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rMAPOTEPMANbHbIA CUHTE3 HAHOOUCIMEPCHON «XXEJNE3HOW
CNIOAKU» U3 XKEJNTOINO XXENE3OOKUCHOIO NMUIMEHTA

A.A. Xepebuyoes, B.LU. Mupacos, 4.I'. Knewees, J1.H. 3apunoea
HOxHo-Yparnbckul eocydapcmeeHHbil yHuUsepcumem, 2. HensbuHck, Poccus

W3ydeHo BiwsiHUE TeMIIEpaTyphl IPEABAPUTEIBHON TepMOOOPaOOTKH Ha BO3AYyXE HKEITOTO
skene3ookucHoro nmurmenta (daza a-FeOOH) B maTepBane temmneparyp ¢ ot 150 mo 200 °C
Ha TUCIIEPCHBIA cocTaB <okenesHor cmonkm» (dasza o-Fe,O; ¢ mmactuHyaroir  (opmoit
KpUCTAIJIOB), KOTOpas oOpa3yercs Mpu TuApoTepMaibHOi oOpadotke (23015 °C) obpasion
JKEJITOTO KEJIE300KUCHOTO MUTMEHTA B BOJHOM PAacTBOPE T'MAPOKCHJA KalHs C KOHIIEHTpaluei
3,5 M™omp/m.  YCTaHOBIEHO, UYTO C YyBEIHMYCHWEM TEMIICPATyphl IpeIBapUTEIEHON
TepMoobOpadboTku ot 150 1o 200 °C pa3mep o61acTeil KOT€pEHTHOTO PACCESTHUSI, PACCUUTAHHBIN
U3 JaHHBIX PEHTTCHO()A30BOTO aHAHM3a U CPESOHUN pa3Mep KPUCTAIIOB d <OKENE3HOU CITFOIIKIY
(B IJIOCKOCTH TUTACTHHEI), HAOIIOAAEMBIA C MMOMOIIBIO PACTPOBOTO 3JICKTPOHHOTO MHKPOCKOIIA,
YMCHBIIAIOTCA 10 CPaBHGHUIO C oOOpasllaMu, HE MPOMICHIIUMH IPEeIBaApUTEIBHYIO
TepMOOOpPabOTKy, COOTBETCTBEHHO B ~2 u ~20 pa3. CyliecTBEHHOE H3MEHEeHHe (OPMBI
kpuctaisioB ucxogaHou (a-FeOOH — wrompuatas ¢opma kpucTamioB) u obOpasyrorieics das
(a-Fe,O3 — mnacTuH4aTas popMa KpUCTAIUIOB) NpH (Ha30BOM IPEBPALCHUH CBHIETEIBCTBYET O
ToM, uto mpespamieHne o-FeOOH — a-Fe,O; mporekaer mo MeXaHHW3My «pacTBOpPEHHE —
OCaXJICHUE» ITyTEM PAaCTBOPEHHS KPHCTAIUIOB HEPABHOBECHOH B NAHHBIX TEPMOJMHAMHYCCKUX
ycnoBusax ¢asel (a-FeOOH), oOpa3zoBaHust 3apoibliell 1 pocTa KPUCTAIIIIOB paBHOBECHOU (ha3bl
(a-Fe,05). Caenan BeiBoa 00 oOpa3zoBanuu 3apojbiiieil a-Fe,O; Ha MOBEPXHOCTH KPUCTAIIIOB
JKENTOTO JKEJIC300KUCHOTO TMHTMEHTa B IIpoIlecce NPEABAPUTEIBHON TEepMOOOpPaOOTKH.
KommdectBo o00pa3oBaBmIUXCs 3apofbImicii TeM Ooxbpllle, YeM BEINIE TeMIlepaTtypa ! H
MPOJOIHKUTEIHFHOCT T MPEABAPUTEIHHON TEPMOOOPAOOTKH. DT mapaMeTpsl (¢ U T) MO3BOJISIOT
[ENICHANIPABIICHHO BapbHPOBaTh KOJMWYECTBO 3apopprmeil  o-Fe,O; u, Kkak cueactsue,
JIICTICPCHBIA COCTAB «OKETIC3HOU CITIOIKI.

Kniouesvie crnosa: «ocenesnasn cuookay, cemum, 2u0pomepmanbHas 06pabomxa.

Beenenne

HanonucnepcHsie okcuapl 3d-MeTauIoB HIMPOKO HCIIONB3YIOTCS B Pa3IHYHBIX 00JacTAX HAYKH H
texuuku [1-3]. B wactHocTH, OKcusl kene3a(lll) Hanm nmpuMeHeHne B Ka4eCcTBE COPOSHTOB TSIKEIBIX
METaJUIOB, KOMIIOHEHTOB MAarHUTHBIX JKHIKOCTEH, KaTaln3aTOPOB XHUMHUYECKUX PEaKLuii, HeopraHuye-
CKHX IMUTMEHTOB, MOJIUPYIOIINX CPEICTB, KOMIIOHEHTOB KepaMuku u ap. [3—6]. Kpome Toro, okcu xe-
ne3a(1ll) a-moaudukamuy ¢ UIACTUHYATHIM Ta0UTYCOM KPUCTAJIOB, U3BECTHBIA MOJ HAa3BaHUEM (CKe-
ne3nas cmoaka» (OKC), mpumensierca B KadecTBe TEPMOCTOWKOIO MUTMEHTA B TPYHTOBKAaX M Kpackax
JUTS 3aIIUTHl OT KOPPO3UH METANTNIECKUX KOHCTPYKIHi [4]. PaznuuaioT NpupoaHyIo U CHHTETHYECKYIO
KC. Ilpupoanas JKC xapakrepusyercsi BBICOKOH nonmuaucnepcHocTro. Cunrerndeckas JKC Oonee on-
HOPOJIHA IT0 AMCIIEPCHOMY COCTaBY U 00JafaeT 0oJiee BRICOKMMHU (PYyHKIIMOHAIBHBIMU CBOMCTBaMuU. 13-
BECTHO, YTO (PM3UKO-XUMHUYECKIE CBOWCTBA TUCTIEPCHBIX MATEPHATIOB B 3HAUUTEIFHON CTEIICHN 3aBUCST
OT cpeaHero pa3mepa kpuctamios d [1, 4]. OcoOblii HHTEpEC MPEACTABIAIOT HAHOANUCIIEPCHBIE 00pa3Lbl
7KC, koTOpBIE MOTYT NCHIOIB30BATHCS B JTAKOKPACOUHBIX PELENTYPaxX C HU3KOW BA3KOCTBIO CBSI3YIOILIETO.
[TosTOMYy TMOMCK METOMIOB, MO3BOJISIONINX IIEJCHAPABICHHO BapbUpPOBaTh AucnepcHblii coctaB JKC,
IpeacTaBisieT co00i BaXKHYI0 HAYUHYIO M IPAKTHUECKYIO 3a7aqy.

B nocnennue nBaauath jerT OONbIIOE Pa3BUTHE MOIYYMIT THAPOTEPMAIbHBIA CIIOCOO MOTydeHHS
HAHOJIUCIICPCHBIX OKCUIOB 3d-MeTayuioB [1, 2, 7-9], B TOM uuciie ero MoaupHUKaIUi ¢ HAJIOKCHHEM
BHEIIIHUX BO3JCUCTBHI (YyIBTPa3ByK, MUKPOBOJHOBOE m3inydeHue) [10—14], mo3Bossionuii: a) Cymect-
BEHHO COKPATHTh MPOJOKUTEIBHOCTh CUHTE3a; 0) MOTy4aTh BHICOKOIMCIIEPCHBIC MAaTEPHAIIBl C Y3KHM
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pacrpeneneHueM JacTHIl TIo pa3mepam. M3BectHo [3, 8], 4TO HAaHOMUCIIEPCHBIE OKCUTHUIPOKCHIBI JKelle-
3a(Ill), nanpumep y- u 5-FeOOH, npu TepmooOpaboTke B pacTBOpax MOTYT UCHBITHIBATH MPEBPAILCHHS
B ¢a3el 0-FeOOH mmu a-Fe,Os;, mpuuemM KUHETHKa MpeBpalleHuid, CpeIHuil pasmMep U MopQoIorus
KpUCTAIOB (OpMUPYIOIIMXCs (a3 3aBHCAT OT TEMIIEpaTrypbl, (a3oBOr0 W JHUCIIEPCHOTO COCTaBa
FeOOH wu nonnoro cocraBa pactsopa. [lo ganneM [15, 16], npu ruaporepmanbsaoii 06padotke (I'TO)
a- 1 y-FeOOH B pactBopax NaOH ¢ koHueHTparmeii ~ 5 Mois/aM’> o6pasyercs: MukpoucrepcHas JKC
CO CPEIIHUM pa3MepoM KPUCTALIOB d B INIOCKOCTH TUIACTHHBI 3—10 MKM.

B pab6orax [17, 18] paccMOTpeHbl OCHOBHBIE 3aKOHOMEPHOCTH CIIOCO0a MOIY4YEHUs] HAaHOAMCIIepC-
Holt JKC c BemmunHO# d ~ 100 HM, BKIIIOUAIOIINE CTAIUU OKUCIICHHS BOAHOTO PacTBOpa Cyib(dara xe-
ne3a(ll) mepokcumom Bomopona ¢ molydeHHeM HaHoaucrnepcHbix oOpa3noB FeOOH, oTMmpIBKE ocanka
ot cynbdara kamus, nocnenyromeid ' TO FeOOH B pactBope KOH, otmbieku JKC 0T BoJ1IopacTBOPUMBIX
coJiel u cymku nurMenTa. OHaKo u3-3a HU3KOM ckopoctu ¢punbTpanuu cycrnensnn FeOOH, mpumene-
HUSI B Ka4eCTBE OKUCIISIONIECTO areHTa MepoKCHAa BOJOPOAA, a TaKKe HEOOXOAMMOCTH YTHIM3HUPOBAThH
00pa3yromuiicst Ha CTaJK OKKCIICHUSI BOJHBIN pacTBOp Cyib(ara IIeJIOYHOr0 MeTaia IJaHHbIH criocod
XapaKTepU3yeTcsi HU3KOH PeHTabeNbHOCTHIO.

UzsectHO, uTo ¢asel o-FeOOH u o-Fe,0; umeror Oiu3Kue CTPYKTypHBIE MOTHBBI, IPHYEM TIPU
TepMoobOpaboTtke Ha Bozayxe Baza a-FeOOH mpu temmeparypax Boiie 200 °C HCIIBITHIBAET MPEBpalle-
Hue B azy o-Fe,O; [19]. MoxHO 0XHaaTh, 4TO HpeABapHUTenbHas TepMoodpadorka a-FeOOH B un-
tepBaie 150-200 °C moxxeT HHULMUPOBATH (hopMupoBanue 3apoapiueil ¢pasel o-Fe O3, U, Kak creact-
BUE, MIPUBENET K yMeHbIIeHUI0 pazMepa kpuctamioB JKC. IlpoBepka gaHHOM THIOTE3bl U COCTABUIIO
3a/1a4y TaHHOM paOOTEHI.

OO0BeKThI M METOAbI HCCIEI0BAHUS

B xauectBe ucxognoro obpasua o-FeOOH ucnonp3oBamu sKeNTHIN KeIe300KUCHBIM TUTMEHT Map-
ku XK-1 mo 'OCT 18172-80 «IIurmeHT kenTbIil kene300KUCcHBINY» mpou3BoacTBa OAO «CyMbIXxuM-
npom» (Ykpauna). HaBecku oOpa3sia B KojaudecTBe 25 T IMOABEPIIIM H30TEPMHUUECKON TepMooOpaboTKe
Ha BO3ayxe B TedeHue 1 yaca npu Temnepatypax 150, 175 u 200 °C (turau ¢ obpa3uaMu CTaBUIH B pa-
30TPETHIN 10 3aJJaHHOW TeMIepaTyphl CylmibHbIH mKkad). Janee ucxomusiii (XK-1,.x) ¥ OJBEPrHYTHIC
TepmMooOpaboTke oOpasubl (JK-1,, t — Temmeparypa TepMOOOPaOOTKH) PEMyJILIIUPOBAIA B BOJAHOM pac-
tBope KOH ¢ xonuentpauumeit 3,5 MOJIB/T M MONydYad CYCIEH3MM C KOHIEHTpanued TBepaou (azsl
~50 r/n B nepecuere Ha Fe,O3;. CycneH3un 3arpykajiy B CTalibHbIC aBTOKJIABbI eMKOCTBIO 70 M1, (yTe-
pOBaHHbBIE U3HYTPH (TOPOIIACTOM (KOX(QPHULINEHT 3arnonHeHus aBTokaasa 0,8). ABTOKJIABBI TOMELIAIH
B npeaBaputenbHo HarpeTsiil Tepmoukad tuna CHOJL I'TO nposoaunu npu temneparype 23045 °C B
TeueHne 4 4. BpeMs HarpeBa aBTOKJIABOB N0 3aJaHHOM Temmeparypsl He mpesbimano 0,5 4. OOpa3usl
OTMBIBAJIA BOAOU OT IIEJIOYHN ¥ BRICYIIMBAIH JI0 IOCTOSTHHOU Macchl pu 105 °C.

CocraB 00pa3LoB ONpeACISUIN U3 JaHHBIX TEPMOIPaBUMETPUH M MAacC-CHEKTPOCKONHMU (CHHXPOH-
HBI Tepmudeckuid ananmuzatop Netzsch STA 449C Jupiter, cOBMEIIEHHBIH € KBaJAPYHNOJIbHBIM Macc-
cnekrpoMeTpoMm QMS 403C Aeolos /i aHalIM3a BRIACISIONIMXCS T'a30B; 3aKUCh TEPMOAHATUTUICCKUX
KpPHUBBIX MpoBoaAWiHN B uHTepBajie Temmeparyp 20—1000 °C B KOpyHAOBBIX THUTJISIX CO CKOPOCTBIO Harpe-
Ba 10 K/Mun B Toke Bo3ayxa 20 Mi/MUH), a UX (pa30BBIi COCTaB — METOJOM PEHTTeHO(A30BOTI0 aHAIN32
(P®A) na nudpaxromerpe Rigaku Ultima IV. Pasmep obnacreit korepentnoro pacceusanusi (OKP) a-
FeOOH u a-Fe,0; paccuutbiBanu o Gopmyne Jledast, ucxons u3 GU3NUECKOT0 yIITUPEHHUs peQIIeKCOB.
OJeMeHTHBIH (METOA PEHTTeHOGIIyOPECLEHTHOTO clieKTpanbHoro ananu3a — PCA) u nucnepcHbii (Me-
TOJl PacTPOBOH 3JEKTPOHHON MHKpockonuu — POM) cocTtaBbl 00pas3loB ONpenessidi Ha pacTpOBOM
anektpoHHOM MuKpockonie JEOL JSM-7001F, o6opynoBaHHOM peHTreHO(IyOopeCcieHTHBIM SHEPTOINC-
nepcuoHHbIM criekTpomeTpoM Oxford INCA X-max 80.

Pe3yabTaThl M HX 00Cy:KIeHHE

[lo manabiM PDA (puc. 1, a) u POM (puc. 2, a) oopazeny XK-1,., sBisiercs onHodaszHeM (aza o-
FeOOH) ¢ xapakrepHbIMH 1J1s1 3TOH (pa3bl KpUCTAIIaMUA MToJib4aToi opmel pazmepoM 600—1000 M B
mmay U 60—120 um B monepeunuke, pazmep OKP — 30-34 am. OOpazer; conepKuT MpUMech Cephl B
kommuecTBe 0,38 Macc. % (cM. TaOnHITy), ABJISFOIIYIOCS CIEICTBUEM IOYYCHUS JKEITOTO YKEIE300KUC-
Horo nurMeHTa u3 pactsopa FeSOy. [1o gaHHBIM TepMOrpaBUMETpHH N3MEHEHHE (YMEHbIIIEHHE) MaCcChl
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Puc. 1. PeHtreHorpammel o6pa3uoB X-1,cx (a) u X-1200 (6), a TakKe «kenesHow crioakn»,
nony4yeHHow npu 'O o6pasua X-1,. (B). 3Be3noykamm o603Ha4eHbI crnabble pecnekchbl,
COOTBETCTBYIOLME HAHOPA3MEpPHbIM 3apoAbileBbIM Kpuctannam a-Fe,0;

Puc. 2. Mopdonorus obpasuoB retuta X-1ucx (a) n X-1200 (6) n «xenesHow crnoaku», nonyvyeHHon nocne NMMO
obpazuoB X-1ucx (B) 1 XK-1200 (r)
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oopasua JK-1,.,c MPOUCXOIUT B HECKOJBKO 3TAlOB B IIIMPOKOM TEMIIEPaTYpHOM HHTEpBaje or 60 10
1000 °C (puc. 3). OtHOCHUTENBEHOE 00IIIee YMEHbBIIIEHHE MAcChl 00pasiia B 3TOM TEMIIEpaTypHOM HHTEpBa-
ne cocraisieT 12,31 %. Teopetndeckoe 3HaueHne amns crexuomerpudaeckoro FeOOH pasno 10,14 %, uto
corjacyercs ¢ 9KCIEPUMEHTOM MU ydyeTe MoTepb aacopoupoBanHod Bomsl HIbke 203 °C u SO; Beime
632 °C. Ha kpuBoii nuddepennmanbaoro tepmuaeckoro ananusa (I TA) ¢ukcupyrores aa suno3ddexra
U TPH CTYIIEHN TIOTEPH MAcChl C Ha4yaJIOM MpeBpalleHys npu temreparypax 203, 289 u 632 °C.

Mpumecn B o6pasuax XK-1ucx, X-1200 n XKC no gaHHbim PCA

O6paszen CojeprxaHie IPUMECHBIX IICMEHTOB, % Macc.
S K

H{_IHCX 0,38 0

HK-lagg 0,40 0

KC (>K'lucx) 0 0’07

KC (OK-1200) 0 0,08

100
99 -
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50 250 450 650 850
Temneparypa, °C
Puc. 3. TepmorpaBumeTpuieckmne n Macc-crnekTpoMmeTpmyeckme AaHHble npouecca TepmMosnusa

obpasua XK-1ucx: Tl — ymeHblieHne maccbl o6pasua, ATl — cKopoCTb YMEHbLIEHUSI Macchl,
OCK - tennoBow notok; H20 — kpuBasi MOHHOTO TOKa BOAbI

Macc-crieKTpoMeTpryYecKHe UCCIEeI0OBaHuUs COCTaBa ra3oBoil (a3l mokasaim, 4YTo MepBbIH U BTOPOI
3H103(hGeKThl 00YCIIOBICHBI Jeruapataiuei (puc. 3), a TpeTUHl — MPOLIECCOM Pa3jIokKeHUS CyJb(haT-
noHoB. [To nanueiM POA, oOpazen XK-1,.,, mpokaneHHsId npu Temneparypax Boime 300 °C, ucnbIThIBa-
et npespamierane B o-Fe,O;. U3 comocTaBieHus: MONMy4eHHBIX JAaHHBIX C JIMTEPATYpPHBIMHU [8] MOXKHO
3aKJIIOYUTh, YTO HPU MEPBOM M BTOPOM HHI03(¢eKTax yaansercss KOHCTUTynuoHHas Boma (OH-
rpymisl), a npu temmneparypax Hmwxke 200 °C — ¢usnuecku agcopOupoBanHas Boaa. Toraa smoupuye-
ckyto hopmyiy obpasna XK-1,., MmoxxHo npeacrasuth B Buae (Fe,03H,O)nH,OyS0Os, a ero tepmude-
CKHUE MPEeBpalleHHs IpU TepPMOOOpabOTKe — B BUJIE CIEIYIOIICH CXEMBI:

(Fe;,0H,0)nH,0yS0, > (Fe;,0,H,0)y80,

630°C
F6203'ySO3 >—) F6203,

IJie 7 My — coliepKaHue B oOpasiie aJicopOupOBaHHON BOJIBI H OKCHJIA Cephl, B mepecyere Ha Fe,0;. U3
JAHHBIX TEPMOTPABUMETPHUHU ONperesieHsl Benuununbl # u y: n = 0,14 u y = 0,024. Hanuuue aByx cryme-
Hell motepu Maccel B auamnasoHe temmeparyp 200-350 °C u 3amernoit motepu Maccel (1 macc. %)
B muanazone 350-630 °C cBUIETENBCTBYET O CIIOKHOM TpexdTarHoM npeBpariennu o-FeOOH B a-Fe,0;.
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Pentrenorpammser o6pasnoB XK-1,5o u XK-1,75 mo cpaBHeHUIO ¢ XK-1,.x HE UMEIOT CYIIECTBEHHBIX
OTINYUH, a HAa peHTreHorpamMme obpasma XK-1,99 HaOMOAAIOTCS AONMOJHUTENbHBIE cllabble pedeKchl
npu yriiax Audpaxkiiui, COOTBETCTBYIOIIMX HamOoliee MHTEHCUBHBIM mukaMm ¢asel a-Fe,O; (puc. 1).
Pasmep OKP ¢a3sl a-FeOOH npaktudecku He 3aBUCHUT OT TeMIeparypsl Tepmoodpadorku: 30—34 um
(K-1,x) m 31-33 am (K-1,90). Metogamu POM u PCA Takke He BBISBICHO CYIIECTBEHHBIX OTIHYNN
B 2JIEMEHTHOM cocTaBe ¥ Mopdosoruu kpuctamioB o-FeOOH oOpasmnos XK-1,, moaBeprayThiX mnpei-
BapUTeIbHON TepMoobOpaboTke (puc. 2, 6). Cpeanuil pazmMep HroiabdaTeix KpuctauioB a-FeOOH 00-
pasna XK-1,09 M0 JaHHBIM 3JIEKTPOHHON MHUKPOCKONUU cocTaBiseT ~700 HM B muinHy U ~100 HM B 110-
MepEeYHHUKE.

[To manabM POA Bce o6pasisl, moaseprayteie ' TO B pactBope KOH, ucnwitanu npepparnienne
B a-Fe,O; (puc. 1, B) ¢ uracTuHYATHIM rabutrycoM Kpuctamios. [Ipu atom cpexnuit pasmep OKP u
KPUCTAJJIOB B 3HAYUTEJIBHON CTETICHH 3aBUCAT OT TEMIEPAaTypbl IPeIBAPUTEIbHON TepMO0OpadboT-
ku obpaszua reruta. B wactHoctu, npu ['TO o6pasnos XK-1,.x u K-1,59 oOpazyercs XKC ¢ pasmepom
OKP ~65 HM 1 TMHEHHBIM pa3MepoOM KPHUCTAJUIOB 1-2 MKM B IJIOCKOCTH IUTacTUHEI (puc. 2, B). Ilpu
YBEIUYCHHH TEMIIepaTyphl IMpeJBapUTENbHON TepMooOpaboTku ymeHblnaercs kak pasmep OKP
(50 u 33 uM y o6pasuos JKC, monyueHHbIX U3 XK-1175 1 XK-1,09, COOTBETCTBEHHO), TaK U CPEAHHUI
pasmep kpuctamioB JKC — no 70-150 HM B miockocTH miaacTuHbl y obpasua XKC, nmomydeHHOro u3
K-1,¢9 (puc. 2, 1).

CornacHo OOLIETIPUHSATHIM MPEICTABICHUSIM TPEBPAIICHISI HEPABHOBECHBIX OKCHTHIPOKCHIIOB JKe-
ne3a (III) B pacTBopax peanu3yroTCsl 10 MEXaHU3MY «pacTBOpeHHs — ocaxkaeHus» (POM), myTtem pac-
TBOPEHHS KPUCTAJJIOB HEPAaBHOBECHOW B JAHHBIX TEPMOAMHAMHYECKHX YCIOBHUSX (ha3bl, 00pa3oBaHUA
3apoJIpIIIIeH 1 pocTa KPUCTAJUIOB paBHOBECHOH (ha3bl. DTHM, B YACTHOCTH OOBSICHAIOTCS CYIICCTBEHHBIC
pasauuuns B MOp(HOJIOTHH U JInHEHHOM pa3mepe kpuctamioB 0-FeOOH u a-Fe,Os. JlIumutupyromiei cra-
el IpeBpalleHui, mpoTeKamux no Mexannamy POM, kak mpaBuio, BBICTYIAET CTaaAus 00pa3oBa-
HUS 3apoapleil HoBoi ¢assl [20]. MOXKHO IOMyCTUTh, YTO B IPOLIECCE MPEABAPUTEIILHON TepMOoOpa-
00TKHM Ha Bo3nyxe obOpasua XK-1,., B pe3yibTaTe YaCTUYHOW JETHIPATAIIMKd Ha TOBEPXHOCTH KPUCTAI-
noB a-FeOOH mnosiBnsitoTcst HaHopasMepHsie 3apoasimy (assl a-Fe,O;. B mone3y Takoro npeamnomnoxe-
HUSI CBUICTEIbCTBYET HAMUUE ClabbIx pediekcoB 3Toi ¢as3el Ha peHTreHorpamme JK-1509, a Takxke u3-
MeHeHHne Macchl oopasua XK-1,., mpu remmneparype Boime 200 °C, cOOTBETCTBYIOIIEE HAa4aTy TEPMOJIN3a
a-FeOOH (puc. 3). EctecTBeHHO, 4TO KOJUYECTBO 3apojbiieii ¢a3nl a-Fe,O; Tem Oosbliie, YeM BbIIIe
Temreparypa t U MPOAOJKUTENBHOCTh T MpPEABAPUTENBHON TepMooOpaboTku. [Ipu ¢ukcupoBaHHOM
nuctiepcHoM coctaBe 0-FeOOH atu mapaMeTpsl (t ¥ T) MO3BOJISIOT IEICHANPABIECHHO BaphUPOBATh KO-
TrgecTBO 3apoasiieit a-Fe,O; u nucnepcusiii coctas JKC.

BoiBoabI

YcraHOBIIEHA 3aBUCUMOCTh JHCIEPCHOTO COCTaBa <OKEJIE3HOM CIIFOIKN», 00pasyrolelcs mpu TH-
poTepMabHON 00pabOTKeE HKEIATOro JKENEe300KUCHOT0 MUrMeHTa B BogHoM pactBope KOH, ot Temmepa-
TypBl TIpeABapUTEIbHON TepMooOpaboTku (MaTepBan 150-200 °C) murmenta Ha Bo3zayxe. C yBenuue-
HUEM TeMIepaTtypsl TepMooOpaboTku BIOTh 10 200 °C cpemHmMii pa3mMep KpPUCTAIIOB <GKEJIE3HOM
CIIIOJIKU» TI0 CPAaBHEHHUIO C 00pa3iioM, He MOJIBEPrHYTHIM TepMooOpaboTke, yMenbiiaercs B ~20 pa3, 4To
o0BbsicHsIeTCsl 0Opa3oBaHueM 3aposiiiei a-Fe,O; Ha moBepxHocT KpuctamioB ¢assl a-FeOOH B mpo-
ecce TepMooOpabOTKH.
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HYDROTHERMAL SYNTHESIS OF NANODISPERSED “IRON MICA”
FROM YELLOW IRON OXIDE PIGMENT
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D.G. Kleschev, kleshchevdg@susu.ru
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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 a-FeOOH phase) influence the disperse composition of “iron mica”
(the a-Fe,0; phase with platelet crystals), which is formed at hydrothermal treatment (23015 °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 (a-FeOOH has needle-like crystals) and resultant phases (o-Fe,O; has
platelet crystals) during phase transition testifies that the transformation of o-FeOOH
into a-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,0s). The conclusion has been
made concerning formation of the a-Fe,O; 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 1) 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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