS THIPOTEPMAILHOTO CHHTE3a.
TemmiepaTypHbIe mapaMeTpbl CHHTE3a PETyIHPOBa-
nck MydenbHol neusto. [Tocne npoBeaeHus paga
OKCIIEPUMEHTAIBLHBIX PaboT Temmeparypa pado-
9ero Tporiecca BeiOpana B auamnazone 190-230°C.
Bpewms cunTesa BapsrpoBanocs oT 24 10 36 4acos.
[locne 3aBepiieHus] TMAPOTEPMAIBLHOTO CHUHTE3a
00pasIpl TMOBEPTaNNCh THIATENIBHOW OYHCTKE B
BOJIE, IS MCKITFOYEHUS OCTATOYHBIX TPOIYKTOB
Ha TIOBEPXHOCTU HAHOCTPYKTYp. PuiibTparus no-
JY4EeHHOTO Marepuaia MpOBOAMIIACH C LENbIO ce-
JIEKIIUHA CUHTE3UPYEMOT0 Mareprala OT pabodero
pactBopa. TepMooOpaboTKa MpOBOAMIACH B JBA
stamna. [TepBbIii 3Tam — cyiika B atMoc(epe BO3ay-
xa ripu Temrreparype 100 °C mist ymajaeHus BOABI B
teuenure 30 MuHyT. BTOpoii sTan — kanbLUUHALNA
nipu Temneparype 400 °C ass nomydeHust BOJIOKOH
okcuaa BaHaaus. [IpogoImKUTENTFHOCTH BTOPOTO
sTana cocrapisuia 120 MUHYT.

Heramu: B 100 M3 aBTOKJIAaBHBIA peakTop
rnoMemnianyd 75 MJ BOAHOTO pacTBOpa, coAepKa-
mero 50 r NH,VO;. MckintoueHo nosiHoe 3aroli-
HEHHE PEeaKTopa pacTBOPOM, B IPOTUBHOM CiIydae
MPOM30MIET MOJIHAs pa3repMeTH3aI|sl peakTopa
BCJIE/ICTBUE OOJBINNX JTABICHUH.

AHann3 MOp(OIIOTHH TOBEPXHOCTH TMOIY-
YEHHBIX 00pa3loB HCCIEIOBAaH Ha YCTaHOBKax
AJIEKTPOHHBIX PACTPOBBIX MHKPOCKOIOB JSM-
6490 LA (JEOL) m MIRA 3LMU (Tescan, Yexwst)
¢ BONb(PaMOBBIM KaTroJoM IpsiMoro Hakana. Oc-

cuHmes HAHO-
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HOBHOM 3JIEKTPOHHBIA Ny4OK T'€HEpPHpPYeTCs Ha-
rpeToil Boib()paMOBON HUTHIO MIIHM ITYIIKOW JUIst
TTOJIEBOTO BEIOPOCA, I OOBIYHO YCKOPSETCS MPHIIO-
>keHueM Hanpsbkenue 1-30 kB. Hanuuue snexrpo-
MarHUTHBIX JINH3 TPUBOAMT K (POKYCHPOBKE JTyyda
Ha oOpasie A0 pa3Mmepa IsATHA B HAHOMETPOBOM
nuara3zone. Korga 31eKTpOHHBIH JIyd MPOHUKAET
B o0paszel, MPOHMCXOAUT HECKOJBKO MPOILECCOB,
TaKMX Kak MOMIONIEHHE, pacCesHNE U U3TyUeHHUE.
Nzydenne mMop¢onoruu MOBEPXHOCTH TOTyYeH-
HBIX 00pa3loB NPOXOJUIIO MPH aHAIU3E JaHHBIX
JIETEKTOpa BTOPUYHBIX 3JIEKTPOHOB. BTopmuHbIe
AIIEKTPOHBI TEHEPUPYIOTCS, KOT/Ia Ha o0paser] 1mo-
MaJaroT dJIEKTPOHBI MAJAr0IIero Mydka C J0CTa-
TOYHO BBICOKOW »Hepruei. Ilockonbky sHeprus
BTOPUYHBIX 3JIEKTPOHOB J0BOJBHO Mama (<50
5B), TO MOXKHO TIOJTYYUTh CBEACHHUS, Kacarolnecs
TOJIBKO MOBEPXHOCTH Marepuana. ObparHble pac-
CesTHHBIC W TU(PParupOBaHHbIC IEKTPOHBI TAKKE
MOJKHO OOHApYXUThH (TaKue DJICKTPOHBI TEPSIOT
Tonbko 20-40% HavambHOW SHEPTUH ), OTHAKO OHU
MPOSIBIISIFOTCS. MIPU PA3IUYHBIX TU(PPAKIHOHHBIX
yrmax. Mukporpaduyeckne CHUMKH HaHOBOJIOK-
Ha VO npeacTaBieHbl HA PUCYHKE 3.

Ha pucynke mpuBeneHsl nzoOpaxkeHus 00-
paslia, CHHTE3MPOBAHHOTO T'HAPOTEPMATbHBIM
MeTomoM Ha TpoTspkeHuu 20 wacos. [Ipu amamm-
3¢ MHKpOTpaUIeCcKiX CHUMKOB (PUCYHKH 3 a-d)
BUIHO, YTO TP YBEJIWYECHUH YACTUIBI MOPOIIKA
JUAMETPOM HECKOJIBKO MHJUIUMETPOB (PHUCYHOK
3a) mpociexuBaioTcss HaHOBoMokHa VO, mimHa
KOTOPBIX JIOCTMIaeT HECKOJIBKUX MHUKPOMETPOB,
MIPU ATOM TIOTIEPEUHBINA AUaMeTp BapbUPYETCs OT
NIECATKOB IO COTEH HAHOMETPOB (pPHCYHOK 3b),
pasMepHOCTb HaHOBOJOKHA VO JIeXHUT B CyOMU-
KPOHHO# U HaHOpa3MmepHoii obnactu. [1o pesyb-
Taram HCCIeNOBaHUSI MOP(OIOTHH TTOBEPXHOCTH
MOJTyYeHHBIX MaTEPHUajOB YCTAHOBJIEHO, YTO JO-
MMyCTUMOM  TeMIepaTypoll  TIHAPOTEPMaIbHOIO
cuHTe3a HaHOBOJMIOKHA VO sBIsSETCS ypOBEHb B
220-240°C. ITpu >TOM BpeMEHHbIE MMapaMeTpbl HE
BHOCST XapaKTEpHBIA BKJad B pa3BUTHE MOpPdo-
sorun HaHoBoJokHAa VO. Tak, oOHapyKeHO, 4TO
TP HETOCTAaTOYHOM BPEMEHH I'HIPOTEPMATHHOTO
CHHTE3a CTPYKTYpPHI Marepuaja He chopMupoBa-
HBl B BUjie HaHOBOJIOKHA VO (pHCyHOK 3c¢), mpu
JIOCTIKEHNH 24-9acOBOTO CHHTE3a MPOCIIeKNBa-
f0TCs HaHOBOJIoKHA VO B 00BeMe pacTBopa (peak-
Topa). Ilpn yBennuenun BpemMeHu cuHTe3a A0 36
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Puc. 3. SEM cHumMmok mopdonormm noBepxHOCTN HaHoBo1okHa VO

4yacoB oOpazoBaBLIMecs HaHOBoJOKHA VO ocena-
IOT Ha CTEHKaX peakTopa, 00pasysi MOPOIIKOBH/I-
Hy10 Maccy (pucynok 3d). [Ipu uzydgennn mopdo-
JIOTMY TIOBEPXHOCTH TaKOM MOPOIIKOBUIHON Mac-
CBI 3aMEUEeHO, YTO HaHOBOJIOKHA VO He U3MEHSIOT
00OpeTeHHBIC paHee reOMETPUIYCCKHE MapaMeTphbl,
YTO CBHIETEIHCTBYET 00 OTCYTCTBHH HEOOXOIH-
MOCTHU TPOBEACHUS JunTenbHoro (bonee 24 ya-
COB) THJIPOTEPMAIILHOTO CHHTE3A.

TepMuueckue XapakTepUCTUKH 00pasloB,
MOJTYYEHHBIX THAPOTEPMAIBHBIM METOIOM, H3Y-
Yanuch Ha ycTaHoBKe AuddepeHnraabHo-TepMu-
YEeCKOTo aHallM3aropa ¢ MPUCTABKOW TepMOTrpaBu-
MeTpudeckoro ananuzaropa, DSC, ¢ quanazonom
nzmepenus /- 1000 wmr, ¢ paspemwernem 0,2 MKr
wiu 0,02 mxr. [Ipubop npenacrariser co0oii mevb
C METAJUINYECKUM PE3UCTOPOM U TEMIIEPATYPHBIM
JMara3oHoM ot komHaTHOU 10 1600°C co ckopo-
cthto ckaruposanus ot 0,01 go 100 °C/muH.

OCHOBHBIE ATalbl TOTEPH MacChl HCCICTY-
eMoro ooOpasna aemMoHcTpupytorcs mpu 75°C,
650°C, 780°C u 960°C. IlepBblii sTan norepu
MacChl HAXOJUT OOBSICHEHHE, CBsA3aHHOE ¢ (Da3o-
BBIM IIEPEXOJI0OM, UTO IIPUIAET MaTepuary ocoOble

XapaKTEPUCTUKH, CBS3aHHBIC C TEPMOXPOMHBIMH
cBolMicTBaMU HaHOBOJIOKHA VO, nmajnpHeHImas mo-
Tepst MacChl OOBACHAETCS BOZMOYKHOW KaJIbIIMHA-
el odpasia.

1.3. Spin-coating memoo ¢opmuposarus
NAAHAPHBIX NIEHOK HA NPOo8oosiuyell NOON0JCKe

Spin-coating ocakeHre TIIaHaAPHBIX TTOKPBI-
TUHA TOHKUX MIEHOK V,0s UCTIONB3YIOT 30JIb-Tellb
TEXHUKY. YCTaHOBKa JJIs Spin-coating ocaxIeHUs
COCTOUT M3 BpaIllalOUIEHCs C KOHTPOJIUPYEMOM
CKOPOCTBIO TIaT(OpMOii, Ha KOTOPYIO ITOMeEIa-
ercs oOpaszen. CKOpPOCTb BpamieHus 1iaTGopmbl
¢ o0pasiom Bapeupyercs B auanazone 500-4000
00./muH. [losummonupoBanue obpasma (ITO
CTEKJIO) Ha IOBEPXHOCTH ILIAT(GOPMBI JOIKHO
oOecrieunBarh MOMNaJaHUue MPUTOTOBICHHOTO 3a-
paHee 3014 Ha IOBEPXHOCTD MOIOKKU. B cirydae
WCIIOJIb30BAHUS TOKOTIPOBOSIIEIO CTEKJIa B Ka-
YECTBE MOJIOKKU HYXKHO IMOMECTUTh CTEKJIO TakK,
g100BI [TO co#t ObUT HATIPABIICH KBEPXY, AJISI Ha-
HECEHHS Ha ero IIOBEPXHOCTh Padodyero pacTBopa.

Penient mpuroroBnieHuss pactBopa s IMpo-
BejieHUs spin-coating HaHocnoeB V,0s 3akioua-
€TCsl B MIPUTOTOBJICHUU 30JIb-TeJsl. 307 COCTOUT
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Puc. 4. CnekTp onTM4ecKkoro nponyckaHns obpasuamm

3 spin coated n 5 spin coated

n3 KoyumouaHoro V,0s, TOIyd4eHHOTO OBICTPHIM
okucnenueM B cpene H,O,. Penent pactBopa: B
60 ma 36% Ttexuauueckoro H,O, pazbasisim 6 T
nopommka V,0s npu OBICTPOM TepeMelInBaHUN
B TIPOXJaaHOW cpene (OBITOBOM XOJOAMIIBHUK,
7°C) Ha NpOTSHKEHWUH Tpex JHei. Bcenmencreue
MPUBE/ICHHBIX JEHCTBUI pacTBOp oOpeTaer TeM-
HO-KpacHbIA IBET. BS3KOCTh pacTBOpa 3aBUCHUT
OT CKOPOCTH IiepeMelninBanus. lcronp3oBaHue
BSI3KMX DPAacTBOPOB NpU HaHeceHWH ciioeB V,0s
METOJIOM Spin-coating HE MO3BOJIICT IOIYYUTH
PaBHOMEPHBIX TUICHOK.

IIpn nanecenun 10 cioeB V,Os B pexume
spin-coating 2500 06/MHH TeoMeTpUYECKUN pa3-
Mep TIOMEPEYHOTO CEUeHUs MOTydaeMOl TUICHKH
JIoCTUraeT 2.65 MUKPOMETPOB.

CBoiicTBa ONTUYECKOTO MPOIMYCKAaHHS IIEK-
TPOMAarHUTHBIX BOJH B cruekTpe oT 300 mo 1100
HM, MIpUCYyIIHEe 00pa3iamM, ChOPMHPOBAHHBIM MTPH
3 u 5 nmknax HaHeceHus:i V,Os B pexuMe spin-
coating, IpeaCTaBICHBI HA PUCYHKE 4.

CreKkTpsl ONTHYECKOTO MPOIMYyCKaHUS 00-
pasuoB V,0s3 spin coated u V,0s5 spin coated
n300paXeHbl YEPHOW W KPAacHOW KPUBBIMH, CO-
OTBETCTBEHHO. BumHo, 9T0 5 spin coated memoH-
CTpHPYET MPOITyCKaHHUE BCETO CIIEKTPa Ha YPOBHE
MmenbeM 1.5%, ¢ apyroii ctopoHsl, 3 spin coated
o0pazell UMeeT YpOBEHb ONTHYECKOTO MPOITyCcKa-
Hust 6onee 15%. Takum oOpa3om, MOKHO Ipen-
MOJOKUTb, 4YTO 3((PEKTUBHBIE TEPMOXPOMHBIC U
ANIEKTPOXPOMHBIC CBOWCTBA JAEMOHCTPUPYIOTCS

44

IUIEHKAMH, TONEPEUHbI pa3Mep KOTOPBIX Me-
Hee 2 MUKPOMETPOB.

1.4. Dip-coating memoo nonyuenus nia-
HapHoix nokpemuti V,0s

Dip-coating MeTon (GOpMHUpPOBAHUST TOHKHX
TIeHOK V,0Os IPOBOIUIICS Ha aBTOMAaTH3UPOBAH-
HOHM yCTaHOBKE, M300pa)KEHHOH Ha PUCYHKE 5.

PesxxuM paboThl yCTaHOBKH MPOHM3BOCTBA
Nadetech Innovation skcriepuMeHTaIBFHO TTOIO0-
OpaH COIIacHO CIIEAYIOIIUM MTapaMeTpaMm:

— CKOPOCTbH MOTPY>KEHUsI OAJIOKKH B pac-
TBOp paBHa 50 MM/MHUH.;

— CKOPOCTh BEIHIMAaHUS ITOJIJIOKKH U3 pac-
TBOpa 10 MM/MUH.;

— CKOPOCTh PpaJIMAIBHOTO TIepEeMEIICHUS
MOJUTOKKA MEXKIy COCYIaMH C pa3IndHBIMU
pactBopamu 10°/cex.

KonunuectBo nukiioB dip-coting BiIusieT Ha
ONTHUYECKHUE CBOMCTBA TMOJYy4YaeMbIX MOKPBHITHH.
Tak, Ha prucyHKe 6 M300pa)KeH CIIEKTP TOIIO-
mienns wieHkamMu V,0s mpu 1 u 5 nwkiax dip-
coating. CIieKTp 3ammucad B HHTEPBAJIC IJIUH BOJIH
Mexay 300 u 1100 M.

Kak BuHO U3 pucyHKa 6, OIIOLICHUE CBETA,
BBI3BAHHOTO MaTepHalioM TIOJIyTIPOBOJHHKA B (U-
0JICTOBOM 00acTH, TOMUHHUPYET MPH S-KpaTHOH
abcopOrmu pactBopa. Torma kak mpu 1-KpaTHOM
HaHECEHUH MPOJYKTa MOIVIOIICHHE CBETa CHIKE-
HO B JIBa pasa.

DopMUPOBAHKE TOHKUX IIEHOK V,0s myTem
dip-coating HaHEeCEHHsI TOHKHUX CJIOEB IPOUCXO]IHU-
70, coOIonas CleAyIolue napamMeTpbl CHHTe3a:
TOKOTIPOBOJSINAS CTEKIISTHHAS TJIACTUHKA TOCIIe-
JIOBaTEJIbHO MOrpyXKaiach B 1Be eMKocTH. [lepBas

Puc. 5. ®otorpaduyeckoe nsobpaxeHune
yCTaHOBKM ANg nposeneHnd dip-coating
CUHTE3a
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E€MKOCTh Cojiepkalia pabounii 30JIb-Tellb
pactBop. Bropas emkocTh coaepxaia U

1,2
Boxy. [Ipu morpyxeHnu OIIOKKHY B TIEp- ’
BYIO €MKOCTh IPOTEKaJIa PeaKIHs afcop- 1.0
ouun V,0s. Bpems norpyxenust coctaB-
nso 10 cexynn. Bropoit mar dip-coating ¢ 0.8
cuHTe3a — npoMbiBKa B JIM Boje B Teue- é’
Hue 20 cexkyHH, B pe3yabTrare 4ero IMpo- § 0.6
UCXOAMT yIaJIecHUe H30BITOYHOTO MaTe- S
puana, cnabo CBA3aHHOTO TOBEPXHOCTBIO g4
no/uIoKKu. TepMuyeckas: o0paboTka mpu
temneparype 400°C 1no3BoiseT KaiablU- 0.2
HAIAIO0 U OTKUT BEIIECTRA.

0,0

BbiBOAbI

Huzxkopasmepusie muienkn V,0s Ob11H
BBIpaIeHbl Ha moBepxHocth ITO crekira
METO/IaMHd MarHETPOHHOTO PACIBLUICHUS,
305ib-TeJIb  spin/dip coating TEeXHUKaMU
W TUAPOTEPMaIbHBIM cuHTE30M. [locie
MpOBe/IeHNsT padoT M0 CHMHTE3y Marepualia Oblia
MPOBE/ICHA TTOCTOOPA0OTKA, BKITFOUAIOIIAS OTIKUT
U KaJbOWMHAOWIO B Pa3JIMYHOM TEMIICPATYPHOM
nmuanaszone. Meromamu YO/BuI cieKTpoCKOITHN
MIPOBE/ICHBI HCCJICIOBAHUS ONTUYCCKUX CBOMCTB
00pasnoB. CTpyKTypHBIE HCCICIOBAaHHS IPOBE-

T T T
600 800 1000

Wavelength (nm)

T
400

Puc. 6. CnekTtp nornouweHus nneHkamm VoOs npu 1 1 5 umknax

dip-coating

JICHBI, UCTIONB3Ysl PAMaHOBCKYIO CIIEKTPOCKOITHIO.
Tepmudeckne cBOWCTBa N3y4eHBI TEPMOTPaBUME-
TPUYECKUM aHAJTU30M.

HanHoe uccnenosanue ¢GunHancupyercs Ko-
MHUTETOM HayKd MHHHCTEpCTBA HayKH M BBICIIIE-
ro obpazoBanus PecnyOnukn Kaszaxcran (I'pant
NeAP(09058456).
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DEVELOPMENT OF A V.05 THIN FILM DEPOSITION TECHNIQUE

©1.0. Aimbetova’, E.O. Aimbetova?, O.S. Baigenzhenov?,
D. Berdi', B. Umirov’
'Khoja Akhmet Yassawi International Kazakh-Turkish University, Turkistan, Kazakhstan
?National center for mineral raw material comprehensive recycling, Aimaty, Kazakhstan
3 Satbayev University, Aimaty, Kazakhstan

Based on technological and economic analysis, the most optimal and technologically acceptable method
for obtaining thermochromic compositions is the alloying of films of phase-transition materials that allow
controlling the main parameters of energy saving and other thermal properties, followed by application
to glass and/or other substrates. The growth of crystallites of polycrystalline films made by simultaneous
variation of the thickness of the sprayed vanadium oxide film and the time of its heat treatment at different
temperatures is investigated. The study of the film structure was carried out by an X-ray microprobe
analyzer. In order to determine the optimal conduct of the process of deposition methods of thin films
of vanadium oxide on the surface of a glass substrate, magnetron deposition methods, the method of
centrifugation deposition by lowering into a solution with thermochromic material were investigated.
During spin-coating deposition of planar coatings of V,0s thin films, sol-gel technique was used. Based
on the conducted studies, it was revealed that effective thermochromic and electrochromic properties
are demonstrated by films whose transverse size is less than 2 micrometers. Heat treatment at a
temperature of 400 allows calcination and annealing of the substance. It was revealed that during the
joint layer-by-layer deposition of vanadium pentoxide with transition metal oxides on a glass substrate,
an increase/decrease in temperature affects induced changes in chemical bonds in the complex and/or
coordination of ligands around the transition metal ion, which contributes to a decrease in photocatalytic
activity, a portion of ultraviolet light entering the surface of the nanocatalyst is completely absorbed by
the framework of the V.05 layer.

Keywords. vanadium oxide, magnetron sputtering, centrifugation method, thermochromicity, film,
surface.
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