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B crarteke mpuBeneHBI pe3yNbTaThl UCCICHOBAHHW IO TOJYYCHHIO aMOpP(HOTO JUOKCHAA IHUPKOHUS U3
A30THOKMCJIOIO LMPKOHMJIA C MTOMOUIBIO MPOLEcca ero TMAPOiIn3a B MPUCYTCTBUM MOYEBUHBI. OmpeneseHo
ONTUMAJIBHOE COOTHOILEHHE pEeareHTOB, B3ATHIX JJIS CHHTE3a, a TakKe YCTaHOBJEHA ONTHMAalbHas
TEMIIEpaTypa CYIIKH MOJYYEHHOTO XJIOmbeoOpasHoro ocamka. McciemoBana MOpGOIOTHS MOJYYESHHBIX
o6pasnos. I[IpoBeneHa MoanUKaNKs MOBEPXHOCTH CHHTE3UPOBAHHOTO AUOKCHAA IUPKOHHS C MOMOIIBIO €ro
KUIISTYEHUST B TEPEKUCH BOJOPOJA M IOCICAYIOUIMM BBIACPKHBAHMUM B oJyieaTe Harpus. [lokazaHo
pacipeiesieHHe yIEeIbHOTO IOBEPXHOCTHOTO 3apsiia A MOAM(UIMPOBAHHOTO ¥ HEMOIULIHMPOBAHHOTO
o0pasna TUOKCUIa TUPKOHHS.

Knrouesvie cnoga: IMOKCUI TUPKOHUS, 30J]b-TEIb METOJM, MOAH(UKAIMS IOBEPXHOCTH, IOBEPXHOCTHBII
3aps.

BBEJIEHUE

Ha cerogusmHuii A€HP IUOKCH] IIUPKOHHUS MIMPOKO IPHUMEHSETCS B KadecTBE
karanmmzaropa [l1-4] B mporeccax wu3oMepH3aluu JETKUX OCH3WHOBBIX (DPaKITHH.
AKTyaJIbHOCTh  3TOTO TMpOIecCa BEJIMKA, IMOCKOJIbKY OH TIO3BOJSIET IOJy4YaTh
BBICOKOOKTAHOBBIC KOMIIOHEHTHI aBTOMOOWJIBHBIX OCH3MHOB [5-7], HEe comepKammx
apoMaTHYeCKHe YTJIEBOJOPOMBI, YTO 3HAYMTENHHO IIOBBIIIAET KadyeCTBO MOTOPHBIX
TorMB. B JgaHHOM  mpomecce B KA4eCTBE — KaTalM3aTopa  UCIONB3YeTcs
Cynb(haTUPOBAHHBIA TUOKCH] IHMPKOHUS [8], 3((EKTUBHOCTE KOTOPOro 3HAYUTEIIEHO
TIOBBIIIAETCS, €CIIM €r0 HAHOCHUTh Ha TOJUIOKKY M3 OKCHIOB KPEMHHUS WM aTIOMUHUS
[9-11], obmagarontuX pa3BUTON YIEITHHOW MOBEPXHOCTHIO. [10TydaroT Takue KOMITO3UIIAN
C TIOMOIIEIO MTPUMEHEHUS 30Jb-TeJIb TEXHOJIOTHUH.

B kadecTBe HMCXOMHOTO peareHTa UIA MOMy4YeHHs Cylb()aTHPOBAHHOTO AMOKCHAA
IIAPKOHUS MOXKET BBICTYHATh a30THOKHCIBIN 1UpKoHWI (TY 6-09-1406-76), n3 KoTOpOTO
BO3MOXXHO TOJIYYHUTH JHUOKCHA HHUPKOHMSA. Takoit ZrO, B mpuCyTCTBUH aMOp(HOTO
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TUOKCHIa KPEMHHUS, aTIOMHHHUSA WIH UX KOMIIO3WUIIMH, MOXET OBITh CTaOMIM3UPOBaH B
BUJIE CTPYKTYpBI, C TETParoHaJIbHOM KPHUCTAJUIMYECKON peméTKol, KoTopas, B CBOIO
ouepenb, O0NagacT HAWIYYIIeH  KaTaTUTUYECKOM  aKTHBHOCTBIO B  PEaKIHAX
M30MEPU3AINH JIETKUX OCH3MHOBBIX (YPaKITHIA.

Uenr manHOM pabOTHI 3akiioyaliaCh B TONYYCHHH JUOKCHAA LHPKOHHUA W3
A30THOKHUCJIOTO IUPKOHUIA, ONMPEIECICHUN ONTUMAJIBHBIX apaMeTpOB 3TOTO IMpoliecca, a
TaK)Ke M3yYCHUH OCOOCHHOCTEH CTPOSHUS, HEKOTOPBIX KUCIIOTHO-OCHOBHEIX CBOWCTB W
BO3MO’KHOCTH TIOCTIEIYIOMIEH MOIU(UKAIINN €TO TOBEPXHOCTH.

MATEPHUAJIBI 1 METO/IbI

Jns monmywenus ZrO, Ob11 NpoBenEH THAPOIN3 PACTBOPA a30THOKUCIIOTO [IMPKOHKIIA B
MPUCYTCTBUM MOYEBHHEI [12, 13], B3SITHIX B pa3HBIX CTEXHOMETPHUICCKIX COOTHOIICHUSIX.
11 3TOTO PacTBOPHI A30THOKHCIIOTO IMPKOHWIA M MOYEBHHBI CMEIIMBAINCH B Pa3HBIX
CTEXMOMETPHUYECKUX COOTHOIIEHHUAX M HarpeBaluch B TeueHue 40 MUHYT NMPH NOCTOSHHOM
nepeMelMBaHuy Ha BoasHoi Oane mpu 70 °C. 3aTeM peakIMOHHYIO MacCy OXJIaXKAald JI0
KOMHATHOH TemmepaTypsl B TedeHue 1 waca. [Ipm 3TOM 1O JOCTIDKEHHH HEOOXOIMMOM
TeMIlepaTypsl HaOJroNanach Jierkas omayiecueHnus pactBopa. OOpa3oBaBIIMICS Telb
HeHTpUyTrupoBaicss B TedeHHe 5 MuHYT. [lodydeHHBIH OCagoOK BBICYIIMBAJCS Ha
AMIOMUHUEBOI moaoxkke B TedeHne 1 gaca. Cymka o0pasloB, MOTYYEHHBIX CMEIICHHEM
pPacTBOPOB IPY Pa3HOM CTEXMMOTEPHUIECKOM COOTHOIIEHUH MPOBOAMIIACH TIPU TeMIepaType
230 °C. [lannas TemnepaTypa OblUla OonpenesieHa Kak Hauydllas, C TOYKH 3pEHHs TOJTHOTO
yIaleHusl OCTaTKOB MOYEBMHBI. [l ompezeneHrs ONTHUMAaiIbHOM TeMmmepaTryphl CYLIKH
00pa3mpl, MOMYYCHHBIE TMPHU CMEMICHHH HWCXOMHBIX pPEareHTOB B COOTHONICHWH 2 MII
0,025 mons/n ZrO(NOs), : 2 ma H,O : 3 mu 4 mons/a (NH,),CO, cymmnuce npu pasHbIX
Temreparypax, a iMeHHo npu 120, 230, 250, 300 u 350 °C.

bema mpoBeneHa MoauM@UKalMs TOBEPXHOCTH JHUOKCHIA IUPKOHWS B PACTBOpPE
ojieata HATPUsA CIOCOOOM, M3BECTHBIM W3 JIMTEPATypHBIX MaHHBIX [15-17]. Jlms sroro
HaBecky ZrO, maccoit 0,5 r kunsatunu B 200 ma H,O, (35 %) B Teuenue 4 yacoB mpu
temneparype 105 °C. 3arem ocanok orduiabTpoBbiBaiy Ha ¢uibTpe IlloTTa 1 nobaBuIn
ero x 25 mu 0,5 % pactBopa oneara HaTpus. [lonmydeHHYI0 B3BeCh INEpPEMEIINBAINA B
tedyeHHn 3 yacoB mpu temmeparype 90 °C. [locrme 3TOro MenKOAMCIEPCHYIO B3BECh
ordunprpoBain Ha Oymaxknom ¢uinbtpe (FOCT 12026-76). IlomydeHHBIH ocamox
BBICYIIMIIN Ha BO3IYXE.

W3ydenne pacrnpeneneHus MOBEpXHOCTHOTO 3apsijia MPOBOJMIOCE COTTIACHO METOIUKE
ITapkca [14], ans 4yero B MACHTUYHBIX YCJIOBUSAX MPOBOJUIOCH MOTCHIIMOMETPUYECKOE
TUTpOBaHMUE ofuHakoBoi HaBecku (0,5 T) Kaxmoro u3 o00pas3oB (HEMOTU(DHUITUPOBAHHOTO U
MOZM(MUIIMPOBAHHOTO JTHOKCHJIA T[UPKOHUS). Takxke, OTHEIHLHO THUTPOBAIM PACTBOP
anektponuTa, KotopeiM sBisics 0,1 H cBexenpurorosneHHeld NaCl. Ilepen nHagamom
TUTPOBAHUS PACTBOP MOJIIETAYNBAJICS B LENAX CO3JAHUS IIETOYHONW CPEIbl, [UISI Yer0 BO
Bcex ciydasx aobasmsumy 5 i 0,1 # NaOH. TutpanTtom BeicTynan 0,1 H pacTBOp COJSTHOU
KHUCIIOTBI, KOTOPBIHA MPY TUTPOBaHUU A00aBisiiu cTporo no 0,2 mit pa3 B 2 MuHyTHIL. Jlanee,
CpaBHUBAJIU JaHHbIE pH, mosydeHHbIE B pe3ynabTaTe MOTEHMOMETPHUYECKOTO TUTPOBAHUS
grcroro pactBopa NaCl yka3zaHHO# BbIllle KOHIIEHTpAIMH, U 3HadeHus pH, momy4ueHHbIe B
pe3yabTaTe TUTPOBAHUSA TAKOT'0 )K€ PACTBOPA XJIOPHIA HATPHUS, B KOTOPBIN MPENBAPUTEIIEHO
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Obula 100aBJIeHa HaBECKa OJHOIO M3 IOJIydeHHbIX 00pa3LoB. Ha ocHOBaHMU 3THX AaHHBIX
HOJTy4yadd 3aBUCUMOCTh YIEJIBHOIO IIOBEpXHOCTHOro 3apsana oT pH cpexmpl. Takue
3aBUCHUMOCTH OBUIM TONy4YeHbI il oOoux 00pasnoB. V3MmepeHune aKTHBHOCTH HOHOB
BoJIopoJa npoBoauiu Ha noHoMeTpe M-160MU co crexnsaHubM anektpoaom DC-10603 u
JIEKTPOJIOM CPAaBHEHUS, IOTPY>KEHHBIMHU B TUTPYEMBIH PacTBoOp.

UccnenoBannss MOp¢oOJOTMH W PEHTICHOCHEKTpalbHBIN MuKpoaHamn3 (PCMA)
NOJTYYEeHHBIX 00pa3l0B NPOBOAMIM C IOMOLIBIO PACTPOBOTO AJIEKTPOHHOTO MUKPOCKOMA
Quanta 650 FEG, ocHaméHHOTO PHUCTaBKOH pPEHTIeHOBCKOTO MHUKpoaHanuza EDAX, Ha
6aze OO0 «MHTL» (1. Kypck).

Pentrenogazopeiii aHanmu3 (PPA) CHHTE3UpOBAHHOTO COEAWHEHMS HPOBOAWIM Ha
mudpakrometpe Rigaku «MiniFlex II». da3oBblit cocTaB 00pa3noB WICHTHGUITUPOBAIH C
HCITOJIb30BaHUEM MemyHapoaHoU 6a3bl nudpakiuonHbix qanasx [CDD.

PE3YJBTATHI U OBCYXJIEHUE

i onpeneneHust ONTUMAaIbHON TeMIIEpaTyphbl CYLIKH OCAKOB, ITOJYYEHHBIX MOCIE
HeHTpU(YyrupoBaHus, IPOBOINIOCH HCCIIeI0BaHNE BRICYIICHHBIX Tpu 120, 230, 250, 300
u 350 °C mpoaykroB meronoM PCMA. U3 mpencTtaBieHHBIX JaHHBIX (PUCYHOK 1 a)
BUJHO, 4TO nocie cymky mpu 120 °C MoueBHHa yJanseTcs He MOJIHOCTHIO, a MPOAOIKAeT
OCTaBaThCs Ha IOJYYEHHBIX arjioMeparax, 0 4éM CBHIETEIbCTBYIOT MHTEHCUBHBIE IHKU
a30Ta M yriepoAa Ha CIEKTpe, XapakTepHble Ui (YHKIMOHANBHBIX TPYII MOYCBHHBI
DTo 03HauaeT, uTo Temmeparypa cymky 120 C sABIAETCS HENOCTATOUHON IS yAaIeHHs
MOYEBHMHBl C IOBEPXHOCTH IOJIY4YEHHOro oOpas3ua auokcuia uupkonus. Ilosenenue
HEOOJBINIOTO THKA ATIOMHHHS Ha OOOMX CHEKTpax pPHUCYHKa 1 OOBACHSETCS TEM, 4YTO
o0pa3upl CyMIMINCh Ha aJIOMHHUEBBIX MOMJIOXKKAX, U Ha HHUX K€ NPOBOAWIOCH HX
U3y4yeHHE Ha D3JIEKTPOHHOM MHKpoOcKome. Takue MOIUIOKKH IHMPUMEHSUIUCh C IIEJIbI0
UCKIIIOUCHHUS TOSIBJIEHUsS (POHOBOI'O IMKA OT YIJICPOJHOI'O CKOTHYa, KOTOPBIM 00pa3Iibl
KpPENWINCh K TIPEAMETHOMY CTOJIMKY B BaKYyMHOM KaMmepe 3JEKTPOHHOI0 MUKPOCKOTIA.

Ha pucynke 1 6 mpuBeaeHB! pe3yabTaThl PEHTTEHOBCKOTO MHKpPOAHAIN3a TOTO Ke
oOpasia, Ho npokanéunoro npu 230 °C. Ilo mpeacTaBieHHBIM JaHHBIM BHIHO ITOJIHOC
OTCYTCTBHE a30Ta M YIJIEpoJa B HM3y4aeMOH Touke o0Opasla, 4TO TOBOPHUT O IIOJIHOM
yIOaJCHH MOYEBHHBI ¢ moBepxHocTH ZrO,. Takum o6paszom, Temneparypa 230 °C
ABJSIETCS. ONTHMA&JIBHOW 111 moiydeHus:t ZrO, W3 a30THOKCHJIOIO LUPKOHMJA IIO
NPEIJIOKEHHOM METOJMKE, ¢ TOYKH 3PEHHs IIOJIHOTO YAAJIEHUS CIIEIOB MOYEBHHBI.
CriekTpbl 00pa3loB, BBICYLICHHBIX NPH 0oJee BBICOKMX TEeMIIEepaTypax, IOKa3ald HUX
UIACHTUYHOCTh C JaHHBIMH, xapaktepHbiMu jias 230 °C, a Tak Kkak Ooiee
BBICOKOTEMIIEpATypHasl CYyIIKa sIBJsIeTCsl OoJjiee 3HEpro3aTpaTHOM, TO aBTOPhl CTaTbU B
JabHEHIINX NCCIICOBAHUSIX IPUMEHSIIH CYIIKY UMEHHO ipu Temmepatype 230 °C.

Mopdonoruss 0o0pa3uoB AWOKCHIA LHUPKOHUS, IOJYYEHHOTO IPH  pa3HbIX
TemIeparypax, IokazaHa Ha pucyHke 2. [lo mpuBeIEHHBIM AAaHHBIM MOXKHO CIeJaTh
BBIBOJ O TOM, YTO pa3Mepbl M (hopmMa MONyYEHHBIX arJiOMEpaToB HE 3HAYUTEIHHO
OTIMYAIOTCA Jpyr OT Jpyra. OTO CBUAETEIBCTBYET O TOM, YTO TeMIeparypa
NPOKAINBAHUS IOJYYEHHOIO TIejisi HE BIMAET Ha 3TH CBOWCTBA (OpMUpPYHOIIUXCS
arnomepaToB. Kpome Toro, Ha pHCyHKe 2 a BHJHA HEOJHOPOAHOCTb IIOBEPXHOCTHU
NOJY4YeHHOTro 00pasiia, KOTopasi Hcue3aeT C MOBBIIICHHEM TeMIlepaTypsl. B yacTHocTH, B
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JIEBOM HW)KHEM YTy 3aMeTeH OOBEKT, OTIMYHBIA OT OCTANBHBIX 10 CBOMM KPYITHBIN
pasMep M BBITAHYTOH HenpaBwibHOW (opme. Ilog HMM pacmojaraeTcsl Takas Ke
CTPYKTYpa, HO MEHbIIEro pa3mepa. [1o-BuanMomMy, 3T0 KPYIHEIE arJJoMepaThl MOYCBUHBI.
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Puc. 1. Pezynsratel PCMA auokcuia HHpKOHMS, MOJYYEHHOTO IIPHU TEMIIEpaType
MIPOKATUBAHMUS, ‘C:a—120;6 - 230.

JUis u3ydeHUsl BJIMSHMS PA3HOIO CTEXUOMETPUYECKOTO COOTHOIIEHUS HCXOIHBIX
peareHToB Ha pazMep U MOpP(OJIOTHIO 00Pa3yIOLINXCS arioMepaToB AUOKCHIA UPKOHUS,
NPOBOJMIIN CEPUIO IKCIIEPUMEHTOB MO MOMYYEHHIO 0Opas3loB ¢ MOMOILIBI0 CMEIINBAHUS
UCXOJIHBIX KOMIIOHEHTOB B Pa3HBIX KOJINYECTBAaX, @ UMEHHO:

1) 0,2 M1 0,025 M ZrO(NOs), : 2 M1 H,O : 2 mn 4 M (NH,),CO;

2) 1,2mn 0,025 M ZrONOs);, : 2 mn H,O : 2 mn 4 M (NH,),CO;

3) 2Mm1 0,025 M ZrO(NO3), : 2 mit H,O : 2 M1 4 M (NH,),CO;

4) 2 mi1 0,025 M ZrO(NOs), : 2 M1 H,O : 3 M1 4 M (NH,),CO.

Mopdonorus nmoay4eHHBIX 00pa3LoB MpeacTaBiIeHa Ha pucyHke 3. U3 npuBeaéHHBIX
JAHHBIX BUJIHO, YTO IIOCJI€ CYIIKM YacTUIIbI JUOKCHJA LUPKOHUS BO BCEX CIydasix
CJIUMAOTCA B KPYIHBIE arjoMeparsl, COCTOsIME U3 Oosee Menkux yacTtull. C IOMOIIBIO
M3MEPHUTENBLHOTO CPEICTBA, BCTPOCHHOTO B MPOrpaMMHOE OOECIieUYeHHE K MHKPOCKOILY,
ObUTH M3MEpEHBl pa3Mepbl MHUHUMAIBHBIX Pa3lUUUMbIX YacCTUL, HAXOJSIIMXCA KaK Ha
MIOBEPXHOCTH, TaK U Ha OOKOBBIX IPaHIX KPYIHBIX arjiomMeparoB. Mx nuaMerp, Kak mokasai
npudop, BaperpoBaiicsi B uHTepBasie oT 50 1o 200 HM. Pa3Hble cOOTHOIIEHHUS peareHToB,
IpY 5TOM, Ha pa3Mep U GOpMy MOTYUAIOLIUXCS YaCTHUI] HE BIUSIIH.
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B naHHOM cilyyae OCHOBHOM HHTEpeC IPEACTaBISIO IOJYYEHHUE HacCTHIL
HaUMEHBIIIET0 pa3Mepa, TaK KaKk KaTaIMTHYECKUE CBOWCTBA [IMPKOHUEBBIX KaTalIN3aTOPOB
3aBHUCAT OT pazMepa ux yacTull. Kak mokaszas s5KCIIEpUMEHT, pa3Mep 4acTHLl OJIy4aeMOro
ZrO, He 3aBUCUT OT COOTHOIIEHMH HWCXOAHBIX KOMIIOHEHTOB, CJEI0BAaTEIbHO,
ONITHMAJILHBIM MOXKHO CUHMTATh COOTHOIICHHE 3, TaK KaK MMEHHO NpH HEM HAOIIOAIICS
MaKCHUMaJIbHBII BBIX0J 00pa3yIOLIEerocs Tes.

Puc. 2. Mopdonorus o006pasos
JUOKCHIA IHUPKOHHS MOJXYyYCHHBIX MpPHU
Temieparype npokanupanus, C: a — 120;
6 —230; B — 250; r — 300; o — 350.
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r)

Puc. 3. Mopdornorus o0pa3loB MUOKCHAA IUPKOHUS, MOJYYSCHHBIX W3 BOIHBIX
PacTBOPOB IPH CIEAYIONUX COOTHOIICHUSX 00BEMOB pacTtBopoB 0,025 M ZrO(NOs), :
H,O : 4 M (NH,),CO, mi: a —0,2:2:2; 6 — 1,2:2:2; B —2:2:2; T — 2:2:3.

Pentrenorpamma momydeHHoro oOpasuna ImpuBeAeHa Ha pucyHke 4. U3
MIPEACTAaBICHHBIX MTaHHBIX BHAHO, YTO BBIACIUTH SBHBIE pE(ICKCH B IOIyYEHHOM
CIIEKTpPE HeJb3sl, YTO T'OBOPUT O KpalHEe HU3KOM CTENEHH KPUCTAIJIMYHOCTH BEILECTBA.
Tem He MeHee, MMOJ OBE WUMEIOIIMECS MHUKOBBIE O0JACTH Ha JAHHOM CIEKTPE MOKHO
mono0path curHaTypsl u3 6a3bl AaHHbIX [CDD, XxapakTepHbie A1 HAHOKPUCTAITHUECKOTO
W MOHOKJIMHHOTO THOKCHIA HHUPKOHHA. B cBOI ouepens, MOHOKIUHHBIN ZrO, mpu
JalbHEeWIIeM NpOKaJuBaHWM B TeMmIieparypHoM wuHTepBaire ot 1160 mo 2370 °C
CTaOMIIM3UpYeTCs. B BUJAE IEJEBOrO TETPAaroHaJbHOTO IHOKCHAA LUPKOHUS. Takum
o0pa3oM, M3 IMOIY4YEHHONH PEHTICHOIrPaMMbl MOJKHO CJHeJIaTh BBIBOA O TOM, 4YTO
MOJTYYCHHBIN MOPOIIOK TMPEACTABIseT co00W aMOpQHBIN JAUOKCH] IMUPKOHHS, a TaKKe
BIIOJIHE BEPOSATHBIM SIBIISIETCA €r0 MEpPEeXoJ B MOHOKJIMHHOE, U, Jlajee, TETparoHajJbHOe
COCTOSIHHE TIOCJIC COOTBETCTBYIOIIEH TepMOOOPaOOTKH.
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Puc. 4. PentreHorpaMma moJry9eHHOTO 00pa3ma THOKCHIA ITUPKOHHUS.

Jns u3ydeHuss BO3MOXKHOCTH MOJU(HKALNU MOBEPXHOCTH IOJYYEHHOTO 00pasia,
yTo OyJeT HEoOXOOMMO OCYIIECTBUTH I CHHTE3a Ha OCHOBE CHHTE3MPOBAHHOTO
aMoOp(HOTO AWOKCHIA IMUPKOHUSA, €r0 CYIh()aTHPOBAHHOTO MPOU3BOIHOTO, HAMH OblIa
npousBeieHa MOTU(HUKAINS TOBEPXHOCTH MOTy4eHHOro ZrO, Mo MeTOAMKE, OMUCAHHOU
Beime. /[ Toro, 4TtoOBl MOATBEPAUTH (AKT NMPHUKpEIUICHHS K MOBEPXHOCTH 0Opasua
oJieaTHBIX TIpynn, Obl1 BeIOpaH MeTox Ilapkca, NMO3BOJSIOIIMI OLIEHUTH YAEIbHBINA
MIOBEPXHOCTHBIH 3apsA]] MOJIy4eHHOro oOpasua. [laHHble, NOIy4YeHHbIE STUM METOJOM JUIs
MOJU(QHUIMPOBAHHOTO 00pa3lia, CPABHUBAIN C aHAJIIOTHYHBIMU JaHHBIMH, MOJyYEeHHBIMU
JUIST HeMOTU(DUITMPOBAHHOTO 00pasiia, 9To OTPAKEHO Ha PUCYHKE 5.

Kak  mpaBuino, HOBEpXHOCTHas  MOAM(pUKAIMA  SIBJIAETCS  PE3YJIbTaTOM
B3aMMOJACHUCTBUS IOBEPXHOCTHBIX THAPOKCHWIIBHBIX TPYyOH C HPHCOEIUHEHHBIMU
CTpYKTypHBIMU 3neMeHTamMu [17]. CoOTBETCTBEHHO, HMMEHHO MoBepxHOcTHele —OH
rpyniel  OyAyT HpPOM3BOJUTH OCHOBHOE BIMSHUE HA PpACHpEEIEHUE YIEIBHOIO
MOBEPXHOCTHOTO 3apsiia, KOTOPBI HCCIemoBalcs UIs AaHHBIX 00pas3loB METOJ0M
[Tapkca [14]. B Hamewm ciydae, ¢ LETbIO MONTY4YEHUS dJIEKTPOHEUTPAIIBEHON TOBEPXHOCTH,
oOpazell TUOKCUAA LHUPKOHU, IOC/IE NpEeIBapUTEIbHON aKTUBALlUU €ro IOBEPXHOCTH B
pacTBOpe IEpEeKHUCH BOAOPOAA, MOAU(PUIUPOBAICS OJ€aTHHIMM TIpyIIIaMH, YTO
00yCJIOBJIEHO, BEPOSITHO, MEKMOJEKYISPHBIM 3JIEKTPOCTATHUECKHM B3aUMOJICHCTBHEM.
W3 npuBenéuHON Ha PHCYHKE 4 3aBUCHMOCTH BHIHO, 4TO MOIUGUIMpOBaHHBIN ZrO,
OTJIMYAETCs OT HEMOAU(DUIIMPOBAHHOTO TOYTH IOJIHBIM OTCYTCTBHEM YJIEJIBHOIO 3apsa
Ha NoBepXHOCTH B HHTepBajie pH ot 4 10 11, npu 3TOM NOJTOKUTENBHBIA TOBEPXHOCTHBIN
3apsii CTAHOBHUTCSI 3aMETHBIM TOJIBKO B KHCJIOTHOM OOJIaCTW MPH HU3KHX 3HaueHusx pH.
OTO KOCBEHHO IOATBEPXKIACT YCICIIHYI0 MOAM(MHUKAIUIO MOBEPXHOCTH OJICATHBIMH
TrpynmaMH, KOTOPBIE M CHIDKAIOT YJENbHBIA TOBEPXHOCTHBIA 3apsi MOIYyYEHHOIO
oOpa3sra.
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Puc. 5 I'padmk 3aBUCHMOCTH YIEIHHOTO TIOBEPXHOCTHOTO 3apsima oT pH:

1 — HemoaudunupoBanHsii ZrO,; 2 — MogudunupoBanusiii Zr0O,.

3AK/IIOYEHUE

[Mokazana BO3MOXKHOCTh TOJydeHHS aMOpPGHOTO JIMOKCHAA IUPKOHHS W3
A30THOKHCJIOTO IUPKOHUIIA C TIOMOIIBIO €r0 TUAPOIIN3a B IPUCYTCTBUU MOYCBHHEI.
YcraHOBJIEHO, UTO 00pa3Iel MoydeHHOTo ZrO, MPEenCcTaBIsIIOT cOOOH arjioMepathbl
HEIPaBUILHON (OPMBI, COCTOSIINE M3 CPEPUUESCKUX YACTHIl guameTpoM oT 50 10
200 aM.

Omnpe/ieNieHbl ONTUMATBHBIC MTApPaMEeTpPhI MPoIiecca MOydeHUs aMOP(HOTO TUOKCHIIA
UPKOHUS W3 A30THOKHCIOTO IUPKOHWIA, KOTOPBIMH SIBIISIFOTCS: COOTHOIIEHUE
peareatoB — 2 mi 0,025 M ZrONOs); : 2 ma H,O : 2 mm 4 M (NH,),CO u
TeMIiepaTypa CyIku moiydensoro reis — 230 °C.

ITokazana BO3MOKHOCTh MOAMGUKAIMHA TOBEPXHOCTH IOJIy4eHHOTO oOpasia ZrO,
OJIeaTHBIMHU TPyMIIaMd. B CBOIO odepenb 3TO TMO3BOJIAET IMPEAIOIOKUTH BBICOKYIO
BEPOSATHOCTh TMOJIYYCHUS CYJIb()AaTUPOBAHHOTO JHUOKCUAA I[HPKOHHWS Ha OCHOBE
paccMmarpuBaeMoro oopasia.
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OBTAINING OF AMORPHOUS ZrO, FROM ZIRCONYL NITRATE AND
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Today, zirconium dioxide is widely used as a catalyst in the isomerization of light
gasoline fractions. In sulfated form, it allows to obtain high-octane components of
automobile gasoline that do not contain aromatic hydrocarbons, which significantly
improves the quality of motor fuels. The effectiveness of the zirconium catalyst is
significantly increased if it is applied to a substrate of silicon or aluminum oxides with a
developed specific surface area. Such compositions are obtained by using sol-gel
technology. As the initial reagent for the production of sulfated zirconium dioxide,
zirconium nitric acid can be used, on the basis of which an amorphous zirconium dioxide
can be obtained. Such ZrO, is further stabilized at elevated temperature in the tetragonal
phase in the presence of amorphous silicon dioxide, aluminum or their composition. After
that, the resulting composition is sulfated and the desired catalyst is obtained.

The article presents the results of research on the production of amorphous zirconium
dioxide from zirconyl nitrate, using the process of its hydrolysis in the presence of urea.
The optimal ratios of the reagents taken for synthesis were determined, which were:
2 ml 0.025 m ZrO(NOs),: 2 ml H,O: 2 ml 4 M (NH,),CO. The optimal drying temperature
of the resulting sediment was identified, which was 230 °C. At a lower drying
temperature, incomplete removal of residual urea is observed. This is evidenced by the
peaks of nitrogen and carbon in the spectra obtained by x-ray spectral microanalysis. The
presence of these elements on the spectrum indicates incomplete removal of urea from the
surface of the resulting zirconium dioxide, while when the temperature rises to 230 °C,
they are already absent in view of its complete removal. The appearance of a small peak
of aluminum on both spectra is explained by the fact that the samples were dried and
studied in a microscope on aluminum substrates. This was necessary in order to avoid the
appearance of a background peak from the carbon tape that attached the samples to the
object table in the vacuum chamber.

The morphology of the obtained samples was investigated. It was found that the
samples of the resulting ZrO, are formless agglomerates consisting of spherical particles
with a diameter of 50 to 200 nm. The surface of the obtaining zirconium dioxide was
modified with oleate groups. The distribution of the specific surface charge for the
modified and unmodified sample of zirconium dioxide was studied, which showed almost
complete inactivation of the surface charge in the modified ZrO, at pH<4, which indicates
a modification of the surface due to the electrostatic interaction of the active surface
centers and oleate groups.

Keywords: zirconium dioxide, sol-gel method, surface modification, surface charge.
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