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AHHOTAIMA

MeTtonoM TepMHUecKOro pasioxeHus oseata sxenesza(lll) mpu pasHOM cooTHOLIEHHH
OJIEMHOBOM KHCJIOTHI M OKTajelieHa-1 momydeHsl HaHOuYacTHUIBl okcuaoB xkene3za (HHOX).
Meronom mpocBeunBatolieil anekTponHol Mukpockonuu (II9M) ompeznenensr Mopdonorus
u pasmep nonyueHHbIx HUOX. Bee momydeHHbIe HaHOYACTHIIBI UMENH chepryecKyto Gopmy
n quametrp 8-9 HM. Meronom HMK-cnektpockonuu juist Becex cuHtesupoBanHbix HHOX ycra-
HOBJICHO HaJIM4Ue OJICaTHOU 000JI0UKY, 00ecIeYnBatoIel CTaOMIBHOCTD KOJUIOUJHBIX PacTBO-
POB ITUX HAHOYACTUI] B HEMOJSIPHBIX pacTBopuTemsax. s nomyuennsix HHOX ¢ nomonisro
PEHTTEHOCTPYKTYPHOTO aHAIN3a ¥ MarHUTOMETPUH OIpeJIeNIeHbl pasMepsl 00pa3oBaHHOTO OK-
CHUIIaMH JKele3a KpHcTaumdeckoro saapa. ComocrtaBneHueM ¢ AaHHbIMH [IOM ycraHOBieH
pa3mep oneatHOU 3ammTHOHN 060moukn HYOXK, KOTOpEIit XOPOIIO COTiIacyeTcsi ¢ M3BECTHRIMH
3HAYCHUSIMU.

KumroueBble ¢JI0Ba: HAHOYACTHUIIBI OKCHJIOB Kee3a, MOJCIIb HaHmeBeHa, IpocBEYUBaronas
QJICKTPOHHAA MHUKPOCKOIIHS, TOPOIIKOBAA pPCHTTCHOBCKAs zmq)paxum, MAarHuToMeTpus

BBeaenne

Iourn nosBeka HaHOUACTHLBI OKCHAOB xene3a (HHOXK) spnsrorest mmpoko usyda-
eMbIMH HaHoMatepuaiamu [1]. HaHouacTuipl oKcHIOB jkene3a JEMOHCTPUPYIOT YHH-
KaJbHBbIE MarHUTHBIE CBOMCTBA, TaKWE KaK CyleprnapaMarHeTH3M, BHICOKAs KODPIUTHB-
HOCTb, HU3Kas Temmneparypa Kiopu u BeicOKass MarHuTHas BocnpuumuuBocTh [2]. Ha
CETOHAIIHUM JIeHb HAHOYACTHUIIBI OKCHJIOB JKeJle3a UMEIOT IIMPOKOe MPUMEHEHHE IS
CO3JJaHMS KaTaJlM3aTOPOB, CPENICTB aIPECHOM JOCTABKH JIEKAPCTB, KOHTPACTHBIX areHTOB
JUTsl MArHUTHO-PE30HAHCHON TOMOrpaduu, 6uocercopos [2—4]. TTockonbKy CBOMCTBa
HAHOYACTHI[ OKCHJIOB >Kejle3a B 3HAYMTEIHHON CTENEHU 3aBUCAT OT MX pa3Mepa U
dopwmel [4], pazpaboTka METOZOB M TOIXOOB JUISI TOYHOW XapaKTEpHU3aIlUU CTPYK-
TYpbl, (OPMBI, pa3MEpOB, COCTaBa U APYTMX NapaMeTPOB HAHOYACTHIL BBI3BIBAET HCCIIE-
JIOBaTeNbCKUI MHTEPEC U SBIISIETCS aKTyAIIbHOM 3aa4ell XUMHUH 1 (PU3UKHU TTepCICKTHB-
HBIX MaTepHaioB [5].
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Bo Bcex mpumokeHUsx, CBA3aHHBIX ¢ ucnoik3oBanneM HUOXK, pasmep gacTuir
sBIsieTcsl HanboJiee BayKHBIM IapaMeTpoM, IMOCKOJIbKY MHOTHE XUMHYECKHE U (pr3n-
yeckue cBoicTBa, cBs3aHHble ¢ HUOXK, cuimbHO 3aBUCAT OT AMaMeTpa HAaHOYACTHII.
K mpumepy, pazmep dacTuil UrpaeT KI0UYEBYIO poiib Mpu ucnois3oBanuu HYOX B ka-
YecTBE KOHTPACTHOTO areHTa B MAarHUTHO-PE30HAHCHOM ToMorpaduu, rae YacTHIIbI
00JIBIIIEro JHaMeTpa HCIONb3YIOTCA B KauecTBE T,-KOHTPACTHBIX areéHTOB, a MEHb-
LIero — B KauecTBe T1-KOHTpacTHBIX areHToB. OAHUM U3 HanboJsiee BaXXHBIX NpHUMe-
HeHuit HHOX cuutaercs MarHuTHas TUIIEPTEPMHUSI — MHOTOOOEIAIOINI METO/ Jie-
YeHHS paka ¢ MaJIbIMU T000YHBIMU A dekTamu [6]. B MarHuTHON rumnepTepMun BbI-
JeJIeHre Teria ocHoBaHo Ha crrocodnoctn HYOX paccenBaTh MarHUTHYIO SHEPTHIO
(xoTopas, B CBOIO O4epeslb, B 3HAUUTENBHONW cTeneHu 3aBUcHUT OoT pazmepa HHOX)
B Teruio [7, 8]. Iloatomy mis mornmanus obnactedt mpumenennss HUOXK u orpaboTku
METOJIOB CHHTe3a, To3Bomromux moiydate HUYOXK pa3noro pasmepa, TpeOyroTcs mo-
CTYIIHBIE METOABI OTIpeNe]eHNs UX pa3MepoB. HecMOTpst Ha KaxKyIIyrocst IpOCTOTY,
Ha IyTH PELIeHNs ITOH 3a/ja4a TauTCs JOCTATOYHO MHOTO OABOAHBIX KamHer. Cy1e-
CTBYET MHOXECTBO aHAJIMTUUECKUX METOJIOB OIPEIEJICHHs pa3Mepa HAHOYACTHII, U BCE
9TU METO/bI MOKHO Pa3/ieuTh Ha MpsMble U KocBeHHbIe. K mpsAMbIM MeToaM i u3-
Mepenus pasmepa / pacrpenenenust pazmepa HIOXK oTHOCSTCS METOBI MUKPOCKOITHH:
3JIEKTPOHHAsI IIPOCBEUMBAIOIIAS M CKaHUPYIOIIas, (UIyOpeCeHTHasl, YIbTPAMHKPOCKO-
must U T. 1. K KOCBEHHBIM METO/IaM OTHOCSITCSI TakHe, Kak JAWHAMHUYECKOE paccesHHe
csera (JIPC), TepmomMarauTHOe M3MEpEHHEe, N3MEPEHHUS aKyCTHIECKON CIEKTPOMETPHUH,
penTreHogaszoBast AU(PPAKTOMETPUS] MAIOYIJIOBOTO PACCESHUS PEHTTEHOBCKHX JIydeH
(SAXS). I[IpocseunBarormias >nekTpoHHass Mukpockomus (IIOM) siBnsieTcss omHUM U3
CaMBIX MOIIHBIX JTOCTYMHBIX aHATUTHYECKUX WHCTPYMEHTOB, KOTOPBIH MOXET IaTh
npsmyto uHpopmanuio o crpykrype u pasmepe HUHOXK. Ongnako 3T0T MeTox cTpagaet
TaKUMHU HEJIOCTaTKaMH, KaK HEeOOJIBIIOW pa3Mep BBIOOPKH, JTOPOTOBH3HA M3MEPEHHS,
JOCTaTOYHO OOJBIIOE BPEMsI MPOBEICHWS WCCIENIOBAHMS, a TaKKe HEBO3MOXKHOCTH
OTpe/eIeHNs TONIMHBI OpraHudeckux cioeB Ha nosepxHoctd HUOX. Bropemm mo
MoMyJIsIpHOCTH MeTofioM onpenenenus: pasmepa HHOX sasnserca APC [9], Taxke us-
BECTHOE KakK (P)OTOHHASI KOPPEALMOHHAS cHeKTpockonmsa. OFHAKO 3TOT METOJ OYeHb
YyBCTBHUTEJICH K 3arps3HEHUSIM, TpeOyeT clielUaTbHOM MMPOOOIOArOTOBKH, a TAKKE HE
MOJET OBbITh MCIOJIB30BaH JIIS YaCTHUIl, OTIIMYHBIX OT cepuyeckoir Gopmbl. Emne of-
HUM TIOMYJISIPHBIM METOAOM SIBIISIETCS] OTPeAeNieHHE Pa3MEepOB METOJOM IOPOIIKO-
BOM peHTreHoBcKoi audpaknuu. IlopomkoBas peHTreHOBCKas AU(PaKuus HUCIIONb-
3yeTcst AJisl XapaKTEPUCTHKH HAHOMOPOIIKOB JIIOOBIX pa3MepoB, a HaOII0aeMble 13-
MEHEHUS! TIOJIOKEHHS TU(PAKIMOHHBIX [TMKOB HCIONB3YIOTCS VIS BEIBOJOB O TOM, KaK
M3MEHSAETCS KpUCTAIUTMUYECKask CTPYKTYpa U IapaMeTphl STUeek IpU U3MEHEHUH pa3Mepa
u opmbr Hanodactuil [10, 11]. Crexyer, oJHaKO, OTMETHTb, YTO TPAJUIHOHHO UCTIOJb-
3yemMasi TeopHst peHTreHoBcKoil nudpaximu (P/I) Oputa paspaboTaHa st OTHOCHTEIBEHO
KPYIHBIX YacCTHUII C OOJBIINM YHCIIOM AU(PPArHPYIOLIMX IUIOCKOCTEH, ISl KOTOPBIX T10-
BepxHOCTHBIE 3¢ dekTsl PJ] nmpeHeOpexxnmo Manbl. st onpeneneHus pa3mepa Takxke
UCTIONB3YIOT MeTobl SIMP-penakcaiuy 1 MeTopl, OCHOBAaHHBIC HA ONPEACICHUH Mar-
HuTHBIX cBoiicTB HUHOX.

B HacTosimeit pabote uccnenryroTcss HAaHOYACTUIBI OKCHJIOB XKeJie3a, MPUTOTOB-
JICHHBIE METOAOM TepMHYECKOro pasioxeHus onearos xenesa(lll). Kak ormeuanocs
BBIIIE, CBOMCTBA HAHOYACTHI OKCUIOB JKEJe3a B 3HAUUTEIBHOM CTETIEHH 3aBUCAT OT UX
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pasmepa u GhopMmel. Mcrons3oBaHre 3HaYCHHUI HEIOCPECTBEHHOTO pa3Mepa CHHTE3H-
POBAHHBIX HAHOYACTHI] (OOEPHYTOrO OOOJOUKOM s/Ipa) MPUBEET K HEBEPHOM OICHKE
pa3MepoB HAHOYACTHII OKCHIOB JKejIe3a, YTO HE MO3BOJMUT BEPHO IMPEACKa3bIBaTh I10-
TpeOUTEIhCKHE CBOMCTBA TPOIYKTa (B CITydae MPaKTHUSCKUX PUMEHEHUH) U TTPUBEICT
K HEBEPHOUN MHTEPIPETAIMU 3aBUCHMOCTEH MarHUTHBIX CBOWCTB OT pa3MepoB. B cBszn
C 9THM BO3HHUKAET 33Ja4a TOYHOT'O OIPEICIICHUS Pa3MEPOB MMEHHO 00Pa30BaHHOIO OK-
CHJIaMH JKelie3a siipa CHHTe3UPOBAaHHBIX HaHOYACTHIL. C MOMOIIBIO TPAAUIIMOHHBIX Me-
TOJIOB MHKPOCKOITUM, TAKWX, HAlPUMEpP, KaK MPOCBCUMBAIOIIAs 3JICKTPOHHAS MUKPO-
CKOITHUSI, MOYKHO OITPEAEIUTh TOJILKO MOJHBIM pa3Mep HaHOYACTHUI] OKCUJIA XKeJie3a BMe-
CTe C OJIeaTHON 00OJIOYKOA.

Takum oOpa3oM, 3ajaua ONpeaeIcHHus pa3MEPOB MOKPBITHIX OJIeaTHOW 000J104-
KO KPHCTAINIMYECKUX sIICP HAHOYACTHII OKCHJIOB JKejIe3a SIBJIICTCS aKTyalbHOM.

1. PeakTuBBI 1 000pYyA0OBaHHE

B pabote ucronp30Bany ciemyone peakTHBbl: rekcaruapar xyuopuaa sxemnesa(lll)
(FeCl3-6H,0, 99%), terparuapar xnopuza sxenesa(ll) (FeCly,-4H,0, 99%), onenroBast
kucnota (CigHz40,, 90%) u okramerien-1 (CigHzs, 90%), Bce mpomsBoacTBa Sigma-
Aldrich (CIIA); ruapokcun HaTpusi, H-TeKcaH, 3TaHoi Obuid moctaBiaeHsl OO0
«TarXumlIpogykt», Poccust. Bce xumuyeckue BElIECTBa UCIONB30BAM B TOM BUE,
B KAKOM OHH OBLIM MOJY4CHBI, O¢3 JOMOIHUTEIHHOM OUUCTKH (KBaTH(DUKAIIMS HE HUXKE
q.7.a.).

1.1. CunTe3 xkene3001eaTHLIX KoMILIekcoB. JKenesooneatusiid komrieke (FeOA)
MOJTyYalld  B3aMIMOJICHCTBHEM XJIOPHIOB JKelie3a, OJIEMHOBOW KHCIIOTHI W THAPOKCHIA
Harpus. [lenonusrpoBanHyo Boxy (60 mMir) cMmermBamy ¢ 3taHosioM (80 MIT) ¥ IOy deH-
HYIO CMECh JICJIMIIM Ha JIBE paBHbIC YacTH. B miepByro mopimio (epBblid pacTBop) A00aB-
JSITA THAPOKCH Hatpust (9.6 T), a Bo BTopyro mopuuio (BTopoii pactsop) — FeCls-6H,0
(21.6 ). ObGa pacTBOpa MOCIEIOBATENHHO JOOABISUTA K PACTBOPY OJEHMHOBOW KHCIIO-
ThI (67.8 T) B 280 Mi n-rekcaHa. CMech epeMeIInBaiId MarHUTHON MEIIaaKoi U KH-
MATAIN ¢ OOpaTHBIM XOJOMMIHHIKOM B TedeHue 4 4 mpu 70 °C. 3aTem komOy oxia-
KA 10 KOMHATHOM TeMiieparypsl. Jlanee BepxXHUIl opraHu4ecKuid cioH, coaepxa-
IIUH JKEeNNe300JIeaTHBIN KOMITIEKC, TPYKIAbl npoMbiBain 100 M 1eHMOHM3MPOBAHHON
BOJIBI B JIETUTENHHON BOpoHKe. [lociie mpoMBIBKY rekcaH BhIIapuBain. Beixos mpo-
IykTa cocTaBui 98%.

1.2. CuHTe3 HAHOKPHCTAJIOB OKCHAA Kese3a. JKene3001eaTHbI KOMIUIEKC
(3.6 1) U3 uncNa CHHTE3UPOBAHHBIX IO OMMCAHHOMW BBbIIIEe MeTouKe U 0.57 T onenHOBOH
kucnotsl (OA) pactBopsimu B 25 T oktagenena-1 (ODE) npu komHaTHOI Temmeparype
(Bce coCTaBbl, N3 KOTOPBIX OBLIH MOTyYEHbI YaCTHUIIbI, IPEACTABICHBI B TA0M. 1).

Peaknuonnyto cmecs Harpeaiiu 10 320 °C ¢ NOCTOSIHHOM CKOPOCThIO HarpeBa
3.3°C/MuH 1 3aTeM BBIJIEPKHBAIM MPU 3TOHM Temrieparype B Tedenue 30 muH. Korma
Temriepatypa B peakrope gocturana 320 °C, mporcxoauia OypHas peakiusi, ¥ HCXOI-
HBI [IPO3PaYHBIN CBETIO-KOPUYHEBBI PacTBOP CTAHOBWJICSI MYTHBIM M KOPHUYHEBATO-
4yepHbIM. [loydeHHYI0 TUCIepCHIO OXJIaXIald 10 KOMHATHOM TeMIepaTrypsl U Jo0aB-
s K "Hert 200 MuT 3TaHOMA IS OCXKIICHHS TIPOYKTa, KOTOPBIN 3aTeM OTACIISITN IICH-
TpUuyrupoBaHUEM.
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Tabm. 1
Cuctems! s nonydeans HUHOXK
Ne ob6pasma Cocras
1 3.6 r FeOA/0.57 r OA/25 r ODE
2 3.6 T FeOA/1.20 r OA/25 r ODE
3 3.6 r FeOA/0.57 r OA/20 r ODE

1.3. XapakTepu3anyusi HAHOKPUCTAJUIOB OKCHAA sKejie3a. [ XapaKTepHCTHKH
Mopdosoruu saep HYOXK ucnonb3oBaiy MpocBeUNBAIOILYIO HIEKTPOHHYIO MUKPOCKO-
muro (ITI9OM). Uzobpakenus [TOM monydaiy Ha NPOCBEUMBAIOIIEM JIEKTPOHHOM MUK-
pockorre Hitachi HT7700 Excellence (Hitachi, SImonus) mpu yCKOPSIOIIEM HATPSLKEHUAM
100 kB, B KkauecTBe MOMJIOXKKH HCIOIH30BAIU MEIHBIE CETOYKH C TIOKPBITUEM
Formvar/Carbon. Pazmepsr HHOX m3mepsin BpyuHyto, oOpadaTbiBasi yetsipe [19M-
M300paKeHUS C WCTIONB30BaHHEM ITPOTpaMMbl 0O0paOOTKM M aHamW3a H300paXKeHUH
Altami Studio st kaxknoro u3 [I1OM-u300paskennii; pasmep BBIOOPKH COCTaBWII Ooliee
3500 yacTuir.

s xapakrepructuku mpupoabl noBepxHoct HUOXK ucmons3oBamm uHbpakpac-
Hyto criektpockonuto. MK-cniextpsl 3anmcsiBamu ¢ noMouipto MK-ciektpomerpa ¢ @y-
poe-nipeodpazoBanrem FT-801 («CMMEKCy», Poccusi) ¢ TpHUCTaBKO#H HapyLIEHHOTO
rostHOTrO BHYTpeHHero otpakenus (HITBO). Ob6pazerr HaHOCHIM Ha TTOBEPXHOCTH KpH-
craina HITBO, nocie wero peructpuposam ero MK-crexTp ¢ marom 4 cM * 1 B Juara-
30He 0T 400 710 4000 cM . DJIEKTPOHHBIE CIIEKTPHI OrIONIeH:s B Y- 1 BUIuMOit 06ma-
CTSX CIIEKTpa U3MEPSUTH IIPH KOMHATHOM TeMIieparype Ha criekrpodoromerpe Lambda 35
(PerkinElmer, CIIIA).

ITopomkoBasi peHTTeHOBCKast audpakiis Obla MOTydeHa ¢ TTOMOIIBIO MU paK-
tomerpa D8 Advance (Bruker, I'epmanust) ¢ ucrionszoBanrem megHoro anoaa (Cu-Ka
L =1.5418 A) B reomeTpuu Bparra — Bpenrano; ckopocts 0.18°/MuH, auana3oH yria
20 ot 7° no 100°, mar 0.015°.

3aBUCHMOCTh HaMarHWYeHHOCTH OT MAarHUTHOTO TOJS HM3ydYald C TOMOIIBIO
mratdopmel PPMS-9 (Quantum Design, CIIIA) mpu temmepatype 300 K u Bennunne
MarauTHOTrO 1ot 10 9 Ti ¢ ucnoap30BaHMeM BUOPAIIMOHHOTO MarHuToMeTpa VSM
(Quantum Design, CIIIA).

2. Pe3yabTaTsl 1 HX 00Cy:KIeHHE

[MOM-u306paxenust nomydeHHbIx oopazuoB HUOX (puc. 1, a—6) BMecTe ¢ cooT-
BETCTBYIOIIMMH THCTOIPaMMaMH PaclpeesieHus 10 pa3Mepam, MOJyUYeHHbIMU B pe-
3yJIbTaTe CTATHCTUYECKOTO aHajM3a M300pakeHu, npuBeneHsl Ha puc. 1. Hanokpuc-
TaJJTIbl KIMEIOT YETKO BHIPAKEHHYIO ChepruecKyro popmy.

HK-cnextper HUOXK, mpencraBienHsie Ha puc. 1, 2, IMEIOT o0mue 9epThl, Xa-
paKTepHbIe ISl 0J1eaTHOH 060mouKH. [Tuk mpu 580 cM ' HAXOAUTCS B AMANA30HE Ba-
NEeHTHBIX Kosebanmii cBssu Fe—O (ot 627 mo 449 cmY). Tlomoca 2851-2921 cm™
oOycnoeneHa konebannem CH, rpynm B oneate. Hamiure komebannii kKapOOKCHIIATHON
rpymmst (1410 cM ') B ClieKTpe CHHTE3HPOBAHHBIX HAHOYACTHI] CBUJIETEILCTBYET O Ha-
JIMYMH B X COCTaBe OJieaT-aHuOHA. B oTimdme ot oneata HATpHsL, T ACHMMETPHYHbBIE
1 cUMMeTpu4HbIe BajieHTHbIe koneOanusi COO™ cocrapisror 1562 u 1450 CM_l, VTS
HUYOX 511t ke muxu nornomenus COO ™ cocrasmsor 1527 u 1410 em . Cumernenue
IIMKOB IOIJIONIEHNS B CTOPOHY MeHbIMX BonHOBBIX uncen a1 HHYOX obycnosieHo
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Puc. 1. Xapakrepuctuka cuatesupoBanibix HHOXK (Ne 1-3): a—6) [IDM-u306pakernss HHOXK
(Ne 1-3) ¢ macrrabHo# TuHEHKoM pasmepoM 40 HM. Ha BcTaBkax moka3aHO COOTBETCTBYIOIICE
pacrtipeziesieHre yacTHil 1o pasmepam (mkana g0 20 HM), TOJTy4YeHHOE IMyTeM CTaTHCTHYECKOTO
ananu3a npumepHo 3500 vactur; ¢) UK-cnexTpsl

GOIBIIIEHT HMEKTPOOTPHIATEILHOCTBIO U BHICOKHAM HOTOKUTEIBHBIM 3apsioM nona Fe®*
no cpasHeHuto ¢ Na* [12-14]. Bee nonydennsie B pabore o6pasisl HHOXK npose-
MOHCTPUPOBAJIM UICHTUYHOCTh XapaKTEPUCTHK: COCTaBa U KPUCTAINIMICCKON CTPYK-
TYpBl S1pa, HATUYUS MOBEPXHOCTHOTO OJIEATHOTO CJI0s, (POPMBI CHHTE3UPOBAHHBIX
HAHOKPHCTAUIOB M KX MArHUTHBIX CBOMCTB.

OKCTIepUMEHTATIbHO M3MEPEHHBIE TU(PaKTOrpaMMbl cepHil 00pa3loB HAHOYACTHIL
OKCHJIOB JKeJie3a TIPHBE/ICHbI Ha pUc. 2. MOXHO OTMETUTH JOBOJIBHO HU3KOE COOTHOIIIC-
HHE CUTHAJI/IIyM BBHAY JBYX NpH4MH: (1) HU3KOH KOHIIEHTPAIMX HAHOYACTHI] OKCHJIOB
Kele3a B M3ydaeMbIX oOpasuax ¥ (2) BBICOKHMX 3HAUCHHMH MIMPHHBI JAU(PPAKIMOHHBIX
MaKCUMYyMOB, TIPEBHIIIAIONINX 3HAUCHUS allliapaTHON ITHPUHBI PE(IIEKCOB B Pa3bl.

Ha puc. 2 TOHKMMHU BEpTHKAIbHBIMH CHHHMH JIMHUSMH TIPHBEACHBI MOJOKCHUS
I(PaKIMOHHBIX MaKCUMYMOB okcupa xene3a FesO,. Buano, uto He Bee audpakim-
OHHBIE MaKCUMYMBI TIPOSIBUIIUCH HA SKCIIEPUMEHTAIBHO U3MEPEHHBIX AU(PpPaKTOrpam-
Max, 4TO MO>KHO OOBSICHUTB IO MEHbLIEH Mepe IByMs npudynHami.. [lepBas cBsizana
C HU3KOM OTHOCHTENHLHON MHTEHCHBHOCTBIO HETIPOSBIICHHBIX pediekcoB. Bropas mosxer
OBITH 00YCTIOBIICHA TeM (PaKTOM, YTO BBHAY PA3HBIX OOCTOSTENLCTB, HAIIPUMEpP (OPMEI
CHHTE3MPOBAHHBIX YAaCTHUI, HAHOYACTHIIHI OKCHJIOB JKeJie3a B MCCIeIyeMbIX 00pasiax
HE HaXOAWJIMCh B OTPAXKAIOIIHMX TTOJIOKEHUSX, TIO3BOJITIONIMX 3a()UKCUPOBATh 3TH pe-
¢nexcrl. Hanbosee MHTEHCMBHBIMU pedieKcaMy B CITydae MarHeTUTa SIBIISIOTCS JIU-
(paKuMOHHBIE MAKCHMYMBI C HHAEKCAMH B TOPSIKE YOBIBAaHUS OTHOCHTEIBHON HH-
teracuBHOCTH (311), (440), (220), (511) u (400) Ha yriaax Audpakiii COOTBETCTBEHHO
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Puc. 2. I3mepeHHBIE TTOPOIIKOBEIE TUPPAKTOTPAMMBI HCCIEAYEMBIX 00pa3ioB cepuii 1 (uep-
Has JUHMA), 2 (KpacHas JuHMA) U 3 (3eneHas nuHUA). CHHUMU BEPTUKAIBHBIMU KOPOTKUMHU
JIUHASIMHU 0003HAYCHBI MOJIOKeHHS pediiekcoB okcua xkenesa FesOy

35.431°, 62.53°, 30.080°, 56.944° u 43.059°. UmeHHO 3TH pedIieKchl NPOsIBUINCH Ha
9KCIIEPUMEHTATIBHO W3MEPEHHBIX MU(pakTorpaMMax HCCIeAyeMbIX B HACTOSILIEH pa-
0ote 00pa3LoB HAHOYACTHI] JKEJIe3a.

OTMeTHM, 9TO TIPH CHHTE3€ HaHOYACTHUI] OKCHIOB Kejle3a METOI0OM TEPMHUYECKOTO
PasIoKeHusl ¢ IPUMEHEHHEM O0JIeaToOB Kene3a (HOPMHUPYIOTCS HAHOYACTULBI OKCHIIOB
*xenesa co ctpykrypamu Marneruta (FesO,) u marremuta (y-Fe,03). Tem He MeHee 3ape-
THCTPUPOBAaHHBIE HAOOPHI NU(PPAKIIMOHHBIX MAaKCHUMyMOB OOpa3llOB KaKIOH cepun
MOJTHOCTBIO ONHUCHIBAIOTCSI HAOOPOM peIeKCoB, OTBEYAIOIIMX OKCUIy skene3a Fe;O, —
maraetuty [15]. JlauHbIid (akT obbscHsAeTCs momodueM cTpykTyp Maruetuta (FezO,)
u marremura (y-Fe,03). Hanboee nHTEHCHBHBIMU pedlicKcaMu B Cllydae MarreMura y-
Fe,O; siBisttoTcst TndpakOHHbIE MAKCUMYMBI ¢ HHIEKCAMHU B MOPsIAKE YObIBaHUS OT-
HocuTenbHOM MHTeHcuBHOCTH (311), (220), (440), (511) u (222) Ha yrnax audpakuun
cootBercTBeHHO 33.956°, 30.280°, 62.980°, 57.346° u 37.311° [15]. B cuny Hu3KO#
CHMMETPHH Ha Auana3oHe yrio qudpakiun 20°—90° marremurt y-Fe,03 neMoHcTpHpy-
et 64 pedrekca npotus 21 B cllyyae MarHeTUTa, MHTCHCUBHOCTh OTPAXKEHHOTO PEHTIE-
HOBCKOTO M3JTy9YEHHS pactipeziessieTcs Ha Oombiee anciio peduiekcoB. BBuay atoro nmpu
PaBHOM KOJIMYECTBE BELIECTBA MArHETUTA M MAaITEMHTA B UCCIIEyeMOM 00paslie peallb-
Has MHTEHCUBHOCTH pediexcoB (511) u (222) marremura y-Fe,03 Oyner 3aMeTHO MEHb-
IIIe HTHTEHCUBHOCTEH MU(PAKIIMOHHBIX MakcuMyMoB MarHeTuta (511) u (400), HECMOT-
Pl Ha IPUMEPHO PaBHBIC Y HUX 3HAUCHUsI OTHOCHTENBHBIX HHTEHCHUBHOCTEH. [1o 3T0M
MPUYMHE K HanOoJiee MHTCHCUBHBIM pedliekcam Marremuta y-Fe;0z (KoTopblie peaibHO
3aperHCTPUPOBATh B Cllydae HAHOYACTHII) CIEAyeT OTHECTH TONbKO peduexcs (311),
(220), (440).

Beuay 6nm3octy 3HaUeHHH YTI0B HanboJiee MHTEHCUBHBIX pe(IIEKCOB MarreMmuTa
v-Fe;Oz u marnerura FezO4 v GONBIION MIMPUHBI HU3MEPEHHBIX JAU(MPAKIIMOHHBIX MaK-
CHUMYMOB CTQHOBUTCSI HEBOBMOXKHBIM 110 H3MEPEHHBIM JH(PAKTOrpaMMaM TOYHO HJICH-
TUQUIUPOBATH, KAKOH MMEHHO OKCHJI JKelle3a ObUT CHHTE3UPOBAH B XOJI€ PEaKIUH, UK
e OIICHUTh UX cooTHolenue [16, 17]. B 3T0ii CBsI3M, Kak OTMEYAIOCh BBIIIE, MO/ Ha-
HOYACTULIAMU OKCHIOB ene3a B HacToAIIeH paboTe MOHUMAIOTCS HAHOUYACTHIIBI MarHe-
tuta/mMarremuTa. KpoMe Toro, Ha HaHOMAacIITabax B cIydae HEHYJIEBOH KOHIIEHTPAIHH
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ne(heKTOB KPUCTAIUIMYECKON CTPYKTYPbI, 0COOCHHO BaKaHCHH IO KHCIOPOIY B MarHe-
THTE, MKy 3THMH JIByMSI OKCHIAaMU CTUPACTCS CYIIECTBEHHAs pa3HHIA B CTPYKTYpe,
KOTOpasi MPOSABIISETCS B cIy4yae 00beMHBIX 00pa3IIoB.
Jlnst onpenenenus GOpPMBEI M pa3MEpOB HAHOYACTHIl OKCHIOB JKeJe3a IPHUMEHs-
nacek popmyina Lleppepa
K
Bcosd’

r7e A — JUIMHA BOJIHBI PEHTTEHOBCKOTO M3NY4EHUSs, f — UHTErpaibHas IINpUHA MHKA,
0 — yron MeXIy MagaloliiM PEeHTTEHOBCKUM HM3ITyYE€HHEM M OTPaXKAIOIMINMU IIJI0CKO-
cramu, d — obmacte korepentHoro paccesHus (OKP), K — dakrop dhopmsr. Pazmep
OKP 00BIYHO OTOXKAECTBISIOT CO CPEAHUM pa3MepOM KpUCTaTUTOB. KoadduuneHt
¢opmbl K 3aBUCHT OT OmpeAeseHni CPEeIHETo pa3Mepa KPHUCTAINTOB M LIHPUHBL
[Ipu orcyTcTBUM noapoOHoi nHpopManuu o hopme K = 0.9 gBisieTcss XOpoInM IpH-
OnvKeHreM U1 HAaHOYACTHUI[ pazMepoM MeHbine 100 HM — B TakoM ciiydae JJIs Kax-
nmoro pedekca Kaxmaol audpakrorpaMMbl KaKIOH CEpHH OOpasIloB ONMPEACISUIACH
€ro IMOJIOKEHUE W IOJIHAs IIMPHHA Ha IMOJYBBICOTE, KOTOpbIE MPHUBEICHBI B TA0M. 2.
Jnst ompeneneHus MONMHOW IIUPUHBI HA TOJTYBBICOTE PEHTTEHOBCKUX AU(PPAKIUOH-
HBIX MAaKCUMYMOB KaXIbli AM(PAKIMOHHBIH MaKCHMYyM OIMCBHIBAICS JIOPEHIIEBOI
($hopMoO# TMHUY ¢ IOMOLIBIO MporpamMMmHoro obecrieuenus Origin 2015. [lanee u3me-
pEHHBIE 3HAYCHUSI IIUPHH Ha MOJIYBBICOTE U YIIIOB JU(paKuny TUPPaKINOHHBIX MaK-
CUMYMOB ¢ momoIntsio dopmyitsl Llleppepa (1) mepecunThIBaICH, B 3HAUYCHUSA O0JIa-
CTeHl KOTEPEHTHOI'O pacCesiHUSl BIOJb COOTBETCTBYIOIIMX KPUCTAIIOTPadUueCcKuX
HanpasyieHuid. [lanee oomacte OKP npuHuManack paBHo# pasmepy kpuctaumTa. [lo-
Jy4eHHbIE Pe3yJbTaTbl NPUBEACHBI B Ta0J. 2. BHIHO, YTO KPUCTAJUIUTHI BCEX TPEX
cepuid 00pa3IoB UMEIOT MPUMEPHO OJMHAKOBBIN CpeHUIA pa3mep okoiio 4.5-5.0 Hm.

o 3HaueHUsIM pa3MepoB 00JACTEl KOTEPEHTHOTO pacCesHUS BAOJb Pa3IMIHBIX
KpHCTAJUIOrpaguyecKux HaIlpaBICHUH MOXHO C OOJBILOW JeTanu3alueidl pPeKoH-
CTpyupoBaTh (GopMy HaHoyacTull. B Hamem ciryuyae Mbl UMEEM CHJIBHO OTpaHUYCH-
HBI HA0Op M3MEPEHHBIX PE(IIEKCOB — BCETO TPH, TPH M YETHIPE COOTBETCTBEHHO JIJIS
00pasIoB MMepBoii, BTOPOH U TpeThel cepur. Takoil orpaHUYEHHBIH HaOOp JaHHBIX
HE MO3BOJISIET HaM TOJHOCTHIO BOCHPOM3BECTH XOTS ObI MIPUMEPHO (GOpMY HCCIE0-
BaHHBIX HAHOYACTHI[ OKCHJIOB KeJie3a. TeM He MeHee MOXKHO BBECTH W OLIEHHUTH IS
Ka)KJ0H Cepuy 4acTHILl KOJIMYECTBEHHBIH KpUTEpUi cTeneHu noxpodust popmel chepu-
yeckod. JlaHHBIN KpuTepuii He MMEET HHYEro OOIero co chepuuHOCTBI0 — KOJIHUYe-
CTBEHHOU MEpPO¥ TOTO, HACKOIBKO chepuiaeckuM (KPYTIIBIM) SIBIISIETCS OOBEKT, OTpe-
nenenHon X. Yoaemiom B 1935 r. [18] kax

w_ ”1/3 (6Vp)2/3
A

p

)

, (2)

rae V, paBHO 00beMy YacTHIbl, a Ay PaBHO IUIOIAIM HOBEPXHOCTH YacTHIBI. B pam-
Kax HACTOSAIICH paOOThI MPEAJIaraeTcsi CYNTaTh HAHOYACTHILY C(HEPUUECKOM, eCliu ee
CPeIHHI pa3Mmep, MOJIYUYCHHBIH KaK cpeHeapu(pMeTHIecKoe BCeX U3MEPEHHBIX pas-
MEPOB KPUCTAIIUTOB BJIOJb PA3IMYHBIX KPUCTAIUIOrPahUUECKUX HAMpaBICHHM, OT-
JUYaeTCs OT pa3Mepa KPHCTALTUTa BIOIb JIFOOOT0 U3MEPEHHOTO KpucTamutorpadu-
4eCKOro HarpasiieHus He Oosee yem Ha 10% (Tabi. 3).
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Tabi. 2

I/I3MepeHHI)Ie YTJIbL }_'[I/Iq)paKIII/II/I Y MOJIHBIC IUPHUHBI HA IMOJYBBICOTC U3MCPCHHBIX HI/I(i)paKHI/I-
OHHBIX MAKCUMYMOB HAaHOYACTUL] OKCHUIOB KCJIC3a

Cepus Wnpexcol Vron mudpaxiuu Ilonnast mupuHa
00pa3moB HKL Ha TIOJYBBICOTE
311 35.84° 2.59°
1 511 57.62° 1.19°
440 62.62° 2.22°
311 35.83° 2.55°
2 511 57.46° 1.05°
440 62.96° 3.60°
220 30.82° 1.98°
3 311 35.96° 1.81°
511 57.68° 1.97°
440 63.16° 1.96°

Tab6m. 3

[omyuennsie u3 Gopmyisl Lleppepa (1) 3HaweHHs pa3MepoB KPUCTAJUINTOB HAHOYACTHUI] OKCH-
JIOB JKere3a

Cepus WHpekcel Pasmep kpucrai- CpenHuit pas- IIpennonaraemas
00pa3ioB HKL JINTa, HM Mep, HM ¢dopma
311 3.2
1 511 7.6 5.0+ 0.6 Hecdepuueckas
440 4.2
311 3.3
2 511 8.6 48+04 Hecdepuueckast
440 2.6
220 4.2
3 gﬁ jg 45+0.2 Cdepuueckas
440 4.8

Takum oOpazoM, popMa HAHOYACTHL OKCUAOB JKEJIe3a TOJIBKO TPEThEH CepuH 00-
pasuoB ObLTa HAMU OlICHEHa Kak ceprdeckas. HanouacTHIIbI OKCHIOB kee3a o0pas-
IIOB TIEPBOM M BTOPOI CepHid BBITAHYTHI BIOJb KPUCTAILIOTPa(hUIECKOTr0 HAIIPaBICHHUS
(511) orHocurenbro Hanpasneruit (311) u (440), 4To MO3BOIISET CAENATH MTPEITTONONKE-
HHE O cCUrapooOpa3Hoi popMe HAHOYACTHI FITHX CEPUH.

Ha cnenyromem stare OpUTH M3MEPEHBI 3aBUCHMOCTH HAMarHUYeHHOCTH HAHO-
YacTHUIL OKCHIOB JKeje3a OT BEJIMYMHBI BHEIIHETO MAarHUTHOIO IOJIS AJIsl 00pa3LoB
cepuii 1,2 u 3, npuBeICHHBIC COOTBETCTBEHHO HA PHC. 3, 4—6.

W3mepeHHbIe 3aBUCHMOCTH HAMarHWYeHHOCTH OT BHEIIHETO MO A1 00pa3Ios
cepuii 1-3 EMOHCTPHPYIOT MOJOOHOE MMapaMarHeTHKY TOBEICHUE — TIOUTH JINHEHHBIN
POCT B HU3KHX TOJISIX U JOCTHKEHHE HACBIIICHHUS B BBICOKHX MOJAX. KpHBbIe MoJIeBbIX
3aBHCUMOCTEH HaMarHMYE€HHOCTH aIPOKCHMHPOBAINCEH B paMKaX PacIIMpeHHON MO-
nenu Jlamxkesena [19-21]:

_ HH KT
M(H)_Ny(coth T yH} 3)
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Puc. 3. a—6) 3aBucumocTn HaMarHn4eHHOCTH 00pa3noB Ne 1-3 OT BHENIHETO MOt IPH KOM-
HaTHOHU Temrieparype (4epHbIe OKPY>KHOCTH) U €€ aIrlpoKCUMAIMs B paMKax PacHIMpeHHONW MO-
nemu JlamkeBeHa (KpacHas JIMHUS); 2—e) pacIpe/eNeHue 1o pasMepam st oopasuos Ne 1-3, mo-
nydeHHoe o M—H-3aBucumoctam

IJe [ — MarHUTHBII MOMEHT HACBILICHUSI HAaHOYACTHLIBI, K — mocTosiHHas bosbiMaHa,
H — HanpsKeHHOCTh BHEIIHEr0 MarHUTHOTO 1o, N — KOHIIEHTpauysi HaHOYaCTHI] WITH
MIOJIHOE KOJIMYECTBO B 00BEME HCCIIeyeMOoro oopasia.

BaxxHO OTMETHTH, YTO CHHTE3MPOBAaHHbIC HAHOYACTHUIIBI, KaK IPABUIIO, HE SIBIIS-
FOTCSI MOHOJIUCIIEPCHBIMH, TO €CTh BCETa MMEET MECTO HEKOTOpPOE pacIipezieieHHe o
pasmepam. Ilpn oOpaboTke M aHanu3e SKCIEPUMEHTANBHBIX 3aBUCUMOCTEH HaMarHu-
YEHHOCTH OT BHEIIHETrO MOJIsi HEOOXOIMMO YUUTHIBATh pacrlpeeieHie HaHOYacTUIl IO
pa3Mepam, 9To TOCTATOYHO JIETKO pean3yeMo, KaK yOequTeIbHO TTOKa3aHO BO MHOTHX



14 P.P. AMUPOB u p.

Tabi. 4

[Nomy4enHble U3 armpoKCUMAaLK B paMKax paciimpeHHol Mozenu JlamkeBena (3)
3HAYCHHsl CPEIHUX PA3MEPOB YACTHUIl U AUCIIEPCUH JIOTHOPMAIBEHOTO 3aKOHA pac-
nipenencHus (4)

Cepust 06pasnos dc, HM o
1 5.0 0.13
2 4.0 0.17
3 4.5 0.18

pabotax panee [22—30]. O6bIUHO pazMepbl OIYIEHHBIX HAHOUACTHIT PACTIPEIEIICHBI TI0
JIOTHOPMAJILHOMY 3aKoHy [22]:

1 In*(r/r,)
exp| — . (4)
ro2z P 207

Ilocnennee moATBepXkAaeTCsl pe3ynbTaTaMH HCCIEOBaHUA CHHTE3UPOBAHHBIX
HAHOYACTHIl METOJOM IPOCBEUMBAIOIICH AIIEKTPOHHOH MHKpockonuu (puc. 1, a—s).
[Tpu anmpokcuManuy UCIOIb30BAIOCH ABA MMOJrOHOYHBIX mapamerpa: . — cpeqHuit
JUaMeTp YacTUIBl U ¢ — Aucnepcus. Pe3ynbTaTel annmpoKCUMaliy MOJIEBbIX 3aBUCH-
MOCTEH HaMarHHYEHHOCTH 00pa3IoB cepwii 1, 2 u 3 MpuUBEACHBI HAa pUC. 3, d—6 COOT-
BETCTBEHHO B BUJE KPacHOW JMHUH. MOXHO OTMETUTH, YTO BO BCEX TPEX CIydasx
HaOJIroIaeTCsl XOpolIee COrJiache TMOJyYeHHOW B pe3ysbTare anipOKCHMAIMHd KpH-
BOM M 9KCIEPUMEHTAJIBHBIX NaHHBIX. OfHAKO B OOJBIIMX MAarHUTHBIX MOJsAX (Ooiee
75000 ) B ciryuae 00pa3LoOB MIEPBOI U BTOPOH cepuu HaOMogaeTcsi HEKOTOpPOe pac-
XO0XJIEHHE B HAKJIOHAX SKCIEPHUMEHTAIbHON U MOJIYYEeHHOH B pe3ysbTaTe amnmnpoKCcH-
Malui KpuBBIX. B oTHocuTensHO ke Mamnbix moisix (MeHee 75000 D) ormewaercs
XOpollee coriacue alnmnpoKCUMAallii U U3MEPEHHBIX JaHHbIX.

B cirygae oOpasiua cepun 3 IOJIHOE corjiacue SKCIIePUMEHTANIbHBIX JaHHBIX HaOIIO-
JIaeTcsl BO BCEM AMana3oHe MAarHUTHBIX mosied. [lodyueHHble B pe3ylsbTaTe anmpoKCH-
Malliu 3Ha4€HUs CPETHUX pa3MEpOB HAHOUACTHIL ¥ JUCHIEPCHUI JIOTHOPMATIBHOTO 3aKOHA
pactipeneneHns npuBeeHs! B Tab. 4. [lomydyeHHbIe U3 anmpOKCUMAITIH PACTIPENETICHUS
YacTuIl 10 pa3MepaM HaHOYacTHL 00pa3LoB cepuil 1, 2 1 3 npUBeAEHbI COOTBETCTBEHHO
Ha pHc. 3, e—e.

B Tabin. 5 mpuBeneHo comocTaBlieHHE pa3MepOB HAHOYACTHII OKCHIIOB JKellesa, Io-
JIy4EHHBIX B HACTOAIIEH paboTe 1Mo JaHHBIM PEHTICHOCTPYKTYPHOTO aHAIN3a, MarHUTO-
METPHH, U Pe3yJIbTaTOB HCCIIEJOBAaHUI METOAAMH [TPOCBEUNBAIOIIEH AIEKTPOHHON MUK-
pockormuu. MOXKHO OTMETHUTH XOpOIIIEe COTJIacie B paMKax IOTPEITHOCTH M3MEpPEHHH
MEXIY HOIy4YEHHBIMH METOIaMH PEHTI€HOCTPYKTYPHOTO aHAIN3a U MAarHUTOMETPUH
pasMepaMy KpHCTAIMYECKOTO sIpa HAaHOYACTHLl OKCHJA XKeJe3a Uil 00pas3loB ce-
puii 1 u 3. B ciydae xe oOpasna BTOpO# cepuH MOJTYUYSHHBIH M0 JAHHBIM MarHUTO-
METPHH pa3Mep KPUCTALIMYECKOTO SApa HECKOJIBKO OTJINYAETCSI B MEHBLIYIO CTOPO-
HY OT 3Hau€HUsl, T0JIyYEHHOTO0 METOJaMH PEHTTEHOCTPYKTYPHOT'O aHaIN3a.

Takoe paznmuure MOKeT OBITh OOYCIIOBIIEHO pa3sHBIMH NPUYWHAMH, HAIpUMep,
MOYKHO HPEIOJI0KUTh, YTO B MPOLECCEe CHMHTE3a HAaHOYACTHUIIBI JKeJle3a BTOPO cepuu
ObUTM COPMUPOBAHBI TAaKMM OOPAa3OM, YTO HE BCE KPUCTAJUTMUECKOE SIIPO SIBISUIOCH
MarHuTHBIM. [lociennee yTBep)kaeHue He Ooee 4eM TUIIOTe3a, M JaHHBIH BOIPOC Tpe-
OyeT nanpHeiero ucenenosanus. Kpome Toro, Takoe HECOOTBETCTBHE MOJKET SBIIATHCS

fiog (1 15,0) =
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Tabun. 5

Pa3mepsl HaHOUACTHUI OKCUAOB XKele3a, OJYyYEHHbIE METOAaMU MAarHUTOMETPUH, PEHTIE€HO-
CTPYKTYPHOTO aHAJIN3a W IPOCBEYNBAIONIEH 3JIEKTPOHHOH MUKPOCKOTIUH

Cepus Pa3zmep mo naHHBIM peHTreHo- | Pa3sMep mo naHHEIM Pasmep o nan-
00pasIoB CTPYKTYPHOTO aHaJIN3a, HM MarHUTOMETPUH, HM HbIM [1OM, HM
1 5.0 5.0 8.0
2 4.8 4.0 8.0
3 45 4.5 7.4

ClIe/ICTBHEM HeCcepUIHOCTH (POPMBI YaCTHI] BTOPOH CEpUH M HEM30TPOIHOM YIaKOBKU
HAHOYACTHII B UCCIeayeMOoM oOpasiie. [lelicTBUTeNbHO, B Clydae YacTHIl CUTapoodpas-
HOI ()OpMBI, OPUEHTHPOBAHHBIX TAKUM 00pa30M, YTO HalpaBJIeHHE, BAOJb KOTOPOIO
YacTHUIIBI BBITSHYTHI HE COOCHO HAMPABICHUIO BHEIIHETO MAarHUTHOTO TOJIS, OyAeT Mpo-
WCXOIUTh CHUCTEMAaTHYECKHEe 3aHI)KEHHE Pa3MEpOB YaCTHII, TOCKOJIBKY OyAeT OIeHU-
BaThCs IONEPEUHbIH OTHOCUTENBHO HAIPABJIEHUS, BAOJIb KOTOPOIO YaCTHLIB! BHITSHYTH,
pasmep.

B xoHTeKcTe 00CYXKIeHNS TPUMEHUMOCTH paciIupeHHoi Moaenu JlamkeBeHa st
MHTEPIIPETALMH TI0JIEBBIX 3aBUCUMOCTEH HAMarHW4eHHOCTH 0Opa3loB HAHOYACTHIL He-
cheprueckoil (opMbl HEOOXOAUMO 3aMETUTh, YTO HAWIYYIIETO COTJIACHS MEXIy all-
MPOKCHMANMeN M IKCIIEPUMEHTAIBHON 3aBUCHMOCTBIO YIAJIOCh TOCTUYb IS 00pa3IoB
cepuu 3, KOTOpbIE, COIJIACHO pe3yJibTaTaM HCCIeJOBaHUNA METOJaMH PEHTI€HOCTPYK-
TYpPHOTO aHANIN3a, ABISUIUCH CHEPUIECKUMHU.

Takum oOpaszom, manee 1MoJ pa3MepamMy KPUCTAIIMYECKOTO siapa OyAayT moapa-
3yMEBaThCsl Pa3MepBbl, MOTyYEeHHbIE [0 JAHHBIM PEHTT€HOCTPYKTYPHOI'O aHajn3a, KOTO-
pBle, TeM HEe MEHee, He CHIIBHO OTJIIMYAIOTCS OT TaKOBBIX, MTOJMYYEHHBIX 10 pe3yJbTaram
MarHUTOMETPHH, B CiTydae oOpa3lloB TEpBOM M TpeThell cepuu. B mgomomHenne K 1mo-
CJIEIHEMY MOXHO OTMETHUTB, YTO, COTJIACHO JAHHBIM PEHTI€HOCTPYKTYPHOTO aHAIM3a
(tabm. 3), yacTHilel BTOPOil ceprn 00pa3IoB SBISIOTCS MEHee ChepHIHBIMH, YeM 00-
pasibl epBOil Ceprr, YTO MOIJIO YCHUIIMBATh TEHICHIMIO K aHW30TPOITHOW YITaKOBKE
HAHOYACTHUIl B 00pa3Iie.

[lomyyeHHble METOJaMH MarHUTOMETPUU M PEHTTEHOCTPYKTYPHOT'O aHaIN3a pas-
Mepbl HAHOYACTHUI] OKCHJIOB JKelle3a OKHIaeMO OKa3aIMCh MEHBIIE Pa3MEpOB, IOITY-
YEHHBIX METOAAMH INPOCBEUMBAIOIIEH 3JEKTPOHHOM MUKpOocKomuu. Takoe paznuuue
00YCIIOBJICHO TeM (aKTOM, YTO METOJbI NMPOCBEUMBAIOIIECH AIEKTPOHHON MHKPOCKO-
IIMH MO3BOJISIIOT OLICHWUTH IOJIHBIM pasMep HAHOYACTHUIl — IOKPHITOIO OJE€aTHOW 000-
JIOYKON KPUCTAJTMUECKOTO sIIpa, METOABI e PEHTTEHOCTPYKTYPHOTO aHaJIM3a U Mar-
HUTOMETPHH, KaK OTMEYAJIOCh BBIIIE, MTO3BOJISUIM OMPEAETUTh UMEHHO Pa3Mephl KpH-
CTaJUIMYECKOTO SApa.

Takum 00pa3oM, TOJIIMHBI OJICATHBIX 000JI0YEK, MOKPHIBAIOIINX KPHUCTAJUINYe-
CKHeE s1/Ipa HAHOYACTHII OKCHJIOB JKeJie3a, ObUTH OTpeIeTICHbl KaK MOJIOBHUHA Pa3HUIIBI
MEXIY MOJHBIM Pa3MEpPOM HAHOYACTHIl OKCHAOB XeJle3a U Pa3MepoM KpUCTaInye-
CKOTO si7pa, pe3yJIbTaThl IpUBEACHBI B Ta01. 6. BuaHO, 4TO 3HaUCHHUE TONIIMHEI OJIe-
aTHOT'O CJI0A COCTAaBHJIO OKOJO 1.5 HM, YTO HaXOAUTCA B OTIMYHOM COTJIACHH C TIPH-
BeZleHHOH B pabote [31] BenmnuuHO#N 1.75 HM, TakKe IMONYYSHHOW CpaBHEHHUEM JIaH-
HBIX [IOM H peHTreHOCTpyKTypHOro aHanu3a, Wik 1.41 HM 10 JaHHBIM METOJla PEHT-
TeHOBCKOM peduiekToMeTpuu [32].
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Tabn. 6
Pa3meps! oneaTHBIX 0007104€K HAHOYACTHII OKCHJIOB Keje3a.
Cepus Pasmep HY no nanHbIM peHTre- Pazmep HY no Tonmuna onear-
o0pasIioB HOCTPYKTYPHOTO aHann3a, HM | fmaHHbeM [IOM, HM HOTO CNOsI, HM
1 5.0 8.0 15
2 4.8 8.0 1.6
3 4.5 7.4 14

[TocnegHee CBUAETENBCTBYET B MOJIB3Y TOTO, UTO NMPEAJIOKEHHBIN B HACTOALLEH
paboTe oIX0I K ONPEACICHUIO Pa3MEePOB KPUCTADIMYECKOTO MATHUTHOTO SIPa YaCTHIT
TUna «1apo@o06ooukay B ciydae aMopdHOI 000IOUKH MO3BOJIHI KOPPEKTHO OLIEHUTD
pa3mepbl aMopdHOI 000JIOYKH, a 3TO YKa3bIBaeT Ha JIOCTOBEPHOCThH OICHOK pa3MepoB
U pacIipelielieHds Mo pa3MepaM KpUCTaUIM4YecKoro sijjpa. B cimyuae ke kpuctaminie-
CKOW MarHWTHOW 00O0JIOYKM NMPUMEHHMOCTh JTAHHOTO TIO/XO/a OrPaHUYEHa, U METO.
MOYeT OBbITh MPUMEHEH TOJILKO TP YCJIOBHHU, €CITH MOTYT OBITh IOCTOBEPHO Pa3pelICHBI
TG PaKIMOHHBIE MAKCUMYMBI S7jpa ¥ 000JI0YKH.

3akioueHue

PazpaboTranbl MeTOABI ONpeeNeHns pa3Mepa KpUCTaUINIECKOro siipa HaHovYac-
TUI OKCHJA JKeJie3a, CUHTE3MPOBAHHBIX TEPMHUYECKUM DPa3JIO0KEHHUEM COCIMHEHHIA-
MpEeILEeCTBEHHUKOB B pacTBope. Pazmepsl U (GOpMBI KPUCTAJUIMIECKUX 3apOJbIIICH
CHUHTE3UPOBAHHBIX HAHOYACTHIL] OIPEAEITICHBI 110 PEHTI€HOBCKUM AU(PAKTOrpaMMam
¢ ucnojp3oBaHueM ypaBHeHus Llleppepa. Anmpokcumanus HOJNEBBIX 3aBUCHUMOCTEH
HaMarHM4eHHOCTH B paMKax paclIpeHHoi Mojenu JIaH)xeBeHa Mo3BOIMIIA OIPEIENTUTh
pa3Mepsl M PacIpeAeieHus M0 pa3MepaM MAarHUTHBIX KPUCTAJUIMYECKHUX 3apOJbIIICH
HAHOYACTHIl OKCHAA *keje3a. M3 cpaBHEHUs pa3MepoB 3apoJbllIeii KpUCTAIIOB, MOTY-
YEHHBIX METOAaMH MarHUTOMETPUM WU PEHTI€HOCTPYKTYPHOTO aHaiM3a, C IOJHBIMU
pa3MepaMH HaHOYACTHIL, IOJYYEHHBIMH METOIOM MPOCBEUMBAIOLICH 3JIEKTPOHHOH
MHKPOCKOIUH, TOJIIMHA 0JIeaTHOI 000J10uKky Oblia olieHeHa B 1.5 HM, 4TO XOpOLIO co-
TJIaCy€eTCsl C JIMTEpaTypHBIMU JTAHHBIMH, U 3TO COBIIAJICHHE CBUIETEIHCTBYET O HAIEXK-
HOCTH HOJIyYEHHBIX pe3yJsbTaToB. [IpennoxeHHblid B paboTe MOAX0A MOXKET ObITh IPH-
MEHEH JJIs1 OTIPE/ICNICHHs] Pa3MePOB AP U TOJIIMH aMOP(HBIX 000JI0UEK APYyTrHX HAHO-
YACTHI[ CO CTPYKTYPOi «s1p0@000109Ka»

Bbaaropapnocru. Cunre3 HUOX u [IOM-uccienoBanue BBITONHEHB! IPH QH-
HaAHCOBOM moanep:kke Poccuiickoro Hayunoro ¢gouaa (mpoekt Ne 22-23-00348).

W3mepeHnsi peHTIeHOBCKOM IU(PAKLIMKA U MarHUTOMETPUM BBIIIOIHEHB! 33 CUET
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Abstract

In this study, the method of thermal decomposition of iron(l11) oleate at different ratios of oleic acid
and octadecene-1 was used to obtain iron oxide nanoparticles (IONPs). Transmission electron microscopy
(TEM) showed that they all had a spherical shape and a diameter of 8-9 nm, and FT-IR spectroscopy revealed
the presence of oleate shells in them, which ensure the stability of the colloidal solutions of these nanopar-
ticles in nonpolar solvents. For all synthesized IONPs, the sizes of the crystalline core formed by iron oxides
were determined using X-ray diffraction analysis and magnetometry. The sizes of the oleate protective shells
were established by comparison with the TEM data. These values were in agreement with those from
the literature.

Keywords: iron oxide nanoparticles, Langevin model, transmission electron microscopy, powder
X-ray diffraction analysis, magnetometry
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Figure Captions

Fig. 1. Characterization of the synthesized IONPs (nos. 1-3): a—c) TEM images of IONPs (nos. 1-3) with
a 40-nm scale bar. The insets show the corresponding particle size distribution (scale to 20 nm) ob-
tained by statistical analysis of approximately 3500 particles; d) IR spectra.

Fig. 2. Measured powder diffraction patterns of the studied samples of series 1 (black line), 2 (red line),
and 3 (green line). The short vertical blue lines indicate the positions of the Fe;O, iron oxide reflec-
tions.

Fig. 3. a—c) Dependence of the magnetization of samples nos. 1-3 on the external field at room tempera-
ture (black circles) and its approximation within the extended Langevin model (red line). d—f) Size
distribution for samples nos. 1-3 obtained from M—H dependences.
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