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CTPYKTYPHBIE OCOBEHHOCTH HAHOKPUCTAJJIHYECROTO
MATHETHUTA PA3JIUYHBIX BAPUAHTOB CHHTE3A 110 JTAHHBIM
PEHTTEHOBCKOU JUPPARKIINU H 3JIEKTPOHHOU MUKPOCKOIINHU
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Memodamu npocgewusaruieil 31eKkmporHHoll mukpockonuu (IIOM) c¢ anexkmporHOIL
Jugparyueil u peHmezeHOUPPAKYUOHHO20 AHALUZA USY4eHbl CMPYKMYPHbLE 0COOeHHOCMU
Hanopa3smeprozo maznemuma FegOy, cunmesuposannozo ¢ yuacmuem nNOAUMEPHBLY
mampuy, (nonucaxapud xumosan u 0p.). Ha 0cHOBAHUU NOLYLEHHbLX KOMNJIEKCHbLX
O0aHHBIX BbLABLEHO BbLPANHCEHHOE GIUAHUE NOAUCAXAPUOHOL MAMPUYbL HA UHZUOUPOBAHUE
pocma u cmabuau3ayuilo pas3mepos Hawouacmuyex mazHemuma. Ilpu amom
HANpaeNeHHOoe  YMeHbuleHue  padmepos  Hanowacmuy  FegO,  conpoeoxcdaemcs
yseaunenuem OeeKmHOCMU KPUCMAAAUYECKOU PpeulemKu U YMEeHbULeHUeM DPa3mepos
aJleMeHmapHoil aueiiku. B paGome nokasana 3gpexmusHocmv 63aumo0ononHs0uLez0
ucnonv3osanus IIOM ¢ anexkmponroil dupparyueil u peHmzeHOUPPAKYUOHHLLX Mem 0006
onpedejieHuss napamempos Ccmpykmypvl. U CcyocmpyKmypsb. npu  UCCAe008AHUSX
HAHOPA3MEPHbLX YACTMUY, MAZHeMUMA, CURMEe3UPOBAHHbLX 6 NOIUCAXAPUOHOL mampuye.

Knwoueevie cnoea: MAIHHUTHBIE HAHOYACTHI[BI, BHOIIOJIMMEPHAA
MATPHIIA, XHTO3AH, PEHTTEHOBCRAA NTUPPARIIHUA, IPOCBEYHBAIOITAA
SJIERTPOHHAA MUKPOCKROIIHA, PASBMEPBI JACTHI].

(ITonyuerno 29.06.2011, 6 ompedaxmuposartoii popme — 31.10.2011,
onybauxoearo online — 05.11.2011)

1. BBEJEHHUE

B Hacrosiee BpeMsa MaTe€pPHAIbl HA OCHOBE HAHOPA3MEPHBLIX YACTHUI[ MArHeTHUTAa
Fe304 mHaxomaT mIMPOKOe NOpUMeHEHWe B COBpeMeHHOU wmepgunmae [1-4] m
TexHuke [4-6]. Ilpu paspaboTke MeTOZOB CO3JaHUA TaKUX MATEPUATIOB
KJIIOUEBLIM BOIPOCOM SBJISIETCS KOHTPOJb Pa3MePOB HAHOYACTHUII, IIOCKOJIBKY
Bce o0JlacTM IIpUMEHeHUs HaHOMATepuaJoB Ha ocHoBe FezO4 omwmpalorca Ha
CTpOrHMe 3aBUCUMOCTH CJIY:KE€OHBIX CBOMCTB OT pPasMEpOB UM CTEIEeHW MOHO-
IVCIIEPCHOCTYH YacTUIl. BoJIbIlIoe BHUMAHUE YAEISIeTCS KaK TEeXHOJOTMUYECKUM
mprueMaM, IO3BOJIAIONINM M30eKaTh arJoMepUpOBaHUA (CAUIAHUA) HAHOYACTUIL
MArHeTuTa, TAK WM HWHCTPYMEHTAJIBLHBIM METOJAM ONpEee/IeHUs UX PasMepoB U
pacipeneeHusI pa3MepOB.

WsBecTHBIMU croco0aMy CTAOMIM3AIUN HAHOUYACTHI[ MArHETUTA SBJISIOTCS,
HAIIpUMeEp, CO3JaHMe HA WX I[IOBEPXHOCTH OPUEHTUPOBAHHBLIX CJIOEB IIOJISA-
PU30BAHHBIX OPTaHWUECKUX MOJIEKYJ [3-4], HuCIoJb30BaHUE XeJaTUPYIOIIEro
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adhdexra Ouomoseryna [7-8] mam cuHTed B OmomonmmepHoit Mmarpuie [9].
Ony6JIMKOBAHO [JOBOJBHO MHOrO paboT, OIIMCHIBAIOIIUX IIPUMEHEeHNe
oJINCaXapuioB, B YaCTHOCTHU, XUTO3aHa, B KauecTBe 3(P(PeKTUBHBIX CTAOUMJIN-
3UPYIOIINX aTeHTOB AJA HamoudacTull marHetuTa [7-8, 10-13]. Xurosaum u ero
IIPOM3BOAHLIE IMMPOKO HCIOJB3YIOTCA IPU CO3JAHUM DPA3JIUUYHBIX MaTepPUATIOB
0MOMEeIUIIMHCKOT0 Has3HaueHUA OJjiaromaps 3aMedaTeJbHBIM OMOJIOTMUECKUM U
XxuUMuYecKuM cBoiictBaMm [14-16]. Hanuuwme peakTHWBHBIX T'pynn (pagnKaJioB)
OH- um NH, 1mosBosdgeT IIPeAHOJIONKUTH BO3MOKHOCTDL cpabaThbIBAaHUSA
MeXaHu3MOB MHTHMOMPOBaHUA (CTAOMIM3AIMK) POCTA HAHOUACTUI MATHETHUTa B
IPUCYTCTBUU MaKPOMOJIEKYJ XMTO3aHA.

W3 meTomoB OlleHKM pasMepoB HAHOUACTUI[ Hambojsiee pacupoCTpPaHEHBI
IpAMBIE U3MEPEHUs C IPUMEHEHWEM ITPOCBEUMBAIOIEl 3JIEKTPOHHON MUKPO-
ckonum (IIOM) [17-18] m KocBeHHBIe — ompenesneHVe 3DHEKTUBHBIX Pa3MepPOB
KPUCTAJIINTOB TYyTeM aHaJIu3a YIMUPEeHUA JUHUN PEeHTTeHOBCKOUN amdpaKIiiuu
[19-21]. B mepBOoM ciay4yae HCTOUHUKOM OIIMUOOK SABJIAIOTCA KaK COOCTBEHHO
TIOTPEITHOCTH M3MEPeHHNil, TaKk M BBICOKAS BEPOATHOCTh CYO'HEeKTHBHOTO BBhIOOpDA
HEJJOCTATOUHO ITPEJICTAaBUTEJILHOTO MaccuBa HaHOUYACTHUY. B ciryuyae Ke aHaiamsa
TUPPaAKIIMOHHOr0 TPOPUIA oIpeaedeTcd HeKUN 3(PMeKTUBHBIN, yCpeIHeHHbIN
mo obJjacTy 00JIyueHHsS, pasMep KPUCTAJJINTOB MM TaK Ha3bIBA€MbBIX OOJiacTei
KOTepPeHTHOTO paccenBaHusA. Kpome TOro, OGOJBINIMHCTBO HCCJIEJOBATENEMH
UTHOPUPYIOT TOT (PaKT, UTO HAPAAY C MEJIKOTUCIEPCHOCTHI0O KPUCTAJLIUTOB B
yIiupeHue JUHUN IUPaxkiuyd BHOCAT BKJAA M MUKpPoAedopMauyd KPUCTAJ-
JIUYecKoli pelneTKu. IIpmHMMasa BO BHUMAaHNE OYEHb MaJjioe IJIA HaHOUYACTUIL
COOTHOIIIeHEe 00'HEM/IIOBEPXHOCTh M CJIOJKHBIE YCJIOBUSA CHUHTE3a C y4acTHUeM
TMOBEPXHOCTHO-aKTUBHBIX AareHTOB MOMKHO OMKHAATh BSHAUUTEJbHBIX YPOBHEN
MUKpomedopManuii M CTPYKTYPHBIX WCKAKEHUNI B HAHOKPUCTAJLINYECKUX
MarseTuTax. VIBBeCTHO, 4UYTO yMeHbBIIIEHVWEe pasMepa HaHOYACTHUI[ HUMKe
HEKOTOpOIl IOPOTOBOM BEJIMYMHBI CIIOCOOHO BBI3BATHL HE)KeJaTeJbHbIE pasMep-
Hble 5(G(EKTHI, HCKa’KAIINEe CTPYKTYPHBIE XapaKTEPUCTUKM, IIOBHIIIAIOIINE
KOHIIEHTPAIINIO JUHEHHBIX 1 TOUEUHBIX Ne(eKTOB, UTO, B CBOIO OUEpPeNb, BIUSIET
HA MarHUTHBIe cBoiicTBa [8, 9, 11].

Ha cerogusa xoamuecTBO paboT OAZHOBPEeMEHHO wHcHmoab3yiomux IIOM wu
PEHTTEHOBCKYI0 IUMGPAKIUIO [AJA ONpeAesieHWs pasMepoB HAHOKPUCTAJIOB
MAarHeTUTa, CUHTE3WPOBAHHBIX B OMOMIOJMMEPHON MAarTpuie, OUYeHb Majo, a
WCCJAeIOBAaHUS, YUUTHIBAIOIME MIPU 3TOM U MHOTO(MAKTOPHOCTH (hU3UUECKOTO
YIMUPEeHUs JUHUN TUQPaKIiuy, IPaKTUYeCKH OTCYTCTBYIOT.

ITenp HacTosAmIel PabOTHI COCTOANA B KOMOMHMPOBAHHOM W B3aWMOJOIIOJ-
HSAIOIEeM HCIIOJb30BAHUMN METONOB PEHTIeHOBCKOM mudpariuu u IIOM maa
oIpefieJIeHNsA PasMepPOB HAHOKPUCTAJNJIOB MarHetuta (L) ¢ yueToM BKJIaJa B
yiirpeHre OUPPAKIUOHHBIX JHUHUH CcpegHell OTHOCUTEeIbHON MuKpomedop-
Manuii Kpucrajanrmueckoi perierku (g). McciaemoBaHus ObLIM BBITIOJHEHBI Ha
cepumu 00pas3I[0OB MarHeTUTa ¥ KOMIIOBUTHBIX MAaTePHAaJIOB Ha OCHOBE XMTO3aHAa
M MarHeTHUTa, MHOJYUYEeHHBIX B XOJe pa3paboTKu U OITUMUI3AIUUA METOHOB
xumuyeckoro cuHTe3a FezO4 ¢ KOHTpoOJMpPyeMBIMU pasMmepaMu u (GopMoii
HaHouacTui. B 1memom paboTa HampaB/JeHa Ha CO3JaHWE TEXHOJOTUH IIOJY-
YeHUS HAHOKOMIIO3WTHBIX MAaTePUaJOB HA OCHOBE MAarHeTHTAa U Pas3BUTHUE
MHCTPYMEHTAJbHBIX METOIOB UX aTTECTAINU.

2. MATEPHUAJIBI 1 METO/IbI

Cunrernueckuii maraetut (Fez0Q4) mosyuanu myTeM OCaKJeHUS B IIEJIOUHOM
cpeme (5 % NaOH) m3 pacTBOpOB cojieii OBYX UM TPEXBAJEHTHOTO JKeJjesa
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((NH4)2SO4FeSO46H50 u FeClg:6H50, monbpHOE cooTHoIeHuUe coneit 2,41:1),
BpeMsa cuHTe3a 2 MuH. Temneparypa cuHTeda cocraBiana 100 °C mpias obpasia
«Maruerut 1» u 80 °C — gnsa oopasmna «Maraerut 2». ITomyueHHBIH TOPOIIIOK
OpOMBIBAJM [JeKaHTalueil, BwIcylmIumBaau. IIpum [geKaHTamuu Ha o0Opasers
«MaraetuT 2» BO3IeliCTBOBAJIN IIOCTOAHHBIM MAarHUTHBIM mnoJsiem. OGpaserr
«Marsetur 0» OBLI HOJIyUeH KJIACCUYECKUM TEPMOXUMMUUECKUM crocobom [22]
¥ WCIIOJIb30BAJICSA B JaJbHEMIIEM IJiA CPAaBHEHUSA KaK 00pasel] ¢ OTHOCUTEJIHHO
OGOJIBLIIIUMHU pPadMepaMy KPUCTALINUECKUX YACTHUII.

O0pasipl MarHeTUTa B OWOMOJMMEPHON MAaTpHUIle MMOJAYUYaIW WIyTeM
mobaBiieHMs PacTBOPOB coJiell ABYX- U TpexBajieHTHOro Jxeigesa B 0,5 %
pacTBOpP HUBKOMOJIEKYJISPHOro XuTo3aHa B 1 % YKCyCcHO#N Kwucyore (MOJbHOE
cooTHomieHue cojeir 2,41:1, cooTHolleHue XuTo3aHa u Mar"Heruta 50:50).
Coocasknenmne ocymiectBasaau: (1) pobGaBjaeHmeM MATOYHOTO pacTBoOpa B
kunamuii NaOH (ob6paser; «Chit-FegO04»), (2) mobaBieHMeM K MAaTOUYHOMY
pactBopy 5 % NaOH npm temmeparype 80°C (o6paser; «Chit-Fes04NaOH»)
mwim (3) 10 % pacrBopa NHg3 mnpm KoMHaTHOII Temmeparype (obpaser
«Chit-FegO4NH3z»). O6pasisl IpoMbIBaIN NJeKaHTAIlMel, 3aTeM BBICYIITNBAJIN.

PenrrenqudpakIiinoOHHbIE WCCJIEIOBAHUS CHHTE3HMPOBAHHBIX MAaTEPHUAJIOB
ObLTM BBIIOJHEHBI Ha aBToMaTusupoBaHHoM audpartomerpe [IPOH 4-07
(HIIII «BypeBectHUK», T. CankT-IlerepObypr) B usayuenuu CuK, (aauHa BOJHBI
0,154 am) mpm ycioBuax GoxycupoBku mno DbBparry-Bpenrano 6-260 (20 -
OpArroBCcKUil yroj). 3HAUEHMWS TOKA U HANPS'KEeHUA HA PEHTTEeHOBCKOU TPYyOKe
cocraBaanmu 20 MA u 40 kB coorBercTBeHHO. [[n1s1 00pabOTKM BSKCIIEPUMEH-
TaJIbHBIX PE3YJILTATOB MCIIOJIH30BAJICA MPOrPAMMHEBINA MMAKET MOAIEeP:KKU dKCIe-
pumenTa DifWin-1 (TOO «9tanon IITI]»). UneHTuduKaImsa KPUCTALIUIECKUX
daz mpoBommiaack 1o Kaproreke JCPDS (Joint Committee on Powder
Diffraction Standards).

Pacuer cpemgHMX pasMepoB KPUCTAJJINUTOB IPOBOAMJICA IO GOpMYyJie
CensikoBa-Illeppepa, a TakKiKe MeTOJaMH, YYUTBHIBAIOIIMMU BJIUSHUE HA
(usnueckoe yimmnpeHve AUPPAKIMOHHBIX JUHUNA MAaJbIX PasMepPOB KPUCTAJI-
JUTOB ¥ OTKJOHEHUH MEeKILJIOCKOCTHBLIX PACCTOSAHUNA 00pasiia OT MEeXKILIO-
CKOCTHBIX PACCTOSHWUH 3TAJIOHA, B KOTOPOM MUKPOHAIPAMKEHUS OTCYTCTBYIOT:
anmpoxcuMaruu [19] (ammpokcumalus BKJIAJ0B Pas3INYHBIX (PAKTOPOB B
dusuueckoe yrimpeHue IUPPAKIIMOHHBIX MaKCHMYMOB Jn60 (QYHKIUAMUI
Taycca, 160 Koiiu ¢ ux mocijieAyOIUM pasfiesieHueM), TpoiiHo#i ceepTku [20]
(onsa omucaHMs BKJaga KaKIoro u3 (PaKTOPOB MCIOJB3YETCS HAWUIyUIIas
AlNIPOKCUMUPYIOIAAd QPYHKIHAI).

s pacuera mapamerpa KPHUCTAJINYECKON pPEIleTKU ObLI IIPUMEHEH MEeTO.
SKCTPANOJANMOHHON (yHKIMU. [[aHHBIN MeTOJ I03BOJISET SKCTPAIOJIMPOBAThH
3HaUeHNe IapaMmeTpa pemreTku g0 yriaa 26 = 90°, rme ommbOKka ompeneaeHUus
MEJKILIOCKOCTHBIX PACCTOSHMWM, PABHO KaK U IlapaMeTpa peIIeTKU, YPe3BbI-
yaifHO MaJia. B KauecTBe 5SKCTPANOJAIMOHHON WCIOJB30Baach (GYHKIIUA
Henbcouna-Paiiau [21].

IJIEKTPOHHO-MUKPOCKOINYECKNE U JJIEKTPOHOrpaduyecKue MCCIeTOBaAHUA
IPOBOJUJINICH TIOCJe YJBTPA3BYKOBOTO [AUCIEPTUPOBAHUA 00OpasIoB Ha
MPOCBEUUBAIOIEM dJEeKTPOHHOM MukKpockome IIOM-125K (OAO «CEJIMMN»,
r. Cymsl) mpu yckopsamwoinem Hanps:xeHuu 90 kB m Toxke myuka 100 mxA. B
pexmMe DJIEKTPOHHOM audpakIuy IIMIUPUHA alepTypHOr  auadparMmbl
cocraBasana 0,1 MM, IpoMeKYyTOUHBIe JMH3BI paboranu 0e3 yBeIMUEHUS.
ITonyuennble TudppaKkIMOHHLIE KAPTUHLI IPeACTaBJIeHbl HA puc. 2, 3, 4.
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Hna ynaneHus MOJIUCAXAaPUIHON COCTABJSIONIEN WMCXOAHBIE KOMIIO3UTHBIE

obpasmbl oTekuranum Ha Boaxyxe mpu 200 °C B Teuenme ommoro uaca. Ilocie
Yyero MHUHEPaJN30BaHHBIE KOMIIO3UTHI, KAK U 00pAasIlbl «YKCTOr0» MarHeTUTa,
moMeIajl B AWUCTUJJMPOBAHHYIO BOAYy U oOpabaThiBaau YJIbBTPA3BYKOM HAa
ycranoBke Y3IH-A (OAO «CEJIMU», r. Cymbl). Y IbTPa3BYKOBOU M3JIydUaTeIh
HaAXOMWJCSA B COCyAe C IUCTUJIJINPOBAHHON BOJOH ¥ TOPOIIKOOOPA3SHBIMU
obpasmamu B TeueHme 10 MuHYT. YmesbHasd MOIIHOCTH COCTAaBJIAJNA IMOPATKA
15-20 Br/cm? npu paboueii uacroTe maiyuaTens 22 kI'M. 3aTeM HeCKOJIBKO
KameJb IIOJYUeHHOH CYCIeH3WM HAHOCWJIM Ha HAIMPaBJIEHHBI BEPTHUKAJIbHO
BBEPX YyJabTpasByKoBoul wmaaydateab Y3IH-A u pacnbuianm 2-3 ceKyHIBI,
BapbUPYysA MOIIHOCTh YCTAHOBKM. PacHbIJIeHHBIH aspo30Jib YJIABIUBAIU Ha
TOHKYIO yriepoauylo IieHKy (10-20 mMm), pasMellleHHYI0 Ha MEIHOUN CETOUKe
LIS TPOCBEUUBAIOIIIEl 9JI€KTPOHHON MUKDPOCKOIIMHU.

W3mepenus JIUHEHHBIX Pa3MEPOB KPUCTAJJINUYECKUX YaCTHUI, MarHeTUTa U
cTaTuCTUYecKas o6paboTKa pes3yabTaTOB OBIJIM BBLIMTOJHEHBI C MCHOJH30BaHUEM
nporpammbl BugeoTecT-Pasmep 5.0 (OO0 «BugeoTecT», r. Caukr-Ilerepoypr)
[21]. IIpu pacmiudpoBKe 3J€KTOHOTPAMM IPUBEAEHBI CCHIIKM HA CIIPABOYHBIE
nanaeie JCPDS.

3. PESYJIbTATBI H UX OBCY/HKJIEHUE

CorylacHO [OaHHBIM PEHTTEHOBCKOrO (DA30BOTO aHA/IM3a BCE MCCJIENOBAHHBIE
o0pasnpl npeacTaBasaioT coboit marHetut FezOy (JCPDS Nel9-629) ¢ pasHoit
CTEIEeHbI0 KPUCTAJJINYHOCTH, IPUUYEM pasMepbl KPUCTAJJINTOB B KOMIIO3UTAX
xuro3an/FezO4 cyirecrBenHo Mmenbinie, uem B FegO4, cuHTE3MpOoBaHHOM G6e3
yuacTtud nmoaucaxapunguoii marpuis (Puc. 1).

B Tabaune 1 mpuBemeHBI pe3yJbTAaThl pacueTa CTPYKTYPHBIX U CYOCTPYK-
TYPHBIX XapPaKTEePUCTHUK O00pasioB MAarHeTUTa [0 [JAHHLIM PEHTIeHOBCKOM
muppaknuu. HMs mpeacTaBJeHHBIX [JAHHBIX XOPOIIO BHUAHA B3aWMMOCBS3b
ImapaMeTpOB 9JIEMEHTAPHON AYeNKU C pasMepaMy KPUCTAJLINTOB: YMEHBIIIEHUE
pasMepoB KPUCTAJLUIATOB IPKM CHHTE3€ C YyYacTHEeM IIOBEPXHOCTHBIX AareHTOB
(mosMcaxapugHON  MATPUIIBI)  COIPOBOMKIAETCA  YMEHBIIEHWEM  pasMepa
asnemeHTapHO# Aueiiku Fe304. OTinune B 3HAUEHUAX Pa3MEPOB KPUCTAJJINTOB,
paccumraunHbix 1Mo (opmyse Cenaxosa-Illeppepa mna peduexcos (220) u (440),
MOKHO OO'BSICHHTH S3HAUNTEJHLHLIM BKJAIOM MUKPONe(OpMAIN PEIIeTKH B
(husmuecKoe yIIupeHue JUHUMN, IOCKOJIbKY, KaK M3BECTHO, MEJIKOIVCIEPCHOCTH
KPUCTAJLIUTOB M MUKPOUCKAKEHUS PEIeTKHU [I0-PasHOMY BJIMSIOT HA YIJIOBYIO
3aBUCUMOCTD AM(MPAKIIMOHHOTO PacCIIUpeHus B MaciinTabe peHTreHorpaMmsl [19].

PesysbraTsl pacueTa pasMepoB KPUCTAJJIUTOB METOZAMU ANNPOKCUMAIIUN U
TPONHON CBEPTKU YAOBJIETBOPUTEJIHHO COTJIACYIOTCS, a HEKOTOPHhIe KOJUYeC-
TBeHHBIE DPas3In4us OOBACHSIOTCA IepepaclpeieleHUEM BKJALOB Pa3JINUHBIX
(hbaxTOpPOB B pusnUecKoe yIliupeHne AU(PPAKINOHHLIX MaKCcUMyMOB. IIpu sTom
abcoyloTHBIE 3HAUYEHUA MHUKpomedopManuii peleTKu JOCTATOYHO BeJIUKU
(0,005-0,018) 1 mMerOT BHIPAKEHHYIO TEHIEHIIMIO K POCTY IIPU YMEHBIIIEHUU
pasMepoB KPHUCTAJIUTOB.

B xome wuccuaemoanuii meromom IIOM ObLIM TOJyUYeHBI MHKPOCHUMKH
CKOILUIEHHI HAHOYACTHYEK MATHETHUTOB IIPU PA3JUYHOM YBEJIUYEHUU U
MUKpoau(paKkInoHuble KapTuHbl. O0pasern; «Maruetut 0» mo gaHnubIM IIOM u
SJIEKTPOHHOH AUMPaKIUU MPEACTABIAI CO00I IOJUIUCIEPCHBIN MAarHETUT C
pasmepamu kKpucramrnueckux uvactull 200-600 um. KapTuHBI 2J€KTPOHHOI
InPPaKIuy OT OTHEJbHBIX KPHUCTAJIMYECKHX UYACTHUI] dTOTO 00pasma MMen
XapaKkTepHBIN M MOHOKpuCTaaaoB Bug (Puc. 2).
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Tabnuya 1 — Cmpyxmyprovie u cyocmpyKmMypHbvle XAPAKMEPUCTUKY 00pa3y06
MazHemuma no 0aHHuLM PeHM2eH08CKOl Jupparkyuu

O6paserr ITapamerp |Pasmepsl Pasmepbl KPUCTAJIUTOB U
KpucTaJi- KpucTaJi- MuUKpoaedopMaIii pereTKkun
JIMYECKON  |JIUTOB IIO Merozn Meron «TpoiiHOMI
pemretku 1o |Illeppepy  |anmpoxcu- CBEPTKU»
Henbcony- Maluu
Paitau, am (£2)0-5.
(LY, am | (L), am | (&)103 | (L), HM 103
Maraerur 0 |0,84013 37,3 (220)
46.7 (440) 31,1 0,8 33,9 0,8
Maruerur 1 |0,83767 14,6 (220)
92.9 (440) 10,9 3,5 13,4 2,7
Maruerur 2 |0,83688 10,7 (220)
14.2 (440) 8,5 3,4 9,9 3,3
Chit-Feg04 0,83457 4,1 (220)
7.9 (440) 2,7 17,8 3,8 9,8
Chit-FegOy° 0,83779 7,0 (220)
NaOH 5,3 (440) 10,4 6,9 8,3 8,7
Chit-FegOy- 0,83553 5,1 (220)
NH; 7.4 (440) 3,9 9,1 4,8 7,4




144 C.H. TAHMJIBYEHKO, B.H. KY3HEIIOB, A.C. CTAHIVCJIABOB, U1 [IP.

AJIeKTpOHOrpaMMbl APyrux obpasmos (Puc. 3, 4) XOpOIIO COrJIacyioTcs C
ITaHHBIMU DPEHTTE€HOBCKOHM Audpariuu, IOATBEP)KAAA KPUCTAJJINUIECKYIO
mpupony u (asoBBIM COCTAB HAHOYACTUYEK, a TOUEUHBIH XapakTep KOJIell
CBUIETEJILCTBYET O TOM, UTO JIEKTPOHHBIM Iy4OoK (HOPMUPYET AUDPPaAKIINOHHYIO
KapTuUHy Ha rpynme (araoMepaTre) M3 HECKOJbKUX HEOOJBIINX KPUCTAJJIOB
Fe304. Mupexcamm Munnepa ormeuenwsl (Puc. 2, 3, 4) coorBercTBylOlIVie
mudpaknuonnsie peduiekcsl Maraerutra FesOy4 (JCPDS Nel19-629).

CpaBHUTEJNbHBIN aHAJIN3 AAaHHBIX 9JIEKTPOHHON MHUKPOCKONuu (HaIpumep,
Puc. 3 u Puc. 4) X0poIlio IOATBEeP:KIAeT HaHHbIe PEHTTeHOBCKON AudpaKiiuu ob
YMEHBIIIEHNY PasMepPOB KPUCTAINYECKMX UYACTHUI[ MAarHeTUTA IIPU CHUHTE3e C
ydyacTreM IIOBePXHOCTHBIX AareHTOB. OTO BUAHO M WO KapTWHaM AuGpakiiuu
SJIEKTPOHOB: TOUEUHBIN XapaKTep MUKPOIJEKTPOHOIDAMM SIPKO BBIDAYKEH B
caydae OTHOCUTEJIBHO 0OJbIINX KpucTaioB (Puc. 3) u caMbIM MaJIbIM pasMepam
KPHCTAJLJIOB COOTBETCTBYIOT IIOUTH CILIONIIHBIE AUPPaKINOHHLIE Koabia (Puc. 4).

ITo pesyabraTaMm 00pabOTKN MHKPOCKOINUYECKMX M300pasKeHuil OBbIIN IIOCT-
poernl ructorpamMmbl (Puc. 5), meMoHCTpupyloliee pachpeieseHre pPasMepoB
KPUCTALINYECKUX dYacTull. V3 amajamsaa TUCTOrpaMM BHIHO, UTO IPUMEHEHUe
COOCaKJIEHUA C YJYaCTHEM ITOJIMCAXapUIOB M OPYTUX MOBEPXHOCTHBHIX aAreHTOB
MIPUBOAUT He TOJHKO K YMEHBIIEHWIO Pa3MepPOB HAHOUYACTHI[ MArHeTUTa, HO U
cy:KaeT pas3bpoc MX 3HAUEHUI.

600 nm

Puc. 2 — DnexmpoHHOMUKPOCKONUYeCKOe U300DAXdCeHUe KDPUCTALL08 U MUKPOILEKmpPo-
Hozpamma maznemuma obpasua «Maznemum 0»

Puc. 3 — d1eKmMPOHHOMUKDPOCKONUYLECKOe U300pAleHUe KPUCTALL08 U MUKDOILEKMPO-
Hozpamma mazhHemuma obpasya «Maznemum 2»
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Puc. 4 — D1exmpoHHOMUKDOCKONUYeCKOe U300pAieHUe KPUCTALLOE U MUKPOILeKMPO-
Hozpamma maznemuma obpasya «Chit-FegO04 NaOH»
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Puc. 5 — Pacnpedenenue pasmepos uwacmuy o00pas3y08 MaAzZHEeMuma CO2AACHO OAHHbLM
IIOM. Cnesa — «Maenemum 2», cnpasa — «Chit-FegO4NaOH»

I vacTUIl MATHETUTA, MOJYUYEeHHBIX COOCAKIEHWEM B IIOJHCAXAPUITHOI
MaTpuile, pasMephbl, OMNpeAesieHHbIe M3 MTAHHBIX JJeKTPOHHOM MUKPOCKOIIUHU
(~ 5-10 HM), KayeCcTBEHHO COOTBETCTBYIOT CPEJHUM pasMepaM KPUCTAJIJIUTOB
uIu 00JacTel KOTepeHTHOTO PacCeMBaHUA, MOJYUEHHBIM M3 YINUPEHUA JUHUH
PEeHTIeHOBCKON mudparkmuu. OTO I[IO3BOJAET IIPEANOJOMKUTh, YTO TaKUe
HAHOYACTUI[BI MOTYT COCTOSTh W3 OJHOrO MATHUTHOIO JOMEHa, He WNMEIOT
BHYTPEHHUX MEKJOMEHHBIX I'DAHWI], a 3HAUUT, OTHOCUTEJHHO JIErKO MOTYT
MEHATH HaIpaBJeHNe HAMarHN4eHHOCTH.

4. BBIBO/JAbI

Oca)xeHre MarLeTHTa B OWOIIOJMMEPHOM MAaTPUIle 3HAUUTEJBLHO YMEHLIIAeT
pasMepsl obpasytomiuxcsa HaHouacTul, FegQy, UTO yKasbIiBaeT HA MHTHOUPOBAHUE
XWUTO3aHOM IIpOIleccOoB oOpasoBaHms m pocra KpucrauwnoB FegOy. CTpyKTypHBIE
u cyOGCTPYKTYpHBIE XapakTepucTuku Hanodactul FegOy, CHMHTE3MPOBAHHBIX B
OUOIIOJMMEDPHOM MAaTPHUIlE, YYBCTBUTEIbHBI M K APYIMM H3MEHEHWSM YCJIOBUMI
peakiuu, B YACTHOCTHU, K HOOABJIEHMIO IEJIOYM, AMMUAKA, M3MEHEHUI0 TeMIIe-
paTyphl COOCAMKAEHUS.
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Pesyabrarsl ompefesieHUs PasMepOB KPUCTAJIMTOB METOJAMM PEHTTeHOB-
CKOU Mudpakiuu yJOBJIETBOPUTEIHHO COTJIACYIOTCA C HIPAMBIMU M3MEPEHUIMU
HaHouactuii, meromoMm IIOM nna uacturm c pasmepamm 5-20 HmM. B cayuae
OospIIMX KpucTaImueckux uactul, (> 200 HM, o6paser; «Maraetur 0»),
pasMepbl, u3MepeHHbIe ¢ momomibio IIOM, B 3-4 pasa G6oJbIlle pa3MepoB
KPHCTAJIJIUTOB OIPelessieMbIX II0 JaHHBIM PEHTTeHOBCKOHM amdparmum. ITO
00BSICHSIETCST Te€M, UTO KaKJgas «0OoJbIllasi» KPUCTAINYECKAS YACTHUIIA COCTOUT
U3 HECKOJIBKUX KPUCTAJJIUTOB MU 00JIacTell KOTePEeHTHOT'O PaCCEUBaHUAA.

HampaBiennoe ymeHbllleHUe pa3mepoB HaHouactull FegO4 myrem BBeneHUSA
OMOIIOIMMEPHBIX WHTHMOUTOPOB POCTa, IEJOYM, aMMHaKa, IIOBBLIIIEHUS TEM-
mepaTypbl CHHTE3a COIPOBOKIAETCA yBeJaudeHueM aedeKTHOCTH KPUCTAJIU-
YeCKON CTPYKTYpHI HAHOUYACTHUIT M YMEHBIIIEHWEeM pPa3MepoB UX HJIeMeHTapHOI
aueliku. HawmbGosiee BepoATHO (OPMUPOBAHUE KEJIe30Je(UIIUTHON CTPYKTYPhI
marserura Feg ;04 ¢ HapylleHueM MCXOJHOTO COOTHOIIeHUA MoHOB Fe3™ u Fe2',

JerasbHOE BBISICHEHWE CTPYKTYPHBIX OCOOEHHOCTE HaHOPasMePHOTO
MarHeTHTa, CUHTe3NPYyeMOTro B OMOIIOJMMEPHBIX MaTpuilax, TpebyeT maibHeH-
X CHUCTEMATUUECKUX MCCJIEIOBAHUN C UCIOJb30BAHMEM B3aMMOIOIOJIHSIIONINX
MHCTPYMEHTAJIbHBIX IIOAXONOB U C IIPUBJIEUEHHWEM METOJOB OIIpeaeeHUs
MATrHATHBIX ¥ BJEKTPOPU3UUECKUX CBOMCTB, OIPENEJAIONINX CJIyKeOHbIe
XapaKTepUCTUKY JAHHBIX MATepUAaJIOB.

ABTODHI BBIDAsKaloT 0JIaTOJapHOCTH 3aBeAyIOIleMy Kadenpoil IpuKJIagHOM
dusuku CymI'Y mpodeccopy IIpomenko M.E. 3a HOCTOAHHYIO IMOAIEPKKY,
IJIOMOTBOPHEIE JUCKYCCUY ¥ KOHCYJbTAIlUU B X01e PaboTHI.

CTPYRTYPHI OCOBJIMBOCTI HAHORPUCTAJITYHOI'O MATHETHUTY PISHUX
BAPIAHTIB CHHTE3Y 3A TAHUMU PEHTTEHIBCHKOI TU®PARIIII TA
EJJEKTPOHHOI MIKPOCKOIIII

C.M. JJanunvuenxol2, B.M. Kyaneyoe!, 0.C. Cmanicraéosl, O.B. Kaninkesuu!,
O.M. Kaninxesuuwl, M.I'. lemudenro?, K.B. Tuwenxo?, JI.®@. Cyxody6!

1 Imcturyr npuknaaguoi disuxkun HAH Vipainu,
ByJ. IlerponasiaiBcbka, 58, 40030, Cymu, YKpaina
E-mail: danil@ipflab.sumy.ua

2 CymchKuit fep:xaBHMI yHiBepcurTer,
ByJ. Pumcbkoro-Kopcakosa, 2, 40007, Cymu, Ykpaina

Memodamu npoceiuyio enexkmpornoil mikpockonii (IIEM ) 3 enexmponuolo Oupparuieio
ma penmezeHOUPPAKYiLHO20 AHANIZY BUBYEHI CMPYKMYPHI 0COOAUBOCTL HAHOPO3MIP-HO20
maznemumy FegOy4, cunmesosanozo npu ywacmi nonimeprux mampuydb (nosricaxapud
ximozan ma in.). Ha ocHosi ompumanux KOMnAeKCHUX OQHUX 6UABAEHO 6UPA3HUIL
énaue noJaicaxapudnoi mampuyi Ha iHziOysaHHs pocmy i cmabinizauyio posmipie
Hanowacmurox  maehemumy. Ilpu uyvomy Hanpaénene  3MEHULEHHA  PO3Mipi6
Hanouacmunox FegO4 cynposodicyemuvca 30invuiennam Oepexmmuocmi KpucmanivHol
pewimku i 3MEHWeEHHAM pO3Mipie esemeHmapHol Komipku. Y pobomi nokas3ana
epexmusHicmv 83aem000n068HI0101020 sukopucmanns ITEM 3 enexkmpouHoio dugparyieio
ma penmezenOupparyiilnux memodié 6u3HaueHHs napamempie cmpykmypu i cyob-
cmpyrkmypu npu 00CAIOHEHHAX HAHOPOIMIPHUX LACMUHOK MAZHemumy, CUHMe308aHUX
6 noaicaxapudniii mampuuyi.

Kanawowoei cnoea: MATHITHI HAHOYACTHHEKH, BIOIIOJIIMEPHA MATPHI|A,
XITO3AH, PEHTIEHIBCHEA JH®PPAKRI[IA, ITPOCBIYYIOYA EJIEEKTPOHHA
MIKPOCKOIIIA, POBMIPH YACTHHOEK.
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STRUCTURAL FEATURES OF NANOCRYSTALLINE MAGNETITE OBTAINED BY
DIFFERENT SYNTHESES ACCORDING TO X-RAY DIFFRACTION AND
ELECTRON MICROSCOPY DATA

S.N. Danilchenkol, V.N. Kuznetsov!, A.S. Stanislavov!, 0O.V. Kalinkevich!,
A.N. Kalinkevichl, M.G. Demidenko?, K.V. Tyschenko?, L.F. Sukhodub!

1 Institute of Applied Physics, National Academy of Sciences of Ukraine,
58, Petropavlovskaya Str., 40030, Sumy, Ukraine
E-mail: danil@ipflab.sumy.ua

2 Sumy State University,
2, Rimsky-Korsakov Str., 40007, Sumy, Ukraine

Structural features of nanosized magnetite FegO, synthesized in the presence of
polymeric matrices (polysaccharide chitosan, etc.) were studied using transmission
electron microscopy (TEM ) and X-ray diffraction analysis. The data obtained strongly
suggest the influence of the polysaccharide matrix on the magnetite nanoparticles growth
inhibition and size stabilization. The controlled size decrease of Fe3O4 nanoparticles is
accompanied with the increase of crystal lattice imperfection and the decrease of the unit
cell size. The utility of TEM and XRD complementary use for the determination of
nanosized magnetite particles structure and substructure parameters is shown in the
present paper.

Keywords: MAGNETIC NANOPARTICLES, BIOPOLYMER MATRIX, CHITOSAN,
XRD, TEM, PARTICLES SIZE.

CIINCOR JINTEPATYPBI

1. P. Tartaj, M.P. Morales, S. Veintemillas-Verdaguer, et al., J. Phys. D: Appl. Phys.
36, 182 (2003).

2. M.A. Shah, M.S. Al-Shahry, A.M. Asiri, International Journal of Nano and

Biomaterials 2, 164 (2009).

J. Sun, S. Zhou, P. Hou, et al., J. Biomed. Mater. Res. 80A, 333 (2007).

P. Berger, N.B. Adelman, K.J. Beckman, et al., J. Chem. Educ. 76, 943 (1999).

G.Q. Zhang, H.P. Wu, M.Y. Ge, et al., Mater. Lett. 61, 2204 (2007).

S.M. Ramay, S.A. Siddiqi, M.S. Anwar, et al., Chinese Phys. Lett. 26, 117504 (2009).

Y. Wang, B. Li, Y. Zhou, et al., Nanoscale Res. Lett. 4, 1041 (2009).

M.A. Garza-Navarro, V.A. Gonzalez-Gonzalez, A. Torres-Castro, et al., J. Appl

Polym. Sci. 117, 785 (2010).

9. J. Giri, S.G. Thakurta, J. Bellare, et al., J. Magn. Magn. Mater. 293, 62 (2005).

10. D.T.K. Dung, T.H. Hai, L.H. Phuc, et al., J. Phys. Conf. Ser. 187, 012036 (2009).

11. P. Sipos, Rom. Rep. Phys. 58, 269 (2006).

12. L. Guo, G. Liu, R.-Y. Hong, et al., Mar. Drugs 8, 2212 (2010).

13. G. Li, Y. Jiang, K. Huang, et al., J. Alloy Compd. 466, 451 (2008).

14. M. Rinaudo, Prog. Polym. Sci. 31, 603 (2006).

15. H. Peniche, C. Peniche, Polym. Int. 60, 883 (2011).

16. A.A. Riccardo, Muzzarelli, Carbohyd. Polym. 83, 1433 (2011).

17. I'. llummens, Memodukxa anexkmporroil muxpockonuu (MockBa: Mup: 1972).

18. Y.D. Yagodkin, S.V. Dobatkin, Inorg. Mater 44, 1520 (2008).

19. A.A. PycakoB, Penmezenozpagus memannos (MockBa: Aromusgar: 1977).

20. A.C. Karan, JI.M. MMumuasauaukosa, A.Il. Yuukens, 3agodckas sabopamopus 46,
903 (1980).

21. T. Jlunicon, TI'. Crunn, Humepnpemayus nopowkogvix pernmezenozpamm (MockBa:
Mup: 1972).

22. http://www.videotest.ru.

23. H.®. Kymesckas, Ilopowrosas memannypeus 7, 1 (1998).

e R


mailto:danil@ipflab.sumy.ua
http://dx.doi.org/10.1088%2F0022-3727%2F36%2F13%2F202
http://dx.doi.org/10.1088%2F0022-3727%2F36%2F13%2F202
http://dx.doi.org/10.1504/IJNBM.2009.027710
http://dx.doi.org/10.1504/IJNBM.2009.027710
http://dx.doi.org/10.1002/jbm.a.30861
http://dx.doi.org/10.1021%2Fed076p943
http://dx.doi.org/10.1016%2Fj.matlet.2006.08.051
http://dx.doi.org/10.1088%2F0256-307X%2F26%2F11%2F117504
http://dx.doi.org/10.1007%2Fs11671-009-9355-1
http://dx.doi.org/10.1002%2Fapp.31043
http://dx.doi.org/10.1002%2Fapp.31043
http://dx.doi.org/10.1016%2Fj.jmmm.2005.01.044
http://dx.doi.org/10.1088%2F1742-6596%2F187%2F1%2F012036
http://www.infim.ro/rrp/2006_58_3/art03Sipos.pdf
http://dx.doi.org/10.3390%2Fmd8072212
http://dx.doi.org/10.1016%2Fj.jallcom.2007.11.100
http://dx.doi.org/10.1016%2Fj.progpolymsci.2006.06.001
http://dx.doi.org/10.1002%2Fpi.3056
http://dx.doi.org/10.1016%2Fj.carbpol.2010.10.044
http://dx.doi.org/10.1134%2FS0020168508140070
http://www.videotest.ru/

