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Jlucepramusata ce ChCTOM OT YBOJ, aKTYaJdHOCT Ha TeMaTuKara, Leidu W 3anadm, 4
IJIaBU, 3aKJIIOUYEHWE, OCHOBHU TPHHOCH M JHTepaTypa. M3moxkeHwero chabpka 164
crpanunu, 115 ¢urypu, 3 Tabmuum u 159 nmutupanu usrounuka. Yact ot pesyiaraTure ca
nyOnuKyBaHu B 9 HAyYHU CTaTHU M ca MIPEICTAaBEHU Ha HAyYHU KOH(EPCHIINH.

[IpencraBeHusT qUCEPTALMOHEH TPYA € OOCHIEH OT pa3lupeH chcTaB Ha KonokBuyma
Ha MHCTUTyTa 1O ONTUYECKU MAaTepUalld U TeXHOJOruM ,,Akajn. Y. Manunoscku” BAH Ha
3aCENIaHue OT ........... 2016r. u e tonycHAr 10 MyOJIMYHA 3allIUTA.

[IybnuynaTa 3ammTa Ha JUcepTanusaTa Iie ce NnpoBeAe Ha 3acedanue Ha HayuHorto
XKypH Ha .....2016r. OoT ....... yaca B bubnuorekara Ha UHCTUTYTa IO ONTUYECKUA MaTEepUaAIH
u TexHosioruu ,,Akazn. 1. Manunoscku” BAH, yn.” Akan.I'.bonues”, 61.109.

Marepuanure 10 3almMTaTa ca Ha pasloOJOKCHWE Ha WHTEpPECyBallUTe Cce B
KaHIenapusita Ha WMHCTHTyTa 1O ONTHYECKH MaTepHal W TeXHoioruu ,,Axan. U.
Manunoscku” BAH, yn.” Akan.I'.bonues”, 6:1.109.



YBOA U aKTYaJIHOCT HA TEeMAaTHKATA

@OTOHHUTE KpHUCTAIUM ca OOEKT Ha CHJIEH U3CIEAO0BATEICKM MHTEpPEC MOpaau
Pa3HOOOpPA3HUTE BB3MOKHOCTH 32 MPHIOKEHHETO UM. DOTOHHHTE KpUCTaIM MOrar Ja
ObaaT neuHUpaHU KaTO M3KYCTBEHO CB3JaJCHU CTPYKTYpH, B KOUTO JHUEIEKTpUUYHATA
KOHCTaHTa, PECHEKTUBHO TOKaszaTelsi Ha mpedynBane (N), ce MPOMEHS MEPHOAUYHO B
€/1Ha, IBE WM BCUUKUTE TPH OPTOTOHAIHU MTOCOKH.

Ennomepuute ¢oronnute kpuctanmu (1D) ca mobpe mnpoydyeHM U ONHUCAHU B
auteparypata [1-5]. Hali-mupoko npueraTa KOHUENUIKA 3a TAXHATA U3pa0dO0TKa € OTJIaraHe
Ha MHOIOCJIOIIHA CHUCTE€Ma OT peAyBallld CE€ CJIOEBE C HHUCHK M BHCOK IIOKa3zaresl Ha
npeuynBaHe (T.Hap cTeK Ha bpar), npurexaBaiiy TOUYHO OIpeneeHa ONTUYHA JeOenuHa
(n*d, d-nebenuna), paBHa Ha Y4 OT pabOTHATa ABDKMHA HA BBJIHATA HA CTEKa, A.. [lopaau
4YeTBbPT-BbJIHOBaTa JeOenuHa ce HaOmoJaBa KOHCTPYKTHMBHA MHTEepQEpeHLus Ha
MHOTOKPAaTHO OTPa3€HUTE OT IPaHULMTE HAa BCEKU CIIOM BBIHM M c€ 00pa3yBa MBHIA HA
BHCOKO OTpa)KCHHE, pasmoyiokeHa mpu A [6]. Koraro crekbT € KOHCTpyHMpaH Taka dHe
MBHIIATA J1a C€ HAMUPA BbB BUAMMATa 00JIACT HA CIIEKThPA, CTEKBT MPUTEKABA APHK LBAIT,
HapeyeH CTPYKTYPEH LBST, KOMTO ce JIBbJIKU Ha NEpUOJInYHATa 1o/ipeada, a He Ha HAKAKBO
Oarpuiio, HaripuMep. Tl KaTO MO3ULKATA HA UBULIATA HA BUCOKO OTPAa’KaHUE U LIBETHT Ha
CTEKa Ca M3KJIIOUYNUTEIHO YYBCTBUTEIHU KbM IIPOMEHUTE HA MOKA3aTels Ha MPEYyIBAHE U
nedenuHaTa Ha U3rpaXaallluTe ro ClioeBe, Bb3MOKHO € CTEKOBETE J1a ObAAT U30J3BaHU 32
JIETEKLIMsI Ha TPOMEHHUTE B 3a00MKajsiliaTa T'M Cpela, B Cilydail, 4e ca u3pabOTeHU OT
CIEIMAITHO MOAOpaH YyBCTBUTEIIHN MaTepuanu [7-11]. ToraBa ¢oToHHaTa CTPYKTYpa IIe
NpeBpbIa BHHITHHUS CTUMYJ B IIPOMSIHA Ha N wu/wik 0, KaTo 10 TO3W HAYHH IIE U3ITBIHIBA
(GyHKUMATA €THOBPEMEHHO HA CEH30PHHUS U TPAHCIIOCEPHHUS eJIeMeHT. JleTeknusta Moxe
Jla ce OCBIIECTBSIBA Upe3 HEBbOPHKEHO OKO WM C KaMepa Ha cMapTdOH, KaTo ce Cleau
IpoMsiHaTa Ha 1BeTa. TOBa OTKpMBA YHHKAJIHA BB3MOXHOCT 32 Ch3/1aBaHE HA CEH30pH C
ONTHYHA JETEKLMs, SIBSBAILIM CE€ KAaTO OTIMYHA AJITEPHATUBA HA €JIECKTPOHHUTE TAKUBA,
3a1oTo padoTAT MpU CTaiiHa TemIepaTypa, HE M3UCKBAT JOMBIHUTEIIHO 3aXpaHBaHE U
NPUTEXKABAT €JIEMEHTAPEH MPUHIIUI Ha IETEKIIHS.

[lo3unmsTa Ha WMBHIIATA HA BHUCOKO OTpakeHUE, oOade, 3aBUCHM U OT IOCOKaTa Ha
najamara CBeTJIMHa, KOETO 03HAa4aBa, Y€ MBUIIATA I1I€ C€ OTMECTBA NIPH Pa3IUYHUTE BIIU
Ha I1aJlaHe, T.€ CTEKOBETE WIE€ HMAaT pa3JIMYHU L[BETOBE NPU pPa3jIM4YHU BIIM Ha
HaOmoaeHue. ToBa e cepro3eH mpodieM, 3alloTO TPYAHO MOXKE Ja c€ ONpeleH Aalu
IpOMsIHATa Ha LIBETA CE JIbJKH HA JETEKTUPAHOTO BEIIECTBO WM € CIEACTBUSA OT MPOMSIHA
Ha BI'bjla Ha HalOmoJeHue. Bp3MokHO pelieHue Ha mpobiieMa € M3I0JI3BaHe Ha CTeK Ha
bpar ¢ BUCOK KOE(pUIMEHT HAa OTPAXEHUE 3a BCUYKM BIVIM HA MaJaHEe U TUIIOBE
NOJIIPU3AINH, T. HAP. CTEK ¢ MHOTOIIOCOYHO OTPa)KEHUE, KOMTO BCHUIHOCT MPEACTABIISIBA
eaHoMepeH (OTOHEH Kpuctai. B To3u cinyuail mie ce HaOmoAaBa €IMH U ChIIH LUBST MPU
BCUYKH BIJIM Ha HAOJIOJIEHUE, 3aII0TO UBHUIATa HA BUCOKO OTPaKEHUE HSAMA Ja 3aBUCU OT
bI'bJIa HA MaJAHE.

[Ipon3BOACTBOTO HA TaKkWBa CTPYKTYpH, M3IOJI3BANKU MOPHO3HU CJIOEBE, € BCE OILE
PEIU3BUKATENICTBO, ThIl KAaTO € J0Ka3aHo, 4ye TpsiOBa Ja ObAAT M3MBIHEHU JBE YCIOBHS
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32 TIOCTHUTAHETO HAa MHOTOIIOCOYHO OTpaKeHWE: 1) ONTHYHHUAT KOHTpAcT (pasiukKara B
MoKa3aTeMTe Ha MpeuynBaHe Ha JBaTa MaTepuana) na 0bae mo-Bucok ot 0.75 [12] u 2)
CTOMHOCTTa Ha TMOKa3aTejss Ha MpedyylnBaHE Ha Marepuajga C BHCOK IIOKa3aTen Ha
npedynBaHe aa 0bjAe mo-rojisiMa oT 2.264 [12]. Y 10BIETBOPSABAHETO HA TE€3U JIBE YCIOBUS
HE € TPUBUAJIHA 3a/1a4a, 3alll0TO Ce Hajara Jia ce MpaBu KOMIIPOMHUC MEXKy TOPbO3HOCTTA
¥ BUCOKHS TIOKa3aTeNl Ha mpedynBaHe. Hail-m3moi3BaHWUTE MaTepHalid KAaTo TPaauBHU
eleMeHTH Ha crtekoBe Ha bpar, TiO, m SiO,, He mnpuTekaBaT HEOOXOIUMUS 3a
MHOTOITOCOYHO OTPaXCHHE ONTHYEH KOHTPACT, KOETO € BAIMIHO M 3a MOYTH BCHUYKHU
OCTaHaJIM U3MO0JI3BaHM B JuTeparypara matepuanu. Hackopo aBropu ot MOMT mnoka3zaxa,
Ye MHOTOIIOCOYHO OTPaXKEHUE MPH MOPECT CTEK MOXKE Ja C€ MOCTUTHE MPHU U3IMOJI3BaHE HA
THHKH CJIO€BE OT 3€0JIUTU, KaTO aKTUBEH MaTepHasl ¢ HUCHK MOKa3aTes Ha MpedyylBaHe U
GeSe,, karo MaTepHall ¢ BUCOK IOKa3zaTell Ha IMpedylBaHE, OCUTYpsBalll HEOOXOIUMUs
ontryeH KoHTpacT[13]. OcHOBHUTE HemOCTaTHIM, O00ade ca HHUCKAaTa CTENeH Ha
MOPHO3HOCT W CJIOKHUS HAYWH Ha TOJy4daBaHe, BKIIFOYBAI pPEAyBaIll CE METOIU Ha
LHEHTPO(PYKHO HAHACSHE W BAKyyMHO OTJiaraHe. SICHO e, 4ye MHOro mo-moope Ou Ouio
JBaTa MaTepHasia Ja ce OTJIaraT IO €IWH W CHII HAYWH, U3MOJ3BAHKH JIECEH, TOCTHIICH U
CBTHH METO/I, HAI[PUMEpP OT Pa3TBOp Ha IieHTpodyra (Spin-coating). Tosa omnpeaenu menaTa
U 33Jla4UTe Ha HACTOSAIIHUS JUCEPTAIIMOHEH TPY/I.

es u 3a7aum HA TUCEPTAIUOHHUS TPY

[lenTa Ha HacTosIIAaTa AWCEpPTalUs € pa3padOTBaHE U ONTHUMHU3HUPAHE HA MOPbO3HU
eHOMEPHU (POTOHHU KPUCTAIU, U3TPAJCHU OT THHKH CIIOEBE OT MOJXOJSII0 MOoAOpaHU U
CHUHTE3UPaHU METAJIHHU OKCUAW U HAHOPA3MEPHU 3€0JUTH, MOJIYYEHH UYPe3 UIACHTUYHU
“MOKpH” METOJIM, KOUTO J1a HAMEPST MPUIIOKEHUE 32 ONTHUYHA JIETEKUUsS HAa TMapu Ha
JIETJIMBU BEIIECTBA

1) OnTuMu3MpaHe Ha MapaMeTPUTE Ha 30J-T€J METOAa 3a TOJy4aBaHE Ha THHKH
cnoeBe oT Nb,Os u V,05 ¢ koHTposMpaHu AeOennHa U MOPHO3HOCT M BUCOK TOKa3aTes Ha
MpEYyNBaHEe U BH3MPOU3BOJMMO OTJAraHe Ha ThHKU CIIOEBE OT HAHOPA3MEPHU 3€O0JIUTH U
OKCHJIHO-3€O0JIUTHU KOMITO3UTH C BUCOK aQUHUTET KbM OPraHUYHU PA3TBOPUTEIIH,

2) XapakTepu3upaHe Ha ONTHYHHTE, MOP(POJOTHIHHUTE, CTPYKTYPHHUTE U CEH30PHHUTE
CBOMCTBA HA THHKUTE CJIOEBE;

3) KoMmioThpHO MOJEIMpaHe W MPAKTHYECKO Peai3upaHe Ha MOPHhO3HU €IHOMEPHH
(GOTOHHM KPUCTAIHM OT M30paHUTE MaTEpHalid, M3CJCABAHE HAa ONTUYHUTE U CEH30PHUTE
UM CBOMCTBA U MpHUJIAraHeTO UM 3a ONTUYHA JICTEKIMS Ha IMapy Ha JICTJIMBU BEIIECTBA,

4) TTonoOpsiBaHe HAa CCH30PHHUTE CBOWCTBA HA TMOJYYCHHTE (POTOHHU KPHUCTAIH Ype3
CWJIaHM3WpaHe, BapUpaHe Ha TeMIiepaTypara Ha KalsBaHE W W3MOJI3BaHE HA XUAPO(hOoOHH
MaTepuau.



I'nasa 1. JIutepaTypen 0630p

B nactosmara riaBa ca pasriiefJaHU CHIIHOCTTAa W BUJOBETE (DOTOHHH KPUCTAIIH,
TSAXHOTO MaTeMaTUYECKU OMUCAHWE M OCHOBHUTE METOAM W MOJXOJM 3a IMOJy4yaBaHE Ha
MOPbO3HU MHOTOCJIOWHU CTPYKTYpH (MOJX0Ja OTrope-Haaoay win “top-down” u nmoaxozaa
oTnoiy-Harope wid “bottom-up ). Onucanu ca CyxuTe ¥ MOKPUTE METOJIM Ha OTJaraHe,
KaKTO M METOJAa Ha OTJIaraHe Ha CJIOEBE MOJ TOJisIM BI'bJ. Pasriemanu ca moapoOHO
ONUCAHUTE B JIUTEpaTypaTa MaTepHalid 3a OTJIaraHe Ha MOPhO3HU CTEKOBE Ha bpar, kouTo
ca KiacuuIMpane B TpU OCHOBHU TPYITH: CTEKOBE, U3TPAJACHN OT HAHOYACTHUIIN, CTEKOBE,
U3rpaJIeHu OT ME30IIOPHO3HU CIIOEBE U CTEKOBE ChC 3€0JUTH. Pa3rienaHo € u3rnoia3BaHeTo
Ha MOPHO3HUTE CTEKOBE Ha bpar karo ONTUYHM CEH30pH, CHILIO Taka 30J-Tell METoa,
U3MOJ3BaH 3a IMOJy4yaBaHe Ha CTPYKTypHH OJIoOkOoBe Ha bpar crTek, Mo KOHKPETHO
noyiyuaBaHeTo M cBoiMcTBata Ha Nby,Os u Ha V05 M CHIIHOCTTA U CHUHTE3UPAHETO HA
3€0JIUTH.

I'naBa 2. IlosiyyaBaHe U XapaKTepU3HPaHe HA eMHUYHUTE CJI0EBe, U3IPAKIALIU

eJHOMepHUTEe (POTOHHU KPUCTAJH

B rnaBa 2 ca pasrienaHu CMHTE3a, OTIAraHETO M XapaKTEPU3UPAHETO HA TPAJAUBHUTE
0JI0KOBE Ha eTHOMEPHHUTE (DOTOHHHM KPUCTAIM, KATO ca ONTUMHU3UPAHU TEXHUTE CBOMCTBA
Y METOJIMTE 3a MOJy4yaBaHETO M. KaTo mMaTepuanu ¢ BUCOK MOKa3aTell Ha MPEeYynBaHe ca
usnomBanu Nb,Os u V,0s, momyueHnn 4pe3 30-Teld METO/a, a KaTo MaTephalid ¢ HUCHK
MOKa3aTeJa Ha MNpPEedYylnBaHE — HAHOpA3MEpHU 3eoiuTu U noaumepHun PMMA croese.
Paszrnenann ca u OKCO-3€0JUTHM KOMIIO3UTH, CBCTOSIIM CE€ OT OKCHIHA MAaTpHIIA,
JOTApaHa C HAHOPA3MEPHU  3€OJUTH, KOWUTO TMPUTEKABAT TIJIAJKU TPAHULIH,
peHacTpoiBaeM Moka3ares Ha MpedylBaHe B IMUPOK JUANA30H U MOJ0OpPEHU CEH30pPHU
CBOMCTBA.

2.1. Touku caoeBe ot Nb,Og

2.1.1. Cwunte3 Ha Nb 301 1 oTs1arane Ha TbHKH Nb,Os ci10eBe

B Hactosimarta aucepranus, npu cuHTe3upaHeTo Ha Nb 301 e usnomssan NbCls kato
IPEeKypcop, ThH KaTro Jpyrus IIMPOKO H3IOJ3BaH B JUTeparyparta mnpekypcop, Nb
AJIKOKCHUJ], € CKBII U M3KIIIOUUTETHO YYBCTBUTCIICH KbM Bjara. MeTalHUAT aJIKOKCHUJ CE
CHUHTE3Upa 4Ype3 B3amMozcicTBueTo Ha ankoxoil ¢ NbCls [14] kakTo € moKa3aHO B
peakiusTa mo-aomy:

NbCls + x(R-OH) --> NbCls-x(OR)x + xHClI,
KbAeTO R € ankanna rpyma.

HuoGueBusaT 3071 ce mojiydaBa 4pe3 yiarpa3BykoB cuHTe3, kato 0.400 g NbCls ce
pastBapss B 8.3 ml eranon (98%, Sigma-Aldrich) u 0.17 ml gectmimpana Boma [15].
[TomydeHusT 30171 € Mpo3paveH U cTabuieH. JOMbIHUTETHUTE EKCIIEPUMEHTH, CBBP3aHU C
BapHPaHETO HA BPEMETO HA CHHTE3 IOKa3axa, Y€ ONTUMAIHOTO Bpeme € 30 Min: mpu mo-
MaJKO BpeMe Ha YJITPa3BYKOBO TPETHUPAHE OTIOKEHHUTE CIIOEBE Ca C HE3aJ0BOJUTEIIHU



XapaKTepUCTHKU U CBOMCTBa, MokaTo Haj 30 min He ce HalMIoAaBa MPOMsIHA B TEXHHUTE
XapaKTePUCTUKH.

TovukuTe Quamu ot Nb,Os ce ornmarat upe3 HakanBaHe Ha 0.3 ml oT 301a BBpPXY
IpEeIBAPUTEITHO MOYUCTEHA Si MOJI0KKA U ONITUYHHU CTHKJIA Ype3 LHEeHTPOYKHO HaHACSHE
cbe ckopocT Ha BepTeHE oT 2500 rpm 3a 30 s. [onydyenute ¢unmu umat nedenuna 35-40
nm. 3a Ja ce MoJIy4u mo-aedesn ciaoi mporeaypara Ha OTjaraie ce moBTaps HIKOJIKO IMBbTH.
[Ipenn cnenBamo HaHacsHe, Guamure ce cymar npu 60°C ¢ ropenr BB3IYyX 3a
NpeIoTBpaTsABaHEe HA OTMUBAHETO HA JMoiHUS cioil. Crnen ornaraHe Ha QUIMHTE Te ca
KaJICH! BBB BB3AyX MPU Pa3IudyHH TeMIiepaTypu B auanazoHa 60-650°C B mpoabiKeHHe
Ha 30 min cbC CKOpPOCT Ha yBeiaudeHue Ha Temmeparypata 10°C/min. [Ipu kansBane Ha
oOpasuure 3a MO-ABITO BpeMe He ce HaOIoJaBa MpOMsSHA Ha XapaKTEPUCTUKUTE Ha
CJIOEBETe, MOPaid KOETO TO € u30paHo 3a paboTa KaTo ONTUMAIHO.

2.1.2. Mop}o0JI0ru4HO U CTPYKTYPHO XapaKTepu3MpaHe

SEM wu3o0paxenusata 1 XRD wm3ciaenBanmsta mokaszaxa, de ¢uiamure oT Nb,Os
kasenu npu 320°C u 450°C umat nogo0Ha NOBBPXHOCTHA MOP(OJIOTHs, TOKATO TAXHATA
CTpyKTypa ce npomens ot amopdua npu 320°C go nonukpucraina mnpu 450°C, koeto € B
CBhOTBETCTBHUE C JJaHHHUTE B [16].

2.1.3 OnTu4HO XapaKkTepusupaHe

[Tokazarenurte Ha npeuynBane U noribiiane (n u k) u gedenunara (d) Ha puamure ce
OTPECIISIT €AHOBPEMEHHO Upe3 U3MEpPBaHE CaMO Ha CIIEKThpa Ha oTpakeHue R Ha cros
pU HOPMAJHO TMaJlaHe Ha CBETJIMHATa IMOCPEACTBOM Ch3JaJiecHa 3a IeiTa mnporpama
[IpoOnemMbT mpu U3NOJI3BaHE CaMO Ha €/IHa W3MEpBaHa BEJIMYMHA €, Y€ IPHU BCIKA
TBIDKMHA HAa BBIHATA MMa euH u3BecTeH napamersp (R) u Tpu HeusBecthu (n, k u d). 3a
HaMaJsiBaHEe Ha HEU3BECTHUTE M3IOJI3BaMe JAUCIIEPCUOHHU MOJIEIH 3a OMUCBaHe Ha n U k:
enHoociuaaTopaus moaen Ha Wemple-DiDomenico [17] 3a n M eKCHOHEHIMATHA
dbyukius 3a k. Taka orpannuaBame Oposi Ha Heu3BecTHUTE mapameTpu 10 net (Eo, Eg, ao,
A u d). Te3u mapameTpuTe ce OoNpenesaT ype3 MUHUMU3UpaHe Ha 1eneBata GyHkus G,
CBhCTOSIIA CE€ OT PANIUKUTE MEXAY U3MEPEHUTE Rpness U M3UHCIEHUTE Ry CEKTpU Ha
orpakenue [18]. Twit kato neneBata ¢GyHkius G UMa peauiia JIOKATHA MUHHUMYMH,
MpaBUIHUS U300p HA HAYAJIHU CTOMHOCTU HAa HEM3BECTHUTE MApaMETPU € OT ChIECTBEHO
3HAYEHUE 3a TOYHO M HEABYCMHUCICHO MUHHMHU3HUpPAHE. 3a ONpeAcsisiHE HAa HAYaTIHUTE
npUOIMKEHUST H3I0JI3BaMe Beue paspaboTreHute ainroputmu u mporpamu B UOMT
(LIJTA®OII), npu KOWTO OMNPEAENSIHETO Ha ONTUYHUTE KOHCTAHTH M JeOesnHara ce
U3BBPIIBA Ype3 MOAXOANM KOMOWHALIMK OT TPU WM JBE MU3MEpPBAHU BEJIUYMHH, T.Hap.
TpoitHu u nBo¥HM MeTomu [19-21]. Ot u3uMciIeHuTe CTOMHOCTH Ha N U K ce ompenensiT
napametpute (Eo, Eg, @9, A) 1 Te3u mapaMeTpu ce M3IMOJI3BAT 3a TeHEPUPAHe Ha MPEKa OT
HAYaJIHU CTOWHOCTH U C€ MPUCTHIIBA KbM MUHUMHU3UPAHE HA 11eJieBaTa (PyHKITUS. 32 BCIKO
MOJIYYCHO PEIICHHE CE€ M3YHCIIABAa OCTaThYHATa CTOMHOCT Ha meneBata (QyHkius EIT.
Crotinocture Ha Eg, Eg, 89, A u d nmpu Haii-mankara croiHOCT Ha Err ce m3mon3BaT Kato
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HaYaJIHU CTOMHOCTHU npu ciicBaliara CTbIIKA Ha MHWHHUMHU3HUPAHC. AJIFOpI/IT"bM’bT 3a
HN3YHCICHUC HCIPCKLCHATO CC€ IOBTapA, AOKATO crorHocTTa Ha Err npecraHe mga cc€
HN3MCH:.

2.1.3.1. CrapeeHe Ha 30J1a
EdexkTpT OT cTapeeHeTo Ha 30j7a BBPXY ONTHYHUTE CBOWCTBA M JeOCIIMHATA HA
dbunmMuTe, MOTyYeHW OT pa3TBOpa C€ H3CIEIBAa Ype3 XapaKTepu3WpaHe Ha CIIOEBE,
OTJIOKEHU TIPU €JHAKBHU YCIIOBHS, HO CJEJ Pa3MYHO BpEME OT MOJy4aBaHETO Ha 30Ja.
Baxxno e nma ce orOenexu, ye pe3yaTaTUTE C€ OTHACAT 3a CTApEEHETO Ha 30114, a HE 3a
BpeMeTO ciiejl orTjaraHero Ha ¢unMma. [Inpe3 mbpBara ceaMuiia GUIMHATE UMAT CXOIHU
CTOMHOCTH Ha n B uHTepBaia 2.14-2.20 ¢ Hail-BUCOKAa CTOMHOCT JOCTUTHATA 3 JHU CIE.
npurotrBsiHeto Ha 3osia (¢dur.l). [To Bpeme Ha mbpBuUTe 10 AHU ClIOEBETE ca C MHOTO
ONMU3KK O CTOWHOCT Ae0eNMHU - OKOJo 25-27 nm, yBenuyaBalku ce A0 33 nm B
cieaBamute 10 mHM, TOKATO IMOKa3aTelis Ha MpedylBaHE 3aloyBa Jla HamajsiBa CIel

MEPUOJT OT 3 THMU.
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®ur.1 [Tokaszaren Ha mpeuynBane (Kpbruera) u aedenuna (KkBajapaTdera) Ha GUIMHU OT

NDb,Os cbc chOTBETHUTE TPENIKH KaTo PYHKIUS OT BpEMETO Ha cTapeeHe (IPEHIKUTe ca

CbU3MCPHUMH C I'OJICMHUHATA Ha CI/IMBOJ'II/ITC)

Haii-BeposiTHaTa nmpuyrHa 3a yBEJIMYEHHUETO HA AeOenuHaTa Ha (QUIMUTE, MMOIYyYEHU
or 30a crapsui Hax 10 1oHM, € u3mapsABaHETO HA PA3TBOPUTEN U IIOCIEIBALIOTO
NOBUIIABaHE Ha KOHIIEHTpauuATa Ha 301a. OTHOCHO HaMalIIBaHETO HA N, MOXE Ja ce
CIIEKYJIMpA, Y€ MO-BUCOKAaTa KOHILIEHTpALUs Ha 30JIa MPEJOTBPATABA A0 U3BECTHA CTEIICH
peakuMsaTa Ha IOJIMKOHACH3alMs, KaToO IO TO3W HAayuMH HamalsBa II0Ka3aTelsl Ha
npeuynBane. J[pyra Bb3MOXkHa MPUYMHA € arpErMpaHeTo Ha YaCTULIMTE, KOETO yBeIuJyaBa
IIPOCTPAHCTBOTO MEXKIY TAX, HaMajlsiBa IUTBTHOCTTA U ChOTBETHO U CTOMHOCTUTE Ha n.
JlombIHUTETHUTE W3MEpPBaHUs IMOKa3BaT, Y€ JOpU Ja MMa arperamus, TO pa3Mepa Ha
YaCTULUTE OCTaBa JOCTAThbUHO MAIBK, TAKa Y€ HE Bb3HUKBA 3HAUUTEIIHO pa3CEeiiBaHe.

2.1.3.2. KoHueHTpanuoHHa 3aBUCUMOCT HA n 1 d
[Ipn u3paboTBaHETO HA MHOTOCIOWHU CHCTEMH € MHOTO Ba)KHO CIIOEBETE Jla ca C
TOYHO OIpejaeNeHa AeOelnrHa M TOKa3aTell Ha IMpedymnBaHe. ToraBa Moke Ja ce



KOHTpOJIMpa TMOJIy4aBaHETO Ha HWBUIA Ha OTPAKEHHUETO B JKelaHa OT Hac o00JsacT.
Bapupanero Ha nebenuHaTa € OCBHINECTBEHO Ype3 HM3MOJ3BaHE Ha 30J1 C pa3iInyuHU
KOHIICHTPAIIMU ¥ MHOTOKPATHO OTJIaraHe ¢ MEXIWHHO CYIICHE C e Pe0TBpaTsIBaHe Ha
OTMHMBAHETO Ha JONHUS cloi. IlpW HHUCKM CKOPOCTM Ha BBPTEHE Ha IOJIOKKATa €
Ha0JI0/JTaBaHO BJIOIIABAHE HA KAYECTBOTO Ha (WIMHUTE, TIOPAJM KOETO TO3U MOIXOMI HE €
U3MOJI3BAaH B JAMCEpTalMsATa 3a Mojy4yaBaHe Ha nebenu crioeBe. Upe3 mpomsiHa Ha
KoHUeHTpauusaTa oT 2.35 wt% 1o 4.7 wt% u HaHacsHe Ha IOKPUTHE [BAa ITBTH, CE
nosryqaBaT Gunmu ¢ aedenuHa ot 19 nm no 75 nm (Pur.2(a)) kaTto e mosrydeHa JTUHEHHO

YBCIIMYCHUC Ha I[€6€J'II/IHaTa C KOHLCHTpAaIuATA.
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@wur.2 KoHreHTpanroHHa 3aBUCUMOCT Ha Jie0enrHaTa () Ha ThHKH cioeBe OT Nb,Os,
OTJIOKEHH BBPXY Si-MOJJI0KKA C €1Ha (KBaJpaTH) U JIB€ (TOYKH) CTHIIKM HA OTJIaraHe;
3aBHCHMOCT Ha [MOKa3aTess Ha pedynBaHe oT aebenunara (0).

B nmunanazona ot aebenuan 25-50 nm mokaszaTeasaT Ha MpedynBaHEe UMa CTOMHOCTH
ot 1.93 mo 1.96 (¢pur.2(6)). 3a mo-teaKH Punmu (d<20 nm) n = 1.88 u ce yBemuuaBa OT
2.14 nmo 2.20, xoraro d ce mpomeHu OT 65 nm n0 75 nm. Bb3MOXKHOTO OOsSICHEHUE €
VIUTBTHSBAHETO Ha CJIOCBETE C YBEeIWYaBaHe Ha AcOemnHaTa.

2.1.3.3. TeMmnepaTypHa 3aBUCMMOCT HA ONTHYHHUTE XaPAKTEPUCTUKHU
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®ur.3 TemneparypHa 3aBUCUMOCT Ha TIOKa3aTes Ha IpedynBaHe n (a) u nedenunara d
(6) Ha crmoeBe oT Nb,Os, MosydeHu mo MeTo1a 30J1-red.



KakTo 6emre cnoMmenaTo, mpu 30J1-TeJl METO/1a Ce HaJjlara rocJjie/Baiia TeMneparypHa
o0paboTka Ha CJIO€BETe, MpPU KOATO Hapea C MPOMEHU B CTPYKTypara Ce€ OYaKBaT U
IPOMEHH B OINTUYHUTE CBOWCTBAa Ha cioeBere. Kakto ce Bmwxkaa or ¢ur.3 mnpu
TemriepaTypu B quamnaszona 60-120°C ce HabmonaBa Obp30 HapacTBaHE HA CTOMHOCTUTE HA
n ¥ HamaisiBaHe Ha d, MOCJeNBAaHO OT cJabu MPOMEHH B M3CIEABAHUTE MapameTpu 0
650°C. ToBa o3HayaBa, 4e pa3pabOTEHUAT METOJ IIO3BOJIABA OTJAaraHe Ha MaTepUATH C
BHCOK ITOKa3aTeN Ha MPEYyIBaHe MPU HUCKHU TEMIIEPATypPH.

2.1.4. YBe1uuaBaHe Ha NOPHO3HOCTTA

3a 1menTa Ha HACTOSIIATa JUCEPTAlUs € HEOOXOAMMO THHKUTE CJIOEBE J1a Ca C BUCOK
NoKa3aTes Ha MpevyIlBaHe, HO ChIIO TaKa Jia ca MOPbO3HU U MPOIYCKIUBHU 3a MOJIEKYJIUTE
Ha JIETEKTUPaHUTE BELECTBAa. B cilydas ca M3Moi3BaHU /1Ba MO/X0J1a 32 yBEJIMYaBaHE Ha
NOpHO3HOCTTAa Ha ThHKUTE (puamu oT Nb,Os a MMEHHO - HM3MOJ3BaHE Ha OpraHUYHA
MaTpulla U JOTHpPaHE ChC 3€0IUTH.

2.1.4.1. H3no,i3BaHe HA OPraHMYHA MATPHUIA: ONTHYHH, MOP(OJOrHYHU U
CeH30pHHU cBoiicTBa Ha Me3onopecTu Nb,Os ciioeBe

Wnesta e na ce U3M0a3Ba MOAXOASIIO BEIIECTBO, KOETO MPU CMECBAHETO C HUOOUEBUS
301 1a GopMupa MHUKpPO M ME30 YacTHIIM, MOpajy HacThIIBaHEe Ha (a3oBO pasjelisHe,
KOUTO CJIe] 3arpsiBaHe J1a M3rOpsAT U OCTaBAT Ha CBOETO MSCTO MOpH. 3a HalpaBaTa Ha
THHKH TIOPHO3HU (PHJIMH TIO 30JI-T€JT METOJa upe3 IMEeHTpodyKHO HaHACSIHE, KbM Nb 301
Oeme mpubaBeH B 00eMHO choTHOIIEeHHE 5:1 TpubnokoB cemonmumep Pluronic PE 6800
(BASF) pastBopeH B eraHon ¢ paznuyHu KoHueHtpauuu (1.5 wt%, 3 wt% u 5 wt%.).
Ho6assiHeTo Ha PE6800 Bom 10 0Opa3yBaHe Ha MOPH C pa3MepH OKOJIO 2-5 nm, KOUTO HE
ca MoJpe/IeH! MEPUOANYHO M YMITO pa3Mep HapacTBa ¢ KoHIeHTpamusaTa Ha PE (dwur. 4).
SAED mudpakuuonHata kaptuHa TmokasBa (¢wur.4(a) BIOXKKa), 4e BCUYKH OOpas3Iu ca
aMmopQHHU.

®wur.4 TEM m3o6paxenus Ha TurbTeH Nb,Os huM (a) u mopectrt Nb,Os dunmu ot Nb
3041 ¥ pa3tBop Ha Pluronic PE6800 B eTanos B 00eMHO choTHOIIEHUE 5:1 1
KoHueHtpauus 1.5 wt% (6), 3wt% (B) u 5 wt% (1).

C yBenuuaBaHe Ha pa3Mepa Ha IOpUTE ce HAOJI0AaBa 3HAYMTEIHO HaMaJsiBaHE Ha
nokaszatens Ha npeuynsaHe oT 2.14 3a mbTHUA ¢uiaM 1o 1.53 3a mopectute ciaoeBe Mmpu
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KoHIeHTparus Ha Pluronic cboTBeTHO OT 5 Wt%.(pur.5). B crioro Bpeme HsiMa mpomsiHa
B MOKa3aTess Ha MOribliaHe. MHOTO MHTEPECHO € Jla ce oTOenexu, ye ce HabmroaaBa
3HAYUTEIHO yBeJIHuyaBaHe Ha Ae0enuHaTa - oT 37 nm 3a mIbTHUTE GUIM 10 85 nm 3a Haii-
nopho3HUA. ToBa TOKa3Ba, MbPBO, Y€ W3IOJ3BAHETO HA OpraHMYHA MaTpulla BOAU [0
pa3ayBaHe Ha ciioeBeTe (T.e BbBEX/Ia ce CBOOOEH 00eM, 3aIbJIHEH C BB3/yX) U BTOPO, Ue
yCIIOBHATA Ha KaJsiBaHE ca MOAXOJAII0 MOoAOpaHHU, Taka 4e Jja He Ce MOJy4Yd CBUBAHE Ha
MOpUTE Clie/] MpeMaxBaHe Ha OpraHuYHaTa MaTpHIla.

2.4

22PN
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3

1.6}k i
14 " " " "

450 600 750 900

JbmkuHa Ha BBJIHATA (NM)
@ur.5 [lokazaTen Ha TpedynBaHe Ha THHKH cioeBe oT Nb,Os ¢ Pluronic ¢ pazmumunu
KOHIIEHTparuu (0003HaueHu ¢ 1udpy Ha PUTYpPUTE), OTIIOKEHU BbPXY Si1-MOJI0KKA

3a 5a ce ompenenau CTENeHTa Ha TMOPHO3HOCT Ha W3CienBaHUTEe QUIMH Oelie
U3M0JI3BaHa Teopusata Ha edekTuBHaTa cpema Ha Bruggeman (BEMA) [22], xato 6e
MPEANO0JIOKEHO HATUYUETO Ha cepuyHU MOpU. Me30mopecTuTe CIOEBE €€ pasriexKaaT
Kato e(eKTHUBHA cpema, CheTosma ce OT IIbTeH Nb,Os W KyXWHM TBIHH C BB3AYX.
[IpecMsiTaHeTo Mokasa, 4e yBEJIMYaBAHETO HA pa3Mepa Ha MOPUTE BOAM JI0 3HAYUTEITHO
yBEJIMYEHHE Ha CBOOOJHUSA 00eM, KOHWTO noctura ctoHocT 51% 3a ¢uima c Haii-
BHCOKaTa KOoHIIeHTpalus Ha Pluronic.

C men ycTaHOBsiBaHE Ha CEH30pPHUTE CBOMCTBA Ha 00pa3nuTe OsXxa H3MEpPEHU
CIIEKTPUTE UM Ha OTPAKEHHUE MPEAU U CIIe]l W3JIaraHe Ha Mapy aleTOH MPU OTHOCUTEITHO
Hansrane p/po=0.15 (pPp ¢ HamsiraHeTo Ha HACUTCHHWTE IMapH NMPU HyJa Tpaayca), KOCTO
oTroBapsi Ha KoHieHTparusi oT 14 000 ppm. He ce nHaGmomaBa mpomsiHa Ha R mpu
mwIbTHUS ciaoi ot Nb,Os, mokaro mpu MOpPHO3HUTE (GUIMH C yBeIWYaBaHE Ha
KOHIIEHTparusitTa Ha Pluronic uma mnocteneHHo yBenuuaBaHe Ha ARy (dur.6(a)).
W3naranero Ha mopecTd (UIMH Ha TApUTEe HA alleTOH BOJAU 10 KOHJICH3UPAHETO Ha
napuTe B MOPUTE U 3aMECTBAHETO HA Bb3/yXa C all€TOH, KOWUTO MMa MO-BUCOK MOKa3aTell
Ha npeuynBaHe. B pesynrar Ha ToBa eeKTHUBHUS MOKa3aTeNl HAa IpedynBaHe Ha (primMute
ce yBennuaBa. CTOMHOCTUTE HA AN, C€ U3YUCISABAT, U3MOI3BAHKN U3MEPEHUTE CTOMHOCTH
Ha AR,. Ilpecmstanero mokasa, ye NMpoMsHATa HAa n € Hal-TojsiMa Mpu olpaseua c
koHIeHTpaius Ha Pluronic ot 3 wt% (pur.6(6)). MaTepecHo € na ce oTOenexu, ye caMo
5% ot cBOOOHHUS 00EM € 3aeT ¢ KOHACH3UpAJIM Mapu Ha aieToH. Hali-BeposiTHO, OCBEH
joliata B3aUMOCBBP3aHOCT, CHIIECTBYBAT 3aTBOPEHH MOPH, KOUTO Ca HENOCTBHIIHH 3a

10



napute. BeposTHO € mpu €AHO NMepHOAMYHO MOApPEXJaHe Ha MOpUTE Ja ce Moao0pu

azcopOuusTa.

0.4 1.2x10°

(2) (6)
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0.0 _pom l 0.0 ke l
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Konnentpanus va Pluronic (wt.%) Konnentparus Ha Pluronic (wt.%)

@ur.6 [Ipomsina Ha koeduieHTa Ha oTpaxkeHne AR ¢ (a) 1 mpomsiHa Ha MOKa3aTess Ha
npeuynBaHe Anpc (0) ciieq n3jiarane Ha alleTOHOBU Napu Kato PyHKIMS HA
KOHIIeHTparusATa Ha Pluronic.

Haii-cunmna npomMsiHa ce HaOd0JaBa 3a alleTOHOBUTE IMapH, a Haif-ciaba e 3a
xsopodopM. IlpomsiHaTa mpu M3araHe Ha Mapu HA BOJAA, €TAHOJI M METaHOJ ca IMOYTH
€HAKBH, OT MOPSAIbKa Ha 5 MBTH MO-MAJIKO OT Ta3u Ha alleTOH.

2.1.4.2. lorupaHe ¢bC 3€0JTMTHA HAHOKPUCTAJIH

JloTupaHeTo cbhC 3€OJUTH C€ M3BBPIIBA B TeuHa (as3a, KaTo KbM 30ja ce J00aBs
KEJIAaHOTO KOJIMYECTBO KOJIOWJEH pa3TBOp Ha 3eonutu. HabmiomaBa ce mpomsiHa Ha
NOBBPXHOCTHaTa MOp(OJIOTHSA, KaTo C YyBeJIMYaBaHE Ha KOJMYECTBOTO 3COJUTH
CTPYKTypara ctaBa mo-3ppHecra (¢ur.7).

—
1uym241kV 308E4 579270

@ur.7 SEM u3o0pakeHns Ha TOBBPXHOCTTA Ha cltoeBe 0T Nb,Os, TOTHpaHU ChC 3€0TUTH C

obemuo crotHOMIeHUE 0% (a), 50% (6), 75% (B) 1 100% (r) (MapkepbT € 1 pum)
11



JloTrpaHeTo ChC 3€0UT BOJU JIO TUTABHO HAMaJIIBaHE HA MOKA3aTelis Ha NPedylBaHe
ot 2.016 3a cnoit ¢ o6emHa vact Ha 3eonutrure 0% (1.6 Nb,Os) no 1.11 3a 100% (T.€ Si-
MFI cnoit) (¢ur.8(a)) u chrOTBEeTHO HapacTBaHe Ha jaeOenumHara or 36 mo 102 nm
(¢ur.9(6)). HamansiBaneTo Ha n € O4YakBaHO, ThH KaTO IOKa3aTess Ha IMpedylnBaHe Ha
3COIMTUTE € HUCHK M C yBeJIMYaBaHe Ha oOeMHaTa MM YacT eeKTHBHHUS TOKa3aTesl Ha
CJIOSl HAaMaJIsBa.

L a - (0
2.0 . (@) 120 [ (6) .
18 (]
~—~ 100 }
i e
= 16F S 80F
L U 5
14} . 60 F
1.2 - S 40 | -
1.0.|.|.|.|.|.| 2O'|.|.|.|.|.|
0 20 40 60 80 100 0 20 40 60 80 100
O6emnua yact Ha Si-MFI(%) O6emna gact Ha Si-MFI(%)

®wur.8 3aBUCMMOCT Ha MTOKa3aTesl Ha pevynBaHe (a) 1 Ha aedenmHaTa(0) oT 00eMHOTO
CHOTHOIIICHUE Ha 3€0JINTA.

C YBCIIMYaBaAHC Ha KOJIUYCCTBOTO 3COJIUTHU CC YBCIINMYaBa U IIOPBO3HOCTTA Ha CIIOCBCTC,
KOCTO ITO3BOJIsIBA HA ITO-TOJIIMO KOJHMYCCTBO IIapU Ja IIPOHHUKBAT B TAX, d TOBAa OT CBO:A
CTpaHa BOJIH OO0 IIPOM:AHA Ha ITOKA34aTCJIA Ha IIPCUYYIIBAHC U KOG(i)I/II_[I/IeHTa Ha OTPaAKXCHHUC

(¢wur. 9).

= 0.0075
SQ, (@) . (6)
> 0.75 0.0060 f
D:fU 0.0045
1 0.50F - '
D.:C_U < 0.0030}
~ 025} H 0.0015}
O
“ 0.00 b H H 0.0000
12 5 25 100 125 25 100
O6eMHa 4yacT Ha SI—MFI (%) O6eMHa YacT Ha Sl—MFI (%)

®dwur.9 AGcomoTHA MpoMsIHA Ha KOShUIIMECHTA Ha OTpakeHHUe () U TpoMsTHA Ha
noKasarelis Ha npedyrnBaHe (0) Ha pa3IuyHo JoTHpaHu cioese oT Nb,Os cnen uznarane
Ha Iapy aneToH ¢ p/pe=0.15

2.2. TpHKkH caoeBe oT V,05

2.2.1. OnTuMHU3MpPaHe HA TApAMETPHUTE HA 30J1-TeJl MeTo/Aa

C et mosiyyaBaHe Ha CJIOCBE C BHCOK IMOKA3aTesl Ha MPEUYylBaHe N M Bb3MOXKHO Haii-
HUCBK IIOKa3aTeJl Ha MOMIbIIaHe Kk OsfXa H3MOJ3BAHM HSAKOJKO Pa3IndHM METoJa Ha
cuHTe3 Ha 30ja. Karo mpekypcop 3momsBame Vanadium(V) oxytriisopropoxide (Sigma
Aldrich), u3onpomnaHoa u aneToH 3a pa3TBOPUTEN M J00aBsAME TPH OJIOKOB CHIIOJUMEP
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Pluronic PE6100, koiiTo na ynecHu mpolieca Ha pa3TBapsHE U J1a BbBEIE JOMMBIHUTEIIHA
MOPUCTOCT, KOATO HU € HeoOXoamma mpu u3noysBaHeTo Ha V,0s B crekoBere Ha bpar.
Bapupanu ca TemmeparypaTa W BpEeMETO HAa CHHTE3a, BPEMETO Ha CTapeeHe, BHAa Ha
paztBopuTens U KoqmdecTBOTO Pluronic. Cnen oTiaranero oOpasuurte Osixa 3arpsBaHU
npu paznuuna temneparypa (320°C u 450°C) u 3a paznuyno Bpeme (30 wim 60 min) B
3aBHCHMOCT OT METOJa Ha CUHTE3.

2.2.2. Mop¢010rn4Ho, CTPYKTYPHO H ONTHYHO XapaKTepH3HpPaHe HA eIMHUYHH
V,05 ci1oeBe

Upes m3cienpade Ha SEM Oelie ycTaHOBEHO, Y€ (DUIMUTE, OTJIOXKEHU OT 30J1, CTapsI
pa3aMYHO BpeMEe HMMAT cXOoAaHa MOP(OJOrHs ¢ M3KIIOYEHHE Ha oOpasela, OTJIOXKCH OT
YETUPH JTHEBHHUS 301 - TOW ChABPIKA MO-TOJEMHU T10 Pa3Mep KPUCTAIUTH.

2.4 0.12
"Ll % fo11 Kk
. -
y— fo.10
22 F i/
* 10.09

2'1'%’%\% k—= Joos

20 1 a 1 a 1 a 1 a 1 007
0 1 2 3 4

Bpeme (aun)
@wur.10 [IpomsHa Ha TOKA3aTeNUTE HA TIPEUyMBaHE N U HA TTOTIIbINane k

Bmxna ce, e CTOWHOCTUTE Ha n M K ca eTHM W CHIIM Tpe3 MbPBUTE JIBA JHH, JOKATO TIPH
YETBBPTHS JCH WMa JIeK CHajJ B CTOMHOCTTa HAa N M 3HAYWUTEIHO YBEIWYCHUE Ha
nokazarens Ha noribiiane k (¢pur.10). Bp3mMokHO ¢ HaOMI0AaBaHOTO YBEIWYCHHE Ha
moKasatelis Ha MmorirbiaHe k 1a ce IbDKM Ha MO-TOJIeMUs pa3Mep Ha KPUCTAJIUTHTE,
KOUTO OMXa MOTJIM Jia JOBEIAaT 10 MO-CUJTHO pa3ceiiBaHe W ONTHYHM 3ary0u BBB (PuiMa.
OcBeH TOBa, MO-TOJEMUTE 3bpHA MOTAT Ja JOBEIAT 1O TO-TOJIIM CBOOOJEH 00eM BBB
buaMuTe, THJDKAI C€ Ha MO-TOJIEMUTE MPOCTPAHCTBA MEXKTY 3bpHATa U CHOTBETHO JI0 TIO-
HUCBHK N. berie mokazaHo, ye BPEMETO HAa CHHTE3 HE BIMSAC BBPXY ONTHYHHTE KOHCTAHTHU
HA TIOJy4EHHTE CIOEBE, NOKATO NpH CUHTesupaHe mpu 55 °C, BMecTO Npu craiiHa
TeMIiepaTypa ce HaOJrojaBa HaMassiBane Ha k Ha GuiMuTe 32 TBIDKUHUA HA BBJIHHUTE, T10-
Bucoku OoT 500 nm, HO HE W 10 yBeTWYaBaHE Ha N B TO3W CHEKTpaJeH auamnaszoH. [lpwu
KbCUTE TBJDKUHHM HA BBJIHATA - (PHIIMHTE CHHTE3UpPAHH TPU IMMO-BUCOKATA TEMIIEpaTypa
UMaT MO-HUCHK N U MO-BUCOK Kk B cpaBHEHHE C QUIMUTE MOJYYCHH OT 30JI, CHHTE3HpPaH
IIPU CTaliHa TEMIIEpaTypa.

YBenuuaBaHeTo Ha BpemeTo Ha KaisiBaHe oT 30 Ha 60 min He Biusie Ha JeOeluHaTa U HE
oT00psiBa ONITUYHUTE CBOMCTBA Ha (DMIIMHTE, JIOKATO YBEIIMYABAHETO Ha TEMIIepaTypara
ot 320°C 1o 450°C noBezie 10 BIOIIABAaHE HA ONTHYHOTO KA4ECTBO HA CJIOEBETE, KOETO Ce
OKa3za, 4€ C€ ABDKM Ha TMO-TOJSMHUSAT pa3Mep Ha KPUCTAIMTHTE Ha TOBBPXHOCTTA.
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Kpucrannoro cbcrosiHue M Ha aBata oOpaszena Oe morBbpAeHo or XRD cmnekrtpute Ha
dbunmure.

[IpnbaBsiHeTO Ha aleTOH B 30J1a BOAM JO 3HAYMTEIHOTO yBEJIMYaBaHE Ha n Ha QuiMa B
cpaBHEHHE ¢ (UIMHUTE, MOJYYEHHU OT 301 6e3 areToH, mpu A =600 nm n = 2.24 u 2.01,
cboTBEeTHO (ur.14). OcBeH ToBa 10OABSIHETO HA AllETOH BOJAU U JIO MO-HUCKH CTOMHOCTU
Ha k (k=0), T.e. punmuTe cTaBaT Mo-MpoO3pavHHU.

Crnen oNTUMU3MPAHETO HA CUHTE3a O€ MHTEPECHO J1a C€ MPOBEPU AU € BH3MOKHO
MOJTy4YaBaHETO Ha CJIOEBE C HEOOXOJUMMUTE HHM ONTHYHH CBOMCTBA, aKO 3arpsiBAHETO CE
OCBINIECTBH TPU TO-HUCKU Temmeparypu. [lo To3m HaumH OWM OWIO BBH3MOXKHO
U3MOJI3BaHeTO Ha ciioBe oT V05 (KakTo IIBTHU, Taka U MOPbO3HU ¢ AobaBeH Pluronic
PE6100) B xubpunnu ctekoBe Ha bpar, B KOuTo Karo marepuasn ¢ HUCHK MOKa3aTel Ha
npedynBaHe Jia ce W3MoJi3Ba nojauMepen cioit (PMMA).

2.4
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[ee)

IIJTBTEH

0 . . . TMOPbO3CH
400 500 600 700 800 900
JIbmxuHa Ha BbJIHATa (nm)

@wur.11 /lucriepCHOHHM KPWBH Ha MOKAa3aTEIUTE Ha MPEYyMBaHe N U MOTIbINaHe k ¢he
CHOTBETHHUTE I'PEIIKH 3a TUTBTHU (TOYKH) U MOPBO3HU (KBaapatu) ¢punmu ot V,0s5 ¢
ne0eMHn ChOTBETHO 52 1 69 nm.

3a nenra 0sxa mpUroTBeHu JiBa 3o0ia ¢ u 6e3 Pluronic PE6100, kanenu mpu 180°C B
npoabiikenue Ha 30 min mpu ckopocT 5°C/min (u3bpanara TemnepaTypa € MakCUMaaHaTa
TeMreparypa, Ha KOATO Moxe jaa ce 3arpee ciaosaT oT PMMA). Jlo6aBsiHeTo Ha Pluronic
BOJIM 710 cB0OOJIeH 00eM oT 14 % u HamansiBane Ha n u k (dwur. 11).

2.23. FTIR cnekrpockonuss Ha jAByciaoiinm cucremu V,0s/3e0autr B
NPUCHCTBUETO HA All€TOHOBM MAaPH C MPOMEHJIMBA KOHLEHTPAIUs
Crnenpara cThIIKa B HAIIETO M3CJICBaHE OEIe M3y4yaBaHETO Ha MPOMYCKJIMBOCTTA HA
CJIOEBETE OT METAJIHMS OKCHJ U BBb3MOXKHOCTTA 3a M3IMOJ3BAHETO MY IIpU HampaBara Ha
MHOTOCJIOWHM CHUCTEMM 3a CEH30pHU NPWIOKEHHS. 3a IenTa Osxa OTJIOKEHH JIBE
nsycnoian cuctemu ot V,0s u 3eonutn BEA BbpxXy cuimuimeBa momitoxkka — Si/V,0s/
BEA wu Si/ BEA /V,05. Taka Ouxme MOIJIH Jia MPOBEPUM JIajId MIPH M3JIaraHe Ha mapH Ha
Ja7ieH aHAJIKT T€ JIOCTUTAT JI0 YYBCTBUTEITHUS 3€0JUTEH CJIOU, ako ToH e moA ciost V,0s5 u
CHOTBETHO KaKbB € OTKJIMKA HA CUCTEMAaTa IIPU 0OPATHO Pa3IOIOKEHUE Ha CIOEBETE.
3a W3cieBaHEe Ha CEH30PHUTE CBOMCTBAa Ha JByciouWHHUTE oOpasmm oT Va,Os u

3eonuTu Oemie u3nons3BaHa “‘operando” uH@pauepBena cnektpockonus (FTIR), kosto
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103BOJIsIBa TosTydaBaHe Ha MY crekTpu B peaqHO BpeMe Mpu u3jiaraHe Ha oO0pas3iuTe Ha
ra3oBe ¢ paszfiuyHa KoHUeHTpauus. M3mepBanusita ca HanpaBeHu B JlaGopaTopusita mno
Karanuz u Cnextpoxumus (LCS), Kan, ®panius mo Bpeme Ha eTHOMECEYHO 00yUueHue, B
KOETO y4JacTBax.
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@wur.12 IIpomsHa Ha TIIOMITA HA TIMKA TP YBEJIMYaBaHe HAa KOHIICHTpAIUATa Ha TIapy Ha
arieton ot 0 ppm g0 35 000 ppm 3a aBycnoiina cuctema Si/BEA/V,0s5 (kBanpaTn) u
nsycioiHa cuctema Si/V,0s/BEA (Toukn)

bemie ycranoBeHo, 4e mpH yBeTWYaBAHETO Ha KOHIICHTpALUSTA HA TOJABAHUTE
napu ot 0 ppm g0 35 000 ppm (¢ur.12), mwiomra Ha MUKa B CHEKThpa Ha aICOOIHs
HapacTBa W 3a JBaTa oOpasena Mo CXOJACH HauWH, JOoOpe CHOTBETBAI HA OYaKBAHOTO
eKCIOHEHIINATHO HapacTBaHe, KOETO € JI0Ka3aTeNCTBO, ue CIoAT OT V,0s5 € IpOomyCKInB 3a
napuTe Ha aleToHa W € MOJXOJSI 3a BrpakJIaHe B YYBCTBUTEIHH Ha Mapu €IHOMEPHH
(OTOHHU KpUCTAIIH.

2.3.MartepuaJjii ¢ HUCHK MOKAa3aTeJ HA NpevyynBaHe

B mucepranusara cme ce crnpsuin Ha Tpu Buaa 3eonutd (MEL (130 nm), Si-MFI (40
nm) u BEA (40nm)), xommo3utr ot SiO,:SI-MFI wu mnomumepen cioi  oOT
nosuMmetrunMerakpunat (PMMA). [Ipu koHKpeTHHS U300p HA 3€0JUTH CME C€ BOJAUIU OT
choOpakeHus: 3a XUAPO(POOHOCT M BUCOK A(DUHHUTET KbM OPraHUYHU Pa3TBOPUTEIIU.
[Topanu ToBa MMeHHO ca u30panu aBara yucto cuiunuesu 3eonutra (MEL u Si-MFI). 3a
Jla IPOBEPUM KaKBO € BIMSHUETO HA XUMUYHUS ChCTaB cMe u30panu 3eonutsT BEA, npu
KoiTO choTHOHIEHUETO Si/Al =14. N300pbT HM Ha KOMIO3UT € OOYCIIOBEH OT OYaKBaHATa
My MO-TJIaIka TOBBPXHOCT, KOSITO IIIe I0BEE /10 MO-TJIa ki uHTepdeiicu B cteka Ha bper,
KAaKTO M OT Bb3MOXXHOCT 32 BapHpaHe Ha IOKa3aTellsd Ha NpedynBaHe. Bcuuku 3eointu ca
CUHTE3MpaHu OT rpynarta Ha npod. CBerniana MunTtoBa B JlabopaTopusra no katanus u
criekTpockonus Ha YHuBepcutera B Kaen, @panuus.

B paznenu 2.3.1, 2.3.2 u 2.3.3 Ha nucepranusTa ca pasriie/laHd MoapoOHO METojAa Ha
CHUHTE3 Ha TPUTE BUAA 3€OJIUTH, XapaKTEepU3HpaHeTo Ha paszmepa um upe3 DLS u TEM,
pe3yaTaTUTe OT TEPMOTPAaBUMETPUUEH aHAJIM3 HAa 00pa3lUTe, HAIIPABEH C 1] ONpeaessiHe
Ha KOJMYECTBOTO Boja B 3eonutute. SEM n300pakeHusiTa Ha ThHKUTE CIOEBE MOKa3Bar,

4cC TC Ca C PAaBHOMCPHO pa3lpCaACICHUC Ha 3COJIMTHUTC HAHOKPUCTAJIN II0 ITOBBPXHOCTTA,
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0e3 mykHaTUHU U Apyru JedexkTH. V3BBPIICHO € MBJIHO ONTHUYHO XapaKTepU3upaHe Ha
3€0JIUTUTUTE, ONIPE/ICIIEHN Ca CTOMHOCTUTE HA CBOOOIEH 00EM B TSX.

CpaBHeHHeTO MeXay nokaszatenuTe Ha npeuynBaHe (¢ur.13) ma BEA 3eonutute ot
enqHa crpasa 1 Ha MEL u MFI ot gpyra moka3Ba mo-BUCOKM CTOMHOCTH Ha ITbPBHTE.
[TokazaHo e, ye enHa Bb3MOXHa MpuurHa ¢ HanuureTo Ha Al B BEA 3eonurture, koeto
BOJIM JI0 TOKAYBAHE HA MOKAa3aTelsd Ha nmpedynBaHe. [[pyra Bb3MOKHA NMPUYHAHA € HATUYUE
Ha Bojaa B mopute Ha BEA 3eonutute, mopanu XuapohuiIHus UM XapakTep.
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@wur.13 JlucriepcoHHU KPUBH Ha MMOKa3aTess Ha mpedynBaHe 3a 3eonut tull BEA, Si-
MFI u MEL, npecMeTHaT! OT U3MEPEHUTE CIIEKTPH HA OTPAKEHUE.

N3uucnenusar ceoboaeH ooem Ha nopute Ha ¢unmute oT Si-MFI u BEA e chorBeTHO
61% u 37%, KoeTo moKa3Ba, 4Ye € MHOTO BeposiTHO nopute Ha BEA 3eonuture yacTUuHO
Ja ca 3ambJIHEHHM ¢ Boja ToBa TpeAmnojokeHue Oerie MOTBBPACHO  4pe3
TEpMOrpaBUMETPUYEH aHalIM3 Ha oOpa3lMTe, KOWTO MOKa3za, ye 3aryouTe Ha TErjio B
ciyuas Ha Si-MFI ca camo 1.8% cnpsmo 10.6% 3a BEA.
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®wur.14 3aBucumoct Ha AebenuHaTa (a) ¥ Ha TToKaszaTelns Ha mpedymnBane N mpu A = 600
nmM(0) oT TemMnepaTypara Ha KaJigiBaHe 3a ThbHKU cJ0eBe OT 3e0auT MEL

3a ga ce wu3bepe NOAXOJAIA TeMmIepaTypa Ha KalsBaHe Osixa NpecMETHATH
neOenuHUTe W TIOKa3aTeJIMTe Ha TMpedylnBaHe Ha CJI0€Be, KAJICHH MpPH pa3IndHU
Temreparypu B auanazona 60-450°C (¢ur.14). OxasBa ce, ue npu 3arpsasane Hajg 320°C
HE ce HalIroJaBaT CHIECTBEHH MPOMEHH B n U d, mopaau KoeTo m30paHarta 3a paboTa

Temneparypa Ha kansBane e 320°C.
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3a oTyiaraHe Ha YETBBPT-BBIHOB CTEK € U3KIIOUUTETHO BaXKHO /1a MOXKE J1a C€ OTiaraT
CJIOeBE C KOHTpOJupaHa je0erHa U ONTHYHHN CBOMCTBA. 3a BapupaHe Ha JeOennHaTa Ha
3COIMTHUTE CJIOE€BE M3IOJ3BaxXMe JBa IIOAXO0Ja: MPOMSHA Ha KOHIEHTpalusATa Ha
CYCIICH3HsITa U CKOPOCTTa Ha BHPTEHE Ha TOJJIOXKKATa MPU OTIaraHeTro Ha ¢uiama. Oere
YCTAaHOBEHO JIMHCHHO YBEJIMUYCHHWE Ha JeOenuHaTa Ha CIOsl C yBEIWYaBaHEe Ha
KOHIICHTpAIMsATa W HEJIMHEHHO HaMajsBaHE C yBelu4yaBaHe Ha obOoportute. [lpm mo-
HUCKUTE CKOPOCTH Ha OTjiaraHe o0ade ce HalJto/laBa BIIOIIABaHE HA KayeCTBOTO Ha
dunmuTe, MOpagu KOETO 3a MPEANOYHTAaHE € OTJaraHeTo Ha Mo-aedeln CIoeBe Ja ce
U3BBPINBA OT KOJOWUIM C TIO-BUCOKAa KOHIEHTpanus. JIparorpaiiHa cTaOWIHOCT Ha
KOJIOUANTE, 00ade, ce MoJydaBa MpH MO-HUCKM KOHIIEHTpaluu. B To3u ciydaii pa3nuyHa
nebenuHa MOXKE Ja C€ MOCTHUTHE 4Ype3 MHOTOKpaTHO HaHacsiHe. Ciem BCSKO OTiaraHe
obpasnure TpsOBa Ja ce KausgBaT Ipd I0-BHCOKa Temmeparypa - 320°C, ¢ 1en
yBeIMYaBaHE HAa MEXaHWYHaTa cTabmiHocT. MlHTEepecHO € nma ce orOenexu (akra, ye 3a
pasnuka ot ciaydas Ha Nb,Os cioeBe, TYK MHOTOKPAaTHOTO HaHACsSHE HE BOJHU 0 KPaTHO
yBelIMYeHNEe Ha jaeOennHaTa Ha cloeBeTe. BeposTHa mpuyMHA 3a TOBa € TIpalaBara
MOBBPXHOCT Ha CJIOS, MOPAad HATUYMETO Ha KPHUCTAIW, W OT TaM NPOHUKBAHETO JI0
W3BECTHA CTETICH HAa BCEKM CJIe/IBAIIl CJIOM B IOJHUS CJIOH.

3€0JIUTHH CI0EBE
70 nm 110 nm 185 nm 245 nm 370 nm

(a)

[IBerna muarpama 3a SiO, cioese

®ur.15 CHUMKH Ha CIIOE€BETE OT 3€0JIUTH, OTIIOKEHU BbPXY Si MOJI0OKKA ¢ 0003HaUeHaTa
nebenuHa (a); BeTHa nuarpama Ha Si0;, dunmu (0), 1 TpeasiokKeHaTa BETHA Juarpama
Ha 3€0JIMTHH CJI0eBE (B)

Ha Gazara Ha momy4deHUTe pe3yaATaTH pa3pabOoTHUXME [BETHA JUarpamMa 3a 3€0JMTHUTE
cloeBe, KOSTO MOXE Ja C€ M3IO0J3Ba KaTo MpocT U OBbp3 METON 3a OIpenessHe Ha
NeOCIMHUTE Ha 3C€OJUTHUTE (HUIMU, OTJIOKEHH BBPXY Si TOAJIOXKA. MeToapT e
aHAJIOTUYEH HA TO3W, M3TIOJI3BaH IMIUPOKO 3a O30 ompenessiHe Ha pusndeckara aedemHa
Ha cioeBe oT Si0, B MUKpoeNeKTpoHUKaTa. ToBa cTaBa upe3 BU3yajiHa IPOBEpKa Ha I[BETa
Ha QuimMa, KoitTo € oTioxkeH (¢ur.15). [IpuHIMOBT HA U3MEpPBaHEe ce OCHOBaBa Ha (akTa,
Yye IpH ONPEEICHH CTOMHOCTH Ha onTUYHA aedenuHa (4nd), koepuiueHTa Ha OTpaKeHUE
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uMa MUK MMOpaad KOHCTPYKTUBHATA UHTEPPEPEHIUs MEXTy MHOTOKPATHO OTPa3eHUTE OT
JIBETE IpaHMLIM Ha (puiIMa BbIHU. B pe3ynrar Ha ToBa Cll0sl ©IMa TOUYHO OIPEEIIEH LIBST.

2.3.4. Okco-3eoauTHn koMno3utu - SiO,:Si-MFI

Ha 6a3ara Ha W3yyaBaHWUTE OKCHIM M 3€OJIUTH, B AWCEpTAIATa pa3paboTuxme, T.Hap.
OKCO-3€0JIMTHA KOMIIO3UTH C HUCHK TMOKa3aTesl Ha MpedyylBaHE, KOUTO IMPEACTaBISBAT
marpunia ot SiO,, motupana ¢ Si-MF| 3eonutu. C yBennuaBaHe Ha KOJUYECTBOTO Ha
seosmtute 0T 0 10 60 % ToKa3aTeNAT Ha pedynBaHe Hamasia oT 1.44 o 1.34 (¢wur.16),
a nedenunaTa ot 119 nm go 83 nm.
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3 (] E 100 ™ \.
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L - ~p__
132} = gl a—n
0 10 20 30 40 50 60 0 10 20 30 40 50 60
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®wur.16 3aBUCHUMOCT Ha TIOKA3aTels Ha IpedynBane n (a) 1 Ha aebenuHaTta d (0) oT
obemHara 4Jact Ha 3eoimtute Si-MFI ot 001musg o6eM Ha ciios

Haii-cuHa mpoMsiHa Mpu M3JIaraHe Ha THHKUTE CJIOCBE HAa HACUTEHU TapH areTOH
ce HaOmojaBa mpu oOpaszel; cbC Chabpkanue Ha 3eonautu 17% (¢ur.23). Moxe na
MPEANOJI0KUM, Y€ TOBA CE€ ABJIKU Ha MOCTUTAHETO HA ONTUMAJIHA TOPHO3HOCT U ONTUYHU
XapaKTEPUCTHKHU Ha CIIOS TIPH J1aJIeHOTO chabpxkanue Ha 3eonut Si-MFI B S10, maTpuria.
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®dur.17 AGcontoTHa MpoMsHa Ha KoeduimeHTa Ha oTpaxkeHue AR (a) v Ha mokasaTesns Ha
npedynBane An (6) Ha 0Opasnu ¢ pa3TuIHO 00eMHO Chabpkanue Ha 3eonuT Si-MFI B Si
30J1 MPU WU3JIaraHETO UM Ha HACUTEHU TMapH arleToH

2.4. ToHku cioeBe oT PMMA (nmoJim-MeTWJI-MeTaKpPUJIaT)

Jpyr Marepuan ¢ HUCHK MOKa3zaTel Ha MpedylBaHe, KOWTO pasriexjaMe € IOJH-
metwi-mMetakpuiar (PMMA). Toit e eaun oT HaW-700puTe OpPraHUYHU ONTHUYHU
MaTepUajIi, KOUTO CE M3IMOJI3BaT 3a HAllpaBaTa Ha Pa3IMYHU ONTUYHH yCTpoiicTBa [23-25].
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B cnywas e moxgxomsmny mopaau aBe mpuduHM: 1) mopaau crmocoOHOCTTa cu 1a Gopmupa
€IHOPOJIHU, MPO3payHH BBB BUAMMATa 00JACT ThHKM (GUIMU M 2) OT JuTeparypara €
W3BECTHO [26], ye mpu u3naraHe Ha JieTauBu opraHudHu cheauHeHus (VOCs) PMMA
yBenr4daBa (pusndeckara cu JaeOennHa, KOeTo MOXKeE Jla Ce M3MO0JI3Ba 3a TSIXHATa IETEKITUs.
Taka ocBeH MpoMsiHAa Ha IMOKa3aTels Ha MpedynBaHe (KakTo € B Clydas ChC 3€OJUTHUTE
CJIOEBE), MOKE JIa C€ M3IO0JI3BA M JAPYT HAYWH 32 JETEKIHs MMPU MHOTOCIONHUTE CHUCTEMH,
a IMEHHO Ype3 MPOMSHA Ha JIeOeTMHaTa Ha CTeKa.
3a TecTBaHE HAa CEH3OPHUTE CBOWCTBA Ha M3pabOTEHUTE OT HAC oOpas3iu Te Osxa
W3JI0KCHH Ha HACUTeHH mapu xjopodopM 3a 30 S. OT u3MepeHuTe CreKTpr Ha OTPaKEHUE
U TMpecMeTHaTuTe JebennHu Oellle yCTaHOBEHO KakKBa € MpoMsiHaTa Ha jae0eiauHaTa Ha
ciosa (B %), xaro 3aBucumoctrta Ad ot d e moka3zana Ha ¢ur.18. Ilpu yBenuuaBaHe Ha
nebenuHara Ha cioeBetre oT 97 nm g0 167 nm ce Habm0onaBa CUIIHO yBenuyeHue Ha Ad,
karo npu d=167 nm ce HaOIIOJaBa MaKCHMaJHAa MPOMSHA CIIC]] M3JIaraHeTO Ha MapuTe
xjaopodopm ot 10.15%. Ilpu nebGenunu Ha ciosg Hag 167 nm ce HaOdIOIaBa JeK cnaj B
croiitHocTTa Ha Ad 10 9.03%, mocneaBaH OT IMHEHHA 3aBHCHMOCT 3a CJIOEBE C JcOCINHU
110 398 nm.
12
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®wur.18 3aBucumocT Ha IpoMsiHaTa Ha neoenmnaara Ad ot nebenmnara d 3a cmoee PMMA

P U3JIaraHe Ha HACUTEHU Mapu xJopodhopm

I'naBa 3. @®OTOHHM KPHUCTAJIH, U3TPAJEHH OT METAJHU OKCU/IU U 3€0JIUTH

B rnaBa 3 € U3BBPIIEHO TEOPETUYHO MOJICIMPAHE HA YETBHPTBBHIHOBU CTEKOBE,
U3rpaJIcHd OT M30paHuTE OT HAC MaTepuaiy, MPaKTUYECKOTO MOJIy4aBaHE, ONTUYHOTO
XapakTepu3upaHe W WU3CIEIBAHETO HA CEH30PHUTE CBOMCTBA Ha €IHOMEpPHH (OTOHHU

kpuctaii oT Nb,Os u 3eomut MEL u Si-MFI, kakto u me3onopect Nb,Os u komMmo3ut
SiO,:MFI.

3.1. TeopeTnuHo MOeTUpPaHe HA eTHOMEPHU (OTOHHU KPHUCTAJIH

B To3u pazgen ca npencTaBeHH MPECMETHATUTE UBULM HA MHOTOIIOCOYHO OTPaKEHUE
3a YETBBPT-BBJIHOBH CTEKOBE, W3IPaJCHU OT pas3rieJaHuTe B IJaBa 2 MaTepuaH,
o0Opa3yBaHeTO Ha MBHIIA HA BUCOKO OTpa)K€HUE MPH HApacTBaHETO Ha OpOs HA CIIOEBETE B
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CTCKa MU IpoMsAHATA 51 IIpHU IIPOMAHA HA IMOKA3aTCJIUTC HaA IMPCUYYIIBAHC U I[C6€J'II/IHaTa Ha
H3rpaxxJamuTe CTCKa CJIIOCBE.

3.2.EnnomepHu ¢poToHHU KpUcTaau, usrpajaenu ot Nb,Osu MEL

Cnoesetre or MEL 3eonutu cityxaT 3a JETEKIUs — T€ Ca aKTUBHUSI CJIOU, a THHKUTE
¢unmu ot Nb,Os okcnp, mogydeH 1mo 30J1-rejl MeTo/1a, OCUTYPSiIBaT HEOOXOJUMHUS ONITUYCH
KoHTpacT. M300pa HU Ha TO3W KOHKPETEH BUJ] 3€0JIUTU € 00YCIOBEH OT (haKTa, ye mopaau
pa3mepa Ha 3eoqutHuTe Kpuctanu (130 nm), ce odakBa OCBEH MHKPONOPUCTOCTTA,
NPUCHILAa HA 3€0JIMTUTE U ME30MOPUCTOCT, IbJDKAIlla C€ Ha CBOOOJHUTE MPOCTPAHCTBA
MEXIy KpUCTAJIUTE.

Ha ¢ur.19 ca nokazanu Mopdosiorusta Ha MOBLPXHOCTTA U HAMPEYHUS pa3pe3 Ha MeT
cioiiHa u nBycioiHa cTpykTypu oT Nb,Os u MEL-3eonmutu. Bmwxkna ce, e mppBUTE 1Ba
cios ca moOpe u3pa3eHu, JOKaTo CIeIBalUTe TpU ca TpyaHo pasnuaumu. Cios oT Nb,Os
€ MHOTO TJaJbK 1 0e3 MyKHAaTUHU U MMa SCHO U3pa3eHa rpaHuna Mexmy cios oT Nb,Os u
to3u oT MEL 3eonuTa, 0Ti0%KeH BBpXy Hero (dur.25(0)).

®ur.19 SEM u3o0paxeHus: Ha HAIPEUHOTO CeUEHUE Ha S-CII0eH (POTOHEH KPUCTal OT

penysaiu ce cioee Nb,Os 1 MEL 3comutu - Nb,Os € mbpBHST 1 TOCTEAHUSAT CIOH

BBPXY CThKJIeHaTa nojyioxkka (a); MEL cnoit Bepxy cioit ot Nb,Os (0) 1 Nb,Os ciioit
BbpXy MEL cnoii (B).

Ocgen ToBa ot ur.19(6) nobpe ce Bk, Y€ 3€OIUTHUTE HAHOKpUCTAIU (HopMupaT
IUTbTEH (UM, KOMTO TIOKpHBA IIsyIaTa IOBBPXHOCT Ha cyOcTparta. Benpeku ToBa obaue,
korato Nb,Os cioif ce HaHacsg BBbpXy (uUIMa OT 3€OJUT ce HaOII0aBa HM3BECTHO
npoHUKBaHe Ha nBara ¢unma (¢ur.19 (B)) m ToBa € mpuyMHATA 3a JIMIICaTa Ha sSCHA
IpaHula MEXIY TAX.

OT u3MepeHuTe CIEeKTPU Ha OTpaxkeHue Ha 2, 3, 5 u 7 cioiHute crekoBe (pur.20)
U3MEpPEHH TMpU HOPMAJTHO Tajamia HemoJsdpu3upaHa CBETJIIMHA, C€ BIDKIA, 4Ye
yBEJIMYaBaHETO Ha Oposi Ha ciioeBeTe B eAHOMepHUA (hoToHeH kpuctan oT Nb,Os u MEL
3€0JIUTH BOJY JI0 YBEJIMYaBaHE Ha KOCPHUIIMEHTA HA OTPAXXEHHUE, TOCTUTAalKU CTOHHOCT OT
85% 3a 7-cnoitHus ctek. MakcuMyMmMa Ha HMBHUIIATa Ha OTPAXXEHHUE € MPHU JbJDKMHA HA
BbaHAaTa 474 nm, KoeTo € MHOro 0am3o o neixesara croiiHocT oT 500 nm. Mankara
pasiiMKa BEpOSITHO C€ IBKA Ha OTKIIOHEHHSITA B JebenrHa Ha cioeBeTo oT Nb,Os dumm.

OTnoxeHuTe (1)I/IJ'IMI/I Ca MMO-TbHKH B CPABHCHHC C HU3YHUCIICHUTC IIOpagd 4YaCTHYHOTO MM
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npoHukBaHe B 3eonuTHUTEe ¢Guiamu ¢ur.19(8). OT Tam HamansiBaHETO Ha ONTUYHATA
ne0OenuHaTa MpEeAU3BHKBA OTMECTBAaHE Ha MBUIATa HAa OTPaXEHHE KbM KBHCOBBIHOBATA
o0nacr.

0 M
300 450 600 750 900
JIbmkuHA Ha BhJIHATa (NM)

@wur.20 CriekTpy Ha OTpakeHUE TIPH HOPMAITHO Tajalia HeMosIpu3upaHa CBETIMHA Ha 2,
3, 5 u 7 cnotinu eqHOMEepHH (POTOHHU KpUCTanm oT pexyBaniu ce Nb,Os u MEL 3eonutaHn
GbuIMU, OTII0KEHU BbPXY CTHKJIEHA MOJI0KKA U KajeHu mpu 320°C.

CpaBHEHHETO MEXAY H3MEPEHUTE M H3YHMCICHUTE CTOMHOCTH Ha KOS(MUIIMEHT Ha
oTpa)keHHe B MakcuMyMa Ha uBuiara (¢ur.21) mokaspa, ye IbpPBUTE Ca IO-HUCKH, KOCTO €
OYaKBaHO, KaTO C€ WMa TMpPEJBUJI, Y€ pEaTHUIT (POTOHEH KpHUCTal C€ pasjinyaBa OT
TEOPETUYHUS, ChIbPKAI CIOEBE C IJIaJKU TPAHUIM U UMAaIIY 3aJ0KeHa JebdenuHa 55 nm
u 105 nm

Ha ¢wur.22 ca nmokazanu IUCTIIEpCHOHHUTE KPUBHU Ha MOKA3aTEINTE HA MPEUyBaHE Ha
ciaoese or Nb,Os u MEL 3eonutu cbc choTBeTHUTE nedenuuu - 55 nm u 105 nm. 3a
JIbKKMHA Ha BhiaHaTa S00 nm CTOMHOCTUTE HA MOKa3aTessl Ha MpeuyIliBaHe Ha CJIOEBETE OT
Nb,Os u MEL ca crotBetHo 2.22 1 1.17, T.e ontuuHusT KOoHTpacT ¢ 1.05, T.e MokeM 1a
OYaKBaMe€ BB3HMKBAHETO Ha HWBHUIA HAa MHOTOIMOCOYHO oTpaxkeHue (omnidirectional
reflectance band, ODR).

100 3.0
o~ 80 25}
é Nb,O,
60} i
é - 2.0
x
40f —O— npecMeTHaTU 151
—®— 3MepeHn MEL
20F
. . . . . . 1.0 A A A A
2 3 4 5 6 7 300 450 600 750 900
Bpoit cioese JIbmxkrHa Ha BbiHaTa (NM)
®dur.21 U3mepeHu u U34UCICHU ®dur.22 JlucriepCuOHHU KPUBU Ha

CTOMHOCTH Ha KOoe(PUIIMEeHTa Ha OTpaXKEHHE  TOKa3aTess Ha npevynBaHe Ha NbyOs u
B MaKCMMyMa Ha UBUIATa KaTO QyHKLIUS MEL 3eonutau punmu
oT Opos Ha CJIOEBETE B CTEKA
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3a 1a mpoBepuUM TOBaA MPEIIOJIOKEHHE OsXa M3MEPEHU CIIEKTPUTE HAa OTPAKEHUE Ha
(OTOHHMTE KpPHUCTaIM NpH pa3IMYHU BIJIM Ha MaJaHe HAa CBeTIMHATA B auanasona 0°-70°
KaKTO 3a p-, Taka | 3a s-TIoJsipu3upana cBeTinHa. Ha ¢ur. 23 ca moka3aHu W3MEpEeHUTE
prOOBe Ha MBUIIATa HA OTpaxkeHHe 3a Rang (= (Rp + Rs) / 2) Ha HUBa 0T 60% KaTo HyHKIMSA
OT bI'bJa Ha najgane (Gpur.23(a)) U U3MepeHuTe CEKTPH Rang ipy brun Ha nagane 0°, 50° u
70° (¢pur.23(6),(8) u (1)).
800 . . . ———————r

(@) (6)
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0 20 40 60 20 40 60 80 20 40 60 80 20 40 60 80
‘bren na magane (deg) R_ (%)

ang
®ur.23 M3mepenu ppOoBe Ha UBHLATa HA OTpaxkeHue Rang (= (Rp + R;) / 2) Ha HuBa oT
60% karo (yHKIUS Ha BI'bjla Ha nagane (a); Msmepenu cnekrpu Ha oTpakeHue Ry Ha
dboToHEeH KpucTal, chabpkail 7 ciaost oT Nb,Os u MEL 3eonutu, kato GyHKIHS OT
JbIDKMHATA HA BBJIHATA MU BIJIM Ha NagaHe Ha ceeTiinHata 0°(6), 50°(B) u 70°(T).
[ToTpMHEHaTa 30HATA MPECTABIIABA UBHUIIA HA KBA3UMHOTOIIOCOYHO OTPAKCHHE 32
BraoBusa quana3zon 0°-70°.

Kakto ce Bmwxma ot ¢wur.23 (a) cChIIecTBYBa HWBHIIA HA KBa3U-MHOTOTOCOYHO
OTpakeHue, KOATO € NeUHHpaHa MEXKTy KHCOBBJIHOBHS PHO Ha oTpakeHweTro mpu (°
(410 nm) u gearoBLIHOBUA pEO mpu 70° (444 nm), KaToO € LEHTPUpAHA IIPU AbIDKMHA Ha

BBIHATa 427 nm 1 UMa mupuHa ot 34 nm, a CTOMHOCTTA Ha Koe(PUITMEHTa Ha OTPAKEHHE €
Ha1 60%.

CeH30pHUTE CBOMCTBA ca U3y4YEHU Ype3 U3MEpBaHe Ha KOSPHIIMEHTa Ha TIporryckaHe /
oTpakeHHe Npu (PUKCUpaHa Ab/DKWHA HA BBIHATA MPEAH W CIICH U3JIaraHe Ha MapuTe Ha
JIETeKTUPAHOTO BemecTBO ((ur.24).
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®ur.24 OrmecTBaHEe Ha CIEKThpa Ha MpoIrycKkaHe Ha 5 cioeH crek oT Nb,Os u MEL
3€0JINTH TIPU M3JIaraHe Ha HACUTEHU Napy alleTOH
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M3mecTBaHEeTO caMO Ha KbCOBBJIHOBHUS ph0 Ha WBUIIATa HA MPOITyCKaHE O3HAYaBa, ye
Ce MPOMEHsS caMO I[OKa3aTesT Ha TpedylBaHEe Ha 3COJUTHHS CJIOW, KOEeTo Oelre
MOTBBPCHO M OT TEOPETHYHOTO MOJIEIUPAHE.

Ot nanpaBeHoTto u3MepBaHe Ha AT B mpoab/keHHE Ha 3 LMKbBJIA Ha afcopOus u
JecopOIus Ha Tapu ameToH sScHO ce Bkaa (¢ur.25), e ¢ yBeiaudaBaHe Ha Opos Ha
CJIOEBETE B CTPYKTypaTa Ha KpUCTAJIa C€ YBeIW4YaBa U MPOMSHATAa B U3MEPBAHUS CUTHAI:
AT napacta ot 0.6% 10 6.5% 3a crexoBe, kaysiBanu nipu 320°C u ot 0.7% 10 9% - npu
450°C, xorato OposIT Ha CJIIOEBETE CE yBeanu4aBa oT 2 110 7.

10 10
(a) (6) 7 cnost
8 " 5cuon 7 ciost 8 [ 5 crnost
Lo
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0 : e
0 5 10 15 20 25 30
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@ur.25 Ipomsina Ha koedunrenTta Ha npomnyckane AT Ha GpoTOHHM KpucTaH,
ceabpxamm 2, 3, 5 u 7 cnost ot Nb,Os u 3eomut MEL, kanenu ripu 320°C (a) u 450°C (6)
B pPaMKHUTE Ha 3 IIMKbJIA Ha aJcopOLMsl U JecopOLrs Ha alleTOH MU CTaiiHa TeMneparypa.

CpaBHEHHETO HAa M3YUCICHUTE BPEMEKOHCTAHTH HA MPOLIECUTE, MPOTHYAILIU MpPH
oOpasuure, Tpetupanu npu 320°C u nokassa, 4e ajgcopOuuaTa € mo-0bp3a 3a BCHYKH
crekoBe, Tpetupanu npu 450°C , mokato mpu mpoleca Ha JAECOpOIUs HIMAa ChIIECTBEHA
paziuka.

3a na mpoBepUM JalM MapuTe JOCTUTaT W J0 Hal-BBTPEUIHUTE CJIOEBE Ha CTEKa
CpPaBHUXME H3MEPEHUTE WU W34uucieHH npomeHn Ha AT. Ilpum u3uucneHusita € B3eTa
npomsiHa B AN, IpeABapUTEIHO OMNpe/esieHa OT U3MEPBAHUSITA HA €UHUYHUTE 3€0JIUTHU
CJIOEBE.

]_0 L N3unciaenn
— m— 320°C
8l -e - s0°C
§ 6 0 == n
= 4L
< 4
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of ¥

2 3 4 5 6 7
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®ur.26 M3uncnenn u u3mepenu npomeHu Ha T kaTo GyHKIMS OT OpOs Ha CIOEBETE BHB
¢oronnute kpucramu ot Nb,Os u 3eomuru MEL 3arpssanu npu 320°C u 450°C.
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Buxna ce, ye 3a 320°C nmpomsinata Ha T HapacTBa JUHEWHO JO S5-TUs CJIOM, HO HE Ce
HaOo/1aBa MO-HATaThIIHO yBenuuyaBaHe Ha AT 3a 7 cioitHust oOpasel], JOKaTo Mpu
crekoBete Tpetupanu rpu 450°C AT mocTeneHHO ce yBeauyaBa ¢ Oposi Ha CIOEBETe U
noctura ctouHocT oT 8.9% 3a 7 cioitHusi oOpasel], Kato pe3ysiTaTUTe ce J00JMKaBat
MHOTO JI0 TEOPETHMYHO OYakBaHWUTE. ToBa MOKa3Ba, ye MpU TEeMIepaTypa Ha KalsBaHe
450°C BcHYKHU CJIOEBE JTOMPUHACSAT 3a MPOMSHA Ha Koe(HllMeHTa Ha MPOMycKaHe, JOKaTo
npu 320°C camo 5 OT cioeBeTe ca JOCTBIIHM 3a aHanuTa. MokeM J1a MpEeANnoaoKUM, Ye
M0-BHCOKAaTa TeMIlepaTypa Ha 3arpsBaHe BOJHU /IO MO-BUCOKA MOPHO3HOCT HA CIOEBETE OT
NDb,Os kaTo 1Mo T031 HaYMH MOJISKYJIMTE Ha alleTOHA MPEMHUHABAT MO-JIECHO TIPe3 THX.

C men uscnenBaHe Ha CEJNEKTUBHOCTTAa Ha M3paOOTeHUTE (DOTOHHM KpUCTadu Osxa
U3MEpPEHU MPOMEHHUTE Ha Koe(UIIMEHTa Ha MPOITyCKaHe MPHU U3JaraHe Ha HACUTEHU Mapu
BOJIa, METAHOJI, €TaHOJ U aneToH. 3mMepeHara npoMsHa npu U3jJaraHe Ha HaCUTEHU Mapu
aieton ¢ Hai-romsma (5.8%), mokaTto mpomMeHHWTE 3a BOAA, €TAHON M METaHOJN ca
¢boTBETHO 4.3%, 4.2% 1 4.5%.

Enun ot Haunnute 3a xuapododusanus Ha potonaute kpuctanu oT Nb,Os u 3eonutu
MEL e upe3 3arpsiBaHe Ipu No-BHCOKa TemmepaTrypa. Okas3Ba ce, 4e cliell 3arpsBaHe Ha
450°C cTekoBeTe pearupar mo-cjiadbo Ha BoJHH napu (dur. 27), KOeTo BOJau JI0 1Mo-A00pa
CEJIEKTUBHOCT CIIpsAMO arieToHa (¢ur. 28).
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N 450°C St I Aueron
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g =
= <4
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0 |
2 cnos 5 cnost 7 cnost 320°C 450°C
@ur.27 [lpomsiHa Ha KoedUIIMEHTA Ha ®ur.28 Ilpomsina Ha T npu uznarane Ha
MPOITyCKaHe MpH U3JIaraHe Ha Mapy Ha BOJa  Iapu Ha BOJA U alleTOH 3a 7-CIIOEH CTEK OT
3a crexkoBe oT Nb,Os u 3eommt MEL, Nb,Os u 3eonmutu MEL, npeasapurteasHo
npeasapurenHo 3arpati Ha 320°C u 450°C. sarpst Ha 320°C u 450°C.

CrnenBamata cThIKa B IOCOKAa Ha XujapodubOusupaHe Osixa €KCIIEPUMEHTUTE IO
cuiaHu3upane Ha ctekoBete. bemie n36pan cunan Z6076 (Chloropropyltrimethoxysilane),
kaTto oOpasena ce noramns 3a 30 cexk B 10% pa3TBop, ciea KOeTO ¢ U3BaXKaa, U3MHBA CE C
eTaHOJ M ce m3cylraBa. Bmwkaa ce (pur. 29), ye ciaen cuaaHU3MpaHETO HE ce HaOJro1aBa
HUKAaKBa MPOMSIHA Ha KOe(HIIMEHTAa Ha MPONyCKaHe NIPY W3jaraHe Ha MMapu Ha Boja, T.C.
MOCTUTHATa € mbJHa xuapodoOuzamus Ha obpazena. Cren 3arpsBaHeTO Ha
cunanusupanus oopasern npu 320°C AT e camo 0.32%.
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®ur.29 IIpoMsiHa Ha Koe(HULIMEHTA Ha ®wur.30 IIpomsHa Ha kKoeduMeHTa Ha

MPOITyCKaHEe IMPH M3JIaraHe Ha MMapy Ha nporyckane T Ha 5 clloeH pOTOHEH KpUCTaT
Boja 3a 5 cioeH ctek oT Nb,Os u 3eomuti ot Nb,Os 1 3eomut MEL, xanen mpu 320°C

MEL, npeasapurenso 3arpsat Ha 320°C, (Touku), 450°C (HenpexkbCcHATA JTUHUS) U
450°C, cuanmsupan u 3arpar npu 320°C  cuaaHu3upan crek (yHKTHP), B PAMKUTE Ha
cJie]l CUJIaHU3UPAHETO. 3 LMKbBJIAa Ha a7cOpOIHs U IecopOIHs Ha

AllCTOH IIPpH cTaiHa TCMIICpaTypa.

3a chxajleHue, obaye ciej CWIAHW3UPAHETO ce HaOirojaBa Mo-ciaabo U 1mo-0aBHO
IIPOHMKBAHE Ha MApUTEe Ha arleTOHA, KOETO BEPOSTHO C€ JABJKM HA 3alylIBAaHETO HA 4acT
oT opute BbB poToHHUs Kpuctai (¢pur.30).

3.3. Exnomepnu GpoToHHM KpucTaau, usrpajaenu ot Nb,Os u Si-MFI
KakTo 0e moka3aHo B IMpeaxoAHMs pa3zell 3arpsBaHeTO Ha MO-BUCOKA TeMIiepaTypa u
CHJIaHM3MPAHETO JaBaT pe3yJTar 10 OTHOIIEHHE Ha Xuapodobuzanusita Ha ctekosere. Ho
olie no-godpe Ou OMII0 caMHuTe MaTepUalln, U3MOI3BAHM 32 MOJIy4aBaHETO HA (DOTOHHUTE
KpPHUCTaIIM Jia ca Mo-ciabo pearupamiy Ha BOjAa, T.€. KaTO TpaJuBeH OJIOK Ha CTEKa Ja ce
U3MO0JI3BAT MO-XUIPOPOOHU 3€0JIUTH.
oo RO

~0.5
(=]

S 04f

Si-MFI  MEL  BEA

®ur.31 [IpomsHa Ha kKoeduiMeHTa Ha oTpakeHrue R mpu n3narane Ha e TMHUYHU
cnoese oT 3eonutu Si-MFI, MEL u BEA Ha HacuTeHU BOJIHU TapH.

3a 1enTa ciaeABaia CThIIKa Oe oTjaraHe W xapakTepu3upaHe Ha (OTOHHH KPHUCTAIIH,
u3rpajgeHn ot cioeBe oT Nb,Os u 3eomutu tun Si-MFI, kouTo ca Hait-xuapodoOHU OT
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n30paHuTe 3a paboTta OT Hac Tpu BUAA 3eonuTH. [Ipy n3narane Ha BOJHU Mapu Haii-ciada
npomsiHa ce HaOroaBa npu 3eoiutute tun Si-MFI (0.11%), B cpaBaenue 0.41% 3a MEL
u 0.68% 3a BEA (¢ur.31). Ocen ToBa, Te ca ¢ mo-manbk pazmep (40 um), cnpsimo MEL-
3eonuta (120 nm), koeTo o3HayaBa, 4Ye ME30MOPHbO3HOCTTA, JbJDKAIIA C€ HA CBOOOJHUTE
MPOCTPAHCTBA MEXKYy HAHO3ECOJIUTHUTE 111e ObJIe MM0-C1ad0 U3pa3eHa.

bsxa otnoxenu 2, 3, 5 u 7 ciorinu ctpyktypu oT Nb,Os u Si-MFI 3eomutn upes
MOCIIEZIOBATEIHO OTJIaraHe Ha ciioeBe ¢ AeOenuHu chOoTBETHO 56 nm u 106 nm BBpXY
CTBKJICHA MOoJyI0kKa. KakTo ce BIKIa OT M3MEpPEHUTE CIIEKTPH Ha oTpakeHue (¢pur.32) e
MOJIYYeH MaKCUMyM Ha KoeduimeHnTa Ha oTpaxkenne R 3a 7 cmoitaus crek ot 74.2% npu
IBIDKUHA Ha BeiIHaTa 460 nm.
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®ur.32 CriekTpu Ha OTPaKEHHE MPH @ur.33 [Ipomsina Ha KoeHIIMeHTa HA
HOPMaJIHO I1a/1a111a HeNoJIApu3upana nponyckane AT Ha 2, 3, 5 u 7-cioitHu
CBETJIMHA Ha 2, 3, 5 1 7 CJIOWHU €THOMEPHHU crexkoBe oT Nb,Os u 3eonutu Si-MFI,
(dboToHHM KpucTanu OoT peayBaiu ce Nb,Osg sarpssanu pu 320°C u 450°C npu
u Si-MFI 3eonutau Gpuimu, OTI0KEHU U3JIaraHe Ha Mapy Ha aleToH

BBPXY CTBKJIEHA ITOJIOKKA U KAJIEHU NIPU
450°C.

3a yCTaHOBSIBAaHE HAa CEH30PHHUTE CBOMCTBA Ha MOJYyYEHUTE (POTOHHU KpHCTAIU OsAxa
WU3MEpPEHU MTPOMEHHUTE Ha KoeduineHTa Ha nponyckane AT mpu u3narane Ha mapu areToH.
C yBenmnuaBaHe Ha Opos Ha CJIOEBETE B CTPYKTypaTa Ha KpHCTalla CE€ yBeJIM4YaBa U
npoMsiHaTa B u3MepBaHusa curnai, kato AT HapactBa ot 0% 10 2.2% 3a cTeKOBe KalisiBaHU
npu 320°C (¢wur.33). Ilpu obpasuute kansBanu npu 450°C yBennuaBane Ha AT ce
Ha0JII0/1aBa caMo JI0 5 CIIOMHUS CTEK, TPU KOMTO ce HaOJIt0/1aBa U Hail-rojisiMaTa mpoMsiHa
— 3.8%. Ilpu 7 cnoitaust ¢otonen kpuctan AT=2.4%, xoeTo MOXe Ja ce ABJDKA Ha
HEMIPOHWKBAHE Ha TAPWUTE JIO0 HaW-BBTPENIHUTE CJIOeBe Ha Kpucrajga. Karo 1o,
HaOJII0JaBaHaTa MakcuMaiHa npomsiHa ot 3.8% 3a creka oT Nb,Os/Si-MFI e mo-manka
crpsimo mpomsiHata ot 9% 3a creka ot Nb,Os/MEL.

CpaBHEHHMETO Ha IUKIWTE Ha aficopOIvs U ecopOrs Mpy MU3JiaraHe Ha Mapy aleToH
v niapu Boja (ur.34) mokasa, ue AT 3a Boma (0.64%) e 5.5 nbtu mo-manko cupsiMo AT 3a
aretoH (3.6%).

26



ancToOH

L4 . A ) L4

0 RS | Lo =4 LT

0 5 10 15 20 25 30
Bpeme (min)

®ur.34 Ipomsna Ha koedunmenta Ha npornyckane AT Ha 5 cmoen Nb,Os/Si-MFI
dboToHeH kpuctain, kajeH npu 450°C B pamkute Ha 3 IIUKbIA HA aIcCOpOLUs U JecopOITus
Ha alleTOH U BOJa MU CTaliHa TeMIlepaTypa.

AHanornyHu U3MepBaHus Osixa HalpaBEHU MPU U3JIaraHe Ha 5 U 7-CIOMHUTE CTEKOBE

Ha HacuTeHH napu etanou (¢pur.35). M npu nBata oOpasela peaknusra Ha Mapy aleToH ¢
JIBa ITbTH MO-TOJISIMA, OT Ta3W Ha Mapy Ha €TaHOJI.

2.5
I (a) alleTOH

20F

< [ areTo <
TOH

15 1 =L
= | =
<10 <1

0.5 *eTaHOM"

¥ a“»
ey, hid

0 5 10 15 20 25 30 0 5 10 15 20 25 30
Bpeme (min) Bpeme (min)
®ur.35 IIpomsina Ha koeduirieHnTa Ha npomyckane AT Ha POTOHHU KpUCTaH,
ceabpkamu 5(a) u 7(6) ciost ot Nb,Os u 3eonmut Si-MFI, kanenu npu 320°C B paMKuTe

Ha 3 LMKBJIA HA acopOLus U AecOopOIMs Ha alleTOH U €TaHOJI [P CTailHa TeMIeparypa.

3.4.EnxnomepHu (poTOHHH KpucTaau, m3rpagaeHu oT me3o Nb,Os u SiO,:Si-MFI

KakTo 6e mokazaHo mpu OTJIaraHETO Ha MHOTOCJIOMHHM CUCTEMHU OT METATHA OKCHIH U
3€0JIUTU C€ HaOIIoJaBa B3aMMHOTO MPOHUKBAHE HA CJIOEBETE IMOpaJaM TparaBoCTTa Ha
3€0JUTHUTE CIIOeBE. 3a MPaBUIHOTO (PYHKIIMOHHPAHE Ha CTEKOBETe, J00pe Ou Oumiio
TPAHMIINTE MEXKIY CIOEBETE Ja ca TIaJIKK, KAaKTO M Jla C€ YBEJIMYM MOPHO3HOCTTA UM. 3a
MIOCTUTAHE Ha TE3U IIeNIM N30paxMe CICTHUTE PEIICHUS:

v’ no6aBsine Ha SiO, 307 KbM 3€OJIUTHATA CYCIIEH3Ms 3a OTJAaraHeTo Ha IO-TJIAJKH
3€0JIUTHHU CIIOEBE, T.€. M3MOJI3BaHE HAa OKCO-3E€0JIMTHU KOMITO3UTH KaTO MaTepuaj ¢ HUCHK
ToKa3aTeN Ha TPeYyIBaHE;

v’ u3nonsBane Ha Me3omnopect Nb,Os notupan ¢ Pluronic PE6800 kaTo marepuan c
BHCOK ITOKa3aTeN Ha MpevyIBaHe.
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[lo onucanute B nuceprauuara MeToau Osxa OTJIOXKeHH 2, 3, 5 u 7 cnoitHu (HOTOHHU
kpuctanu ot Me3omnopect Nb,Os u SiO;: Si-MFI. Ot u3mepeHuTe CrieKTpy Ha OTpaKeHUE
(¢ur.36) ce BuxAa, 4e € MOJYYEH MAKCUMYM Ha KoeHIMEeHTa Ha oTpaxeHue oT 66.4%
npu IbKMHA Ha BhiaHata 514 nm. Ot SEM u300paxkeHneTo Ha HAMpedyHHs pa3pe3 Ha
obpazerna (dur.37) ce BUXKa ICHO pa3inuiMa TpaHUYHA MOBBPXHOCT MEXKTY JBaTa CJI0S U
HE ce Ha0Jro/1aBa B3aMMHOTO UM ITPOHUKBAHE.

400 600 800
JIbkuHa Ha BBhJIHATa (hm)

®ur.36 CriekTpu Ha OTpaKEHUE TIPU HOPMAITHO ®ur.37 Hanpeuno ceuenue Ha
najania HermoJasipu3upana cBeTiauHa Ha 2, 3, Su 7 /ABYCJIOCH 06P33€H_ ot Si/ mNbyOs
CJIOWHM CTEKOBE OT PEIYyBAIH CE ME3OTIOPECTHU /' S10:S1-MF
Nb,Os u komnozutau SiO;:Si-MFI rvu,
OTJIOKCHH BBPXY CTHKJICHA MOJIOKKA M KaJICHU

npu 450°C.

3a yCTaHOBSIBAaHE Ha CEH30PHUTE CBOICTBAa Ha MOJydyeHUTE (POTOHHU KpUCTaIU Osxa
U3MEPEHHU CIEKTPUTE Ha MPOIyCKaHE Ha BCHUUKUTE 00pa3lu BBB BB3IYyX, cled 5 min
IPOAYXBaHE C aproH U cJel 5 min u3jlaraHe Ha HacUTeHH napu aneToH. CpaBHABAHETO Ha
CIIEKTpUTE II0Ka3a, Y€ OTMECTBAHETO MpPEAM U CJleJ U3JaraHeTo Ha aleToHa ¢€
npeHeopexxumo Maiko (~0.15%). ToBa BEpOsSITHO ce IbJIKU HAa HEJIOCTUTAHE HAa TTApUTE 10
BBTPEIIHUTE CJIOCBE TMOpaau HempomyckiuBocT Ha ciost oT SiO,:Si-MFI. Tlo Ta3m
OPUYMHA TaKa MOJIy4eHUTEe (POTOHHU KpHUCTaU Osixa M30paHu 3a M3MOJI3BAHETO UM KaTo
TIOJIOXKKH 3a €IMHUYHH CEH30pHU cioeBe oT PMMA (pasriienanu B riaBa 4).

I'aaBa 4. Xubpuanu ¢poronnu kpucraau or PMMA u mertasien okcua (Nb,Os n V,05)

B HacTosimata riiaBa ca pasriielaHd CEH30pPHHUTE CBOMCTBAa Ha enuHudyeH PMMA
CEH30pPEH CJIOM, OTIOXKEH BBPXY TNOMJIOKKA OT (HOTOHEH KpHUCTaJ, OIMHMCAaHU ca
MOJIy4aBaHETO M XapakTepuupaHeTo Ha GOTOHHU Kpuctaiu oT PMMA/Nb,Os,
PMMA/V,05 u PMMA/Mme30V50:s.

4.1. Enuanyen PMMA ceH30peH ¢Ji0H BbPXY MOJI0KKA OT ()OTOHEH KPUCTAJ
[IpoBEeIEHOTO KOMITIOTHPHO MOJEIMpPAaHE MOKa3a, Y€ Hal-ToJIMO OTMECTBAHE Ha

WBUIIATa HA OTPAKEHHUE CE€ OYaKBa, aKO BBPXY IMOJJIOKKAaTa OT (DOTOHEH KpHUCTal Ce

omioxxu PMMA croii ¢ nebenmunna okosno 350 nm. OT apyra cTpaHa, npu U3CJIeBaHETO Ha
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eauHuyHuTe cioeBe o PMMA (rnaBa 2.2.4) 6e mokaszaHo, 4e Hail-rojsiMa mpomsiHa Ha
nebenuHaTa Ha CJIOs MPH M3JIaraHe Ha MapuTe Ha XJopodopMma UMaT cloeBe ¢ aedennHa
okoio 170 nm. CrorBeTHO Te3u aBe nedenuuu (350 nm u 170 nm) Osxa uzdbpaHu 3a
oTJlaraHe Ha eJUHWYHU cjoeBe OoT PMMA Bbpxy (oOTOHHHTE KpUCTanH OT
MNDb,Os/Si0,:Si-MFIl. Cnen wusnaranero Ha mapute Ha XJjopodopMa CIEKTbpa Ha
OTpakeHUe ce MpoMeHs, Kato Ha ¢ur.38 e mokazaHa oTHocutenaHaTta nmpomsHa AR/R(%)
3a eIMHUYCH CJION BBpPXY SI-TIOMJIOKKAa W TOJUIOKKA OT 7 CIOeH (POTOHEH KpHCTall 3a
nBETe NeOEINHU.
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Enunnyen PMMA BBpXYy
cioit PMMA 7-ciolHAa TOIOXKKA

®wur.38 OtHocuTenHa MpoMsHa Ha KoeduireHTa Ha oTpakenne AR/R(%) 3a equHnueH
cenzopeH cioit or PMMA ¢ ne6enunau 358 nm u 167 nm, 0TJI0KEH BbPXY Si-TIOJIJIOKKA U
BBPXY MOAJIOKKA OT 7 CI0€H (POTOHEH KPUCTaT

Buxna ce, ye npu aedenuna Ha cinosi PMMA ot 358 nm u3non3BaHeTo Ha GOTOHHUS
KpUCTaJI KaTO TOJJIOKKA BOJM JI0 yBEJIMYaBaHE Ha MpoMsiHata Ha R cien uznaraHero Ha
napute Ha xjgopopopMma oT 32% 3a enuHuyeH cior 10 84% 3a cioi cbe 7 CIIOEH CTEK KaTo
MOJIJIOKKA, JOKATO TMPHU MMO-ThHKHUS CJIOM M3MOJI3BAHETO HA MHOIOCIOEH CTEK KaTo
MOJIOKKa HE € IelecboOpasHo. Taka mojydeHuTe oOeImaBaiiy pe3ysTaTH J1ajioxa
MOTBBPKJACHUE Ha ujaesaTa cioeBere o PMMA He camo na ce u3mos3BaT KaTo CEH30pHHU

CJI0eBe, HO W Jla ObJaT BrpaJicHu KaTo M3rpakaamy OJOKOBE BbB (DOTOHEH KpUCTAN OT
PMMA u metanen okcug (Nb,Os u V,05).

4.2 MHorocaoiinu cuctemu or PMMA/Nb,Os

[IspBOHauanHO O¢ M30paHO oTiaraHeTo Ha 2, 3, 4, 5 U 6 CIOWHU CHUCTEMHU OT IOJIH-
MeTHiI-MeTakpuiaaT u Nb,Os. 3a n3cnenBane Ha CCH30pPHUTE CBOMCTBA Ha 00Opa3luTe Osxa
U3MEPEHU CIICKTPUTE HA OTpPaXEHHWE NPeau M CJeJ H3JIaraHe Ha HACUTCHH Iapu
xjiopodopm 3a 30 s u 120 s. IIpomsnara npu Bpeme Ha exkcrio3uiius 30 s € MHOro ciiaba, a
npomsiHaTa AR 3a Bcuuku ctekoBe 3a Bpeme 120 s e mokazana Ha ¢ur.39. Karo uso
MpoMsIHAaTa HapacTBa C OPOs Ha CIIOEBETE, KaTo Hall-MaJika € mpu 2 CIOWHUS cTeK — 2.7%,
a Hal-ToJiAaMa mpu 6 cioitHus — 5.5%.

29



AR (%)

tnninl

bpoi1 ciioese B cTeka

®wur.39 IIpomsHa Ha kKoedHIIMEHTAa Ha OTpakeHHe R mpu n3narane Ha mapu xJopodopm 3a
120 sua 2, 3, 4, 5 u 6 cnoitHU cTekoBe oT peayBamu ce Nb,Os u PMMA dumvu

4.3.MHorocaoiinu cuctemu ot PMMA/V,05

CrnenBamia crbiika B paborara Hu Oe oTiiaraHeTo Ha (GOTOHHU Kpuctaau oT PMMA u
V,0s, KbAETO O4aKBaMe MO-ToJsIM KOHTpacT. C 11e1 yBeJInuyaBaHe Ha MOPhO3HOCTTA, OCBEH
CTEKOBE, Chabpxkal cioee oT V,0s, 0sgxa oTIIOKEHH | CTeKoBe ¢ Me3omopecT V,0s5 (¢
nob6ased Pluronic PE6100). Taka Osixa OTJIIO)KEHH JBa BapHaHTa CTEKOBE OT CIIOEBE
PMMA wu cvotBetHO OT V,05 11 oT Me30 —-MV,0s, chabpkamu 2, 3, 5 1 7 peayBamim ce
¢unmu. CrieKTpuTe Ha OTpaKeHHE MPU HOPMAITHO MajjaHe ca mokazanu Ha ¢Gur.40.

800 41:30 6(.30 7é0 900 800 45.30 6(.)0 7é0 900
JIbbKrHA Ha BBJIHATA (M) JbDkuHa Ha BhIHATA (M)
®ur.40 CriekTpu Ha OTpaXK€HUE NMPU HOPMAJIHO MaJJallla HEMOJIIpU3UPaHa CBETIMHA Ha 2,
3, 5 u 7 cnoiinu crekoBe oT peaysaiu ce PMMA/V,05(a) u PMMA/mV,05 (6) dunmu,
OTJIOKEHH BbPXY CTBHKJICHA MOJIOKKA U KaneHu npu 180°C.

Buwxna ce mojiydyaBaHETO HAa HMBMIIA HA BUCOKO OTPAXKEHHE, KAKTO IPHU CTEKOBETE C
IUTBTHH, TaKa U MPU Te3U ¢ MOpbo3HU PuiMu oT V,0s. CToitHOCTTa Ha KoeduilreHTa Ha
oTpaxkeHue R ce yBennuaBa c yBenMuaBaHe Ha Oposl Ha CIOEBETE B CTEKAa M JOCTHUra
croitHocTH OT 69.3% 1mpu A=466 nm u 47.8% npu A=536 nm 3a 7 CIONHUTE CTEKOBE,
CBCTOSIIIIU C€ ChOTBETHO OT IUIBTHU U MOPhO3HU V,05 ¢punmu. [Ipuunnara 3a no-HUCKUTE
cToiiHOCTH Ha R B cilyyas Ha Me30-CTEKka € MO-MAJIKUAT ONTUYEH KOHTPACT MEKIY
cnoesere o PMMA u mnoppo3nus V,0s: 0.66 B ciydaute Ha mibTHH u 0.47 3a
nopbo3HuTe (prunimMu. To3u KOHTpACT HE € JOCTAaThUHO roJisiM 3a 0Opa3yBaHE Ha MBULA HA
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MHOTOMOcOuHO oTpakenne [13]. HaOmromaBaT ce HWBHUIIM Ha KBa3H-MHOTOTIOCOYHO
oTpakeHue B auana3zona oT sram 0 — 70° u 3a 1Bara BHIa CTEKOBE, KOMTO Ca IEHTPUPAHH
Py JBJDKMHU Ha BBIHUTE ChOTBETHO 433 nm u 492 nm c¢ makcumymu ot 50% 3a
WIbTHUTE U 37.8% 3a MOPHO3HUTE CTEKOBE U MIUPUHU OT 43 NM u 28 nm (¢ur.41).

(a) bren na
60 nagane
—0
<
S 40¢
(o))
% .....
ol /N Y\ -
0 : : 0 : : :
300 450 600 750 300 450 600 750
JIpokuHA HA BBIIHATA (Nm) JIpokuHA HA BBJIHAaTa (nm)

®ur.41 VBuiy Ha KBa3u-MHOTOIIOCOYHO OTPaKEHHE 3a 7 CIOMHHU eTHOMEpHHU (OTOHHU
Kpuctanu ot peaysaiu ce PMMA/V,0s5(a) u PMMA/mMe30V,05 (6) punmu npu by Ha
nanaHe B quanaszona 0 - 50° (cetso cusa uBuna) u 0 - 70° (TbMHO cHBa MBHUIIA)

3a u3cieABaHE HA CEH30PHUTE CBOMCTBA HA CTEKOBETE Osixa M3MEPEHU CIIEKTPUTE Ha
OTpaKCHUE BBB BB3JyX M CJEJ U3JIaraHe Ha HacUTeHH mapu xjopodopm 3a Bpeme 30 s,
120 s, 240 s u 360 s. Ha ¢ur.42 ca mokazaHu CIEKTPUTE MPEIU U CIIE]] U3JIaraHeTo Ha
napute 3a 7 cioeH poroneH kpuctai or PMMA/Me30V,0s. Ot rpadukara ce Bixaa, ue
npu Bpeme Ha ekcnoHanusa 30 s cTeka He pearupa M HsIMa OTMECTBAHE Ha CHEKTHPA,
JIOKATO TpH yBeIu4yaBaHe Ha BpeMeTo Ha 120 s HaOmrogaBaMe OTMECTBaHE Ha MBHUIIATa Ha
BUCOKO OTpa)X€HHUE KBbM IO-TOJIEMHUTE IBhDKMHU Ha BBJIHATA U HaMalsBaHe Ha R.
[IpomsiHaTa HapacTBa C BpEMETO Ha u3jiarane Ha napute. OTMECTBAaHETO HA MBUIATa BOJIU
710 TIPOMsIHA Ha 1[BeTa Ha cTeka (pur.43)

50 —0s ~
- 30s a) ©) nopso3eH V,0s
40k > < -- 120s
. R - . 2405
S 30f . g - 360s
20F
10F

0 i i i
300 450 600 750 900

JIbokrHA HA BBJHATA (Nm)

®ur.43 CHUMKH Ha 7 CIIOMHU CTEKOBE,

®dur.42 OTMecTBaHE HA CIIEKTPUTE Ha ChABPIKAILHU CIIOEBE OT IUTHTEH (a) U
oTpaxeHue Ha 7 coeH (OTOHEeH Kpuctan o1  nopboseH (6) V,0s ¢ netHo oOpasyBaHo
PMMA/me30V,05 cnen n3narane Ha cJe U3JlaraHeTo Ha apuTe Ha

HAaCUTEHHM MapH XJI0podopm xyopodopma.
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C men na o0sicHUM HaO0JI0/IaBaHOTO OTMECTBAHE HA MBHIATA HAa BUCOKO OTpPaKEHHE
Oellle MpecMeTHATO TEOPETUYHO OYAKBAHOTO OTMECTBAaHE Ha R mpu u3naraHe Ha mapure
Ha XJI0podopMa B TpH pa3iMyHH ciaydas: 1) mpoMsHa camo Ha JeOeIrMHaTa Ha CJI0EBETe OT
PMMA; 2) npomsiHa camo Ha n Ha cioeBete oT PMMA u 3) mpoMsiHa caMo Ha IoKa3aTeJis
Ha mpeuynBaHe n Ha cioeBeTre 0T V,0s. OT cpaBHEHHETO HA U3MEPEHUTE U U3YHCIICHUTE
CHEKTPHU MOJKE J1a 3aKJII0YHMM, Y€ MPUYNHATA 32 OTMECTBAaHE HA MBMIIATA MU U3JIaraHe Ha
napure Ha xJopodopM € MpoMsiHATa KaKkTO Ha Jae0ennHaTa, Taka W Ha IMOKa3aTess Ha
npedynsaHe Ha cioesere oT PMMA.

Kakto cnomenaxme, AR ce yBenuuaBa ¢ HapacTBaHe Ha Oposi Ha CJIOEBETE B CTEKa
(¢ur.44). 3a moppO3HHUTE CTEKOBE IpPOMSHATA € MOBeYe OT JBa MbTU MO-TOJsIMA B
CpaBHEHHE C IUIbTHUTE cTeKOoBe. [10 OTHOIIEHNE HA CEIEKTUBHOCTTA MOXKE JIa Ce Kaxe, ue
peakiusaTa KbM Hapure Ha xyopodopMma € okojio 4 mbTH MO-CHJIHA COPSIMO Ta3u KbM
arietoHa (¢ur.45).

25 - I 240s rursTen V,0, t | 1205 Aueron
| |:| 240s nopwosen V,0; lo . 0 [1120s Xsopodopm
20 i o) [
~
o\o i (}O 1.5
~— 15 F E:/ ]
o i 50F
< 10k < !
[ 25F
| -l B
L —
o o I 00 e —— N 18
2 3 5 7 Booi
Bpoii cioese B cTeka pOM CJIOCBE B CTCKA
®ur.44 IIpomsiHa Ha Koe(dUIIMEHTa Ha ®ur.45 IlpomsiHa Ha KoedUILIMEeHTa Ha
OoTpakeHue pu (GUKCUpaHa JbJDKUHA Ha oTpaxkenue AR npu ¢pukcupana abJKUHA
BbJIHATA 33 CTEKOBE, ChABPKAIIM CJIOEBE OT Ha BBJIHATA 32 CTEKOBE, ChIbPKAIIU CJIOCBE
TUTBTEH U TOpho3eH V,0s, ciien n3aaraneTo oT opbo3eH V,0s ciie] u3naraHeTo Ha
Ha mapure Ha xsopodopma 3a 240 s. napuTe Ha aieToH u xjopodopm 3a 120s
3akioueHue

Hacrosimata nuceptarusi mpenctaBs pa3paOOTBAaHETO Ha TOPECTH €AHOMEpPHU
(GOTOHHM KPHCTAJIM, YYBCTBUTCIIHM HA IMAapW HA JICTIMBH BEIIECTBA, CHCTOSAIIA CE OT
peayBaly ce ThHKH CJIOCBE OT IMOJXOJISIN0 MOI0paHu MaTepyail ¢ HUCHK TMOKa3aTel Ha
npedynBaHe (HAHO3EOJUTU, OKCO-3COJIUTHH KOMIO3UTH, PMMA) u MeTalHu OKCUIU
(Nb,Os, V;,05), monyuenu upe3 307-Tejl METO/a, KaTo MaTepualld ¢ BUCOK TOKa3arel Ha
MpeuyIBaHe.

Meroaute 3071-ren W MEHTPODYKHO HAHACSHE Ca ONTHUMH3WPAHU U TPUIIOKECHH 32
oTiiaraHe Ha THHKU ciioeBe oT Nb,Os m V,05 ¢ xoHTponupanu aeOETUHU U BUCOK
MoKasaTesl Ha TpedynBaHe (n > 2), MOJyYeH JOpH W TPU HUCKH TEMIIepaTyph Ha
sarpsae, 120°C u 180°C, chorBeTHO. YCHENMIHO ca MPHIOXKEHH [Ba IOAXOIa 3a
yBEJIMYaBaHE HA MMOPHO3HOCTTA HA THHKUTE CIIOCBE: M3MOJI3BAaHE HA OPTaHWYHA MATPHUIIA U
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JOTHPAHE C TTOAXO/ISII0 TOA0paHu HAHO3EOJUTHU KpucTainu. [lomydennTe Marepuanm ca ¢
MoKas3aTresl Ha ImpedyIBaHe, IJIaBHO MIPOMEHSI ce B MUPOoKU rpanuiy (ot 2.14 no 1.53 B
nepBus ciydait u g0 1.11 BB BTOpus mpu A = 600 nm) u ¢ moAOOpEHU CEH30pPHHU
CBOMCTBa, B CPAaBHEHHE C YHUCTUS MeTalleH okcull. HaMepeHu ca moaxoasiuy yciaoBus 3a
BB3MPOU3BOJIMMO OTJIaraHe Ha THHKU CIO€BE OT HAHOPA3MEPHH 3€OJIUTU Ype3 METOJIa Ha
1eHTPO(Py>KHO HAHACSHE OT KoJowaHu pa3TBopu. Tpute thmna 3eonutu (MEL, Si-MFI u
BEA), nog0Opanu ot choOpaskeHue 3a XuApoPoOHOCT U BUCOK apMHUTET KbM OPTraHUYHU
pa3TBOpUTENH, ca cuHTe3upaHu B JlabopaTopusita 1o kKatanu3 u cnekrpoxumus, Kael,
®pannus B rpynata Ha npod. MunToBa. HamepeHna e kopenaiys MeX Iy MmoKa3aTeIuTe UM
Ha IPEeYyNBaHe U TEXHUSIT XUMUYECKHU ChCTaB U KOJUYECTBOTO Ha Bjlara B MOPUTE.

Pa3paboTtenn ca M ca XapakTepu3WpaHHM HOB THUIl MaTepuaid, HApEYeHU B
JUCEPTALMATAa OKCO-3€0JUTHU KOMIIO3UTH, CBCTOAIM c€ oT Marpuna ot SiO; c
WHKOPIIOPUPAHU HAHO3EOJIUTH, IPUTEKABAIIM HUCHK MOKA3aTell Ha MpeuyIlBaHe, Bapupal]
B rpanuuure 1.44-134 wu 1nomoOpeHH CEH30pHM CBOWCTBA. YCTaHOBEHM ca
EKCIICpUMEHTAJIHUTE YCIOBHS 3a OTJIIAraHe Ha TbHKA cioeBe or PMMA
(MOTMMETUIMETAKpUIIAT) C KOHTpOJUpaHa JebenrHa W € H3Cle/lBaHa IMpOMSHATa Ha
neberMHaTa UM MpU U3JlaraHe Ha mapu Ha xJiopodopm karo GyHKIMs Ha gederHaTa Ha
cinoga. Ha Gazata Ha MpOBEACHOTO ONTHYHO XapaKTEpU3UpaHE € MpeJCTaBeHa IBETHA
quarpaMa, KosiTO MOKE Jla Ce HM3IO0J3Ba 3a Obp3 M TOYEH KOHTpOJ Ha jAecOennHaTa Ha
3€0JIUTHH CJIOEBE, OTIOKEHH BBPXY SI-MOMI0KKU. PazpaboTeH € MeTo]1 3a €JHOBPEMEHHO
onpenensHe Ha n, k 1 d Ha THHKU ClI0€BE CaMO OT U3MEPBAHE HA TSIXHOTO OTPaKEHHE.

JIeMOHCTpUpaHO € MOTEHIIMAIIHOTO MPUJIOKEHUE HA €THOMEPHU (DOTOHHU KPUCTAJHU 3a
JETeKTUpaHE Ha Tapyd Ha aleTOH 4Ype3 OTjaraHe Ha YETBbPT-BBJIHOBH CTEKOBE OT
penysaiu ce ciaoeBe oT Nb,Os / MEL 3eonutu u Nb,Os / Si-MFI 3eonutn. [Ipomsinata B
MPOIYCKAHETO Ha CTEKOBETE MpEeAr U CJeJ M3JIaraHeTo Ha MapuTe HapacTBa ¢ Opos Ha
CJIOEBETE B CTE€Ka M C TeMmIepaTypara Ha 3arpsBaHe. lIpeaBapuTenHOTO 3arpsBaHe Ha
crexkoBete Ha 450°C Boaum 10 mMo-Obp3a ancopOIHst, B CPaBHEHHE C TE3M, 3arpsaTd Ha
320°C, mokaro mpu Ipolieca Ha JecopOuus He ce HaOJroaBa ChIIeCTBEHa pas3ianka. Upes
U3MEpBaHe Ha CIIEKTPUTE Ha OTPaKEHHE MPHU MaJlaHe Ha CBETIMHATA MO/ bI'bJI € TOKa3aHO
CHIIIECTBYBAaHETO HA MBHIIA HA KBa3U-MHOTOIOCOYHO OTPa’KEHUE.

JlemMoHCTpUpaHu ca TpU HauMHA 3a XuApodoOu3aua Ha cTekoBeTe: 1) 3arpsiBaHe Ha
450°C, 2) cunaHusupaHe W 3) U3IOI3BaHE HA MO-CHIIHO XuapodoOHu 3eomutu (Si-MFI).
Cnen sarpssane Ha 450°C ce HaOmomaBa [IBa IBTH [O-TOJIAMA PEaKUUs HA Iapu Ha
alleTOH, B CpaBHEHHUE ¢ mapu Ha Boja. Ciesl CUIIaHU3UPAHETO, CTeKa HE Ce MPOMEHS Ha
BOJHM TMapH, HO HaMaJsiBa U peakiusaTa My Ha anetoH. M3nomsBanero Ha Si-MFI Boau 1o
MOoBEUYE OT 5 MBTU MO-TOJSIMA PEaKiUs Ha Mapyu Ha aleTOH, OTKOJKOTO Ha BOJHU TapH.
Kato 1smo crexkoBere ¢ MEL pearupar Hali-cuiiHO, a mpu Te3u, uzrpajaeHu ot Nb,Os u
OKCO-3€0JIMTEH KOMIIO3UT NMPOMSHATa MPH U3JaraHe Ha Mapu Ha alleTOH € MOYTH HYJIEBa.

JIeMOHCTpUpaHO € YCIEIIHOTO H3I0J3BaHETO Ha eauHudeH cioili or PMMA, c
ONTHMH3UpaHa 4Ype3 KOMMIOThpHO Mojenupane (360 nm) neGennHa, OTIOXKEH BBPXY
MOJIJIOKKA OT 7-CJI0eH (DOTOHEH KpHUCTal 3a JeTeKIHs Ha mapu Ha xjopodopm. [Tokazano

33



e 2.6 mbTH HapacTBaHE HA M3MEPBAHMS CUTHAJ B CpPaBHEHHE C TO3M Ha CJIOW BBpPXY Si-
noioxka. ITokazano e ycnemHoTo usnoisBadie Ha PMMA u Nb,Os / V,05 dhuamu kato
IpaJIuBHU OJIOKOBE Ha €IHOMEPHHU (POTOHHM KPHUCTAIM C IIHPOKA HMBHUIIA HAa KBa3u-
MHOI'OIIOCOYHO OTpakeHue 3a uHTepBana or wram ot 0 mo 70°. HaGmromasano e
3HAYUTEIHO OTMECTBAaHE Ha MBHUIIATa Ha BUCOKO OTPaKCHHE W IMPOMSHA Ha IIBETa IPHU
u3JlaraHe Ha CTPYKTypuTe Ha mapu Ha xyopodopm. IlpomsuHara HapacTtBa ¢ Opos Ha
CJIOEBETE B CTPYKTypaTa M ¢ BPEMETO HA M3JaraHe Ha MapuTe Ha XJopodopma U € Haii-
roJisiMa TIPU M3I0JI3BaHe Ha MOopho3eH V,0s5 KaTo MaTepual ¢ BUCOK n. Upe3 KOMIIOTHPHO
MOJIeNIMpaHe € MOKa3aHo, 4Ye MpoMsHaTa c€ ThDKM Ha yBelWdyaBaHE Ha jacOenuHaTa U
mokaszaresis Ha nmpeuyrnBaHe Ha ciiosi oT PMMA. TlonyuyeHa € 4 mbTH NO-CUJIHA PEaKIUs Ha
napu Ha XJ10podopM, OTKOJIKOTO Ha IMapu Ha alleTOH.

OcHoBHHU IPUHOCH HA TUCCPTAIIMOHHUSA TPYA:

v' JIeMOHCTPUPAHO € YCIENHOTO H3paboTBaHE Ha MMOPHO3HU YETBBPT-BBIHOBH CTEKOBE C
MHOT'OTIOCOYHO OTPaXXEHHUE B IMIMPOK JUAIA30H OT BIVIM Ha TMajaHe (T.Hap €IHOMEPHU
(GOTOHHU KpHUCTAM) 4Ype3 “MOKPHU METOAW~ U TAXHOTO HU3MOJ3BAHE KATO ONTUYHU
VHJIMKATOPH 3a [TIapy Ha JICTJIMBU BELLIECTBA.

v' Pa3paboTeHn W XapaKTEpU3MPaHH ca HOB TUI MaTE€PUAH, HAPEUECHH OKCO-3COUTHU
KOMIIO3UTH, cbcTOsIM ce oT marpumna ot SiO; miaum Nb,Os ¢ MHKOpHOpUpaHu
HAHO3COJIUTH, MPUTEKABAIIM TTOKA3aTeN HAa MPEUyIBaHe, BapUpalll B IIUPOKU TPaHUIU
Y IOJI00OPEHH CEH30pHU CBOMCTBA, CIIPSIMO OKCHIHATa MaTpUIIA.

v’ JleMOHCTpUpaHa € BB3MOXKHOCTTA 3a KOHTPOJIHMPAHO OTJIaraHe Ha THHKH CJIOEBE OT
MetanHu okcugu (Nb,Os m V,05) W HAaHO3COIUTH C BHUCOK ONTHYCH KOHTPACT,
MIOCPEJICTBOM JICCHHM WM €BTHHHM METOJIM Ha IOJydaBaHE M TP CPABHUTEIHO HHCKA
TeMIIepaTypa 3a OKCUIHUS CIIOM.

v’ Tloka3zaHo € YCHENIHOTO H3I0JI3BaHe Ha (POTOHEH KPHCTAl Karo IOMIOXKKA 3a
YyBCTBUTENHUS clioii oT PMMA, npu KO€TO € MOoJy4eHO NOYTH TPU IIbTH YBEINYEHUE
Ha M3MEpBaHUs CUTHAJ CIIE]] M3JIaraHe Ha Mapu Ha XJOpoQopM B CpaBHEHUE C TO3HU
IIPU W3II0JI3BaHE HA MacHBHA (B CiTydas CHIIMIIMEBA TTOJIOKKA), KOETO IMTOCTaBsI OCHOBA
3a ObJely pa3pabOTKU Ha TaKbB TUI CEH30PH.
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