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IIpennoxeH MeTon MOJydeHUsI HAHOCTPYKTYpUpoBaHHBIX mopolukoB Er;FesOp;, BkiIoyaronmii cos-
MECTHOE€ aHUOHOOOMEHHOE OcaxeHue MoHOB 3pous u xene3a(I1l) u nanpHely0 TeMIIEpaTypHYIO 00-
pabOTKy MOIydeHHBIX TPOAYKTOB. [Tomo0paHbl ONTUMAIbHBIC YCIOBUSI aHHOHOOOMEHHOTO OCAXKICHMS
CTEXHOMETPUUYECKOIO BBICOKOAKTUBHOTO IIPEKYypcopa M U3YYEHO BIUSHUE PEKMMOB TepMOOOPaOOTKHU
Ha Ipolecc o0pa3oBaHUs ¥ CTAOMIBHOCTh HAaHOYACTHIL heppuTa-rpaHara 3pous. [TogydyeHHbIe HAHOMA-
TepHrajbl UCCIeI0BaHbl METOAAMY PEHTIeHO(DA30BOr0 aHAIU3a, JIEKTPOHHON MUKPOCKOITNU, TEpMUYE-
CKOTro aHajln3a 1 MeccbayapOBCKON CIEKTPOCKONUU. JJlaHHbIA METO/I CUHTE3a obecrieurnBaeT (hopMUpO-
BaHUeE XeJIe30-3pOKUeBOro rpaHaTa co CpeIHUM pa3MepoMm JacTull 25 HM 1ipu Temriepatype 800°C. Ycra-
HOBJICHHBIC 3aKOHOMEPHOCTH MOTYT OBITH MCITOIb30BaHbI TSI pa3pabOTKI HOBBIX CITIOCOOOB CTHTE3a CO-
eIMHEHUIN peaKOo3eMeTbHBIX 3JIEMEHTOB CO CTPYKTYPOIi rpaHara.

Knrouessie croéa: aHHOHOOOMEHHBIN CUHTE3, XKeJIe30-3pONEBBIl TpaHAT, HAHOITOPOIIIKH
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BBEAEHUE

®eppuThbl-TpaHaThl PEIKO3EMEIbHBIX 3JIEMEHTOB
(Ln3Fes0;,, rme Ln — penko3eMenabHBIM 23JeMEHT
WJIA UTTPUIL) SIBISIOTCS BasKHBIM KJIACCOM BBICOKO-
YaCTOTHBIX (DeppUMAarHUTHBIX MaTepHaJiOB M IIH-
POKO MPUMEHSIOTCS B PaArO3JIeKTPOHUKE, BHIYMC-
nuTeNbHOM, JaszepHoil 1 CBY-TexHuke, MOCKOJb-
Ky COYETalOT BHICOKYI0 HAMarHU4eHHOCTb C IOJy-
IMPOBOIHUKOBBIMM W TUIJIEKTPUUICCKMMU CBOM-
ctBamMu [1—6]. OHM KpUCTAIIU3YIOTCS B KyOmde-
cKoii pewetke (p. rp. Ia3d), 3neMeHTapHas S4eii-
Ka KOTOpPOii BKIIIoUaeT B ceds 160 atomoB (8 dop-
MYJIBHBIX enuHull, puc. 1) [7]. AHMOHBI KHUCIOPO-
J1a 00pa3yIoT INTOTHYIO KyOMYECKYIO YITAKOBKY C TPe-
MsI TUTIAMU TIyCTOT: TeTpasApUYeCKUe, OKTadIpuyie-
CKHMe 1 noAeKasapuieckue. KatnoHbl Xejre3a UMEIOT

JIBa TUIIA JIOKAJIbHOTO OKPYXXEHMSI; TETPasApUIECKOe
(d-nonoxeHue) 1 OKTadApUIECKOe (a-TMOJOXEHUE),
IPU 3TOM OTHOIIIEHHE NOHOB XeJle3a, 3aHUMAalOIINX
okTasnpudeckue myctoThl (Fe%"), kK moHam xenesa,
3aHMMAIOIIUM TeTpasapuyeckue IycToTel (Fe™T),
coctapisieT 2 : 3 [8]. MoHBbI penKko3eMenbHbIX 3Jie-
MEHTOB pacIiojararoTcs B J0AeKa3IpUIECKUX MyCTO-
Tax (c-TIOJIOKEHHE).

bounblioit nHTEpec K (epputamM co CTPYKTYpoOu
rpaHara, B ocooeHHocTu K spobueBomy ErsFesOq,
(KDTI'), oObsIcHsIETCS XapaKTepHBIM U1 HUX W3-
OMpaTeIbHBIM MOTIOIIEHUEM SHEPTUH 3JIEKTpOMar-
HUTHOTO Nos ((heppOMArHUTHBIN Pe30HAHC) B y3-
KOM MHTEpBaJie 4acToT. Takue MaTepralibl TAKKe Xa-
PAKTEPUIYIOTCA MaJIbIMM 3HAYCHUAMU MarHHUTHBIX
IOTepPb, OTHOCUTEJIBHO BBICOKOI HaMarHUYeHHO-
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Puc. 1. Ctpykrypa (peppUTOB-IpaHATOB PEIKO3EMEITHHBIX
METaJIJIOB: a — dJIeMeHTapHasl Kyoudeckas siyeiika; 6 —
JoKanbHOe okpyxeHue Fe’™ u Ln?T monamu xucnopo-
ma[9].

CTBIO U BEICOKOU TEPMOCTAOMIBLHOCTHIO, BCJIEICTBUE
Yero OHY MMEIOT BBICOKU IMTOTEHIIUAJ B TAKMX 00J1a-
CTSIX, KaK CIMHTPOHMKA, CIIMHOBAsI KAJIOPUTPOHUKA
u MarHoHuka [10, 11].

Hna nonydenust KOOI ucnonb3yloT pasidyHbie
MOJXOMABI: OT TPAIUIIMOHHOTO KEPAMMUECKOTO CIIO-
coba [12, 13] u Meroma XMMHUYECKOTO COOCaXKIE-
Hus [14] o 301b-renb cuHTe3a [15—17] u rugportep-
MajbHoro Metozaa [18]. OnHUM U3 MepCHeKTUBHBIX
METOJOB CUHTE3a CJIOKHBIX OKCUIHBIX COEAUHEHUMN
SIBIISIETCSI METOI aHMOHOOOMEHHOIO OCaXIECHUS C
HCTIOJIb30BaHUEM OPraHWYECKUX WOHUTOB, MO3BO-
JISIIOIIMI TI0JTyJaTh YATPaaVCIEPCHBIE ITOPOIIKH,
OTHOPOJHBIE 1O (Pa30BOMY U XUMUYECKOMY COCTABY
[19-23].

B ocHOBe MeToza JIEXXUT OOMEHHAsI peaKkivs MeX-
Iy aHUOHUTOM, SIBJISIFOIIMMCSI UCTOYHMKOM aHHO-
HoB (Hanpumep, OH™ wiun CO%‘), M PacTBOPOM CO-
JIM UJIA CMECH COJIei, B X01e KOTOpoit (hopMupyeTcst
¢daza MaJopacTBOPUMOIro COeAUHEHUSI. AHMOHOO0-
MEHHOE ocaxIeHue cMecu KaTuoHoB xene3a(lll) u
5p0OHsI MOXKHO OITMCATH CJICAYIOIIMM YpaBHEHUEM:

24RX + 3Er(NOs3)s + 5Fe(NO3); —

— 24RNO;3; + 3Er(OH); | + SFe(OH); |, W

rne R — marpuua anvonuta; X = OH, 1CO;.

B xoze npoliecca mpoMCXOaUT TMOTJIOIIeHE aHU -
OHOB HCXOIHBIX COJIEii 36pHOM aHWOHUTA W CBSI-
3pIBaHUE OOpa3yIOIIMXCs IMPY OOMEHE TMAPOKCHUI-
WM KapOoHaT-noHoB 1 Er’™ B MamopacTBOpuMblii
MIPOAYKT, YTO COIIPOBOXKIAETCS TUAPOIU30OM U BBI-
nenenueM CO, B ciaydae CO3-dopMbl aHUOHMTA,
IIPY 3TOM PaBHOBECHE peaKIINK OKa3bIBaeTCS CABU-
HYTBIM B CTOPOHY IPOIYKTOB. DTO IO3BOJISIET UC-
KJIIOYUTH CTaaWI0 OTMBIBKM ITOJYYCHHBIX OCagKOB

KYPHAJI HEOPTAHUYECKOW XMW

CAMKOBA u np.

OT 3arps3HAIONINX MOHOB MAaTOYHOIO pacTBOpa U
peareHTa-ocaauTessd, a Tak:ke CHU3UTh TeMIepary-
py TIpOKaJMBaHMUS 0O0pPa30BaBIIMXCS THAPOKCHUIOB
BCJIeACTBHE X 3P (PEKTUBHOIO B3aUMOICHCTBUS YKe
Ha cTragnu (opMHUpOBaHUsS TIpeKypcopa [24, 25].
Kpome Toro, aHnoHooOMeHHOE OCaXIeHUE MPOTe-
KaeT B CTAallMOHApPHOM pPEXUME IIPU ITIOCTOSHHOM
3HauyeHnU pH, He TpeOyeT TIIATEILHOTO KOHTPOJIS
YCJIOBUI U KOPPEKTUPOBKY KUCIOTHOCTU CPEIbI.
HecMoTpss Ha 3HaYMUTENIBHOE KOJIMYECTBO padoT,
NocBsieHHBIX cuHTe3y KOOI, B nutepaType oOHa-
PYXUBAIOTCSI Pa3HOUTEHUsI, CBSI3aHHBIE C YCIIOBUSI-
MU 00pa3oBaHUS U CYLIECTBOBaHMS (ha3bl rpaHaTa.
Kak m3BectHO, B cucrteMe Ln,O3;—Fe,O3 momumo
¢epputa-rpaHara Ln;Fe;O;» BO3MOXHO CyIllIeCTBO-
BaHWE W NIPYTUX CJIOXHOOKCHIHBIX ¢ha3: LnFeOs,
Ln,Fe;O; m ap. [26]. Mx TepMomuHaMUyecKast
YCTOMYMBOCTH 3aBUCUT OT paaryca MOHA JJAaHTaHOU-
na. [pu Gombiom pagnyce Ln’*, nanpumep y Prit,
Mpu aTMOC(HEPHOM NIaBJIeHUU CTaOUIbHA TOJIBKO ha-
3a optopepputa LnFeO3, numeroliero cTpykTypy ne-
POBCKHUTA, a IS 3pOus xapakTepHO oOpa3oBaHUE
¢a3 rpanHara 1 nepoBckuta (ypaBHeHUS (2) 1 (3)),
npuueM 6osee crabuiibHa asa rpaHata [27]:

1 1
5EI‘203 + EF6203 = EFFCO3,

(2)
KJIx
AHY%g = —
298 36Monb’
3 5
EEI‘203 + 5F6203 = EI‘2F65012,
0 W (3)
AH5e = —84 .
298 8 MOJIb

CornacHo [26—28], LnFeO3; dopmupyercs npu
temrepatypax 700—900°C, B To BpeMsl KaK 00pa3o-
BaHME rpaHaTa M3 MUCXOMHBIX OKCUIOB IIPOUCXOIUT
npu 6osiee BbiIcOKUX TemIeparypax (>1100°C). Tak-
K€ COOOIIAETCs, YTO OPTO(PEPPUT pearupyeT ¢ OKCU-
nom xene3a(Ill) c o6pazoBaHueM rpaHara:

3EI‘F€O3 + F€203 = EI‘3F€5012,
KJIx (4)

MOJIb

AHY = —192.7

ABTOpHBI [29], HAMPOTUB, YTBEPXKIAIOT, UTO IPU
30JIb-T€JIb CUHTE3¢ CHavaja oopa3yercs rpaHaT (IIpu
800°C), KOTOpPHBIit NPpY MOBBILLIEHUU TEMIEPATYPhI 10
1000°C niepexonut B paszy optodepputa. B HacTos-
el paboTe M3y4eHO BIUSHHE PEXMMOB TEPMOOO-
pabOTKM MPOAYKTa COBMECTHOTO aHMOHOOOMEHHO-
ro ocaxnaeHus apous u xene3a(Ill) Ha nmpouecc 00-
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BIUSIHUE YCJIOBU TEPMUYECKOW OBPABOTKHU

pa3oBaHUs U CTAaOMJILHOCTh HAHOYACTUIL DeppuTa-
rpaHaTa 3p0Ous, a TAaKXKe UCCAeA0BaHbl UX pa3Mep U
Mopoorusi.

OKCIIEPUMEHTAJIBHAA YACTb

B pabGore wucnonb3zoBanu Hutpat xkenesa(Ill)
Fe(NO3); - 9H,0 (x. 4., XuMpeakTuBcHa0), HUT-
par spous Er(NOj); - SH,O (x. 4., Xumkpadr)
U TeJIeBblii CUJIbHOOCHOBHBIM aHUOHUT AB-17-8
(OCT 20301-74, TIAO “Asor”), coaepKammii
B KadyecTBe MOHOTEHHBIX TPYIII YeTBEPTUIHEIC
TpUMeTWIaMMOHMEBBIe Tpynnbl. Jlist mpoBende-
HUS aHUOHOOOMEHHOIO OCaXIEHUsS MCXOMHBII
aHUOHMUT TepeBOaUIN B KapOoHaTHYI0 hopMy (AB-
17-8 (CO3)) m OH-¢popmy (AB-17-8 (OH)) [20].
KapbonatHyo ¢dopmy TMojydanau TSITUKPaTHOMN
obpabotkoii ucxogHoi Cl-dopmbl aHuonuta 1 M
pactBopoM Na,COj3 (T: 3k = 1 : 2, BpeMs Ha KaxX10il
craguu — 1 4). AHMOHUT B TUAPOKCUIIBHON (hopme
MOJyYaJiu Tocjiae 00pabOTKU MCXOJHOr0 aHMOHMTA
1 M (1 pa3) u 2 M (5—6 pa3) pactsopamu NaOH
(T :x =1:3, BpeMsa Ha Kaxaoi ctaguu — 1 4).
[anee aHMOHUTHI TIIATEJBHO OTMBIBAIM OT IIe-
JIOYM AUCTWIIMPOBAHHOM BOIOM M XpaHWIM IIOX
cioeM Bomabl. CTaTMYeCKyl0 OOMEHHYI0 E€MKOCTb
monydyeHHbIX aHnoHUTOB (COE, MMOJb-3KB/MII)
onpenensuii o 0.1 M HCI, kak onucano B TOCT
20255.1-89.

Hns mpoBeneHUsI aHUOHOOOMEHHOTO OCaXKISHUS
BoaHble pacTBophl Er(NO3); 1 Fe(NO3)3 ¢ KOHLIeH-
Tpamueit 0.25 Monb/J, B3SITbIe B MOJISIPHOM OTHO-
IIEHNH, COOTBETCTBYIOIIEM CTEXHMOMETPHU I'paHaTa
(ngr : nge = 3 : 5), IPUBOAUIIM B KOHTAKT C PacCUM-
TaHHBIM 10 popmyJie (5) 0ObeMoOM HaOyXIIIero aH!-
OHUTA B TeueHue 1 4 Mpu KOMHATHOM TeMmIiepaType
1 TTIOCTOSTHHOM TIepeMelllMBaHUN BEpXHEIIPUBOIHOMN
MeIIATKOoi co ckopocThio 50 06/MUH.

_ (Cke " Vre +CEr VEr) - 1.5 a (5)
AHMOHMTA COE >

rae Cre, Cgr — KOHLIEHTPALMM UCXOOHBIX pAaCTBOPOB
xene3a(Ill) u Er; Vg, Vg — 00beMBI HCXOIHBIX pac-
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TBopOoB, Mi1; COE — cTatnueckast o0OMeHHas1 eMKOCTb
aHUOHUTA, MMOJIb-3KB/MJI.

ITo okxoHuaHMM mpolecca aHUOHOOOMEHHOIO
OCaXXIeHUsI KOHTAaKTHBIM pacTBOP C OCAIKOM OTIE-
JISIIA OT aHMOHUTA MPU MOMOILM CUTA ¢ IUaAMETPOM
otBepcTuii 0.25 mM. J11st 60J1ee TTOJTHOTO BBIIEICHUS
ocagka CJIOH aHMOHMTA MPOMBIBAIM JUCTUJLIN-
poBaHHOM Bomoi. OTHENCHHBIN AHMOHUT TIOCTE
€ro KHUCJIOTHOIO 3JIIOMPOBAHMSI aHAIM3UPOBAIN
METOAOM KOMILJIEKCOHOMETPUYECKOTO TUTPOBa-
HHUS Ha OCTaTOYHOE COAEpXKaHWE MOHOB 3pOUS U
xkene3a [30]. MonsipHylo 010 MeTa/uioB B ¢hase
aHumoHwuTa (1ab. 1) paccunutsiBayu o popmyie (6):

y = TAHHOHMT o 4y, (6)

Nycx

[J€ Maupouur — CYMMapHOE KOJWYECTBO MOJIEH 3p-
Ous 1 KeJie3a B aHMOHUTE, OIIPEACICHHOE U3 aHAJIH -
3a DJII0ATOB; Aycx — CYMMapHOE KOJIMYECTBO MoJiei
3p0Ous U Kejie3a B MICXOIHOM pacTBOpE.

Kpome Toro, Meromamy KOMILJIEKCOHOMETpUYE-
CKOTro (COBMECTHOE CollepKaHNe MOHOB PO 1 XKe-
Je3a) U HogoMeTpUIecKoro (MHIMBUAYyaJIbHOE CO-
JIepxaHue Xeje3a) TUTpoBaHus [31] ObLIU U3yUEeHbI
KOHTaKTHBIE PACTBOPHI U ITOJIYYEHHBIE OCAIKM, KO-
TOPBIC OTAEISIA OT PACTBOPOB IIEHTPpU(YTUPOBAHU-
eM. OmmoKa ornpeaeneHus He IpeBbimaia 3%.

OrnpeneneHrie OCTaTOYHOTO COJEPKaHWUSI MOHOB
METaJIJIOB B KOHTAKTHOM PacTBOpPE ITOCJIE 3aBepIie-
HUS TIpollecca OCAaXKICHMS MO3BOJMIIO PacCUMTaTh
crenieHb ocaxneHus (C.0.) KaTHOHOB 3pOUS U Kelle-
3a(IIl) mo ¢popmye:

C.0. = (ng.p./nucx) X 100%, (7

IIIE Ny p. — CYMMapHOE KOJIMYECTBO MOJIEH 3pOust u
’Kejie3a B KOHTAKTHOM PacTBOPE, Mycx — CYMMapHOe
KOJIMYECTBO METAJLIOB B MCXOOHOM pactBope. Mc-
cJeloBaHUE COCTaBa MPOAYKTOB OCaXIEHUS MO3BO-
JINJIO OLIEHUTH BBIXON ocanka (popmyma (8)) u co-
OTHoIlleHUe KaTuoHOB 3pous u xenesza(Ill) ocagka

(ngp+ /npes+) B dase:

N = (Mocanka/Nucx) X 100%, 8)

Ta6mma 1. YcIoBUS U pe3yabTaTel COBMECTHOTO aHMOHOOOMEHHOTO ocaxkaeHus xkee3a(111) m spous

Haumenosanue | Dopma CrerneHb Mousipast nosst 4 | Beon ocanxa. % .
obpasua AHMOHUTA | ocaxaeHus, % | KaTMOHOB METAJLJIOB p ALOCANKA, 70 | MEr - MFe
B (haze aHuonura, %
XKBI'-OH R-OH 99.9 4 10.9 87 0.6
XKITI'-CO; R,-CO3 98.7 16 6.3 72 0.5

KYPHAJI HEOPTAHUYECKOM XUMHW U
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1724 CAVKOBA u 1p.
Ta6muua 2. YciioBus TepMUIecKoil 00paboTKM 00pa3iioB
Bpewms Harpesa CKopocCTh Bpewms CkopocTb Bpemsa
Pexum obpasua (ty), Harpesa OXJTAXKIEHUS OXJTAKIEHUS MpeOBIBAHMS
oTXura MUH obpasna (vy), obpasma (t,), obpazua (vo), obpasna
rpan/MuH MWH rpaa/MuH B II€YU, 4
I 50 15 700 1 18
II 50 15 8 100 5
111 1 800 700 1 17
v 1 800 8 100 4
(a) (0) (n)
800 . _‘.__f—~—'>*r B 800 800 ¢
. s u,~ | rpasg/Muu vy~ 100 rpaa/muu
600 } 600 600
|
$ 9 P feach
-~ 400 + - 400 - 400 H
~ “ w~ ~ ;.'l
200 + ; 200 ST 200 } \
"A D S A \\ .
0 t 2 L - 0 L 2 . b 0 L A-A_S e o o 4 o
0 10 20 30 40 50 0 200 400 600 800 0 2 4 6
T, MUH T, MUH T, MUH

Puc. 2. 3aBUCHMOCTh TeMIIepaTyphbl 00pasiia OT BpeMEeHH TP HarpeBaHUHM B MU (a); OXJIaXKICHUN B Ieu (0); oxia-

KICHUU Ha BO3myxe (B).

[IE Hocanka — CYMMApHOE KOJMYECTBO MOJIEH 3pOust
U XKeJjie3a B MOJIyYeHHOM OCAlIKe; Mycx — CYMMapHoOe
KOJIMYECTBO MOJIEH 3pOus U KeJie3a B UCXOHOM pac-
TBOpE.

[lomydyeHHBIE OCAaIKKM IIOCJIEC BHICYIIMBAHUS IIPU
60°C mpokanuBanu mist ¢GopMUpOBaHUS eppUTa-
rpaHata 3pous ripu remmneparype 800°C. OTKur ocy-
LLIECTBJISUIM B pa3IMYHBIX pexxumMax (taou. 2). B ciay-
yae pexumoB I u II mpoaykTbl aHUOHOOOMEHHOTO
OCaXXIeHUs TToMeLIaIM B MydebHYIO ITeYb KOMHAT-
HOI1 TeMITepaTyphl (CKOPOCTh Harpesa 15 rpang/MuH);
OTXKUT BeJIU BTeueHue 4 4 (0e3 yueTa BpeMeHH Harpe-
BaHWMs), TIOCJIe Yero oopasell JIMOO OCTaBIISIIIA B TIe-
YY 10 MOJHOTO OCThIBaHUS (pexuM I), 1mbo usBie-
KaJii U3 TopsYeli TIeYn 1 OCTYXXaJIu Ha Bo3ayxe (pe-
xum IT). Ha puc. 2 npencraBieHbl KpMBbIe HarpeBa-
Hu (puc. 2a) u oxyiaxaeHus (puc. 20, 2B) o6pa3loB
B IIpoliecce TeMIIepaTypHOI 00pabOTKU.

B ocTranpHBIX cIydasx IpeKypcophl IIOMEIIalIn B
3apaHee HarpeTyo 10 800°C neub Ha 4 4, TTocje ye-
ro oOopa3elr OCTaBJISII OCTHIBATh B ITeun (pexxuM I11)
JIM00 oxJIaxXaaau Ha Bo3ayxe (pexum IV).

DIEeKTPOIIPOBOAHOCTh CHUCTEMBl M3MEPSUIA Ha
kKoHaykTomMeTpe Mynsrutect KCJI-101  (HIIII
“CeMHUKO0”) TI0 METOAMKE, OMMMCaHHOI B [21].

KYPHAJI HEOPTAHUYECKOW XMW

TepMuueckuii aHaauM3 MPOBOAWIM HAa CHMHXPOH-
HOM TepMmu4deckoM aHaiauzarope SDT Q600, coBme-
meHHoM ¢ MK-®Dypre-criekrpomerpom Nicolet 380
¢ uarepdeiicom TGA/FT-IR (mpucraBka mis aHa-
Jn3a ra3oBoii ¢as3bl). CheMKY TepMOTIpaMM BBITIO-
HSUIY TIPA HarpeBaHUM CO CKOpocThio 10 rpam/mMuH
B aTMOcdepe Bo3ayxa, CKOPOCTb MPOAYBKU BO3Iyxa
cocrabisuia 50 MJI/MUH.

PeHTreHorpaMMbl CHUMaJIM Ha MOPOIIKAX B AUa-
nasoHe yriaoB 5° < 20 < 70° ¢ maroM 0.03° u
CKOPOCTBIO CKaHUpOBaHu 1.5 rpag/MuH Ha aBTOMa-
TU3UPOBAHHOM PEHTTEHOBCKOM AM(ppaKTOMETpUIe-
cKoM obopynoBanuu ¢pupMbl Shimadzu XRD-7000S
(CuKy-uznyuyeHue).

WUccnepoBanue mnpoaykTtoB metogoMm DM BreI-
MOJIHSUIM Ha MPOCBEUMBAIOLLEM 2JIEKTPOHHOM MUK-
pockonie HT-7700 (Hitachi, AnonHust). IToaroroBky
K UCCJIEIOBAaHUIO TIPOBOAWIIM CJIECAYIOIUM 00pa3oMm:
K 00pa3iy 100aBJISIIM 3TUJIOBBINA CIIUPT, MOCJE YeTo
MOJABEPraJiv yJABTPa3ByKOBOMY IUCIEPIUPOBAHUIO B
TedyeHue 5 MyuH. Karuio nmojsyyeHHOU CycieH31Mu Ha-
HOCWJIM Ha MEIHYIO CETKY TMaMETPOM 3 MM U BBICY-
IIWBaJIX NP KOMHATHOI TeMIIepaType.

MeccbOayapoBcKre M3MepeHUs] MPOBOAWIU IIPU
KOMHATHOM TeMIlepaType Ha criekrpomerpe MC-
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BJIUSAHUE YCJIOBUM TEPMUYECKOW OBPABOTKHU

1104Em ¢ ucrounukom Co57(Rh) Ha mopoliKoBoMm
TTOIJIOTUTEJE TOJNIIMHOMN ~5 MI/CM2.

PE3VYJIBTATHI 1 ObCYXIAEHUE

Ilod6op onmumanbHbix Yca08uUil AHUOHOOOMEHHO20
ocaxcderus dcene3a u 3pous

TTockosbKy B X0JIe aHUOHOOOMEHHOTO OCaXKIECHUS
00pa3yTCsI MAJIOPACTBOPHMBIE COSIMHEHMS, JIeK-
TPOIIPOBOAHOCTH KOHTAKTHOTO PAacTBOpa CHIKAET-
Csl, 4TO MO3BOJISIET OLIEHUTh CKOPOCTH Ipoliecca. [To-
JIydeHHe IIPEeKypCcoOpoB XKee30-3pOMeBOro I'paHaTa
MPOBOAWIM METOIOM aHMOHOOOMEHHOIO OCaxe-
HUS ¢ ucnoab3oBaHueM aHMoHUTOB B OH- u CO;3-
dopme.

Panee B Hammx pa6orax [21, 22] ObIIIO MOKa3a-
Ho, uyto KaTtuoH xkenesa(Ill) moaHoCThIO OcaxaaeT-
csl B T€UEHME TEPBBIX 5 MMH IIpollecca He3aBUCH-
MO OT popMbl aHMOHMTA. Ha puc. 3 npuBeneHbI 3a-
BUCHMOCTH 3JIEKTPOIIPOBOAHOCTU CUCTEMBI OT Bpe-
meHu miasg OH- u CO3-¢hopMbl aHUOHUTOB B CTy-
yae ocaxneHust noHa Er’t (puc. 3a), a Takxe cMe-
cu katuoHoB 3p6ust u xkene3a(Ill). MoxHo 3ame-
TUTh, YTO CKOPOCTb ocaxneHus noHoB 3pous(11I)
aHnnoHutoM B OH-¢dopme 3amMeTHO BhIlIE, YEM B
COs-dopmMe, 3TO CBSI3aHO C 0osiee BHICOKMM 3Ha-
yeaneM pH koHTakTHOTO pactBopa (10.9) mipm mc-
M0JIb30BAaHUU I'MAPOKCUIBHOM (POPMBI AaHMOHUTA IO
CpaBHEHMIO C aHMOHMTOM B KapOOHAaTHOU (opme
(pH 6.3). Cauxenue pH B mocieaHeM citydae MOX-
HO OOBSICHUTH YaCTUUHBIM TUAPOJIU30M KapOoHaTa
5p0Ousl, TPUBOIAIINM K (DOPMUPOBAHUIO THIPOKCO-

(a)
Er"v
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10004

800
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0

y
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kapooHaTta Er(OH)3;—;,(CQO3), u yriaekucjioro rasa
[32, 33].

IIpu coBMeCTHOM aHMOHOOOMEHHOM OCaXKICHUH
apous u xene3a(lll) B cayyae npuMeHeHUSI TUAPOK-
CHJIBHOM (DOPMBI aHMOHHUTA CTETICHb OCAXKICHUS 10~
cruraeT 99.9% meHee yeM 3a 10 MMH, Torga Kak Ipu
HCIIO/Ib30BaHUM KapOoHaTHO# ¢opMbl 98.5% MoHOB
MeTaJIoB ocaxaaeTcs 3a ~20 MUH. YBeIMYeHUe CKO-
POCTH COBMECTHOTO OCAXKIEHMS KATUOHOB METAJIJIOB
IIPY UCIIOJIb30BAaHUU KapOOHATHOI (POPMbI aHMOHU -
Ta, BO3MOXKHO, SIBJISIETCS pe3yIbTaTOM TOTO, 4TO (ha-
3a TUAPOKCHIA Kejie3a BRICTYIIAeT KOJUIEKTOPOM 3p-
ouiicogepxalieit asbl.

HecMoTpst Ha IMpakKTUYECKH ITOTHOE M3BJICUCHUE
KaTMOHOB METAJJIOB M3 pacTBOpPA, BBIXOJ OCaKa 3a-
MeTHO Hiuke 72—87% (tabi. 1), 3To cBSI3aHO KakK C
ero MoTepsIMU ¢ IPOMBIBHBIMM BOJAMM, TaK U C Oca-
XKIeHWEeM YacT! ocanKa Ha 3epHax monurta [33]. [1pnu
KCIIOJIb30BaHUM aHUOHMTA B KapOOHATHOU (hopme
conepxaHue KaTuoHoB 3pous u xene3a(lll) B dpaze
aHuoHuTa cocTaBiseT 16%. [logoOHOe SIBIEHUE yXe
HabJT01a10ch Hamu 1ipu ocaxaeHun Fe’t ¢ xatno-
Hamu uttepous [20] u ragonunusa [21] u saBasgeTcs
cliencTBueM (popMUpOBaHYUS B 3TOM CIyvyae OCaaKoB
C TIOBBIIICEHHBIMH aITe3MOHHBIMU CBOMCTBAMH.

ITpu npumenenun AB-17-8 (OH) npoucxomut
o0pa3oBaHME OCalgKa ¢ MEHBIIMMHU aare3MOHHBI-
MM CBOMCTBAaMM, YTO OOECIIE€UMBACT BHLICOKMIA BBI-
X0 MponaykTa ocaxaeHus (87%) Hapsaay ¢ HU3KUM
cojlepXaHeM KaTMOHOB METaJIOB B (pa3e aHMOHU-
ta (4%). Kpome Toro, hopMupyeTcs MpeKypcop cre-
XMOMETPUIECKOTO COCTaBa, YTO OOYCIIOBICHO OJIM-

(6)
= Er" -Fe
<
2
5
=
3
E
z
.‘_::) Tt . . °
= s _o ° . .
m ']
30 40 50 60
T, MUH

Puc. 3. 3aBUCMMOCTD 3JIEKTPOITPOBOTHOCTY PEAKIIMOHHOI CMECH/KOHTAaKTHOTO PacTBOpa OT BpeMeH!U U (hOpMbI aHU-

OHMTA B IIpoliecce ocaxkmeHus: (a) — MoHa 3pous; (0) — cMecu KatnoHoB Fe

KYPHAJI HEOPTAHUYECKOM XUMHW U

3+ |3t
, Er’™.
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30CThI0 CKOPOCTEl aHMOHOOOMEHHOIO OCaXKICHUS
VIOHOB 2pOMS U KeJie3a B JaHHBIX YCIOBUSIX.

OmnpeneiaeHsl  ONTUMAaJIbHBIE  YCIOBUS  CHH-
Te3a TPEKYypCOpOB XKeJIe30-9pOUeBOro rpaHara
(KDI'-OH): aHMOHWT B THUIAPOKCHWILHOWN (opMme;
KoHueHTpauus pactBopoB Er(NO3); u Fe(NOj)s,
B3AThIX B MOJISIDHOM OTHOIIEHUM, COOTBETCTBYIO-
IIeM CTeXMOMETPUHU TpaHata (ng; : nge = 3 : 9),
0.25 M; Bpems | 4; mepeMelIMBaHUEe BEepXHEIPHU-
BOJHO MelaJikoit, Temnepatypa 22—24°C.

Bausanue ycaosuii mepmuueckoii 0opabomku Ha 8bixo0
¢haswvl Kcene3o-3pbuesoeo epanama

Hna dopmupoBanusl ¢das3bl TpaHaTa HEOOXOMM-
MBIM 3TarloM SIBIISICTCSI OTXKUT IIPEKYpPCOPOB, IIPU-
yeM TeMIlepaTypa OTXHUIa B 3HAUUTEJIbHOI CTele-
HU 3aBUCUT OT MeToda ero cuHtesa [12, 14, 18].
C 1esblo oIpeneaeHusT ONTHUMAaIbHOM TeMIlepaTy-
PHI OTXUTA MPOAYKTOB aHHOHOOOMEHHOTO OCaXKie-
HUS ObLI MPOBEAEH TEPMUUYECKUIM aHaIUM3 00pas3-
ma KOI'-OH (puc. 4). KpuBas TI' memoHCTpupy-
eT IJaBHOE YMEHbIIIEHUE MacChl oOpaslia Mpu Ha-
rpeBe B TeMnepaTypHoM auanaszoHe 30—600°C. O6-
mas rnoreps Macchl coctapisieT 20.1%, uyto XxO-
pOIIIO COIIACcyeTCsl C TeOPETUYECKUMU 3HAYEHUSI-
MM UISI CTEXMOMETPUYECKOI0 COCTaBa IIpeKypcopa
3Er(OH); - 5SFe(OH); (18.0%). N36biTOuHAsA TTOTE-
ps MacChl MOXeT OBITh CBSI3aHA C yOAJICHUEM BOIBI
1 YIJIEKUCIIOro ra3a, COpOMpPOBAaHHBIX 00pa3lioM U3
BO3IyXa.

OHposddekTel Ha KpuBoit JCK B obnactu
100—350°C cBg3aHBI ¢ ymajleHHMeM COpOMpOBaH-
HOI BOABI M pa3jIoXeHWEeM TUapoKcumoB. Ilpu
temneparype 797°C nHa xpusoii JICK Habmo0-

Am, MT

t,°C

Puc. 4. Tepmorpamma (kpusbie TT u JICK) mpomykra
AHMOHOOOMEHHOTO OCaXKIIEHMUSI.

KYPHAJI HEOPTAHUYECKOW XMW

CAWKOBA u 1p.

JaeTcsl HeOOJbIIONM 3K303((eKT, CBsI3aHHBIN,
MO-BUAMMOMY, C HayajoM KpHUCTAJUIM3aUuu (a3l
rpaHata. Ha ocCHOBaHMM IIOJyYeHHBIX ITAaHHBIX
OTXKUT MPOAYKTOB aHMOHOOOMEHHOI'O OCaXKACHUSI
mpoBoauau rmpu Temmnepatype 800°C.

BzaumoneiicTBre TMAPOKCHUIOB 3pOMs U XeJe3a
MIPUBOAUT K GOPMUPOBAHUIO KaK heppUTa-TpaHaTa,
TaK 1 repoBcknTa ErFeOs;. Oba mpomecca sBisior-
csl TepMOAVMHAMUYECKU OOYCIOBJIEHHBIMU, OJHAKO
OGaarogaps 0oJjiee HU3KOMY 3HAYE€HUIO CTaHIAPTHOM
SHTAJbINU 00pa30BaHUS (AHg98 = —84 kJIX/MOIIb)
(hopMuUpoBaHUE XeJe30-3p0MeBOT0 I'paHaTa Ipea-
nouturenbHo [27]. Kpome Toro, repmoguHaMuye-
CKU OOYCJIOBJIEGHHBIM SIBJIIETCSI TIepexoi opTodep-
puta 3pOusl B XKejne30-3pOMeBhIid TpaHAT (ypaBHe-
Hue (3), AG® = —205.7 kJI:X/MoJIb), IPUYEM BCIIe/I-
CTBME BO3pacTaHMSI SHTPOIIMH B XOIE IIpoIiecca ero
TepMoAMHaAMMUYecKasi 00yCIOBJIEHHOCTD C MOBBILIE-
HHUEM TeMIIepaTyphl OTKWTa HEMHOIO YBEINYMBACT-
cs (pu Temneparype 800°C AGY = —239 kJIx/MoJb,
anpu 900°C AGY = —244 xJIx/Mob).

Takum obpa3oM, NEPOBCKUT MOXKHO paccMaTpu-
BaTb KaK MeTacTaOWJbHYIO (dazy, (hopMHUPYIOLIYIO-
cs npu 6oJjiee HU3KOM TemIeparype 1 3a 0ojee Ko-
potkoe Bpems B cucteme Er,O3;—Fe, O3 B xone Bbi-
COKOTeMIIepaTypHoi1 00padboTku. OIHAKO OIMcaHue
B JUTepaType YCIOBMI M MexaHuU3Ma (popMHUpoOBa-
HUg a3 rpaHaTa U NEePOBCKUTA dpOUsI, a TAKKE UX
B3aMMHBIX IIEPEXOIOB MMEET IIPOTUBOPEUMBEIIA Xa-
paxkTep, MO3TOMY Mbl MPEANPUHSIIN UCCIeIOBaHUE
BIMSTHUSI TIapaMeTpoB oTxura obpasia KOI'-OH
(Tabn. 2) Ha CTpYKTypy U MOpQOJIOTUIO 00pasylo-
IIUXCS IPOAYKTOB. OTKUT IPOBOIMIIM B Pa3HBIX pe-
xumax (I-1IV) npu temmneparype 800°C B TeueHue
4 9. BpeMs HarpeBa 1 oxJ1aXaeHUsT 00pa31ioB Bapbi-
pOBaJIOCh, BCICACTBHE YETO MEHSIOCH 1 BpeMsI Ipe-
ObIBaHUs 00pa3loB B neun oT 4 go 18 4. Ob6pasibl
1 u 2 (tabn. 3) noMeman B My¢eJIbHYIO TTedb KOM-
HaATHOW TeMIlepaTyphl, IIPU 3TOM CKOPOCTh Harpena
IeYn COoCTaBiIsuIa ~15 rpamx/mMuH (puc. 2). O6pasiib
3 u 4 (Tabu. 3) momellalu B MeYb, 3apaHee pa3orpe-
TYIO IO IieJieBoii TemnepaTyphl. [locie 3aBepieHMs
npoliecca otrxxura odpasusl 1 1 3 mocTeneHHo oxJia-
KIanu B My(elbHOM IeYr, B TO BpeMsl Kak obpas-
bl 2 1 4 U3BJICKAIM U3 TOPSYCH TTeYr ¥ OXJIaKAaIN
MpY KOMHATHOI TeMIlepaType (3aKajika IMpOayKTOB
orxxura). CocTaB IOJIydeHHBIX 00pa310B OIpeaeisi-
JIM TIpU TOMOIIM peHTreHoda3zoBoro aHaiusa. Pe-
3yJITaThl IPeACTaBIeHbl HA pUC. 5a—3T U B Ta01. 3.
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Ta6muua 3. Pesynbrarsl orkura obpasia 2KOI'-OH npu Temneparype 800°C B pa3Iu4HBIX peKUMax

®da3zoBblii cocTas MpoaykKTa, %
Homep o6pasua| Pexum oTxura Pazmep OKP, um
EI‘3FC5012 EI‘FCO3 F6203
1 | 92 5 3 26+ 3
2 11 2 91 6 —
3 111 95 4 1 27 &2
4 v 51 43 6 31+5
1, otH. en. 1, oTH. en.
20, rpan 26, rpan
1, oTH. en. I, otH. en.
20, rpan 26, rpan

Puc. 5. PesynsraTel peHTreHO()a30BOTO aHaIM3a IIPOAYKTOB oTxkuTa 00pasmoB 2KBI'-OH: (a) — obpazen 1; (0) — obpa-
3e11 2; (B) — obpasenr 3; (r) — obpaselr 4.
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YCcTaHOBIEHO, YTO 3HAYMTEIbHOE BIMSIHUE Ha
¢opMupoBaHue da3bl rpaHaTa OKa3bIBaeT BpeMs
TeMnepaTtypHoii o0paboTku obpazua. OxaxaeHue
MPOAYKTOB OTKMUTa B MydeJbHOU Meun (00pa3iibl
1 u 3, Tabn. 3) xapakTepu3yeTcss MeIJIeHHBIM CHU-
KeHMEM TeMnepatypbl (~1 rpaa/MUH), UTO yBeJIU-
YHBaET O0IIee BpeMsl TeMIIEpaTyPHOI'O BO3IECTBUS
Ha oOpa3sew. ITpu 3ToMm obecrieunBaloTCcst HEOOXOAM-
MBbI€ YCJI0BUSI J1s1 60JIee ITOTHOrO Mepexoa MeTacTa-
OuJIbHOM (ba3bl MEPOBCKUTA B Oojiee TEpMOAMHAMU -
YeCcKM 00YCJIOBJIEHHOE COCTOSIHME — CTPYKTYpY I'pa-
Hata (peakuus (4)). 3akanka oOpa3ia nyTeM U3BJe-
YEHUSI ero U3 ropsueil rmeuu ¢ mocaeayolnuM oxJia-
KIEHUEM TIpU KOMHATHOM TeMIlepaType, HallpOTHB,
MPUBOIUT K cTabuIMU3aluu (as3bl mepoBckuTa (00-
pas3usl 2 1 4) [34].

B 10 ke BpeMs mpu cpaBHEHUHM PE3yJIbTaTOB, I0-
JIyUEHHBIX MpY MpoBedeHUM obxkura B pexxumax Il
u IV (o6pasubl 2 u 4, Tab1. 3), MOXHO 3aMETUTbh,
YTO MEIJIEHHBbI HarpeB oOpaslia, MpeallecTBYIO-
MW CTAAUW OTKUTA, IIPUBOAUT K YBEJIMUEHUIO TOJIU
IepOBCKUTA B KOHEYHOM IIPOAYKTE. DTO, BEPOSITHO,
CBSI3aHO C TeM, 4TO ¢ha3a MepoBCKUTa, oOpasylola-
sicsl TIpu OoJiee HU3KOM TeMrieparype, GopMupyeTcs
yXX€ B XO/e HarpeBa oOpasiia. B OoJbIIMHCTBE HC-
cJIeMOBaHMI, HaIlpaBJIeHHBIX HAa CUHTE3 (heppUTOB-
rpaHatoB P3M, He yuuThIBAIOT PeXXMMBbI HarpeBa u
oxyaxmeHus o0pasioB. OmHAKO, BO3MOXHO, UMEH-
HO HeIOOLIeHKa MapaMeTpoB TeMIlepaTypHoOit oOpa-
0OTKM IPEKyPCOPOB SIBISCTCS MPUIMHON IIPOTHUBO-
PEUYMBBIX JTUTEPATYPHBIX JAHHBIX.

ITo HamiemMy MHEHMIO, B XOAe OOXHUra cMecHu
rugpokcugoB apousg u xkenesa(lll) cHawama umpet
ObIcTpoe 00pa3zoBaHUE MEPOBCKUTA, MOCKOJbKY ISt
3TOro TpedyeTcsa Oojiee HU3KasA Temrieparypa [35].
ITpu nanbHENUIIEM OTKUTE OCYLIECTBIISIETCS MEIJICH -
Hblil Tiepexon ErFeOs; B Oojiee TepMOAMHAMUYECKU
YCTOMYUMBYIO (ha3y heppuTa-rpaHaTta, uTo U SIBJISICTCS
JIMMUTUPYIOLIEH cTaaueir Bcero mpoiiecca. 3akaika
o0pasia cTabuanu3upyeT MeTacTabUIbHYIO CTPYKTY-
py MepPOBCKUTA.

HMHrepecHo, 4yTo pa3Mep 00J1acTH KOTePEHTHOTO
paccesaus (OKP, ta6m. 3), paccumTaHHBIN Ha OC-
HOBaHUU AaHHBIX PDA 1o mojylmmpuHe Tpex oc-
HOBHBIX NMMKOB (pa3bl XKII' (32.4°, 35.6°, 28.9°) ¢
ucnoib3oBanueM dopmyinl Illeppepa, mpakTuue-
CKM HE 3aBUCUT OT peXMMa OTXWUra o0pasloB U
MPOTOJIKATEILHOCTH MX HAaXOXIEHUS B medn. Be-
POSITHO, IepPeXO. MEePOBCKUT—TPaHAT MPEMATCTBY-
eT arioMepaldy B pe3yjbTaTe CICKAHUS YACTUII.

KYPHAJI HEOPTAHUYECKOW XMW

CAWKOBA u 1p.

Ha ocHoBaHMM moOJTlydeHHBIX JaHHBIX OBUT YCTAHOB-
JIEH OINTUMAJbHBIM PEXUM OTXKUIa TUAPOKCUIHO-
ro MIpeKypcopa IS TOJYYCHUS BBICOKOTO BBIXO-
na ¢pasbl peppuTa-TpaHaTa 3pOus: OLICTPHIN Harpes
(~800 rpam/mMuH) oOpa3iia (0Opa3el IMOMEIIAeTCs B
HarpeTylo reun), BelaepxxuBaHue npu 800°C B Teue-
HYeE 4 9 1 MeIJICHHOE OXJIaXKIeHue (00pa3el ocTaeT-
CsI B TIEYH JO €€ OXJIAKICHMS).

Oo0pas3elr 3, MoJy4YeHHBI B ONTUMAIBHBIX YCIOBU -
SIX, TIpEJCTaBIIsIeT coO00I B OCHOBHOM (pasy (peppurta-
rpaHata (95%) ¢ HeGOJIBLIOM MPUMECHIO TTEPOBCKU-
Ta (Tabn. 3). CormacHo pe3yibraTaM IIPOCBeYMBaIO-
1Ieil 3JIEKTPOHHOI MUKpocKonmuu (puc. 6a), OH co-
CTOUT M3 YaCTHUIl, MMEIOIIUX OJIM3KYI0 K chepuye-
cKkoii opmy M cpenHuit pasmep 25 um. Ha puc. 66
npeacTaBjieHa r’McTorpaMma pacipeaesieHus YacTHLL
IMOJTYYEHHOTO TpaHara mo pasMepam. JlaHHBIE, IO-
JlydeHHbIe TyTeM obcueTta 6osee 100 yacTull, cBuae-
TEJIBLCTBYIOT O TOM, 4TO (popMa KpHMBOIi pacIipeaeie-
HUs OINKChIBaeTcs ¢yHKuMei [aycca, 4To moaTBep-
xkmpaet pe3ynsratel PMA 06 oTcyrcTBUM aromMepa-
LIUY 9aCTHILI.

Hanuele PDA o6pasua 3 ObUIM ITOATBEPXKICHBI
TakKe MeccOay3poBCKoif crieKTpockonueit. CriekTp,
MpeACTaBJICHHEINA HA pUC. 7a, BKJIIOYAET HECKOJIBKO
36€MaHOBCKUX CEKCTETOB. /151 BBISIBICHMSI HEOKBU-
BaJICHTHBIX ITO3UINIA M COCTOSTHUM 3KeJIe3a BRIUKCIIe-
HO pachpenesieHue BEpPOSITHOCTU CBEPXTOHKUX ITO-
JIeil B 3KCIIEpUMEHTAJIBHOM CIIEKTpE IJIST ABYX pas-
JIMYHBIX COCTOSIHUM Xene3a (puc. 70). Iluku Ha
pacnpeaeneHun P(H) cBuaeTelbCTBYIOT O BO3MOX-
HBIX HESKBUBAJICHTHBIX MO3ULIMSX XKene3a. B cooT-
BETCTBUH C 3TOU MHpopMaIeit cdopMUpoBaH MO-
JEJbHbBIN CIIEKTP, COCTOSIIIMI M3 YEThIPEX CEKCTe-
TOB C IIOKa3aHHBIMU Ha PUCYHKE BETMIMHAMU XMMU-
YeCKOIo CIBUTa Y KBaAPYIOJbHOIO paCIICIICHMSI.
MonenbHbIN CIIEKTpP IMOAOTHAH K 9KCIIEPUMEHTAIb-
HOMY CIIEKTpPY IIPY BapbUPOBAHUHU BCEX IapaMeTPOB
CBEPXTOHKOU CTPYKTYpHI. Pe3yabTaT moAroHKM Ipy-
BelleH B Tao1. 4.

OcHoBHast yacTb obpasua (95.3 mac. %) coot-
BETCTBYET pe3y/IbTaTaM peHTreHo(ha30BOro aHaju3a.
HMHTtepecHO, 4TO Ha MeccOay3pOBCKOM CIIEKTpe, B
oTJInyre OT JaHHBIX PMA, OTCYTCTBYIOT Jaxe clie-
OB pa3bl IEPOBCKUTA, HO IIPEICTaBIeHA KOMIIOHEH-
ta rematuta (4.7 mac. %).

JlokanpHasi CTpyKTypa KaTHOHOB °’ Fe xopo1io co-
racyercd ¢ gaHHbIMU [36, 37]. XKene3o HaxomuT-
cs B IBYX HEIKBUBAJIEHTHBIX KpucTajuiorpapude-
CKHUX ITO3UIMAX KPUCTAJUTMICCKON pelIeTKN TpaHa-
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35 HM

KonuuecTBo vyacTu i, %

(©)

Hunamerp yacTuil, HM
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6-11 12-17 18-23 24-29 30-35 36-41 42-47

Puc. 6. DiexkrpoHHbie Mukpodortorpadun (ITOM) (a) u rucrorpamma pacrnpenesieHus Mo pasmepam (0) yacTull oopas-
11a, OJIY4EHHOTO B ONTHUMAJIbHEIX YCITOBHSIX.

(a)

"

Ve

vV Y

ot-l"e:O3

[Tornomenue

J-:".Q ,vxw .a[._ ..;,JL"'.'

RSB,

maa'asaaver

*“';'::, 'A:. -i?\b.'h\
o l

" 1

(6)
1S=0.35
QS$=0.29
1S=0.14
QS$=0.09

<4 0.30

| 0.05

0.00

h -

0
vV, MM/C

10 350

Puc. 7. MeccbayapoBcKuii 3KCTIEpUMEHTAIBHBIN CITEKTp obpasiia 3 (a), ero KOMIIOHEHTHI (I[BETHBIE JIMHUN) U CTIEKTP
omIMoOKHU (pa3HOCTh BBIYUCICHHOTO U 9KCIIEPUMEHTATTLHOTO CIIEKTPOB); (0) — pacrpenesieHre BepOSITHOCTH CBEPXTOH-
KUX TTOJIeH B 3KCTIEPUMEHTAIEHOM CITEKTpE.

Ta6mmma 4. MeccbayspoBcKue rapamMeTphl odpasia 3

IS, mM/c £0.01 | H, kD £5 | OS, mm/c £0.02 | W34.16, MM/c £0.02 | A, mon. % +0.03 [Mo3uus
0.37 518 —0.41 0.19—-0.29 0.23 a-Fe, 03
0.38 485 0 0.24—0.48 0.31 Fe3* (oxTasmp)
0.13 394 0.66 0.25—0.37 0.20 Fe3* (rerpasnp)
0.16 393 —0.58 0.49 0.26 Fe3" (teTpasmp)

ITpumeyaHue. IS — UB0OMEPHBIN XMMUYECKUI CIBUT OTHOCUTENLHO o.- Fe; H — CBepXTOHKOE IoJIe Ha siape Xkene3a; QS —
KBaJIpYIOJIbHOE paciiueruieHue; Wiy. g — LIMPUHA JIMHUI TOLJIOIICHUSI BHYTPEHHUX 34 M BHEITHUX 16 JIMHUI cCeKCTeTa;

A — noneBas 3aCeJIEHHOCTh MTO3UIINAU.
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Ta, 00pa30BAaHHBIX OKTA3APUUYECKUMU W TETPad-
pudeckumu myctotamu. Ha 310 yKa3bpIBalOT Xapak-
TepHbIe 3HAUEHUST U30MEPHOTO XMMUYECKOTO CIBU-
ra (tabn. 4). CooTHollleHWEe OTHOCUTENBHOU 3ace-
JIECHHOCTM 3TUX TO3UIMKA OMM3KO K pe3yabraTam
JUTS 00BEMHBIX 00pa31o0B XKeJle30-3pOreBOoro rpaHa-
Ta [37, 38], 4TO MOATBEPXKIAET OTCYTCTBHUE B ITOJTY-
YEHHOM MaTrepuajie CyIIeCTBEHHBIX Ae(heKTOB KpH-
CTAJJINYECKOM PEIICTKU.

MOXHO OTMETUTh, UTO TeTpal’ApuyecKas Mmojape-
1IeTKa pacrnaaaercs Ha JBe NMPUMEPHO PaBHBIE IO
3aCeJIECHHOCTH MO3UIIUU, 3TO MOXET ObITh BbI3BAHO
IByMsl (pakTopamu: pa3HOI CTENEeHBbI0 MCKaXkeHUS
TETPa’3APUIECKOrO OKPYXKEHUs Kejie3a U pasziny-
HbIM HanpaB/ieHMEM MarHUTHOTO MOMEHTA B 3THUX
y3nax. OnHaKo O6JU30CTh CTPYKTYPHBIX TTapaMeTpPOB
MOJyYeHHbIX HAHOYACTUIl K PaBHOBECHOU ¢daze u
OJIM3KMEe 3HAYCHUSI CBEPXTOHKUX TOJIe B HEIKBU-
BaJIEHTHBIX TETPAdAPUUECKUX COCTOSIHUSIX, CKOpee
BCEro, yKa3bIBalOT Ha BTOPOii (pakTop.

SAKITFOYEHUE

B pabote niis mojydyeHrUsT HaHOCTPYKTYPUPOBaH-
HBIX [IOPOIIKOB XKeJIe€30-3p0MEeBOro rpaHara co Cpe-
HUM pa3MepoOM 4YacTuIl 25 HM IIpeUVIOKEeH Me-
Ton aHnMoHooOMeHHoro ocaxmeHusi Er m Fe(IIl)
C UCIIOJIb30BaHUEM OTeUYeCTBEHHOII MIOHOOOMEHHOM
cmonibl AB-17-8 B OH-dopme, KoTophlii obecrieun-
BaeT BBICOKHUI BBIXOH CTEXMOMETPUUYECKOIO, OTHO-
pOIHOTO Mo (ha30BOMY U XMMMUYECKOMY COCTaBy U
aKTHUBHOTIO IpeKypcopa. IlokazaHo, 9TO CyIIecTBeH-
HOe BIUsSHUE Ha hopMUpoBaHue (pa3bl rpaHaTa OKa-
3BIBAET PEKUM OTKWTa IOJIYyICHHOTO IIPOIAYyKTa Oca-
KIEHUS, B YACTHOCTH, BPEMS €r0 TEPMUYECKON 00-
paboTKM, YCIIOBHUS HarpeBa v OXJIaXKIeHUs.

YCcTaHOBJIEHO, UTO IIPOLIecC 00pa30BaHMs KeIe30-
5p0OMEeBOTO TpaHaTa TMpPOTEKaeT uepe3 ObICTpoe
(opMurpoBaHUE ITPOMEXYTOYHOM (ha3bl IIEPOBCKUTA
(ErFeO3), xoTopasd MemsleHHO TIepexoduT B Oosiee
TepMOJMHAMUUYECKU YCTOMYMBYIO aszy deppurta-
rpaHata (Er;Fes;0p;). OxmaxmeHue obpasua a0
KOMHAaTHOM TeMIlepaTypbl B Ileuud obecreuynBa-
eT (dopMHUpoBaHME IIPAKTUYECKM YUCTOM (ha3bl
rpaHaTa, B TO BpeMsl KakK OBICTpOE OXJIaXIeHUE
(3aKanka) NMpoAyKTa OTXWIa IIPUBOAUT K 3HAYM-
TEJbHOMY YBEJIMYEHUIO JOJU MEPOBCKUTA U OKCHIA
xenesza(Ill).

CornacHO JaHHBIM MeccOay3pOBCKOM CIIEKTPO-
CKOITMY, TIOJy4YEeHHBIE B OINTHMAJIbHbBIX YCIOBUSIX
HAHOYACTUIIBI XKeJIe30-3pOMeBOro IpaHaTa comep-

KYPHAJI HEOPTAHUYECKOW XMW

CAWKOBA u 1p.

»KaT He3HAYUTEIbHYIO IIPUMECh TeMaTUTA M XapaKTe-
PU3YIOTCS BEICOKUM COBEPIICHCTBOM KPHUCTaIMYe-
CKOH CTPYKTYPBI, COOTBETCTBYIOIIEH 00BEMHBIM 00-
pasiam.
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THE INFLUENCE OF HEAT TREATMENT CONDITIONS ON
THE PRODUCTION OF ULTRAFINE IRON-ERBIUM GARNET
POWDERS USING ANION RESIN EXCHANGE PRECIPITATION

S. V. Saikova®?, E. A. Kirshneva” *, N. P. Fadeeva“, O. A. Bayukov*,
Yu. V. Knyazev, M. N. Volochaev’, A. S. Samoilo’

4 Institute of Chemistry and Chemical Technology, Krasnoyarsk Science Center (Federal Research Center),
Siberian Branch, Russian Academy of Sciences, Krasnoyarsk, 660036 Russia
bSiberian Federal University, Krasnoyarsk, 660041 Russia
¢ Kirensky Institute of Physics, Krasnoyarsk Scientific Center (Federal Research Center), Siberian Branch,
Russian Academy of Sciences, Krasnoyarsk, 660036 Russia

*e-mail: eakirshneva@gmail.com

Iron-erbium garnet is characterised by low magnetic losses, relatively high magnetisation,
high thermal stability and it is used in radio electronics, computing, laser and microwave
technology. This work proposes a method for the preparation of nanostructured Er;Fes;O;,
powders, including the anion-exchange resin coprecipitation of erbium and iron(III) ions and
further temperature treatment of the products. Optimal conditions for anion exchange resin
precipitation of a stoichiometric highly active precursor were determined and the influence of the
heat treatment regime on the formation process and stability of erbium ferrite-garnet nanoparticles
was investigated. The resulting nanomaterials were characterised by X-ray phase analysis, electron
microscopy, thermal analysis and Mossbauer spectroscopy. This synthesis method ensures the
formation of iron-erbium garnet with a particle size of 26 + 4 nm at a temperature of 800°C. The
established patterns can be used to develop new methods for the synthesis of rare earth compounds
with a garnet structure.

Keywords: anion exchange resin precipitation, synthesis, iron, erbium, garnet, nanopowders
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