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MarHuTHbIE OKCUIBI KeJie3a IIIMPOKO MTPUMEHSIOTCS B OMO- M arpOTEXHOJIOTUSIX, OJTHAKO METOIUKN UX CUH-
Te3a MOTYT OBITh YCOBEPIIEHCTBOBAHBI. XMMUUYECKUM OCAaKIEHUEM U3 BOAHBIX PACTBOPOB XJIOPUIOB XKeJle-
3a(1l, IIT) cuHTe3npoBaHBEI MArHUTHBIE HAHOIIOPOIIIKY, OTBEYAIOIIINE COCTABY TBEPALIX PACTBOPOB MATHETUT-
MarreMut. MeTogamMu CKaHUPYIOIIEel 1 MPOCBeUNBAIOIIEi 2JIEKTPOHHON MUKPOCKOITMY U peHTTeHO(M)a30BO-
ro aHajau3a, a TakKXe C MOMOIIbIO pacueTa MapaMeTpoOB 3JIEMEHTAPHBIX STUYeeK KPUCTAUTMYECKUX PEeIleTOK
MarHeTuTa M MarreMuTa IOoKa3aHo, YTO YCJIOBUSI cUMHTe3a (YJIbTPa3ByKOBOE BO3NEeiCTBUE, 6apOOTaK
MHEPTHEBIM Ta3oM, HarpeB 1o 70°C, BelIepkKKa B MATOYHOM PacTBOPE) BIMSIOT Ha pa3Mep U (popMy HaHO-
YaCTUII M CTETIeHb UX arperaiiuv. MoHoda3Hble MArHETUT U MAarTEMUT B ITPOLIECCe CUHTE3a He 00pa3yloTcs,
B OCa/IOK BBITTaaeT TBEPABIM pacTBOP CMEITAHHOTO COCTaBa.

Karoueenie crosa: HaHO4YaCTUIIbl, XUMHNUYECCKOEC OCaKICHUC, TBCpZ[I:Iﬁ pacTBOp
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BBEAJEHUWE

B Hacrosmee Bpemst [1—3] coeamHeHUsI ¢ Mar-
HUTHBIMY CBOMCTBAaMU BBI3BIBAIOT OOJIBIIION MHTE-
pec. CylecTBYIOT IB€ MATHUTHBIE KPUCTAJUIMYECKIE
Moaubukauuu okcuaa xenesa — maraetur (Fe;O,) u
marreMut (y-Fe,0;). Beiencteue Hamuuusi MarHut-
HBIX U KaTaJIUTUIECKUX CBOMCTB, a TAKXKe OMOCOBME-
CTUMOCTH C TKAHSIMU XXUBBIX CYIIIECTB U 3KOJOTUYe-
CKOIi 6€30IaCHOCTY MarHEeTUT U MarreMUT SIBJISIFOTCS
TEeXHUYECKM LEHHBIMM Marepuanamu [4—9]. OHu
YCIIEITHO WCIIOB3YIOTCS IJIs1 TOCTaBKU JIEKapCTB, B
METOIMKAX TUIIEPTEPMUU U MATHUTHO-PE30HAHCHOM
Tomorpacdunu [10, 11]. B mociaemHme romsl Bce 00Ib-
1Iee BHUMaHWE K MaTHUTHBIM HAHOYACTUIIAM, B TOM
YucJie K MAITEMUTY M MAarHETUTY, IPOSIBIISIIOT OMOJIO0-
I'Y, UCIIOJb3YS UX B arpOTeXHOJOIMX, TaK KaK OHU
SIBJISIFOTCSI HE TOJIbKO MCTOYHUKOM KeJie3a, Heo0X0-
JIMMOTO IJIsl XKUBBIX OPTaHM3MOB, HO 1 CIIOCOOCTBY-
IOT YJIYYIIIEHIO0 OOMEHA BEIIIECTB B PACTEHMSIX, Ae1as
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X 6osiee YCTOMIMBBIMHU K Pa3IMIHBIM cTpeccaMm (3a-
cyxa, 3aMOpPO3KH, (putonatoreHsl) [12—14].

OnHUM U3 HanboJjee MOITYISIPHBIX METOAOB CUH-
Te3a HaHOYACTHUI OKCUIOB Xejie3a SBISIeTCS XUMU-
YECKOE OCaxKJAEHUE U3 BOAHBIX PACTBOPOB COJIEH XKe-
ne3a [15—17]. CymecTByeT 6OJbIIIOe KOTUIECTBO Ba-
pUAaHTOB 3TOro Metola cuHTe3a. Ilpu 3TOM
OOHapyXMBaeTCsl OYeHb TOHKASI TPaHU1Ia MEXIY BO3-
MOXHOCTBIO MOJYYUTb MAarHUTHbIE HAHOYACTULIbI
oKcuja xejesza B OIHOM WIN B IPYroil KpucTtajuinie-
ckoii Mmogudukauuu (y-Fe,O; wnu Fe;0,) [18, 19].
ITockosibKy B TIpoliecce CUHTE3a MAarHETUT MOXET
OKMCIISITBCS 10 Marremura [17], HO mpu 3TOM UMeeT
TEHIICHLIMIO HE OKMCJISITHCS TTOJTHOCTBIO JaXKe B TeUe-
HUE IIATeIbHOro Harpesa [20], WIS IMoapoOHBIX 1C-
CJIEIOBAaHUM CTPYKTYpPbl HAHOYACTUI] 3TUX OKCUIIOB
HEOOXOAUMBI METObl, TMO3BOJISIIOIINE OTAUYATh
Fe;0, ot y-Fe,05, B TOM unciie NOPOLIKOBAasi pEHTTE-



CUHTE3 MATHUTHBIX HAHOITOPOIIIKOB OKCHUIA XKEJIE3A

HOBCKas1 mu(paKLus ¢ 00s13aTeIbHBIM pacuyeToOM Ia-
pPaMEeTPOB BJIEMEHTAPHOM STUYEHKHU.

Lenp HacToseil pabOThl — CUHTE3 MarHUTHBIX
HaHOITOPOIIKOB OKCHAOB Keje3a COBMECTHBIM OCa-
XKIEHWEM W3 BOIHBIX PACTBOPOB XJIOPUIOB XKeje-
3a(Il, IIT) mo Tpem pasaMYHBIM METOAMKAM U CpaB-
HEHMe UX CTPYKTYpPHI 1 (pa30BOTO COCTaBa.

BKCINEPUMEHTAJIbHAA YACTb

O0BeKThI ucciaenosanua. Ha ocHoBaHuM JIMTEPA-
TYPHBIX JaHHBIX 1 HAIIICTO OITbITa HAMMW CUMHTC3NPO-
BaHBbI TPpU BHJa HAHOIIOPOIIKOB OKCHUIOB 2Ke€Ji€3a I10
TPpEM METOAUKAM.

1. Bogusie 0.5 M pacTBOpHI XJIOPUIOB XeJie3a
FeCl, u FeCl; cmemmBaiiu 1pu KOMHaTHOU TeMIie-
parype B MoJisipHoM cooTHoleHuu FeCl, : FeCl; =
= 1:2 B COOTBETCTBUU C XMMUUECKOI peaKlueii:

FeCl, + 2FeCl, + SNH,0H =
= FC3O4 + 8NH4C1 + 4H20.

J1s1 oKUCAeHU MarHeTUTa B MarreMUT OCaxIe-
HUE MPOBOAMIN C IIOMOIBIO BOTHOTO pacTBOpa aM-
muaka (12.5 Mac. %) 1o Bo3neiiCcTBUEM YJIbTPa3ByKa
(240 BT, 40 xI'1) B TeueH1Ee BCETO MpoIecca ocaxKiae-
Hus (30 MuH).

2. BonHble pactBophbl xjiopuaoB xeneda FeCl, u
FeCl; cmemmBany, Kak U B IEPBOM BapuUaHTE, B MO-
nsspHOM cooTHouteHnu FeCl, : FeCl; = 1: 2. /115 no-
JIydeHUsI MarHeTUTa OCaXKIeHUE MPOBOIUIN BOJHBIM
pacTBopoM aMMHMaka (6.25 mac. %) npu TOBBILLIEH-
Hoii Temnepatype (70°C) u 6apbOTUPOBAHUU aApTO-
HOM ISl yHoajleHWsl pacTBOPEHHOIo KMcopoda U
MpenoTBpallleHUS] OKUCIEHUS 1 Tlepexoia MarHeTuTa
B MarreMur.

3. Boansbie pactBopsl xnopunoB xesesa FeCl, u
FeCl; cMemmBanu Tipy KOMHATHOW TeMIlepaType
MPU TaKOM K€ CTEeXMOMETPUYECKOM COOTHOIICHUU
FeCl,: FeCl; = 1: 2 B npucyrcrBuu HCI. OcaxneHue
MOPOIIIKA OCYIIECTBISLIM BOAHBIM PACTBOPOM aMMMU-
aka (6.25 mac. %), ocagokK BBIIEPXUBAJIA B MATOY-
HOM pacTBOpe B TeueHue 16 4 [1Jis1 TTOJTHOTO co3peBa-
HUS Y1 YaCTUYHOTO OKUCJIEHUS HAHOYACTHII.

IMonyyeHHBIE OcanKu OTASSIIA OT pacTBOpPa C IO~
MOIIBIO HEOAWMOBOTO MATHUTA, HPOMBIBAIIA OV~
CTUJJIMPOBAHHOM BoAoi U BeicyuBaau rpu 100°C B
CYLLIMJIBHOM IIKady.

Mertoapl uccienoBanusa. Pa3oBblii cOCTaB U KPU-
CTANIMYECKYIO CTPYKTYpY ITOPOIIKOB HCCIEA0BAIU
METOJOM MOPOLIKOBOM peHTreHorpahuu ¢ UCHoJib30-
BaHueM audpakromerpa Bruker D8-Advance (Cuk,-
n3aydenne, 20 = 20°—80°, mrar 0.0075°, BbimepkKa 7 ¢).
ITapameTpbl penieTku pacCyuThiBaIM METONOM Hau-
MEHBIIINX KBAaIpaTOB C UCITOJIb30BAHUEM MTPOrPaMM-
Horo KoMmIiuiekca PDWin.

PasMep yacTull U CTeleHb UX arPerMPOBAHHOCTHU
OLICHMBAJIM C MOMOIIBIO CKAHMPYIOIIEH 3JICKTPOH-
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HOoM Mukpockormuu (COM), BBIIIOJHEHHON C HC-
MOJIb30BAHUEM PACTPOBOIO 3JEKTPOHHOTO MMKPO-
ckomna c aBTOAMMUCHOHHBIM KaTonom (FE-SEM)
Zeiss Merlin. BHyTpeHHee cTpoeHne U (popMy HaHO-
YacTUll WCCJEI0BaJIM METOJIOM MPOCBEYMBaIOLIEH
3JIEKTPOHHOM MUKpockornuu (ITDM) BbICOKOro pas-
pelieHus ¢ TpUMeHEeHWeM MPOCBEYMBAIOIIETO DJIeK-
TpOHHOTO MUKpockomna Zeiss Libra 120.

PE3YJIBTATbBI 1 OBCYXIEHHUE

ITo BceM TpeM MeToaMKAM OBUIU ITOJydeHbI Mar-
HUTHBIC HAHOTIOPOILLIKN TEMHO-0YpOro 1BeTa, KOTO-
pbie ObUIM OTHEJIEHBI OT MAaTOYHOTO pacTBOpa METO-
JIOM MarHUTHO# cemapauuu. Kak BugHo us puc. 1, Bo
BCEX TpeX BapraHTax cuHTe3a (Metonuku 1—3) ¢op-
MUPYIOTCSI HAHOYACTUILIBI, pa3Mep KOTOPBIX HE Ipe-
Boimaer 20 HM. [onyyeHHbIE HAHOYACTULIBI UMEIOT
CKJIOHHOCTh K arperanuu, II0-BUIAUMOMY, BCJIe[-
CTBME OCTaTOYHOM HaMarHM4YeHHOCTH.

Hccnenmosanue ¢ momouupio IIDM mo3Boamiao
MMOATBEPAUTH TUIIOTE3Y 00 arpeTMpOBaHHOCTU HAHO-
yacTull (puc. 2), 0COOEHHO IMPHU UCITOJIb30BAHUU ME-
TOIVKM 3 — IpU IJIATEIBHOM BbIIEPXUBAaHUU B Ma-
TOYHOM pactBope (16 4). Kak BumHo u3 [1DM-1306-
pakeHU, yIbTpa3ByKOBOE Bo3leiicTBue (MeToauka 1)
1 0COOEHHO 6apOOTaK MHEPTHHIM Ta30M (MeToaurKa 2)
CITOCOOCTBYIOT 00pa30BaHUIO C(pepUIeCKUX YACTHUII.

P®A nokasai, 4To Bce OcaIKy OTBEYAIOT I10 CO-
CTaBy MAarHeTUTy W/WJIM MarTeMUTy U HE UMEIOT B
CBOEeM cocTaBe 6oliee 4yeM 5%-Hoil IpruMecUu KaKoii-
Jubo npyroit dassel (puc. 3).

Kaxk BugHO 13 puc. 3, nudpakiimoHHbIe pedek-
Chbl BCEX TpeX OKCHUIOB AOCTATOYHO IIUPOKU. DTO
CBOWMCTBEHHO /IS HaHomMopolukoB. 1 Marremur, u
MarHeTuT o0JIafatoT O0IIEe CTPYKTYpOil KpUCTaJIM -
YECKOI pellleTKH, CeA0BaTeIbHO, MOJOXEHUST IU-
(dpaKIIMOHHBIX TMKOB y HUX MPAKTUYECKU COBIaIa-
10T. [T03TOMY Ha OCHOBE TOJIBKO aHAJIM3a MOJIOXEHUS
MUMKOB Ha aucpakTorpaMMax HaHOMOPOIIIKOB OTJIU-
YUTh MArHETUT OT MAaITEMUTA OUYEHb CI0XHO. OgHaKO
CpaBHEHUE T1APAMETPOB 3JIEMEHTAPHOU SYEHKU T03-
BOJISIET OTJIMYMTb MAarHETUT OT MarrTeMUTa, YTO 1 ObLITIO
clieJJaHO B JAaHHOM UCCJIEIOBAaHUN.

PesynbraTthl pacuyera mapamMeTpoB 3JIeMEHTApHBIX
SJeeK IS CHHTE3UPOBAaHHBIX OKCHUJIOB JXXeJle3a Hapsimy
C IMTepaTypHbIMU JAaHHBIMU MIPUBEICHBI B TA0. 1.

ITosryyeHHBIE TaHHBIE YKa3bIBAIOT Ha TO, UTO B pe-
3yJIbTAaTe BCEX CUHTE30B BO BCEX TPEeX BapMaHTaX I10-
JIy4eHBI TBEpAbI€ PACTBOPHI MAaITEMUTA U MarHeTUTA.
Ecnu MarHeTUT M MarreMuT U30CTPYKTYPHBI, TO X1~
MUYECKYIO (hOPMYITy MAaITEeMUTA MOXKHO IIPEACTaBUTh
Kak Fe;_;/304, a bopMyITy TBEPIOTO pacTBOpa — Kak
Fe 504, rae 0 < 1/3 [19]. Ucnionb3ys 3aBUCUMOCTh
napamMeTpa a (pa3Mep dJIEMEHTApHOM STYEMKU KpHU-
CTaJUIMYECKOM pellIeTKN) OT KOJIMYSCTBA BAKAHCHIL B
KPUCTAJUIMYECKOM CTPYKTYpPE, MOXKHO OIIPENCINUTh, K

2020



400 LIWJIOBA u 1p.

Puc. 1. COM-uzo6paxkeHrsi HAHOITOPOIIKOB, MOJYYEHHBIX METOIOM XUMUYECKOIO OCAKICHHS C UCIOJIb30BAaHUEM Pas3iny-
HBIX IPUEMOB: MeToAuKa 1 — yJIbTpa3ByK, KOMHaTHas TeMIleparypa; MeToarka 2 — 6apoorax (Ar), 70°C; metoauka 3 — KOM-
HaTHas TeMIleparypa, co3peBaHue 16 4.

Puc. 2. [1DM-u3o6paxkeHusI HAHOYACTHI] OKCHIOB XKeJie3a, MOJYIEHHBIX METOJOM XMMUYECKOTO OCAXKICHUSI U3 XJIOPUIOB XKe-
ne3a (11, I1I) mo pa3HbIM MeTOomMKaM: MeToaUKa 1 — yJabTpa3ByK, KOMHaTHasl TeMIepaTypa; MeToauka 2 — 6apboTtax (Ar),
70°C; MmeTonuka 3 — KOMHATHasl TeMIlepartypa, co3peBaHue 16 4.

KaKoil KpUCTa/UIMYeCKOi MoauduKaluy GIuxe Io-  KOTOpoe, MO-BUAUMOMY, CIIOCOOCTBYET OKMCIICHUIO
JlyYUBLIMICS HAHOTIOPOILOK (puUC. 4). Fe(1I) no Fe(I11). [ToBbienHas remmneparypa (70°C)

Hawu6osnee 6:11130K 110 (ha30BOMY COCTaBy K Marre- Y 0apOOTHpOBaHUE aprOHOM (METOIMKA 2) HHTEHCH -
muty (y-Fe,O;) HAHOMOPOIIIOK, CUHTE3UPOBAHHBIN  (QULIMPOBAIM 00pa30BaHUE OKCHUIA TPEXBAJIEHTHOTO
mo MeTomuke 1 MpU yabTpa3ByKOBOM BO3NCHCTBUM, 3KeJie3a, a BO3ACHCTBME MHEPTHOTO Ta3a aproHa, Ha-

XKYPHAJI HEOPTAHUYECKOM XUMHU  Tom 65 Ne3 2020
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Puc. 4. 3aBUcrMMOCTb MapaMeTpa a 3JIeMEHTapHOM siueii-
KU KPUCTAJUTMIECKOI PEIIETKN OT KOJIMYeCTBAa BaKaHCH I
(3) B cTpyKType TBepaoro pacrBopa. JIMHUs MpoBeneHa
o maHHbIM [20].

o0opoT, 3aMenJisiio 3ToT nepexon. ITopolrok, cuHTe-
3MpPOBaHHEIN 110 METOIMKeE 3, OJIMEKE IT0 pa3Mepy Ia-
paMeTpa 3JIEMEHTApHOM SYeKM K MarHeTUuTy, YeM
oOpa3sell, ToJIydeHHEBIN 1o MeTonuKke 2. Beimep:kka B

Ta6auna 1. ITapaMeTpbl 371eMEHTApPHBIX STYEEK MOJTYYECH-
HBIX HAHOITOPOIIIKOB U JINTePAaTypHBIC TaHHBIC 71T MarHe-
TUTaA U MarreMmuTa

HaumeHoBaHue a, A
Marremur [20, 21] 8.336—8.339
HaHomnopollok, CHHTE3MPOBaHHbI I

o MeToauke 1 8.341(4)

0 METOIUKeE 2 8.354(4)

1o MeToauKe 3 8.362(5)
Maruetur [20, 22] 8.396—8.397
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MaTOYHOM pacTBoOpe B TeueHUe 16 4 (MeToguka 3),
IMO-BUANMOMY, OKa3ajla MeHbIllee BIMSIHUE HAa OKUC-
JIeHUe Xejie3a OO0 TPEXBAJIEHTHOIO COCTOSIHMSI TIO
CPaBHEHUIO C TTOBHIIIEHHOM TEMIIEPAaTypOil 1 MHTEH-
cucdukalmeii mpoiecca 3a cueT 6apdboTaxa, XOTs U
WHEPTHBIM ra3oM. [lojrydeHHbIe JaHHbIE CBUIETEIb-
CTBYIOT O TOM, UTO MPULEIbHBII CUHTE3 MarHeTUTAa
WJIM MarreMura 13 BOOHBIX paCTBOPOB coJieil 6e3 mnc-
MOIb30BaHMsI JOMOJTHUTEIBHO PEAreHTOB OKKUCIUTE -
JIeit UJIM BOCCTAaHOBUTEJICH — CJIOXKHAsI 3a/1a4a.

3AK/IIOYEHHME

MeTonoM XMMUYECKOTO OCAXKIECHUSI U3 BOTHBIX
pacTBopoB coJieii xsmopunos xkenesza(ll, I11) cunresun-
pOBaHbLI HAHOIIOPOLIKM C pa3MEpOM HaHOYACTHUIL B
muanasoHe ~10—25 HM, oTBeyawllue CcocTaBaM
TBEPABIX PACTBOPOB MAarHETUT-MArreMMT, P 3TOM
0JIM30CTh MOJYYEHHOTO COCTaBa K KpaiflHUM 4jieHaM
psia TBEPIbIX PACTBOPOB 3aBUCHUT OT YCJIOBUI CUHTE-
3a (yJIBTpa3ByK, OapOOTax, HarpeB, IJIUTECIBHOCTH
BBIAEPKKM B MAaTOUHOM PacTBOpE).

IMokazaHo, yto ucnoab3oBanue Harpesa (70°C),
0apboTaka MIHEPTHBIM I'a30M U OCOOEHHO YJIbTPa3By-
KOBOTO BO3IEHCTBUSA B MPOIECCE OCAXKICHUS IT0-
POIIIKOB BOAHBIM PACTBOPOM aMMHUaKa CIIOCOOCTBYET
o0pa3oBaHUI0 chepruUeCKUX HAHOYACTULl U UHTEH-
cudpunupyet okuciaenue Fe(Il) mo Fe(I11l) u o6pa3zo-
BaHWE TBEPIOTO pacTBOpPa, KOTOPKIH OJIMKe 1O COo-
CTaBy K MarreMury.

OOHapyXeHO, YTO JJIUTEJIbHOE CO3peBaHUE OCa/l-
Ka B MAaTOYHOM pactBope (16 4) ycuiauBaeT TeHACH-
LU0 HAHOYACTHUII K arperanuu. OTCYTCTBUE UHTEH-
CUBHOTO BO3JEMCTBUS B BUJE yJAbTpa3ByKa WUJIMN Oap-
GoTaxka, Kak W JIMTENIbHOE CO3pEeBaHUE OCaIKa,
NPUBOAUT K 00pa30BaHUI0 HAHOYACTHUILL BHITSHYTOI
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¢dopMBI, KOTOpBIE OTBEUYAIOT COCTaBY TBEPIOrO pac-
TBOpa, 0oJjiee OJIU3KOMY K MAarHETUTY.
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