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rMOPOTEPMAIbHbIA CUHTE3 HAHOOAUCMNEPCHOWM «XXENE3HOU
CNIOOKU» U3 XKENTONO XXENE30OOKUCHOIO MUIrMEHTA

A.A. Xepebuyoe, B.Ll. Mupacoe, [.I'. Knewee, JI.H. 3apunoea
FOxHO-Ypanbsckuli eocydapcmeeHHbill yHusepcumem, 2. YensabuHck, Poccus

UzydeHO BIHAHHEC TEMIECPATY Pl MPSABAPHTEIBHOM TePMOOOPAOOTKH HA BO3AYXE KEITOTO
skene3o0kucHOro TmrMeHTa (¢paza o-FeOOH) B muTepBane temmeparyp ¢ or 150 mo 200 °C
HA AWCHCPCHBIH COCTaB <«wkKenesHoM cmoakm» (faza o-Fe,O; ¢ mmacturuaroir  (opmoi
KPHCTAJIIOB), KOTOpad 00pasyeTcs mpH THApOTepManbHOH o0paborke (230+5 °C) obpasuos
JKEJITOTO KEIC300KHCHOTO MATMEHTA B BOJHOM PACTBOPE THOPOKCHIA KANHSA C KOHLCHTpALHUCH
3,5 Momb/m.  YCTaHOBIGHO, YTO C VBCJHMUCHHEM TEMIICPATYPHl  IPECIBAPUTEIHHOH
TepmooOpadoTke oT 150 1o 200 °C pazmep obmacTe KOTSPEHTHOTO PACCEsTHUS, PACCUUTAHHBIN
W3 JAHHBIX PSHTTCHO(A30BOTO AHANM3A H CPSITHAH pasMep KPHCTALIOB d «KEJIC3HOH CITFOIKI
(B IITOCKOCTH TMJIACTHHBI), HAOMFOJACMBII C MOMOIIBIO PACTPOBOTO 3ICKTPOHHOTO MHKPOCKOIA,
VMCHBIIAKOTCS IO CPAaBHCHHIO C 00pasmaMd, HE NPOLICAMHMH MPSIBAPHTCIBHYIO
TEpMOOOPAabOTKY, COOTBETCTBEHHO B ~2 M ~20 pa3. CymecTBEHHOE H3MCHEHHE (DOPMBI
kpucramiop ucxogHo (o-FeOOH — wrosmpuaras (opma KpuCTammioB) u oOpasyromehcsa (as
(o-Fe,O3 — mmactuH4aras gopma KpHCTALIOB) npu (ha30BOM IPEBPALICHUH CBHICTCIBCTBYET O
ToM, uro mpespameHue o-FeOOH — a-Fe,O; mpoTekaer mo MeXaHW3My «PacTBOPECHHE —
OCQKICHHC» IYTEM PACTBOPCHHUS KPHCTAIUIOB HEPABHOBECHOW B JAHHBIX TEPMOIHHAMHYCSCKHX
yemosmax (passl (a-FeOOH), 00pa3oBaHUs 3apoIbIICH H POCTA KPHCTAIOB PABHOBECHOH (Dasbl
(o-Fe,03). CoenaH BBIBOA 00 00pa3oBaHNH 3apoasimch o-Fe,O; HA MOBEPXHOCTH KPHCTAILIOB
JKEITOTO  JKEJIC300KHCHOTO IHTMEHTA B IIPOLECCE TPEABAPUTEIBHOH TepMOOOPAOOTKH.
KommuecTBo 00pazoBaBmmxcsi 3apoAplmeii Tem OOJbINE, UM BBINE TEMIEparypa ! H
MPOJOJDKUTEIBHOCTD T MPESABAPHTEIBHOM TepMOOOPAOOTKA. ITH mapaMeTpsl (f U T) TO3BOLIOT
LCTICHAMPABICHHO BAPBHPOBATH KOJIHYECTBO 3apompimedt o-Fe,O; W, kak cCieacTsue,
JUCTIEPCHBIN COCTAB «OKEJIC3HOU CITFOIKI.

Knoueswie cnosa: «xcenesnas CﬂIOOKLZ)), cemum, eudpomepMaﬂbHa}z 06pa60m1<a.

Beeaenne

HanoaucnepcHsie okcuapl 3d-METamIOB MUPOKO HCHONB3YVIOTCS B PA3NHUHBIX 00IACTAX HAYKH U
texHukd [1-3]. B wactHOCTH, OKcHan! skene3a(lll) Hammm npuMeHEHHE B Ka4eCTBE COPOCHTOB TSXKEIIBIX
METaIOB, KOMIOHCHTOB MAarHUTHBIX KHIKOCTEH, KAaTAIN3aTOPOB XUMHUUCCKUX PEaKLUi, HeopraHude-
CKHX MUTMCHTOB, HOTUPYIOMINX CPCACTB, KOMIIOHCHTOB KepaMuku u ap. [3—-6]. Kpome toro, okcun xke-
aeza(lll) a-moaudukauu ¢ MIACTUHIATHIM TA0UTYCOM KPUCTAIUIOB, U3BECTHBIN MO/ HA3BAHHUCM (K-
ne3nasn cnogkay (KC), mpuMeHseTcs B Ka4eCTBE TCPMOCTOMKOIO MUTMEHTA B TPYHTOBKAX H Kpackax
JUTSL 3AIMUATHL OT KOPPO3HUH METAIUTHYIECKUX KOHCTPYKITHi [4]. PasnuuaroT mpupoHYIO U CHHTETHIECKYIO
JKC. Ipupoanas KC xapakrepuzyercs Boicokod nonuaucnepcHocTro. Cunretnieckas KC donee ox-
HOPOJHA IO AUCTICPCHOMY COCTaBY U 001agacT 6ojee BBICOKUMH (YHKIHOHATBHBIMU cBOMcTBamu. M3-
BECTHO, YTO (PU3HKO-XUMHUCCKHC CBOMCTBA JUCTICPCHBIX MATCPHATIOB B 3HAYUTCIBHON CTCIICHH 3aBUCHT
OT cpeHero pasMepa Kpuctamios d |1, 4]. OcoOwlii HHTEpEC MPEACTABIIIOT HAHOAKCIICPCHBIC 00pa3IIbl
JKC, xoTopBIc MOTYT HCTIONB30BAThCA B IAKOKPACOYHBIX PELECNITYPAX C HU3KOH BA3KOCTHEO CBA3VIOLIETO.
[TosToMy mOMCK METOIOB, MO3BOJIOIIUX LICICHANPABICHHO BapbHpoBarTh aucnepcHblid coctas JKC,
MPEACTaBIICT COOOH BAXKHYIO HAYVIHVIO H MPAKTHUCCKYIO 3a7a4y.

B mocneanue mBaauate JeT OOMBINOC PAa3BUTHE MOIYYUI THAPOTCPMATIBHBIA CIIOCOD MOTYUCHHS
HAHOTUCTICPCHBIX OKCHAOB 3d-meTamios [1, 2, 7-9], B ToM uucne ero MOIu(HKALNH C HAJOKCHUEM
BHCIITHUX BO3ACHCTBHUU (YJIBTPA3BYK, MHUKPOBOJHOBOE u3nyucHue) [10-14], mossomsonuii: a) cymecT-
BEHHO COKPATHUTh MPOJOKHTEIBHOCTE CHHTE3a; 0) MOIYYaTh BEICOKOIUCIICPCHBIC MATCPHAIIEL ¢ Y3KHM
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pacmpeacIcHueM JacTull mo pasmepaM. M3eectro [3, 8], 4T0 HAHOAUCTICPCHBIC OKCUTHIPOKCHIBI XKCIIC-
3a(Ill), manpumep v- u 8-FeOOH, npu tepMooOpaboTke B pacTBOpax MOT'YT UCHBITHIBATH MPCBPAILCHUS
B ¢asel a-FeOOH mmu «-Fe,0;, npuueM KUHETHKA NPEeBPAIICHUM, CpeAHUH pasMep U MOpQoIorus
Kpuctannos ¢opmupyiomuxcs a3 3aBHCAT OT TeMIOEparypel, (aszoBoro W JUCIECPCHOTO COCTABa
FeOOH u nonnoro cocrasa pactsopa. [lo manueiv [15, 16], npu ruaporepmansHoii oopadotke (I'TO)
a- u y-FeOOH B pacteopax NaOH ¢ koHieHTpamueii ~ 5 Moas/aM° obpasyercs Mukpoaucnepcras JKC
CO CPEIHHM PasMepPOM KPUCTALIOB d B IIIOCKOCTH MIacTUHBI 3—10 MKM.

B pabotax [17, 18] paccMOTpEHBI OCHOBHBIC 3aKOHOMEPHOCTH CHOC00a MOTYYCHHS HAHOIUCTICPC-
Ho#t XKC ¢ Benmunnoit d ~ 100 HM, BKIFOUAOIUE CTAAUK OKHUCJICHHS BOJAHOTO pacTBOpa Cyibdara xe-
ae3a(ll) mepokcumoM BogOpOA ¢ moayueHHEeM HaHomucnepcHeix oopasios FeOOH, ormpiBku ocanka
ot cynbdara kamus, nocaeayromen ['TO FeOOH B pacteope KOH, ormbieku JKC ot BomopacTBOpUMBIX
coned u cymku nurMenta. QOaHako u3-3a HU3KoU ckopoctd puiastpaunu cycnenzuu FeOOH, npumene-
HUS B KaYECTBC OKHCISIOUICTO arcHTa MEPOKCHAA BOJOPOJA, & TAKKE HEOOXOOUMOCTH YTHIH3HPOBAThH
00pa3yIOIIMICS HA CTaJUH OKUCICHHS BOJHBINA PACTBOP CynbdarTa IEI0THOr0 METaIa JaHHbBIH cnocod
XapakTepU3yeTcs HU3KOH peHTabeIbHOCTRIO.

HzeectHO, uto (aser a-FeOOH u a-Fe,0; nmeror Onu3kue CTPYKTYPHBIC MOTHBBI, IPUYEM IPH
TepMoobpaboTke Ha Bozayxe Paza o-FeOOH mpu temneparypax Beime 200 °C HcnbITBIBACT OpeBpaLLc-
Hue B Ppazy a-Fe,0; [19]. MoxHo oxuzars, uto npeasapurenbHas Tepmoodpadotka a-FeOOH B un-
repeane 150-200 °C moxer nHHIMupoBath Gopmuposanne 3apogpiuci daser a-Fe,0s, u, kak creact-
BHC, TIPUBEACT K YMeHbIeHNIO pazmepa kpuctamnos JKC. [IpoBepka AaHHOU THIOTE3Bl U COCTABHIIO
3aMa4y AAHHOU paboThI.

O0BbeKTbI H METOABLI HCCJIEI0BAHUS

B xauectse ucxomnoro obpaszua o-FeOOH ncnonp3oBamy sKEATHIH KEIC300KUCHBIH TUIMEHT Map-
ku K-1 mo 'OCT 18172-80 «IIurmeHT *)enThiii xkene300kucHbii» mpoussoiactea OAQ «Cymbrxum-
mpom» (Ykpanna). HaBecku oOpasua B KOIHUYSCTBE 25 T MOABEPTIH H30TCPMHUSCKOH TEPMOOOPabOTKE
Ha BO3ayxe B TeueHue | waca mpu temmeparypax 150, 175 u 200 °C (Turnu ¢ obpa3naMu CTaBUIH B pa-
30TPETHIH A0 3adaHHOW TeMmeparyprl cynabHell mkad). Hamee nexomusii (K-1,.;) v noagepruyTeie
TepMoodpadoTke obpasupr (K-1,, t — Temoeparypa TepMooOpabOTKH) Py IbIUPOBATIN B BOJHOM pac-
tBope KOH ¢ koHueHtpamueit 3,5 Moab/n ¥ modydyaan CYCICH3UM ¢ KOHICHTpauueH TBepAon (asel
~50 r/n B mepecuere Ha Fe,0;. CycneH3un 3arpy:kaind B CTAIbHBIC aBTOKJIABBl eMKOCThIO 70 M, yTe-
poBaHHBIE U3HYTPHU (roporuacToM (ko3ddHuureHT 3anonHeHus apTokaasa 0,8). ABTOKIABE MOMEIIATH
B npeasaputensHo Harpetsid Tepmomkad tnma CHOJL I'TO nmposogumu npu remmneparype 23015 °C B
teucHue 4 4. Bpems Harpeea aBTOKJIABOB 10 3aJaHHOH TeMmepaTtypbl He mpeBbimano 0,5 u. O6pasipl
OTMBIBAJIH BOAOH OT INCI0YH U BBICYIIMBAIM 10 MOCTOSIHHOM Macchl npu 105 °C.

Cocras 00pasnoB ONpeAcsSIM U3 JAHHBIX TCPMOTPABHUMETPUH H MACC-CICKTPOCKONNHU (CHHXPOH-
Hbli Tepmuueckuii aHamuzatop Netzsch STA 449C Jupiter, coBMCIIEHHBIH ¢ KBAaIPYIOIBHBIM MacC-
criekrpomeTpoM QMS 403C Aecolos qist aHanmu3a BBIASISIOMIMXCS FA30B; 3AMUCh TCPMOAHATUTHUCCKUX
KPHUBBIX npoBoaunu B uaTepBane TeMmepatyp 20-1000 °C B KOpYHAOBBEIX THIIISX CO CKOPOCTBIO Harpe-
Ba 10 K/mun B Toke Bozayxa 20 mi/muH), a ux ¢Ga3oBbiii COCTAB — METOAOM PEHTICHOGA30BOr0 AHAIH3A
(PD®A) na audpaxromerpe Rigaku Ultima IV. Pasmep obnacteii korepentHoro pacceusanus (OKP) a-
FeOOH u a-Fe,0; paccuntsiamu o gopmyne Hebas, nexons n3 GU3HIECKOTO VIDUPCHHS PedhIeKCOB.
DeMEHTHBIH (METOA PEHTICHODIYOPECICHTHOTO criekTpaapHOoro anainusa — PCA) u gucnepcHsiii (Me-
TOX PacTPOBOH 3ICKTPOHHOH MHKpockonuu — POM) coctaBbl 00pa3noB onpee/siik Ha PacTpOBOM
snexktpoHHOM MuKkpockorie JEOL JSM-7001F, o6opynoBaHHOM peHTreHO(IYOPECLECHTHBIM SHEPTOAKC-
nepcronHbM ciekTpomerpom Oxford INCA X-max 80.

PesynbTaThl M HX 00CyKAEHHE

[To panaeiM POA (puc. 1, a) u POM (puc. 2, a) obpazen K-1,., aBasercsa oxnodazneim (dasza a-
FeOOH) ¢ xapaxrepHbiMu 171 3TOH (aszel KpUCTAIAMH HroiapdaTol Gopmsl pazmepom 600-1000 aM B
amuHy B 60-120 am B monepeunuke, pasmep OKP — 30-34 am. ObGpaszen; coaepKuT npuMech cephl B
koauuectee 0,38 macc. % (cM. TabauIy), SABASIOMIYIOCS CACACTBUCM MONYUCHUS JKEITOTO KEIC300KHUC-
Horo nurmeHTa u3 pacteopa FeSO,. [1o manHBIM TEpMOrpaBUMETPHUH H3MECHEHHE (YMEHBIICHHE) MACCHI

50 Bulletin of the South Ural State University. Ser. Chemistry.
2019, vol. 11, no. 2, pp. 49-57



Xepebuyoe .A., Mupacoe B.L1., TudpomepmanbHbili cuHmMe3 HaHoducrepcHol
Knewiee [i.I".,, 3apunoea J1.H. «€KesIe3HOU cI10OKU» U3 )KesImozo XKeJjle300KUCHO20 fluzMeHma

120000

100000+
80000 4
60000 A

40000 + L
e
BIO

N{?’\

20000 A
-\(\L.J
0

HMHuTeHcBHOCTE, OTH. eh.

0 T T

0 70 90
Yrom 26, ¢

=

Puc. 1. PeHTreHorpammbl 06pasuoB M-1,cx (a) n X-1290 (6), a Takke «KenesHon crnioaku»,
nony4veHHoun npu 'O ob6pazua X-1, (B). 3Be3goukaMmn ob6o3HauveHkl crabkble pedrnekcsl,
COOTBeTCTBYIOLME HaHOPa3MepPHbIM 3apobllleBbIM KpucTannam a-Fe;O;

Puc. 2. Mopconorus o6paszuob retuta K-1ucx (a) n X-1200 (6) n «:kenesHown crirogkn», nonyvyeHHon nocne MO
obpasuoB XK-1ucx (B) u XK-1200 (r)
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obpasua XK-1,., MPOHCXOAUT B HECKOIBKO 3TANOB B INHPOKOM TEMICPATypHOM HHTEpBane oT 60 1o
1000 °C (puc. 3). OtHOCHUTEIFHOE OOIIEE YMEHBIIICHHE MACCH 00pa3iia B 3TOM TEMIICPATyPHOM HHTEPBA-
1e coctasageT 12,31 %. Teopetrueckoe 3HaueHue qs crexuomerprdeckoro FeOOH pasro 10,14 %, urto
COTJIACYSTCH C IKCICPUMEHTOM IPH YYETS MOTePh aiacopOuposanHoii Boabl Huke 203 °C u SO; B
632 °C. Ha xpueoii au¢dpepenunansaoro Tepmuaeckoro anamusa ([ TA) dukcupyrorcs aga 3a103¢dexta
U TPU CTYNICHH NOTEPU MACChI ¢ HAYAIOM NPEBpalcHuUs mpu Temmeparypax 203, 289 u 632 °C.

Mpumecu B o6pasuax K-1ucx, X-1200 u 2KC no pgaHHbIiM PCA

1)
O6pasen Co;[epchaHHe IIPHUMECHBIX 3JIeMeHTOB,KA) Macc.
K1, 0,38 0
HK-1o00 0,40 0
KC (OK-100) 0 0,07
KC (OK-1500) 0 0,08
100
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Puc. 3. TepmorpaBuMeTpuyeckme U Macc-crnekTpoMeTpuieckue AaHHble npouecca TepMonusa
obpasua XK-1ucx: Tl — ymMeHbleHne Maccbl o6pasua, Tl — cKopocTb yMeHbLIeHUs Macchbl,
OCK - TennoBoi notokK; H20 — KpuBasi MOHHOTO TOKa BOAbI

Macc-criekTpoMeTpHICSCKIE UCCICIOBAHUS COCTABA ra30Boi (pa3bl mokasanu, YTo NEpBbId U BTOPOI
3HI03(hdeKTH 00YCIOBACHBI Aeruaparanucii (puc. 3), a TPeTHH — MPOLIECCOM Pa3IOKCHUS Cynbdar-
noHoB. [lo manaeiM POA, obpaszen XK-1,,,, npokancuuelii npu Temreparypax sbie 300 °C, ucnbITeiBa-
et npespameHue B a-Fe,0;. M3 comocrtaBneHms MOyYCHHBIX JAHHBIX C JTATCPATYPHBIMU [8] MOKHO
3aKIMIOYHUTE, YTO TPH MEPBOM H BTOpoM 3HI03(¢ekTax vaansgercs KoHCTUTynuoHHas soxa (OH-
rpymmel), a npu temreparypax Hiwke 200 °C — dusuuecku agcopOupoBaHHas BoAa. Toraa sMoupude-
ckyio popmyay obpasua K-1,., moxkuo npeacrasure B Buae (Fe,0;H,0)nH,OyS0;, a ero tepmuue-

CKHE MPEBPALICHUS TIPU TCPMOOOPAGOTKE — B BUAEC CICTYIOIICH CXEMBI
20-200° C 200-350°C

(FCQOg'HQO)nHQO'}/803 EE— (FCQOQHQO)'}/SOg —

=630°C
FCQOg'ySO3 B F6203,

TIC 17 Uy — coAcpKaHue B oOpasie agcopOUpOBaHHON BOJIBI M OKCHAA cephl, B nepecuere Ha Fe,0;. U3
JaHHBIX TEPMOTPABUMETPHH OmpeIeIeHsl Benmdaunsl # U y: n = 0,14 n y = 0,024. Hanmune aByx cryme-
HEH motepu Maccel B Auamasone temmeparyp 200-350 °C u 3ametHOll motepu maccwl (1 macc. %)
B nuanazone 350-630 °C cBHICTEIBCTBYET O CIIOKHOM TpexatanHoM npespaineauu o-FeOOH B a-Fe,0;.
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Pentrenorpammer 06pasios K-1,50 u XK-1,75 mo cpasuenuio ¢ XK-1,x HC UMECIOT CYIIECTBEHHBIX
OTITUYMH, a HA peHTreHorpamve odpasua -1, HaOMIOAAOTCS JOTMONTHUTEIBHBIC Cla0be pedaeKCh
MmpH yriax Audpaxiud, COOTBETCTBYIOIINX HAWOOICe MHTCHCUBHBIM mukaM dassl a-Fe,0; (puc. 1).
Pazmep OKP ¢assr a-FeOOH nmpaktuueckn He 3aBHCHT OT TeMmeparypsl repmoodpadorku: 30-34 Hm
(OK-1,) u 31-33 am (K-1,59). Metomamu POM u PCA Taxke HE BBISIBJICHO CYIICCTBCHHBIX OTIHYNI
B 3JCMCHTHOM coctaBe u Mopdosoruu kpuctamuios a-FeOOH oGpasuos XK-1,, mogBeprayThix mpea-
BapUTEIBHOU TepMoobpabotke (puc. 2, 6). Cpeannii pasmep Hroiapuatex kpuctamwios o-FeOOH 06-
pasua K-1,p0 Mo FaHHBIM 3MCKTPOHHON MUKpOCcKomuHu cocTasiacT ~700 am B amuHy 1 ~100 HM B O-
MEPECYHHKE.

[To nanusM POA Bce oOpasuer, moasepruyteic I'TO B pactBope KOH, ncneitanu npepparmenue
B a-Fe,0; (puc. 1, B) ¢ mnactuHuateiM raburycom kpuctamnos. [Ipu stom cpeannii pazmep OKP u
KPHCTANIOB B 3HAYUTEIBHON CTCTICHH 3aBUCAT OT TEMIEPATYPBl NMPEIBAPUTEIBHON TepMOOOpadoT-
ku oOpasua reruta. B vactHoctu, npu I'TO o6pasuos XK-1,., u K-1;5 o6pasyercs XKC ¢ pasmepom
OKP ~65 HM ¢ THHEHHBIM Pa3MEPOM KPHUCTANIOB 1-2 MKM B IIIOCKOCTH IIACTUHE (puc. 2, B). [lpu
VBCIHUCHHH TEMIICPATYPHl NPEABAPUTEIBHOH TepMooOpaboTkm yMmeHbmaercs kak pasmep OKP
(50 u 33 um y obpasuos KC, monyucHubix u3 K-1;75 u HK-1,00, COOTBETCTBEHHO), TaK U CPCAHHUI
pasmep kpuctanios KC — no 70-150 Hm B mtockocTu miaactunsl y odpasua KC, monyueHHOro U3
)K-lzoo (pI/IC 2, F).

CornacHo oOLICIPUHATHIM MPEACTABICHUAM NPEBPAIICHHIS HEPABHOBECHBIX OKCHIHIPOKCHIOB JKe-
ne3a (II) B pacTBOpax peanu3yroTcs MO MEXaHHU3MY «pacTBopeHus — ocaxacHus» (POM), mytem pac-
TBOPCHHS KPUCTAINIOB HEPABHOBCCHOW B JAHHBIX TCPMOIMHAMHUCCKHX YCIOBHAX (pasbl, oOpa3oBaHus
3apPOBIIICH U POCTA KPUCTAJLIOB PABHOBECHOH (ha3bl. ITHUM, B YACTHOCTH OOBSICHIFOTCS CYIICCTBSHHBIC
pazauuns B Moponoruu u nuneiiHoM pasmepe kpucramios o-FeOOH u a-Fe,0;. Jlumurupyromeit cra-
JUCH MPEBpaLICHUH, MpoTekamux no MexanmsMy POM, kax mpaBuio, BRICTYHACT cTaaus oOpa3oBa-
Husl 3apoapiineii HoBou (aser [20]. MOKHO JOMYCTHUTE, YTO B MPOLISCCE MPEIBAPUTESIBHON TepMoobpa-
6oTku Ha Bo3xyxe obpasua XK-1,. B pe3yaprare YaCTHIHOHN ACTHAPATALHH HA MOBEPXHOCTH KPUCTAI-
108 a-FeOOH nossnatorcs HaHOpasMepHsble 3apoabimy (asel a-Fe,0;. B monp3y takoro mpeamonozxe-
HUS CBUJCTEIbCTBYET Hamuuue ciabbix pedrekcos atoit daszel Ha peHtrenorpamme K-1,00, a Takxke u3-
MeHeHue mMacchl oopasua K-1,., mpu temneparype soime 200 °C, COOTBETCTBYIOLIEE HAYATY TEPMOIH3a
a-FeOOH (puc. 3). EctectBeHHO, uT0 KOIH4eCTBO 3apoasimncii dasel a-Fe,0; tem Gosnblie, 1em Bbilne
TeMmeparypa t U MpOAOIDKHTEIBHOCTh T MPEABAPHTENBHON TepMoobpadotku. Ilpu dukcuposannoM
mucnepcHoMm coctase 0-FeOOH stu mapamerpst (t 1 T) MO3BOSIIOT IC/ICHANPABICHHO BAPBUPOBATH KO-
AUUCCTBO 3aposimei o-Fe,Q; u aucnepcHsiii coctas KC.

BoiBoabl

VY cTaHOBIICHA 3aBHCUMOCTD AUCIICPCHOTO COCTABA (OKCIC3HOH CIEOAKMY», 00pa3yroIeics mpy ruj-
poTepManbHON 00pabOTKE JKEITOrO JKEIC300KHCHOTO MUrMeHTa B BogHoM pacteope KOH, ot Temmepa-
TYpHI TIpeABapUTEIbHON TepMoobpadotku (uuTepBan 150-200 °C) murmenTa Ha Bozayxe. C yeBemuue-
HUEM TeMreparypsl TepMooGpaboTku BioTe mo 200 °C cpenHHEl pa3Mep KPUCTAIIIOB (GKEIC3HOU
CITIOIKW TIO CPABHEHHIO C 00pa3lioM, He MOABEPrHYTHIM TepMooOpadoTke, ymenbpmaercs B ~20 pas, 4to
oOwsicHsICTCs 0OpasoBanueM 3apobiieii o-Fe,0; Ha nmosepxHOocTH Kpuctawios dassr a-FeOOH B mpo-
LEecce TePMOOOPabOTKH.

Cratbst BbinoniHeHa mnpu mnoaaeps:kke IlpaBurennctea P® (Ilocranosnenue Ne 211
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HYDROTHERMAL SYNTHESIS OF NANODISPERSED “IRON MICA”
FROM YELLOW IRON OXIDE PIGMENT

D.A. Zherebtsov, zherebtcovda@susu.ru

V.Sh. Mirasov, mirasov@gmail.com

D.G. Kleschev, kleshchevdg@susu.ru

L.N. Zaripova, liliya-zaripova@mail.ru

South Ural State University, Chelyabinsk, Russian Federation

The temperatures within the 150-200 °C interval of preliminary heat treatment of yellow
iron oxide pigment (the «-FeOOH phase) influence the disperse composition of “iron mica”
(the a-Fe,O; phase with platelet crystals), which is formed at hydrothermal treatment (230+5 °C)
of the samples of yellow iron oxide pigment in aqueous solution of potassium hydroxide with 3.5
M concentration. It has been found that increasing temperature of preliminary heat treatment
from 150 to 200 °C leads to decreasing sizes of coherent scattering regions, calculated from the
X-ray phase analysis data, as well as the mean size of the d crystals of “iron mica” (in the plate
plane), observed with the use of scanning electron microscope, by ~ 2 and ~ 20 times, respective-
ly, compared to the samples without preliminary heat treatment. Significant change in the form of
the crystals of initial (o-FeOOH has needle-like crystals) and resultant phases (a-Fe,Os has
platelet crystals) during phase transition testifies that the transformation of o-FeOOH
into o-Fe,0; proceeds according to the “dissolution — precipitation” mechanism, by way of dis-
solution of the phase that is nonequilibrial at the given thermodynamic conditions (a-FeOOH),
formation of nuclei and growth of the equilibrium phase crystals (a-Fe,Os). The conclusion has been
made concerning formation of the a-Fe,Os nuclei on the surface of the yellow iron oxide crystals in
the process of preliminary heat treatment. The number of the formed nuclei is greater at higher
temperature t and duration t of the preliminary heat treatment. These parameters (t and ) let in-
tentionally vary the number of the a-Fe,O; nuclei, and, consequently, the disperse composition of
“iron mica”.

Keywords: “iron mica”, gothite, hydrothermal treatment.
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