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B pabore wu3ydyeHBl KOMIIO3UTHBIE MaTepHanbl Ha OcHOBe OKcunoB Fe;O4/TiO, wu
Fe;04/Si0,/Ti0O,, cuHTe3MpOBaHHbIE THAPOTEPMAIBLHBIM INEPOKCHAHBIM MeTonoM. Ha mepBoii
CTaJMN HAaHOYACTHIBI MarHETHTa OCAXIAJIM THIPOKCHIOM aMMOHHS W3 CMECH BOJIHBIX PacTBO-
poB cynbdara xeneza(ll) u xmopuna xenesa(Ill) mpu HenmpepHIBHOM BO3ICHCTBUHU YIIBTPa3BYKa,
MIOCJIC YETO OTMBIBAIM JUCTHILIMPOBAaHHON BooH. Ha BTOpO# cTaguu mosydeHHbIe THAPATHpPO-
BaHHbIC YAaCTUIIBI MarHeTHTa CTAOMJIM3UPOBAIH MOJUBUHUIOBEIM criupToM (IIBC) myTtém muc-
MeprUpOBaHUS MX NPH BO3JCHCTBUHU YNbTPa3ByKa B ropsdeM HACHIIIEHHOM BOJHOM pacTBOpPE
[IBC. Ha tpetbeii cTaguu B KOMIIO3UT BBOAWIN (POTOKATAIUTUICCKH aKTUBHBIE YaCTHIBI HA OC-
HOBE OKCHJA TUTaHa IMyTEM CMELINBAHUSA CTAaOMIM3MPOBAHHON CYCIEH3MM MAarHETUTa C BOJHBIM
PacTBOPOM MEPOKCOTHUTAHOBOM KHCIOTH (M ONIIMOHAJIHHBIM BBEICHHEM 30151 KPEMHHEBOU Ku-
CJIOTBI) C MOCHEAYIONIeH TUApoTepManbHON 00paboTkoit cMecu mpu 180 °C B TeueHue 24 4acos,
OTMBIBKOH, CYIIKOW MO BaKyyMOM H ITpOKaJIMBaHUEM B My(elbHO reun. 3yueHo BiusiHIe Ha
CBOMCTBa 00pa3II0B MOJILHOTO COJECP)KAaHMs B HUX JXKeJle3a U TUTaHa, BBEACHHS B 00pa3Ibl 100aB-
KM JHOKCHUIA KPEeMHUs, a Takke TepmMoodpadorku mpu 350 u 700 °C. UccnenoBansl hoTokaTa-
JUTHYECKHE CBOWCTBA CHHTE3MPOBAHHBIX 00pa3loB B mpolecce (OTOAECTPYKIUH METHIOBOTO
OpaHXeBOT0 ¥ METHUJICHOBOTO TOJy0OTO, a TaK)K€ MX MarHUTHas MU3BJIEKAEMOCTh M3 CYCIICH3UH.
BeinonHeHa (U3UKO-XUMUYECKasl XapaKTepu3alusi oOpa3llioB METOJaMH CKaHUPYIOIIEH 3IeK-
TPOHHON MHKPOCKOIIMU BBICOKOTO pa3pelICHUs], SHEPrOAUCIIEPCUOHHON PEHTI€HOBCKOM CIIEK-
TPOCKOIINH, IIPOCBEUMBAIOIICH JIEKTPOHHOM MHUKPOCKONHHU BBICOKOTO pa3pemIeHHs, MOPOIIKO-
BOM PEHTI€HOBCKOM MU(PaKLNH, TOPOMETPHH C HU3KOTEMIIEpaTypHOIl afcopbuueii a3ora, Macc-
CHEKTPOMETPHUN C HWHAYKTUBHO-CBSI3aHHOHM IIa3moi, tepmuueckoro anammsa (TT—JCK), co-
BMEIIIEHHOTO C MacC-CHEKTPOMeTpHel ra3000pa3HbIX NPOAYKTOB TepMoiu3a. OnpeneneHsl on-
THUMaJIbHBIC YCIIOBHS CHHTE3a KOMITO3UTOB, MPOSIBILIONINX JIydIllee coueTaHne (OTOKATaIUTHYC-
CKUX M MarHUTHBIX CBOHMCTB. IlosydeHHble oTOKaTANN3aTOPHl MOXKHO HMCIOJIB30BATh U OYH-
CTKH BOJIBI OT KPACUTENEH € TOCIIeTyIONINM H3BJICYCHUEM IIPY ITOMOIIY MarHUTHOTO TTOJISL.

Kouesvie cnosa: ouokcud mumana, macnemum, OUOKCUO KPEMHUS, KOMRO3UMHblE (homo-
Kamaauzamopwl, 50po — 000I0YKA, POMOKAMATUMUYECKAsT AKMUBHOCY, (DomoKamaiumuye-
cKue mecmol, Kpacumenu

Beenenne

B nauane XX Beka Bcé Oosee akTyaJbHOH CTAHOBHUTCS MPOOJieMa 3arpsi3HEHUS IPOMBIIUICHHBIX U
OBITOBBIX CTOYHBIX BOJ CTOMKMMH OPraHWYECKHMH coeluHEeHUsMH [1]. YcoBeplieHCTBOBaHHBIE OKHC-
JUTENbHBIE TIPOLIECCHI ISl YIAICHUS ATUX 3arps3HEHUH MOTYT SBISATHCS () (QEKTUBHON anbTepHATHBOM
CYIIIECTBYIONUM METOAAaM BOJIOOUYUCTKH [2]. DoTOKaTAIN3 — OfHA U3 MEPCIEKTUBHBIX TEXHOJIOTHI OYH-
CTKH BOJBI, IIpU3HaBaeMas B KadecTBe 3()(HEKTUBHONH M OTHOCHUTEIIFHO HEIOPOrOM TEXHOJIOTUH yAaje-
HUS HU3KHUX KOHLIEHTPALMH OpraHUYeCcKUX 3arps3HEeHU U3 CTOYHBIX BOJ B CHCTEMaX JOOYUCTKH [3].

Huokcun turana TiO, B ¢aze aHaTasa sIBISETCS HEMPSIMO30HHBIM TOTYIPOBOAHUKOM C IIMPUHOM 3a-
npeménHoit 30ub!I (I133) oxono 3,2 3B. bnarogaps cBoeii ciocoOHOCTH TeHepUpOBaTh NPOCTPAHCTBEHHO
pasaeneHHbIE SIIEKTPOH-ABIPOYHBIC Mapbl MPU OOIyYEHUH YIbTPa(HOIETOM, aHaTa3 BBICTYNAET OCHOBOM
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MHOTHX KOMMEPUYECKHUX (hOTOKATAIM3aTOPOB [4—6]. 3HAUMTEIILHBIC KOJMUYESCTBA UCCIICIOBAHUM TIOCBSIIICHBI
(hOTOKATATMTUUECKMM CBOWCTBAaM JMOKCHIA TUTaHA, CIIOCOOCTBYIONIMM (DOTOOKUCICHUIO CTOMKHMX OpraHH-
YeCKHX 3arpsi3HeHuil mof ynerpaduonetoBeiM (Y®P) oOmydeHHEM BIUIOTH 10 MX HOJHOM MUHEpaTH3aluH
[7]. OnmHott U3 KITFOYEBBIX MPOOIEM, OTPAHHMYHMBAIOIINX MCIIOIh30BaHNE (DOTOKATATUTUIECKOTO METO/Ia BO-
JIOOYMCTKH, SBJISETCS TO, YTO OONBIIMHCTBO KOMMEPUECKHU JOCTYITHBIX (JOTOKATAIN3ATOPOB TPe/ICTABIICHBI
B BHUJIE HAHOIUCIIEPCHBIX YACTHUII, KOTOPBIE C OONMBITUMHU TPYAHOCTIMHU YIAJSIOTCS U3 BOBI ITOCTIE 3aBepIIIe-
HUs poTokararmTrdeckoro nporecca [§]. JlaHHoe orpaHudeHrne MOKHO TPEOJI0IeTh MyTéM HaHeceHus! (o-
TOKATAIN3aTOPa HA HHEPTHYIO JIETKOM3BIIEKAEMYIO MOIOXKKY [9, 10]. OnTHMaNbHBIA BEIOOp METO/Ia IMMO-
Omnmm3aniu (HOTOKATATUTHYECKOTO MaTeprala, a TakKe MaTepralia HOCUTEIS Ype3BhIUAfHO BaYKHBI IS 3¢-
(hexTHBHOTO (DYHKIIMOHMPOBAHHS KOMIIO3UTHON (POTOKATAITUTHIESCKON CUCTEMBI.

W3BecTHO, UTO THAPOTEpMAIIbHBIN MeTO cuHTe3a Ti0, ¢ UCMONBb30BaHUEM B KaU4eCTBE MPEKypcopa
MIEPOKCOTUTAHOBON KHUCIIOTHI MTO3BOJIIET B KOHTPOJIUPYEMBIX YCIOBUAX IMOTy4aTh HAHOYACTHIIBI aHATa3a
BBICOKOW YHCTOTHI U KPUCTAJUIMYHOCTU O€3 MCIIOIB30BaHUS JOPOrOCTOSIIMX M TOKCHYHBIX THTAHOpPra-
HU4YECKUX mpekypcopoB [11, 12]. Ognako B HacTosiiee BpeMsl B IMTEPAType OTCYTCTBYIOT CBEJCHHUS 00
WCIIOJIb30BaHUH JAHHON METOIWKH IS MOTYyYEHHsI KOMITO3UTHBIX HAHOMAaTEPHasoB.

B nanHo# pabote B kKadecTBe HOcUTENs (DOTOKATaIM3aTOpa BEIOPAHBI KOMITO3UTHBIE HAHOYACTHIIBI
maraetuta Fe;O4, crabmmsupoBanHbie monmuBHHUIOBEIM crnivipToM (I[IBC). Marrerut, oGmanmarormii
BBICOKOW MarHWTHOM BOCIPUUMYHUBOCTBIO, 00CCIICUNBACT JIETKOCTh M3BJICUCHUS YaCTHIl U3 OYHICHHON
BOJIBI METOJIOM MarHuTHo cemaparuu. [IBC npegoTspaiaeT arperanyio HaHOYACTUI] MarHETUTA U UX
OKHCIJICHHE TIEPOKCHJIOM BOJOpOJIa Ha 3Tane HaHeCeHHs (POTOKATATUTHYECKOH 000104ku. [lopucTeie
HAHOYACTHIIBI TUOKCU/Ia KPEMHUS 00pa3yroT arperaTsl ¢ YaCTUIIAMH MarHeTUTa U 3a CUET Pa3BUTOH IO-
BEPXHOCTH U OOJBIIIOT0 KOJIUYECTBA MOBEPXHOCTHBIX THAPOKCHIBHBIX TPYIIT CIOCOOCTBYIOT aJcOpOIHU
cyOcTpara.

JKcnepUMeHTAIbHAA YacTh

st cuHTE3a 00pa3oB HCIOIB30BATH CIIEAYIOIINE peakTuBhl: cynbdar xene3a(ll) cemuBomHBIN,
xnopuy xene3a(lll) mecTuBOAHBIN, HACHIIIEHHBINM BOAHBIA PacTBOP aMMHAKa, MOJUBUHHUIIOBBIA CITUPT
(M,, 85,000-124,000), cumukat HaTpusi, KaTuoHUT Lewatit MonoPlus S108H, cynbsgar TuTanuia, Boj-
HBIA pacTBOp Mepokcuaa Bojxopona 28 % macc., 0,1 H. consHyro KucioTy. B kauectBe pacTBopuTens
MCIIOJIB30BAJIM AUCTHIUIMPOBAHHYIO Booy. B (oTOKaTamuTHYECKUX UCCIEIOBAHUSIX B KAUECTBE MOJCIb-
HBIX 3arpsi3HUTENEH MPUMEHWIN KPacuTeNd METHJIOBHIA opamkeBbli (MO) M MeTHUIeHOBBIH Troiry0oi
(MT'). TMonuBHHWIOBBIH cnUPT W cynbpaT TUTaHWIA NPOou3BoJCcTBa Sigma-Aldrich, katnoHuT —
Lanxess, Bce octanbHble peakTuBbl — OO0 «AO PEAXVIM».

Hasecku Opanu Ha Becax Sartorius cepun CPA, 5 3nak Tounoctu (0,01 mr). 3nagenue pH onpene-
nsuti noHomepom Sartorius PP-25. Jlnst cuHTe3a HCMonb30Bail BEPXHENPUBOIHYIO MEXaHUYECKYIO Me-
mranky Stegler MV-6, ynbrpasBykoBoii aucnepratop MO®93.T (MHTCHCUBHOCTD YJIBTPa3BYKOBOTO 00-
nyuenns — 250 Br/em?, wacrora 22 kI'i), BakyyMHbIil cymmmibHblii mkad Binder VD 115 (8 mbap), uen-
tpudyry Hermle LaborTechnic Z383 (9000 06/MuH). MarHuTHYIO cenapaimo OCyIISCTBISLIN MPH TI0-
MOIIKM HEOAMMOBOr0 MaruuTa kiaacca N45 (munusap, d = 50 mm, h =30 mm, Bg = 1,35 Th).

KonuenTpanuio kpacureneil onpeaessuii MpyH MOMOILIH criekTpodoTomerpa YD 1 BUAUMOrO Aua-
na3ona Shimadzu UV-2700 mo 3apaHee HOCTPOCHHBIM I'PaJAyHPOBOYHBIM Irpad)ukaM 3aBUCUMOCTEN OI-
TUYECKUX ITUIOTHOCTEH PacTBOPOB MpH JJMHE BOJHBI 498 HM oT KoHUeHTpauun MO B pacTBope 0o
MIpH JJTUHE BOJHBEI 663 HM OT KoHIeHTparuu MI™ B pacTBope. B kauecTBe pacTBOpa cpaBHEHUS HCTIONb-
30BaJM JUCTHJUIMPOBAHHYIO BOJY.

HccnenoBanue pa3mMepoB 4acTHIl METOJOM JTWHAMHYECKOTO CBETOPACCESHHS MO MOJEIH pacuéra
YaCcTOTHOTO CIIEKTPa MOIIHOCTH npoBowin ripu nomony aHanuzaropa NANOTRAC Flex. /s atoro
MpeBAPUTEILHO HABECKY MOpPOIIKa KoMo3uTa Maccoi 10,0 Mr B Teuenne 10 MUHYT TucneprupoBain
IpY IOMOIIM YIbTPa3ByKa B 5 MJI AUCTHJUIMPOBAHHOM BOABI IPU OXJIAXKICHUU Ha JIeASHOW OaHe, ocie
YETo MOJTYyYali CEpUI0 U3 JECATH IOCIeI0BAaTeIbHBIX JECATUCEKYHIHBIX ChEMOK C MOCIEAYIOIINM yC-
peHEeHHEM Pe3yIbTaTOB.

HccnenoBanne MOBEPXHOCTH M MEPBUYHOE OINPENEIICHHE JIEMEHTHOIO COCTaBa 0OpasloB BHIMIOJI-
HSIM Ha CKaAHUPYIOIIEM 3JIeKTpOHHOM Mukpockorie Jeol JSM-7001F ¢ yCKOpsIOUIMM HamnpsKeHHEM
20 kB, ocnaménnoro npuctaBkoii EDS Oxford INCA X-max 80 meromoM 3HEpro-aucriepcruoHHON
cnekrpomMetpun (I/C). s nmpenoTBpalieHusl HaKOIUIEHHs 3apsiaa o0pasipl NPEABAPUTENBHO HAIIBLIS-
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JIM B BaKyyMe 30JI0TOM IIPH MOMOIIY MarHeTPOHHOT'O BaKyyMHOTO HambuiuTens. CbEMKaA MPOBOIMIACH
npu kpatHocTH x20000 10 TPEM JTOKALHAM IUIOMANBI0 26,8 MKM® KaX/Iast ¢ MOCICAYIOIINM YCPeIHeHN-
€M pe3yJIbTAaTOB 3JIEMEHTHOTO aHAIN3A.

YTO4YHEHHE 3JE€MEHTHOTO COCTaBa MPOBOAWIM C HCIIOJIb30BAHHUEM OINTHKO-3MHUCCHOHHOTO CIICK-
TpoMeTpa ¢ HHIYKTUBHO-cBs3aHHOoU Tazmoit (MCIT-O2C) Agilent 5800.

UccnenoBanne 00bEMHOM MOPQOIOrUU KOMIIO3UTOB MPOBOJIMIM C ITOMOIIBIO IPOCBEUHBAIOIIETO
anekTpoHHOro mMukpockona Jeol JEM-2100F ¢ TepmomoneBoii mymkoi Ha ocHoBe katoaa LlloTTku n
yckopsmomuM HampspkenueMm 200 kB, nmetomiero mpoctpanctBeHHoe paspemenue 0,19 am. IIpobomnos-
TOTOBKA 3aKJI0YAIach B YJIBTPAa3BYKOBOM JIUCIIEPTUPOBAHUM 0OPa3IOB B STaHOJIC, HAHECEHUH HAa ME]I-
HYIO CETKY U MOCJIEIYIOLUIEM BBICYLTHBAHUH.

TepMoaHaTUTHUECKHUE HCCIEAOBAHUS MPOBOAMWIN HAa CHHXPOHHOM TEPMHUYECKOM aHaJIH3aTope
Netzsch STA Jupiter 449F1 ¢ nepxkatenem TI/ACK tuna S u xapOunkpeMHueBoi neusto. Mcnonp3oBa-
JI KOPYHAOBBIE MUKPOTHIIN (85 MKIJI) C KPBILIEYKON C Ta3000MEHHBIM OTBEPCTHEM, OKHCIUTEIBHYIO
atMocdepy (cyxoil Bo3ayx), CKOpOCTh npoAyBku 50 Mi/mMuH. ['a3000pa3Hble TPOIYKTH TEPMOJIN3a aHa-
JIM3UPOBAIM Ha KBaAPYMoJbHOM Macc-criekTpomerpe QMS 403C Aéolos. IIpeapapuTeibHO B peKUMe
CKaHMPOBAHUsI ONPENENININ, YTO U3 BCEX TEPMOJIM3HBIX ra30B JOCTOBEPHO (PUKCHPYIOTCS TOJIBKO HOH-
Hele Toku i 18, 44 u 64 Ila (H,O, CO, u SO, cooTBeTcTBeHHO). 111 Bcex 00pa3ioB B peXHMe MOHU-
TOpPYHTA 3alMCaHbl MAaCC-CIIEKTPHI AJIs1 MacCOBBIX uuncen 18, 44 u 64.

PenTtrenogasoBslii aHaIU3 MOPOIIKOB MpoBoawin Ha nudpakromerpe Rigaku Ultima IV ¢ uznyuye-
nuem CuKo B nuamazone 5-90 © mo 20 co ckopocThio ckanupoBanus 10 °/MuH.

VYaenpHYI0 TOBEPXHOCTh U paclpelesieHne MHKPO- U ME30I0p CHHTE3MPOBAHHBIX OOpa3LOB IO
pasmepam U 00BEMY HCCIIEIOBAJI METOIOM HU3KOTEMIIEPaTypHOH afcopOIMy a30Ta IpH TeMIIepaType
77 K ¢ npumenenuem mopomepa ASAP 2020 Micromeritics. Marepuaibl OABEpraiy Jera3anud Ipu
temneparype 100 °C B Teuenue 2 4, yaenbHbI 00BEM MOpP PaCCUUTHIBAIN C IPUMEHEHHEM ypaBHEHUS
Jybununa — AcTaxoBa, pacupefeieHue Mo pa3MepaM MHUKPOIOP OLIEHHBAJIM MO MOAENH XopBara —
Kasaz0o B auamnaszone ot 3,6 10 17 A, ¢ nonymenuem, uto popma MEKpPOTIOp cheprdecKas.

OcHOBHBIE UCCIIEIOBaHUS MPOBEACHBI Ha 000pYJIOBaHUH HAayYHO-0Opa3oBaTeNbHOroO Nentpa «Ha-
HoTexHoJorum» KOKHO-YpanbCKOro rocy1apcTBEHHOTO YHUBEPCUTETA. DIEMEHTHBIN aHallu3 METOJIOM
MAacc-CIIEKTPOMETPHH € MHIYKTUBHO-CBsI3aHHON na3moi ocymmecTsieH B OO0 «MXTLl «kKBAHT».

MarseTuT mosydand OCakJe€HHEM U3 CMECH BOJHBIX PAacTBOPOB COJIEH jkeje3a. 3a OCHOBY B3sTa
MeTojuka, onmcanHas B [13]. 2,29 r FeSO4-7H,0 u 2,15 r FeCl;-6H,0 pactBopstmu B 150 M1 mucTimm-
poBaHHOI Boab! Ipu Temmneparype 70 °C npu HenpepbIBHOM BO3IEHCTBHH ynbTpa3ByKa. HachlmeHHbBIM
pacTBOpoM ruapokcuaa ammonus pH cmecu mosogmiu g0 10. B teuenne Bcero mpouecca u emeé 4ac
rocJie 3aBeplicHus noaaepuBanu temmeparypy 70 °C, Y3-o0iydeHue U MepeMelnBaHue PEaKIIMOH-
HOW CMecH, MOCJIe Yero OTMBIBAJIHM YaCTHIIBI MarHETUTA AUCTHJUIMPOBAHHOM BOJOW MOCPEICTBOM LICH-
TpuyTrUpoOBaHUs IO OTPUIIATEIFHON PEaKIUi Ha MPOTHBOMOHBI UCXOJHBIX coiell. YacTHilbl HEe BBICY-
mwuBaid, a cpaszy crabunuzuposanu [IBC [14]. Ha sinpa Maraetuta HaHOCHIIM 000JIOUKY TTOJTHMBHHUIIO-
BOT0 CIIUPTA C LENbI0 MPEAOTBPAILEHHS arperaliy YacTUI] M 3aIUThl UX OT OKUCIICHHS MEPOKCHIOM
Boznopona. OcaxneHHble THAPATUPOBAHHBIC YACTUIBI MAarHETUTA IUCIEPTUPOBATIM B 33 MII TOpsUero
BoaHoro pacteopa [I1BC ¢ xonnentpanueii 20 r/n u BeiaepkuBaiu mnpu 70 °C u Y3-00i1ydeHuu B TeUe-
Hue yaca. [loxydanu ctabmibHyI0 cycnieH3Hi0, 00bEM KOTOpO goBoaMIHM 10 50 M1 ropsiueil IMCTUIIU-
POBaHHOM BOJOW M KOTOPYIO HEMOCPEACTBEHHO HCIIONB30BAaJIM NPH HAHECEHWH Ha YacCTHULBI MarHe-
tuT/[IBC BHENIHEH 000JI0UKH.

Ha monydenHble cTaOMIM3MPOBAHHBIC S/Ipa MarHETUTa HaHOCWIN (POTOKATATUTUYECKHA aKTUBHBIC
YaCTHUIIBI TUOKCUAA TUTaHA METOAOM TMAPOTEPAIBHOIO CHHTE3a; 32 OCHOBY B3SUIM METOAMKY, OMMCAH-
Hyto B [15]. U3 BomHOro pactBopa okcucyibdara THTAaHA OCAXKAATH THAPOKCHI THTAHA MPH IOMOIIN
pacTBOpa THIPOKCHIA HaTpus A0 NOCTIXeHHs 3HadeHus pH, paBHoro 5. CBexeocaxAeHHBIH THIPO-
KCHJ TUTaHa OTAEJISIM OT PEAKUMOHHON CMECHU MPHU MOMOIIY HEHTPU(YTH, OTMBIBAJIA BOJIOW U PacTBO-
psUIn B IIepeKUCH Bopopoja, noayurs 200 My BOZHOTO pacTBOpa MEPOKCOTHTAHOBOW KucioTsl (pH 9,
0,130 Mo/ o TUTaHY). Jlenuiu morydeHHbIH pacTBOp Ha JIEBATh paBHBIX Yacteil mo 50 mi. [Ipu BbI-
Jiep>KUBaHUM Ha JIeNITHON OaHe U MHTEHCHBHOM NIEpEMEIIMBAHNH K KaXKI0H YacTH MPHUINBAIH 33/ JaHHBIH
00béM cycnienzuu yactul Maraetut/[IBC. OnuuoHansHO BBOAWIN B KOMIIO3UTHI JHOKCHI KPEMHHUS,
MOJTyYEHHBIA METOOM ILIEIOYHOI0 rujpousa Terpadrokcucuiana (TOOC) nmo merony Illtodepa [16].
OO0BEM KaKIIOW MOJYYCHHOH cMecu (CM. TaOJuUIly) MOBOAWIN TUCTHUTMPOBAHHOM Bomoit mo 101 mur,
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MEPEHOCHITN B aBTOKIIAB 00bEMOM 150 M1 ¥ IPOBOAMIIM THAPOTEPMAIEHYIO 00pabOTKY B TeueHue 24 4
mpu temmeparype 180 °C u camoperynupyromemcs gapiennd. [locie n3BiedeHus U3 aBTOKIaBa YacTH-
bl OTMBIBAJIN JAUCTHUIMPOBAHHON BOAOM M cymmin noj Bakyymom npu 100 °C. Takum obpaszom, mo-
JY4EHO NEBSTh HENPOKAJIEHHBIX 00Pa3LOB KOMIIO3UTOB, KaXXAbli U3 KOTOPBIX JCIHIN HAa TPU PaBHBIC
YacTH, OJJHY U3 KOTOPBIX HE MPOKAIHMBAJIH, BTOPYIO M TPETHIO MPOKAIMBAIH B My(EIbHOW MEYH MPH
350 °C u 700 °C coOTBETCTBEHHO B TEUEHHE Yaca.

YcnoBus nony4eHus, pacyeTHbIN COCTaB U MacCOBbIN BbiIXxoa 06pa3LioB KOMNO3UTOB

O0BeM BBEIECHHOM PacueTHbIe MOIBHEIE .
O0BEM BBEICHHOTO 30715 MaccoBbli
KoMmo3ut | cycrneH3uu 4yacTuil " OTHOIIECHMS ATOMOB JKeJIe3a, N
KPEMHHUEBOM KUCIIOTHI, MIT BBIXOJ, %0
marueTut/IIBC, mi KpEMHHUS U THTaHa B oOpasiie

1 4,1 - 0,1:0,0:1,0 96
11 4,1 19,8 0,1:0,5:1,0 97
11 4,1 38,6 0,1:1,0:1,0 94
v 8,2 - 0,2:0,0:1,0 94
A% 8,2 19,8 0,2:0,5:1,0 93
VI 8,2 38,6 0,2:1,0:1,0 92
VII 12,2 - 0,3:0,0:1,0 97
VIII 12,2 19,8 0,3:0,5:1,0 94
IX 12,2 38,6 0,3:1,0:1,0 95

@DOTOKATATUTHYECKYIO aKTUBHOCTh ONPEACIUIN B peakuun pasnoxenus MI' u MO, obnydas pac-
TBOPBI B KBapLEBOM CTaKaHe IPH MOMOILM CBETOAMOAHOrO oOmyyarens (395 HM, monymMpHHA MHKa
u3nydeHust — 2 HM). Pabodast ocBEmEHHOCTL B peakTOpe, ONpe/ieieHHasi METOIOM akTHHOMeTpuu [17],
cocraBuna 600 Br/m’. Hagecky mopolnka kommosurta Maccoii 0,05 T HOMeIany B KBapleBblil CTaKaH
émkocteio 50 M1, nobasnsimu 25 mi pactBopa kpacurens (pH 6): MO — 6,0 mr/n, unmu MI' — 10,0 mr/m.
BrigepxuBanu cMech B TEMHOTE IIpU HarpeBaHuu 110 65 °C B TedeHue moiryyaca Jist 3aBEepIICHHUs] TEM-
HOBOH a71copOIuH, Mociie 0TOMpaIu IepByo Mpody, neHTpudyrupoanu e€ 10 MuH u B pyrare onpeze-
JIMJTM KOHLIEHTPALHMIO KpacuTels. 3aTeM Npo0y BMECTe ¢ OTAENEHHBIMH YacTHLIAaMK 00pasiia BO3Bpalia-
JIM B CTakaH. PacTBOp momemianu Ha MEXaHWYECKyIo Memaiky noj Y ®-o0mydenue Ha 60 MuH, BbLACD-
JKUBAJIM HAJI HEOJJMMOBBIM MarHUTOM B TEMHOTE B TEUEHHE Yaca, IEKAaHTUPOBAIH, HEHTPUPYTUPOBAIN U
0oTOHMpasii BTOPYIO MPOO0Y, B KOTOPOH M3MEPSUTH KOHLEHTPALMIO M BBIYUCISUIM MPOLEHT (HOTONECTPYK-
1 MO wmr MI'. XonocTol onbIT MPOBOAMIN B TEX JK€ YCIOBHUAX, HO 0e3 m00aBneHus (oToKaTanmn3a-
topa. [To Macce BBICYIIEHHBIX W3BICUYEHHBIX 00PA3I0B BHIYHUCIISIIN MATHUTHYIO H3BIICKAEMOCTb.

O0cy:xneHue pe3yJibTATOB

[IpumMep MOPOIIKOBBIX PEHTICHOBCKUX TU(PPAKTOrpaMM KOMITO3HTHBIX OOpa3lOB IpENCTaBICH
Ha puc. 1. Henpokanénnsle OecKpeMHHEBBIE KOMIIO3UTHl UMEIOT YMEPEHHYIO0 KPHUCTAUTUYHOCTh, B TO
BpeMsl Kak KpeMHHicolepKalie oOpasibl SBISIOTCS peHtrenoamopdueiMu. Ha andpakrorpammax
BCEX HEMPOKAIEHHBIX 00pa3loB MPHUCYTCTBYIOT peduieKchl MarHeTuTa u anatasa [18, 19]. [IpokanuBa-
aue npu 350 °C BeneT K MOBBIIICHUIO KPUCTAIMYHOCTH OECKPEMHHUEBBIX 00pa3loB U NMPAKTHYCCKH HE
BJIMSACT Ha KPUCTAIUIMYHOCTh KpeMHuiconepkamux. CyliecTBeHHAs 4acTh AMOKCHA THUTaHa B KPEM-
HUMCOIepXKaIINX KOMIIO3HUTaxX Jaxe mocie npokanuBaHust npu 350 °C octaeTca B peHTreHOaMOp(HON
(opme (TO ecTh B BUJIC YpE3BBIYAHHO MEJIIKHX KPHCTAIUIMTOB, CTAOMIIN3UPOBAHHBIX B MaTpHIIE KpEeMHe-
3ema). [IpokanuBanue npu 700 °C mpUBOAMT K MOSBICHUIO SPKOBBIPAKEHHBIX ITMKOB aHAaTa3a U TeMaTu-
Ta (BCICICTBHE OKHCJICHUS MarHETUTa KHuciaopoaoM Bo3ayxa) [20]. ITukos pyruna [21] na audpaxro-
rpaMMax o0pasuoB He 3a(HMKCHPOBAHO.

[Ipumepsl TepMOaHAIUTHYECKUX KPHUBBIX KOMIIO3UTHBIX OOpa3lloB MpPEACTaBIEHBl Ha pHC. 2.
Ha MC-cniektpax BUAHO, YTO yJaJieHHE BOJABI POUCXOIUT KaK Ha MPOKAJIEHHBIX, TAK U HA TEPMHUUCCKH
HeoOpaboTanHbIX OOpasuax. OCHOBHas MOTEps Macchl OOYCIIOBICHA YIaJCHHEM BOJBI, KOJIUYECTBO
JIpYyrux ra3oB He Benuko. HanGonee MHTEHCHBHOE OTIIEIUIEHHWE BOJBI HaOMIOAAaeTcs B HMHTEpBajiaX
80...200 u 200...350 °C, COOTBETCTBYIOIIUX YAAJCHUIO aCOPOMPOBAHHON Biard M BOIBI, 00pa3yro-
mieiics B pe3yibTaTe TemMreparypHoit okconsauuu OH-rpymm.
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HHTEeHMBHOCTL, OTH. €11
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Puc. 1. PeHTreHorpammbl 06pa3LoB ¢ pa3nnyHon TepMmoobpaboTkon:
a) obpaszel IX 6e3 npokanuBaHus; b) obpasey IX, npokanéHHbIn B MydenibHOW neyn
npu 350 °C B Te4yeHue Yaca; c) o6pasen IX, npokanéHHbIN B Myd)enbHON neyun
npu 700 °C B TeyeHue Yaca
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Puc. 2. Kpueble TT-ATMr-ACK-MC: a) o6pa3sen V; 6) o6pasen, V_700
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dusnyeckana xmmusa

VY aaneHue yrieKucloro rasa Takke MPOMCXOIUT B JBa dTama ¢ TeMIEepaTypHBIMH HHTEpBaJlaMU
200...350, 350...550 °C. Ilepssiii atan ynanenus CO,, BEpOsSTHO, COOTBETCTBYIOT YAAJICHUIO KapOoHa-
TOB M THAPOKapOOHATOB, aJCOPOMPOBAHHBIX HA MOBEPXHOCTH MOPHUCTHIX MarepuanoB. CoriacHO AaH-
HBIM CTaThH [22] BO BTOPOM TeMIiepaTypHoM uHTepBaie npoucxoaut okucienue [IBC. Emé onnoii 06-
HapY>KCHHON OCOOCHHOCTBIO SIBJIICTCS HAJIUYME B 00pasliax MPUMECHBIX CYJIb(aToB, UTO MOATBEPKIa-
€TCsl BBIAEIICHUEM CEPHUCTOrO Tra3a B ABYX TeMmeparypHbIX uHTepBanax — 700...850 u 850...1000 °C.
BepositHO, cynbdaTsl ancopOMpyOTCsl Ha siApax MarHeTUTa B XOJA€ MX CHHTE3a, a IPHU THAPOTepMalb-
HOW 00paboTKe YacTUYHO TMepecopOUpYyrOTCs Ha THTaHOKCHUAHOHM obomouke. IlepecopOupoBaHHBIC
Cyib(aThl pa3pymarTcs Npu Ooliee HU3KUX TeMIleparypax, 4eM Cyib(aThl, OCTaBIINECsS BO BHYTPEH-
HUX T0pax sJep MarHeTUTa.

PentrenoBckuit Mukpoanann3 Meto oM JJIC ¢ 3J1eMEeHTHBIM KapTHPOBAHUEM IOKA3all, YTO aTOMBI
JKelle3a PacIioiiokKEHbI B BUJIE HEKOTOPBIX 00JacTel ¢ 0ojiee BHICOKOH KOHIICHTpAIMEH, a aTOMBI KpeM-
HUSI M TUTaHa pacrpeseneHsl B o0pasuax pasHoMepHo. Ha puc. 3 B kadecTBe npuMepa noka3aHbl KapThl
pacrpeneneHus JIEMEHTOB sl KpeMHuiconepkamero oopasma Ne VIII. CpaBHeHHE pe3ysIbTaTOB diie-
MEHTHOTO aHanm3a, BeimoiaHeHHoro merogamu DJIC u UCIT-O2C, mokasano, 4To B OECKPEMHHEBBIX
o0pa3uax 1mo JaHHBIM 000MX METOJO0B SKCIEPHUMEHTAIILHBII 3JIEMEHTHBIH COCTaB OM30K K Pac4ETHOMY,
a B KpeMHHUUCOIepKaIluX HaOII0IaeTCsl CUIILHOE 3aBbIIIEHUE 0JIM KpeMHUS (B 4 pa3a Mo CpaBHEHUIO
¢ pacyéTHIM ¥ mony4eHHbIM MetogoM HCII-ODC). HaOmomaemas ommOka MOXXET OBITh CBs3aHa
C YaCTUYHBIM SKPaHUPOBAHUEM IyUKa 31eKTpoHOB COM IHOKCHAOM KpEeMHHS.

Ti Kal Fe Kol Si Kal

.- 1 | T |

lpm lum

Puc. 3. MNpumep kapTupoBaHus 3neMeHTOB KpeMHuncogepxawero obpasua Ne Vil

Pesynbprathl onpeneneHus pa3MepoB YacTUIl 00pa3oB KOMIIO3UTOB METOJOM AMHAMHYECKOTO CBE-
TOpaccesiHUsl TI0Ka3alld, YTO CPEeIHUI pa3Mep YacTWIl B BOJHOW cycmneH3uu cocTaBisgeT 160...165 um.
HUccnenoBannbie 00pa3ibl mMocie YIbTPa3ByKOBOTO AUCIEPTHPOBAHUS JEMOHCTPUPOBAIN y3KHE MOHO-
JUCTIEPCHBIC TTUKH paclpenesieHus yacTul 1o pasmepam. [lpu nmpokanuBanuy HabironaeTcs He3HAYH-
TEJIbHOE YMEHBIIIEHHE Pa3MepOB, COMIOCTABUMOE C OMMOKOW. TakuM 0Opa3om, crabuim3anus siaep mar-
HETHUTA MOJIMBUHUIIOBBIM CIIMPTOM HETIOCPCACTBECHHO ITOCJIC UX OCAXKICHUA IMO3BOJIACT KOHTPOJIUPOBATH
pasMepHbIe XapaKTEePUCTUKH KOMIIO3UTHBIX YACTHII.

Ha TI9M-u300pakeHusIX BUIHO, YTO 0Opas3ibl B IEIIOM MPEACTABISIOT CO00H HaHOKpUCTaTHYe-
ckue sapa maraetuta (8—10 HM), TOKpBITEIE O00OJIOUKOM W3 YACTHUI[ APYTUX KOMIIOHEHTOB (puc. 4).
Ha Oonee tsoxénbix sapax (oueBunHo, Fe;O,) pacmomnokeH ciioi Oonee JErKMX YacTHL JBYX THUIIOB
(SiO, u TiO,). TakuMm 00pa3om, B LIEJIOM B KPEMHHICOACPIKALIMX 00pa3iax HaOI0aaeTCs POopMUpPOBa-
HUE CTPYKTYPBI «IApo — obomouka» [23-25]. Ilpu 3TOM CTOMT OTMETHUTH, YTO K3-32 MArHUTHOTO B3aW-
MOJEHCTBUS IPYT C APYrOM YaCTHIIbl B 3HAYNTENILHON CTETICHU arperupoBaHbl.

OmpenienieHne yaenbHON MOBEPXHOCTH (Sy,) MOKa3allo, 4TO HENpPOKaJIEHHbIE OECKpPEeMHHEBBIE 00-
pasIibl MMEIOT YAETbHYIO MOBEPXHOCTH 0Ko0 100 M*/r, a kpemHuiiconepxkanme — 10 200 m>/r. Tlocie
NPOKAIMBAHMA YAEIbHAS MOBEPXHOCTh BCEX 00pasuoB cHmkaerca Ha =~ 20 %. OueBUAHO, BBEICHHE
amopdHbIX yacTul SiO, MPUBOIUT K JBYXKPATHOMY POCTY Sy;.
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Puc. 4. N3M-usobpaxeHue obpasua Ne IX_350
B pexume pa3oBOro KOHTpacra

BaxueHmyMu XapakTepUCTHKaMU TOJyYEHHBIX KOMIIO3UTOB C TOUYKH 3PEHHS MX MPAKTUYECKOTO
MPUMEHEHUS SBISIOTCS (OTOKATATMTHYECKAs aKTHBHOCTh M MarHUTHAasI M3BJIeKaeMocTh. Ha puc. 5a mo-
ka3zaHo paznoxxenue MI" u MO 3a gac npoBeaeHust GOTOAECTPYKLHMH, & HA PUC. 50 — MAarHUTHAS U3BJIe-
KaeMocTb. Bce uccnenoBaHHBIE KOMIIO3UTHI MPOAEMOHCTPUPOBAIN BBICOKYIO (DOTOKATATUTHYECKYIO
AKTUBHOCTH MO OTHOIIECHHUIO K MOJICIBbHBIM 3arpsi3HEHHUSIM, YTO CBHJIETENILCTBYET O MPAKTHUECKOIl BO3-
MOKHOCTH UX NIPUMEHEHUS.

OTH. MHTEHCUBHOCTb, YCAN. eq,. OTH. MHTEHCUBHOCTb, YCA. eAl.
100 100
s HeoOpaboTakHble
90 90 I npcKaﬂ(:-;::HHHe npu 350°C
80 80 npokanéHHbie npu 700°C
70 70
60 60
50 50
40 10
30 e Mr s HeoOpaGoTaHHble 30
20 npokanéxHsle npu 350°C 20 I
npokanéHHble Apw 700°C 10
10 W mwen 0
0 i m wv v v v vil IX L1l vV v vl Vil
Homep obpasuya Homep obpasya
a) 6)

Puc. 5. ®oTokaTanuTuyeckaa akTMUBHOCTb (@) 1 MarHUTHasA u3BrnekaemMocTb (6) obpasuoB

HecmoTpst Ha MEHBIIYIO YIETBHYIO MTOBEPXHOCTh, OECKpEMHHEBBIE 00pa3ilbl HMEIOT 3HAYUTEIHHO
OoJiee BBICOKYIO (POTOKATATUTUYECKYIO aKTHBHOCTD, YeM KpEMHHICO IepiKalllie, BCIEACTBUE Ooliee BbI-
COKOT'0 MacCOBOT'O COZEPKaHUs B HUX (POTOKATAIMTUIECKOH (a3bl aHaTa3a U OOJbIIeil KPUCTAIUTMYHO-
ctu OeckpeMHHMEBBIX 00pa3iioB. IIpokanuBanue npu 350 °C HE3HAYUTEILHO MOBBICHIIO (POTOKATAIUTH-
YEeKYI0 aKTHBHOCTb, BEPOSITHO, BCIICACTBHUE YACTUYHOTO PACKPBITHS (POTOKATATUTHYCCKH AKTUBHBIX
HeHTpoB. [lanpHeliee npokaavBaHUEe NPUBENIO K emé OoJbleMy POCTY JAHHOrO cBoicTBa. OmHaKo
MarHuTHas U3BJIEKaeMOCTb y 00pa3uoB, mpokanéHusix npu 700 °C, pe3ko ymnajia, O4eBHIHO, BCICICTBHE
OKHMCJICHHS MarHeTWTa B HEMAarHUTHBIH T'€MaTHT, YTO MOJTBEP)KIAeTCsS pe3yjbTaTaMH PEHTEHOBCKOU
mudpakuun. Takum 00pa3oM, MO COBOKYNMHOCTH (DOTOKATATUTUYECKOM aKTMBHOCTH W MAarHMTHOM W3-
BJICKAEMOCTH ONTHMAJILHBIMH YCJIOBUSIMH MTOJYYEHUS SIBISIIOTCS ycaoBus aist oopasua Ne VII 350.

3akioueHue

Pazpaborana MeToauka cHHTE3a, IPUBOASIIAS K 00pa30BaHUI0 KOMIIO3UTHBIX MaTEpHUajIOB COCTaBa
Fe;04/TiO, u Fe;04/Si0,/Ti0,, 001amaroniux yIoBIeTBOPUTEIIEHON MATHUTHON U3BIEKAEMOCThIO U (o-
TOKATAJIUTUYCCKOH aKTMBHOCTBIO B PEAKIUU (POTOACCTPYKIIMH METHICHOBOI'O TOJIyOOr0 ¥ METHIIOBOTO
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OpPaHXEBOT0. DKCIICPUMEHTAIBHO ONPEACIIEHHBINA 3JIEMEHTHBIA COCTaB KOMIIO3UTHBIX 00pa3IioB OJIM30K
K COCTaBy COOTBETCTBYIOIIMX >KUIKUX MpeKypcopoB. CTabMau3aIus 4acTUI] MarHeTUTa MOJMBUHIIIO-
BBIM CIIPTOM Ha CTAUM UX MOJYYEHUS MPUBOJUT K 0Opa30BAaHUIO HA X OCHOBE YaCTHI] THITA «SAPO —
000J109Kay, IMEIOIIUX Y3KOe paclpeielieHre Mo pa3MepaM B BOJHOU CYCIIEH3HHU TOCIE YIbTPa3BYKOBO-
ro aucnieprupoBanus. OOHapYKEHO, YTO KOMITO3UTHI C YHCTHIM JIMOKCHJIOM THTaHAa UMEIOT 00Jiee BBICO-
KYIO0 KPUCTaJUNTMYHOCTh U (POTOKATATUTHYECKYIO aKTHBHOCTb, YE€M ITOJTy4aeMbIe TI0 aHAIOTUYHOH METO-
JIUKE KOMIIO3UTHI CO CMEIIAHHBIM OKCUIOM KpeMHHUs-TUTaHa. [IpokanuBaHue KOMIO3UTOB MPU TEMIIE-
patype no 350 °C ynmanser 4yacTh aJicOpOMPOBAHHBIX B XOJI€ CHHTE3a BEUIECTB, HECKOJIBKO TOBBIMIAET
KPUCTAJUTMYHOCTh U arperaiyio 9YacTUIl, BCICACTBHE YeTO YIydiaeT (OTOKATATUTHISCKYIO0 aKTHBHOCTh
Y MarHUTHYIO U3BJIEKaEMOCTh 00Pa3IioB.
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In the present paper the composite materials based on Fe;04/TiO, and Fe;04/Si0,/TiO,
oxides, synthesized by the hydrothermal peroxide method, were studied. At the first stage, mag-
netite nanoparticles were precipitated by ammonium hydroxide from a mixture of aqueous solu-
tions of iron(Il) sulfate and iron(IIll) chloride under continuous exposure to ultrasound, after
which they were washed with distilled water. At the second stage, the resulting hydrated magne-
tite particles were stabilized with polyvinyl alcohol (PVA) by dispersing them under the action of
ultrasound in a hot saturated aqueous PV A solution. At the third stage, the photocatalytically ac-
tive particles based on titanium oxide were introduced into the composite by mixing the stabi-

BecTtHuk KOYplY. Cepusa «Xumus». 147
2023. T. 15, Ne 4. C. 139-148



dusnyeckana xmmusa

lized magnetite suspension with an aqueous solution of peroxotitanic acid (optionally introducing
a sol of silicic acid), followed by hydrothermal treatment of the mixture at 180°C for 24 hours,
washing, and drying under vacuum followed by calcination in a muffle furnace. The effect of the
molar content of iron and titanium on the properties of the samples, the introduction of silicon
dioxide into them, as well as various calcination temperatures, were studied. The photocatalytic
properties of the synthesized samples during photodegradation of methyl orange and methylene
blue, as well as their magnetic recovery from suspension, were studied. The physicochemical
characterization of the samples was performed using high-resolution scanning electron microsco-
py, energy-dispersive X-ray spectroscopy, high-resolution transmission electron microscopy,
powder X-ray diffraction, low-temperature nitrogen sorption porosimetry, inductively coupled
plasma mass spectrometry, thermal analysis (TG-DSC), combined with mass spectrometry of
gaseous thermolysis products. The optimal conditions for the synthesis of composites exhibiting
the best combination of photocatalytic and magnetic properties were determined. The resulting
photocatalysts can be used to purify water from dyes, followed by extraction using a magnet.

Keywords: titanium dioxide, magnetite, silicon dioxide, composite photocatalysts, photoca-
talytic activity, photocatalytic tests, dyes
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