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T'UJAPOTEPMAJIbHBIA CUHTE3 OKCUTUJIPOKCHUJIOB UTTPUSI
KAK OCHOBBI VIS ITOJIYYEHUSA KATAJIM3ATOPOB

E.Il. Oouna, A.B. ®ponosa

B pabote nzydena Mop¢osorusi OKCUTHIPOKCUIOB UTTPHS, TIOITY-
YCHHBIX THUAPOTEPMAIBHBIM METOJOM CHUHTe3a. J[Js uccieoBaHus
CTPYKTYPBI UCIOJIB30BAJICS METOJ CKaHUPYIOIICH JIEKTPOHHON MUK-
pockoruu. b0 yCTaHOBICHO, YTO MO/ BIMSIHUEM ITPOTUBOMHA UCXO/I-
HOW COJIM OOpa3yIOTCS MPOMYKTHI KapAHHAIHHO PA3IMIHON (OPMBI.
BrisBieHo, 4to BapeupoBaHue PH-CHHTE3a MPUBOAUT K M3MEHEHUIO
pazmepa GOpMUPYIOMIUXCA CTPYKTYP.

KirodeBbie ciioBa: THUAPOJIU3 COJICH WTTPHSI, THAPOTESPMATBHBIN
CHHTE3, CKaHUPYIOIIasl SJICKTPOHHAS MUKPOCKOITHSI.

BBenenne

B HacTrosimee Bpemsi pOCCUMCKHUM PBIHOK PEAKO3EMEIBHBIX 3JIEMEHTOB U ITPO-
JTYKIMW HA KX OCHOBE Pa3BUBAETCS B HAIIPABJICHUH OCBOEHUSI HOBBIX TEXHOJIOTHU-
YECKUX MIaTPOPM U CO3/1aHUs MPOU3BOJICTBEHHBIX MOILHOCTEHN B HALIEH CTpaHe
C LEJIbIO JINKBUAUPOBATH OTCTaBaHue Poccuu B 001aCTH IPOU3BOACTBA U UCIIONb-
3oBanust P32 (B coorBerctBuu ¢ IloctanoBnenunem IlpaBurensctBa P® ot
15.04.2014 Ne 328) [1]. B cBsi3u ¢ 3TUM, HCCIIEAOBaHUS MTOCBSIIICHHBIC BHEAPE-
HUIO P30 B IpoM3BOACTBO KaTalIU3aTOPOB, CTEKJIA U KEPAMUKH OTEYECTBEHHOIO
IPOU3BOJICTBA SIBJISIFOTCSI OCOOEHHO aKTyalbHBIMHU.

WtTpuii 1 ero coequHEeHMs! UCIIOJIb3YIOTCS TaKXKe B KauecTBe JOOABKH K KaTa-
JAU3aTOpaM JAJisl HeHTpaiu3aui aBTOMOOMIIBHBIX BBIXJIOMHBIX T'a30B U I Hepe-
paboTKu yriieBoaopoaoB [2]. Ocoboe BHMMaHUE celdac yaenaseTcsl Mpoleccy
OYUCTKU MOTOPHBIX TOIUIUB, YTO CBSI3aHO C JKECTKUMHU TPEOOBAHUSIMU K UX YH-
CTOTE COIJIaCHO cnenupuKanusM Ha MOTOpPHbIE ToIuMBa EBpo-4, BCTYNUBIINM
B nevictBue ¢ 2005 r. B ctpanax EC, u 6osnee %eCTKUMHU OrpaHUYEeHHUSIMU 110 CO-
JIEP’KaHHUIO CepPhbl U apOMATUYECKUX YIIIEBOJOPOAOB. Tak, 1075 cepbl B aBTOMO-
OwbHbIX OeH3uMHax U au3ToruBax ¢ 2005 r. He JoipkHA npeBblmarh 50 ppm,
ac2010r.— 10 ppm (EBpo-5). Takoe ka4eCTBO MOTOPHBIX TOILJIUB MOKET OBITh
JOCTUTHYTO C UCIIOJIb30BaHUEM KaTaIn3aTopoB Ha OCHOBE P30D. M3yuenune Bnus-
HUS TapaMeTPOB CUHTE3a Ha CTPOEHHE 00pa3yroIIUXCs MPOIYKTOB Ha OCHOBE UT-
TpHUS MO3BOJUT MOJYYUTh Ba)KHBIE JAHHBIEC JUJISl HAIPaBJIECHHOIO CUHTE3a HAaHO-
CTPYKTYPUPOBAHHBIX BBICOKOAKTHBHBIX KaTAJIM3aTOPOB C PA3BUTOM IMOPHUCTOU
MIOBEPXHOCTBIO.

[ToMuMO KaTaTUTUYECKUX (PUIBTPOB JIJIsl HEUTpaIU3alui BBIXJIOMHBIX ra30B
aBromoOunei P30 Moryt Haittu mpumeHeHue 115 3QPEKTUBHON OUUCTKH Ta30-
BBIX IIPOJYKTOB MYCOPOCKHUTAFOIINX 3aBOJIOB.
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Komruiekc nepednciieHHbIX Bbile cBOMCTB P33-karanu3zaropoB MoxeT obec-
NEYUTh MPOPHIB B 00JIACTU CO3JaHUSI HU3KOTEMIIEpAaTypHBIX dHeprocoeperaro-
IIMX U SKOJIOTHYECKU O€30MaCHBIX KaTAIUTUYECKUX MPOLIECCOB.

Panee aBropamu mpeANpPUHUMAIIMCH MOTMBITKYA MOJIYYUTh TUAPOKCU UTTPUS C
3aJlaHHBIMU CBOMCTBaMHM JJIsl JAJIbHEHIIIEr0 CUHTE3a HAHOCTPYKTYPUPOBAHHOIO
OKCHJIa UTTPUS C MOCIEAYIONIUM BBEJICHUEM aTOMOB UTTPHS B HaHOKaTaIu3a-
TOPBI HA OCHOBE PEIKO3EMENIbHBIX 3JIEMEHTOB, UCTIOB3YSI TUAPOTEPMATIbHBINA Me-

tox [3].

JKCNEePUMEHTAJIBLHAA YaCTh

JUIst THAPOTEPMAIIBHOIO CUHTE3a 00Pa3L0B UCIOJIb30BAJIA PACTBOPBI HUTpaTa
U XJIOpHJIa UTTPHS ¢ KoHLIeHTparmei 0,1 MoJIb/J, THAPOTUTHYECKHUM areHT — BOJI-
HBIM pacTBOp FUAPOKCHIa AMMOHHMSI C KOHLIEHTpanuen 3,5 moib/n. CuHTe3 mpo-
BOAWIHM TIpuU pa3nuuHbix pH pactBopos. 3nauenue pH cunresa obpasuos (9, 9,5,
10) HaxoIMJI0Ch KaKk HUKE TakK U BhIlie pH TOUKK HyJIeBOro 3apsjia rupoKcHia
utTpus, paBHoro 9,2-9,3 en. pH. Cunte3 nmpoBoauin B TeueHUH 24 4acoB IpH
temriepatype 180 °C B TepMocTaTe B aBTOKJIABE C CAMOPETYIUPYIOIIEMCS JIaBJie-
HueM, éMkocThio 40 mit ¢ 3anoaHeHueM S50 %. OOpasibl MATUKPATHO OTMBIBAIH
JTUCTUIIUPOBAHHOM BOIOH (710 OTCYTCTBUS B IPOMBIBHBIX BOJIaX TPOTUBOUOHOB),
3arem cymmu pu 50 °C mox BaKyyMoM 710 TIOCTOSTHHOM MacCHI.

SEM-u300pakeHrs TIOMYyYUIIH Ha CKAaHHUPYIOIIEM 3JIEKTPOHOM MHKPOCKOTIC
JeolJSM-7001F.

O0cy:knenue pe3yabTaToB

OO0pa31iel, MOMYYCHHBIEC THAPOTEPMATHHBIM METOIOM MMEIIH HEOTHOPOIHBIHA
coctaB. Panee, MeTo10M TU(PPAKIIMOHHON PEHTT€HOCKONUU OBbLIO 0Ka3aHO, YTO
B COCTaB€ MPOAYKTOB, CHHTE3UPOBAHHBIX MOJOOHBIM 00pa30M OTCYTCTBYET TU/I-
POKCHJ] UTTPHUS U OKCUJ UTTPUS U CICIIaHbI BBIBOJIBI O CIOMCTON CTPYKTYpE MPO-
JYKTOB TUJIPOTEPMATILHOTO CUHTE3a /ISt 00pa3ioB [3].

[IpeamnonoxkeHne o CIOUCTON CTPYKTYpE MOATBEPKIAeTCI CHUMKAMHU, TIOJTY-
YEHHBIMU CO CKaHHUPYIOIIETO AJICKTPOHHOr0 MHKpockomna. Ha caumkax (puc. 1)
MIPE/ICTaBIICHb 00pa3ilbl, CHUHTE3UPOBAHHBIE W3 pPACTBOpAa HHUTpATa HUTTPUS.
CrpykTypa 00pa3ioB MpeACcTaBiIeHa BO BCEX ClIydasx MajiouykooOpa3HpIMu (par-
MEHTaMU Pa3JIMYyHOMN JUIMHBI. 3aMETHO, UTO pa3mep (parMEeHTOB YMEHBIIIAETCS C
yBenuuenuem PH cuntesa. Ecou mpu pH = 9,0 nnmuna cocrapinsiia 20-30 Mk, TO
npu pH = 9,5 ymensmunace 10 10-15 MxMm u 10 5-8 mxm nipu pH = 10,0. Ilpu
9TOM Kbl ()parMEeHT COCTOMT M3 MHOXKECTBA COCAMHEHHBIX MEXIY COOOM
cj0eB (IUIaCTUH) TOJIIMHOM MOPSIKa HECKOJIBKUX HaHOMEeTpoB. Hanbosee ueTtko
c(hOpMUPOBAHHYIO CTPYKTYPY UMEIOT 00pa3iibl, CHHTE3upoBaHHbIe pu PH=9,5.
OnHu nIpeACTaBISIOT cO00M TPYOKH AUAMETPOM MOPSAKA 2 MKM U JUTMHOW OKOJIO
10 mMxMm.
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10pm JEOL 12/26/2014
20.0kV COMPO SEM WD 10mm  16:03:09

20.0KV COMPO SEM WD 10mm  11:48:00

Puc. 1. SEM-u3o00pakeHust 00pa3ioB, MOJTYYEHHBIX U3 HUTPATa UTTPUS
mpu a) pH = 9,0; 6) pH=9,5; B) pH=10,0

[TomoOHast TEHASHIHS K YMEHBIIIEHUIO pa3Mepa (parMeHTOB C YBEIUUECHUEM
PH cunTe3a HaOMIOgACTCsl M MPU MCTIOIB30BAaHUH B KA4E€CTBE MPEKypcopa XJIo-
puna urtpus (puc. 2).
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_— 100nm JEOL 12/17/2014
20.0kV SEI SEM WD 10mm  17:44:51

10pm JEOL 1/27/2015 100nm JEOL 1/27/201%
20.0kV SEI SEM WD 10mm  10:37:34 X 2 KV S SEM WD 10mm  10:34:31

_— 100nm JEOL
X 50,000 20.0KkV SEI SEM WD 10mm

Puc. 2. SEM-uzo6paxenust 00pa3ioB, MOJYICHHBIX U3 XJIOPUJIa UTTPHUS
mpu a) pH=9,0; 6) pH=9,5; B) pH=10,0
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B nannowm ciydae (parMeHThl HIMEIOT XapaKTEepPHBIN XJIOMheOOpa3HbIN BU U
3aMETHO HE CTOJIHKO M3MEHEHHE THaMeTpa XJIOMbEeB, CKOJIBKO WX TOJIIUHBI OT 4—
5 um npu pH 9,0 1o pasmepos nopsaka 1 am npu pH 10,0.

C yBenuueHnueM PH BBIIIE TOYKH HYJIEBOTO 3aps/ia MPOUCXOIUT PacCIOCHUE
CTPYKTYp, U OTCYTCTBYIOT JJIEMEHTHI C YETKO OmpenenuMoin ¢opmoid. ITo
HaOII0JaeTCs KaK B 00pasliax, CHHTE3WPOBAHHBIX U3 HUTpATa UTTPHs, TaK U U3
xynopuaa uttpus. [Ipu pH=9,5 obnapyxeno popmupoBanue aByx a3 — amopd-
HOM IIJJACTUHYATOM W CJIOMCTOM 4alryhdaTtou. JlaHHbIE MHUKPOPEHTTE€HOCIIEK-
TPaJIbHOTO aHaJIM3a MMOKa3bIBAIOT, YTO COCTAB 3TUX (a3 paziuueH: (asa, CoCTos-
11as U3 4elryeK, MMEEeT COOTHOIIEHHE XJIOpa U UTTpHUs B coctase 1:3,5 mo Macce,
a TutacThHYAaTas ¢asa comepkut Oosbie xyopa (1:2). MoXHO TPEeArnoaoKUTh,
9TO 3TH JiBE (ha3bl HIMEIOT Pa3IMuHOE CTPOSHUE, UYTO CBSI3aHO CO CTEMEHBIO BKITIO-
4EHHOCTH HOHOB XJIOpPa B MEKCIIOEBYIO CTPYKTYPY OKCUTHAPOKCHUIA.

3akaoueHune

BrsiBneno, uro B o6mactu PH Touku HyseBoro 3apsijia OKCUTHIPOKCHIOB UT-
TPHS B YCIOBUSAX TUAPOTEPMAIIBHOTO CHHTE3a HabOroaeTcss opMUupOBaHUE CIIO-
HUCTBIX CTPYKTYp, opMa U pa3Mep KOTOPBIX 3aBUCHUT OT IIPOTHBOMOHA TPEKY]-
copa. Pasmep cTpyKTypHBIX ()parMEHTOB YMEHBIIIACTCS ¢ yBeInueHueMm pH cus-
Te3a. bosbIioe 3HaUeHUEe UrpaeT Npupoaa MPOTUBOUOHA UCXOAHOM COJTU UTTPHUS,
KOTOpasi OKa3bIBaeT BIMSHUE Ha POpMY CTPYKTYPHBIX (parmMeHTOB. ['uaporep-
MaJIbHBI CUHTE3 MMO3BOJISIET MOJYYUTh HAHOpa3MEpHbIE PparMeHThl COEUHECHUM
UTTPUS C MOCTEAYIONIUM HAMPABJICHHBIM CUHTE30M OKCUIOB UTTPHSI.
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