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C ucnonv306anuem KPUOXUMUYECKOT MEXHON02UU CUHMESUPOBAHBL 2eKCALOHANbHBIE (ep-
pumvt cmponyus W-muna. OcHosHvle npobieMbl, GO3HUKAOWUE NPU CUHME3e NOOOOHBIX Mame-
PUANO8 NO MPAOUYUOHHOT KEPAMUYECKOT MEXHON02UY, C8A3AHBI CO CLONCHOCHBIO NOTYHEHUS 00-
HOQQA3HBIX MAMePUdaios, 4mo 06yCl061eHO OIUSKUM COCEOCHMBOM COCOUHEHUT PA3IUYHBIX CIPYK-
MYPHBIX MUN0E8 HA Pa30eoti duazpamme, a MAKHCe HeODXOOUMOCHbIO CUHME3A NP O080IbHO Gbl-
COKUX MeMNepamypax.

B rauecmee ucxooHwvix coneil O NpucomoeieHus pacmeopa bvliu GblOPAHbl HUMPAMDL.
Pacmeop 6 eude monooucnepcHoco nOMoKa kaneiv NO0GeP2aics KPUOKPUCHALIUIAYUY U NOCTe-
oyroweti cyoaumayuonHoi cyuike. MemoOdamu penmeeH08CKOl Oupaxmomempun onpeoeieHvl
@azoewili cOCMAag u KPUCMALIUYECKAs CMPYKMYpa CUHMe3UPOSanHbIx 00pasyos. Jlia ucciedosa-
HUS MUKPOCIPYKIMYPbL NPUMEHSIU MEMOO CKAHUPYIOWel I1eKkmpoHHot mukpockonuu. Tloxkasaro,
umo obpazoeanue W-cexcagheppumos 603MONCHO 60 6Celi UCCIeO0AHHON 00IACHU COCMABO8
SrNi,Cos le;6047 (x = 0,2; 0,4, 0,6; 0,8, 1). O6napysceno, umo npu memnepamype 1100—1200 C
Qopmupyromes nIACMUHYAMble YACMUYbL 2eKcadeppuma, KOmopvle Npu NOGLIULEHUU MeMNepd-
MYpbl YKPYRHAIOMCS 8 npoyecce PeKpUCmaiiusayuy. YCmanoeieHo eiusaHue yeioeuti Cunmesd Hd
pasmepsi u Mopghonocuro yacmuy 6 nopowukax. Onpedenensvi napamemps KPUCMALIUYECKOU pe-
uemxu 00pasyoe u YCMAaHoGIeHd Ux 3a6UCUMOCHb OM XUMUYECKO20 COCMAEA.

Knrouesnie ciosa: cexcadeppumni, KPUOXUMUHECKAS MEXHONOSUS, MUKPOCHPYKIYPA, CKAHU-
PYIOWas SReKMPOHHAS MUKDOCKONUS, CYOTUMAYUOHHAS CYUIKA, PEHMSEHOBCKAS OUDPAKIMOMEMPUS.
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W-type hexagonal strontium ferrites synthesized by using the cryochemical method. The
main problems to preparing this compositions by traditionally ceramic method are difficult synthe-
sis of single phase materials that the reason is neighborhood of different structure type in the phase
diagram. As a source of salt for the preparation of the solution were chosen nitrates. Solution as a
monodisperse stream of droplets subjected kryocrystallization and freeze-drying. The phase com-
position and crystal structure of the synthesized samples identified by X-ray diffraction. To study
the microstructure we used scanning electron microscopy. It is shown that the formation of W-
hexaferrite is possible in the entire range of compositions SrNi,Co ;. Ive;s057 (x = 0.2, 0.4, 0.6, 0.8,
1). It was found that at a temperature of 11001200 °C lamellar particles hexaferrite are formed,
which become larger with increasing temperature in the process of recrystallization. The influence
of synthesis conditions on the size and morphology of the particles in the powders are installed.
Measured lattice parameters of samples and set their dependence on chemical composition.

Key words: hexaferrites, cryochemical method, scanning electronic microscopy, micro-
structure, freeze-drying, X-ray diffraction.

I'excaronanphbic HEPPUTHI MIMPOKO NPUMEHSIOTCS IS H3TOTOBICHUS HOCTOSHHBIX MArHHU-
TOB. QEPPUT-CTPOHLMEBEIC MATHUTHL 00CCIICUUBAIOT JIYUYIINEC CBOHCTBA IO CPABHEHHUIO C MarHUTA-
MH Ha 0cHOBE rekcadeppura Gapust. [IponsBoacTeo GeppUTOBEIX CTPOHLMEBBIX MOPOIMIKOB SKOIO-
rudecku OezonacHo. OTXOABI TEXHOJIOTHYESCKUX IMPOLIECCOB, 00pasyIompecs B MPOLECCE MPOU3-
BOJCTBA, YTUIH3HPYIOTCAL.

OOpasupl CHHTE3UPOBAHHEIX TI'CKCATOHANBHBIX (PEPPHTOB CTPOHLMS C HCIOIb30BAHUEM
KPHOXUMHUYCCKOH TEXHOIOTHH OTIHYAOTCA MEHBIIHUM Pa3MEPOM YacTHL. Y MCHBIICHHC Pa3MEpPOB
YaCTHUL MPUBOJUT K CYIIECTBCHHOMY BO3PACTAHUIO BIUSHHS NOBCPXHOCTH U MPUNOBECPXHOCTHOT'O
CITOSl HA MAarHUTHBIC XaPaKTCPUCTUKU MaTepuana: HabmioaacTcs YBEIHUCHUE KOSPLUUTHBHOU CHIIBI
Y MarHUTHOH 3Heprud [2]. YmydimeHne MarHUTHBIX XapaKTEPHUCTHK ITO3BOIUT PACIIUPHUTD IIPHUME-
HCHHE (EPPUTOBBIX MATHUTOB B TEX OOJACTSX, IAC OHU KOHKYPUPYIOT ¢ 00JICC AOPOTUMHU M MOIII-
HBIMH MAarHATAMH HA OCHOBE PEAKO3EMENBHBIX METAIUIOB. Y MEHBIICHUE Pa3MepoB YacTul B (ep-
PHTOBOM MOPOIIKE MO3BONUT, HAapuMep, 3G eKTHBHEE NCHONB30BaTh €ro AN METOOA MAarHHTO-
MOPOIIKOBOM AC(HEKTOCKOITHH.

[Tokazano, uT0 yMEHBIIEHHE YACTUL OO0 CYOMHUKPOHHBIX U HAHOPA3MEPHBIX MPHUBOAUT K
CYLICCTBCHHOMY BO3PACTAHHIO BJIMSHHS MOBEPXHOCTH U MPHUIIOBEPXHOCTHOTO CJIOS HA MArHUTHEIC
XapaKTEePUCTUKU VIBTPAAUCICPCHOr0 MarHeTuka. [Ipu 3ToM BBUIBICHA CBA3b MEXKIY pa3MepaMu
KPHCTAITUTOB MOPOLIKOBBIX MATCPHATIOB U COCTOSHHCM HMX MOBEPXHOCTH CO CTATHUCCKHMHM Mar-
HUTHBIMH CBOWCTBAMH. HAMATHHYCHHOCTBIO HACHIIICHHS, MOSMH AHH30TPONHH, TEMIEpaTypaMu
[IEPEX00B B HEYIIOPAJOUCHHOE COCTOSIHHUE [4].

OcHoBHbIC MPOGIEMbI, BO3HHKAIOLIIC MIPU CHHTE3€¢ MOAOOHEIX MATEPHAJIOB MO TPaIULH-
OHHOU KEPaMHYECCKOH TEXHOIIOTHH, CBI3aHBI CO CIOKHOCTBIO TMONVUCHHS OAHO(A3HBIX MaTepHa-
JIOB, 4TO OOYCIOBICHO OIU3KUM COCCACTBOM COCOHUHCHHH PAa3NHUHBIX CTPYKTYPHBIX THIIOB Ha
TPOMHOM guarpaMMe, a TakKe HEOOXOIUMOCTBEO CHHTE3a MPHU JAOBOJBHO BBHICOKHX TEMIIEpaTypax
(crure 1300 'C st crpykryper tuma W) [3].

Martepuanabl H METOAHKA HCCIEA0BAHHS

Cunre3 00pasLoB rekcaroHagbHbIX (eppuroB W-THIA MPOBOAWICH C HCIIOIB30BAHUEM
KpHOXUMHUYCCKOH TexHonmorun. [Ipu kprHoxumMudeckoM crocobe moaydeHus nopomkos 1] mocne-
JOBATENBHO MPOBOJAT CTAAUH (OPMHUPOBAHUS TOMOTCHHOH (PacTBOP, SKCTPAKT) WIH T'€TCPOrCH-
HOM (CYCIICH3UsI, SMYJIbCHS) KUAKODAIHOH CHCTEMBI, €€ 3aMOPAKUBAHUC U CYONMMMALINU TIOJ Ba-
KYYMOM PaCTBOPHTENS HITH CILIOIIHON (a3bl B CYCTICH3USX.

Cramusa 3aMOpaXUBaHUS W KPHOKPHUCTAIUTU3ALMS SIBIETCA HANOOIEe OTBECTCTBECHHOH BO
BCEM TEXHOJIOTHUECKOM LHKIIE. PesxuM 3TOH craanu mpexonpeacnsaeT CTpYKTYPY U CBOMCTBA KOHEY-
Horo nponykra. C MOBBILICHHEM CKOPOCTH 3aMOPaKMBAHHS Pa3Mep 0OPa3VIOIIUXC CTPYKTYPHBIX
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3JIEMCHTOB TBEPAOH (ha3bl YMEHBIIACTCS, & PABHOMEPHOCTh PACIIPEACICHUS KOMIIOHCHTOB BO3pacTa-
er. C yBEMHYCHUEM CKOPOCTH OXJIJKICHHS PACTIPEACICHHE YaCTHL 10 pa3MepaM CTAHOBUTCS BCE
6onee y3kuM. CaMOOpraHuzanys CUCTEMbl B MOHOJUCIICPCHYIO CTPYKTYPY HNPOUCXOANUT HPH JOCTH-
SKCHUM CKOPOCTH 3aMOpasKuBaHus He MeHee 1-3 mm/c 1 Temrie oxnmaxkaenus ve Hiwke 30...50 K/c.

VY aaneHve W3 3aMOPOKCHHOTO PACTBOPA KPHCTAIUTOB PACTBOPUTEIS METOAOM BaKyYM-
HOU cyOnMMamuyl NPOBONAT NPH JABJICHHH 0Ollce HU3KOM, UEM JABICHUH, COOTBETCTBYIOIIEM
TPOMHOM TOYKE PACTBOPUTEI. ITO MO3BOMAET CBECTH K MHHUMYMY arioMepauno chopMupoBas-
LINXCS HA CTaJUH 3aMOPaKUBAHMS YACTHUI] MPOAYKTA, Oarogaps HCKIFOUCHUIO MOSBICHUS B MaTe-
puaje GpparMeHTOB KAICIbHOW BIIATH.

B xavectBe MCXOOHBIX COMEH A MPHUTOTOBICHHUS PacTBOpa HAMH OBIIH HCIIOIb30BAHEI
HUTpaThl. PacTBOp B BHIE MOHOTUCTIIEPCHOTO MOTOKA KAIeIb HOABEPTaNIC] KPHOKPUCTATUTU3ALNH U
MOCIEAYIONEH CyONMMMaIOHHOM cyiuke. B kauectBe peryniaropa BsI3KOCTH OBbLIT HCHONB30BAH MO-
JVBHHWIOBBIH CUPT. BoIOpaHHBIN TEXHOTOTHMIESCKUN PEXUM 00CCIICUUBAT NPOXOKICHNIE MOTHOMN
(deppuUTH3AMH U KPUCTATIH3ALHN YaCTHL. B KauecTBE XONOAUIBLHOIO arcHTa MpH 3aMOpaKHBa-
HUHU UCXOJAHOTO PacTBoOpa mpuMeHseTcs xuakui texauueckuit azor ['OCT 9293-74. [Tpurotosie-
HUE CMCIIAHHOTO PacTBOpa MPOBOAWIH MYTEM CTPOroro A03UPOBAHHS WHAWBUAYAIBHBIX PACTBO-
POB, IPEABAPUTEIBEHO HOABEPTHYTHIX AHAIN3Y HA COACPKAHNE OCHOBHOTO BEILICCTBA.

CyOnumanuoHHoe 00€3B0KUBAHUE KPHOTPAHYIT MPOUCXoaAnao npu aasneHnd P = 1.5 [lau
temnepatype ot 230 K (mauamo mponecca) 10 363 K (B konie cyiuku). M3MeHCHHE TeMIICpaTyPHO-
IO PeKUMa JOCTUTANOCH 33 CUET TEIUIONOABOAA HA pabovyue IUTUTH MO 33JaHHOU Mporpamme, mo-
3BOJISIONICH M30EKaTh MaKpPOILIABICHUC KPUOTPAHYIATA.

TepMuueckoe paziaokeHHE CONCBOH MacChl POU3BOANIOCH B SJICKTPOICYH, 00CCICUCHHON
CHCTEMOH TMOrTOIICHHS U VTHIM3AMN BEIXOMLIIINX Ta30B ¢ HOCIEAVIOWEH pepputnzaunei obpa-
3VIOIIUXCSl OKCHIOB.

IMpouece mporekan npu temneparypax 1100 °C, 1200 °C u 1300 °C B TeucHue 4-10 ua-
coB. Y CIICUCHHBIX 00Pa30B NPOBOAUIH CTPYKTYPHBIE HCCIICIOBAHHUSL.

UccnenoBanus CTpyKTYpbl CHHTC3UPOBAHHBIX MOPOIIKOB OBLIH MPOBEACHH HA Audpaxro-
metpe JPOH-3 B CuK, u3nyueHny ¢ npuMEHEHHEM MOHOXPOMATOPA U3 MUPOTHTHICCKOTO rpadu-
ta. CheMKY MPOBOAWIN B uHTEpBaie yrinos 20 ot 10°10 80° co ckopoctero ot 1,0 10 0,1 rpagyca B
MHUHYTY C BBLAEPKKOH B Touke oT | 1o 10 ¢, B 3aBHCHMOCTH OT ITOCTaBIEHHBIX 3a7a4. PeHTreHocT-
PYKTYPHBIH aHAaIH3 IONTYYCHHOro 00pasia nokasali, YT0 OCHOBHOU KPHUCTALIHICCKOH da3on sSBs-
eTCs reKcaroHansHbIE Gepput ctpoHuusa W-THia.

Hna vccnenoBaHus MUKPOCTPYKTYPHEL 00pa3LoB MPHMEHSIM METOX CKAHHPVIOIICH 3IeKk-
TPOHHON MUKPOCKOIHH.

Pe3yabTaThl H 00cyKACHHE

B cayuae oOpasioB HomunHameHOro coctaBa SrNiysCo; Fe 60,7 oOpasyromuecs yacTuiipt

rekcadeppuTa UMEIOT CIOKHYIO (POPMY M MPESACTABISIFOT COOO0H cpociimecs miactuku (puc. 1).
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Mag= S000KX  300nm EHT =10.00 kV Signal A = InLens
WD= 5mm — Aperture Size =2000pm  Signal B = InLens

=T A (N T s T .

Puc. 1. Mukpodororpaduu 00paznoB rekcaroHaIbHOTO (heppuTa CTPOHIMS COCTAaBA
SrNigsCo, »Fe; 4027 moce orxura mpu remmeparype 1200 °C B reuenue 4 1acos

Mag = 50.00 K X 300nm EHT = 10.00 kVW/ Signal A=InLens
WD= 5mm = Aperture Size = 2000 ym  Signal B =lInLens
¥y © Y F == P 3§

Puc. 2. Mukpogororpaduu 00pa3noB rekcaroHaapHOTO (peppuTa cTpoHIUS W-THIA
cocrasa SrNigsCo; 2Fe; 0., moce omxura mpu Temneparype 1200 °C B Teuenue 10 qacos

Huamerp obpaszosanuii cocraBnsger ot 300 o 500 HM U ¢ BO3pacTaHHEM TEMIICPATYPHI

yBenmuuusajics (1o 1-2 mrm) (puc. 2, 3). Ha ocHOBaHUH 3TOr0 MOXKHO CICIATH BBIBOA, YTO C YBE-
JAUYCHUECM TEMIICPATYPBI 00paOOTKH MPOUCXOAUT PEKPUCTATHIALNS YACTHI reKcadeppura.
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i

Mag= 2500KX  qum EHT =10.00 k¥ Signal A = SE2

WD= Smm — Aperture Size = 2000 ym  Signal B = InLens
L SR . e LB OEMERE A " N

Puc. 3. Mukpodororpaduu 00paznoB rekcaroHaIsHOTo (heppura CTpoHIMS W-THIIA COCTaBA
StNi gCo 2Fe1 60,7 moce oTsxura mpu temneparype 1300 °C B Teuenue 10 yacos

B pabore Obutn ompenencHel mapamMeTpbl PELICTKU A 00pa3uoB BHIOPAHHEIX COCTABOB
MOCNE OTKUTA M VCTAHOBJICHO, UTO B Auana3oHe temmeparyp 1200-1300 °C 3nauyeHus a u ¢ corna-
CYIOTCS ¢ JaHHBIMH 10 AudpakTomMeTpun oOpa3uos W-rexcadeppuToB Apyrux coctasos. MUzmene-
HHE MAPaMETPOB KPHCTAUIMYECKOM PEIIETKH CBA3aHO C MPOLECCAMH KPUCTALIOrpaduuecKkoro
VHOPSAOYCHUS.

B paccMmatpuBaeMoii cTpyKType noHbl Fe® 3aHMMArOT ya3mbl Tpex pasmmuHpX BHAos. Ha-
PARY € OKTA3APUUCCKHUMH U TETPASAPUUCCKUMH 30ECh UMCIOTCS MPOMEXKYTOUHbIE y3Ibl. OKpyxe-
HHUE 3THUX Y370B COCTOHT U3 MATH HOHOB KHCIOPOJA, LICHTPHI KOTOPHIX 0OPa3yloT TPHTOHAIBHYIO
ounmpaMuay. Takue y3asl COOEpKATCs B CIOSX C HOHAMH St, H HX MOYKHO CPaBHUBATh C TETPadA-
PUUECKUMH Y3IaMH.

B rexcaronambHOM CTPYKTYPE CYIIECTBYIOT ABA CMEKHBIX TETPA3APHUECKUX y3J1a, Ha KO-
TOpBIE MMPUXOAUTCS BCETO OAMH MOH MeTaia. [locneanuii 3aamvaeT He OAMH U3 YKA3aHHBIX Y3II0B,
a pacmoiaraeTcs IoCepeuHe MEeKAY HUMH B OKPY’KEHHUH TPEX HOHOB Kucmopora. Ecnn ncxoauts
W3 UACATBHBIX 3HAUCHUH MapaMeTpoB, TO 00BEM 3TOH MyCTOTH HEAOCTATOUCH AJS TOTO, YTOOBI B
HEM MOT TIOMECTUTBCS HOH METaJIa. JTO 03HAYACT, UTO TPU HOHA KHCIOPOAA B ACHCTBHTEIBHOCTH
cMenieHbl. [IBa CMEKHBIX OKTadAPHUCCKHX y371a B Onoke R 3aHATH HOHAMH TPEXBaICHTHOrO JKee-
3a. Ha yxa3aHHbIE Y3761 IPUXOAATCS OBA UOHA, H IIO3TOMY B TAHHOM CITy4ae HOBBIX KOOPAWHAITHI
HE TIOSBIIIETCA.

Bo3HHKHOBEHHE TAKOH CTPYKTYPBI MOXKHO OOBSCHHUTH TEM, UTO OKTA3APUUCCKOC OKPYIKE-
HHUE SABJISACTCS FHEPTETHUCCKH OO0JIee BHITOTHBIM IO CPABHEHHIO ¢ TeTpa’apuueckuM. Kpome Toro,
JBA HOHA, PACIONOKCHHBIX B OKTA3APUUYCCKUX V3MaX, HAXOMATCA Ha OOTIbIIEM PACCTOSHUH JPYT OT
JpyTra, 9eM B TOM CIIy4ae, €CIH Obl OHM 3aHUMAH ABA TETPASAPUICCKHX Y3a.
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Tabauna 1
IlapameTpbl KpHCTANIHYECKOIi pelieTKH, onpegeneHHble s coctaBa SrlNip,Coq sFe 602,
O6p3361[ SI'Nio)QCOLgFel 602% SrNiO,2C01,8Fel 602% SrNiOQCOLSFel 6027’
Hapamerp 1000 °C, 10 1. 1100°C, 10 u. 1200°C, 10 u.
a 5, 8864 6. 0584 6. 0790
c 33,528 32,891 32,205
Tabmuua 2
IlapameTpbl KpHCTANIHYECKOIi pelieTKH, onpegeneHHble s coctaBa SrNiy ¢Coq 4Fe60,;
O6p3361[ SI'Nio)sCOl )4F€1 6027, StNi ¢Co1 4Fe6027, SI'Nio)sCOl )4F€1 6027,
Hapamerp 1000°C, 10 4. 1100°C, 10 u. 1200°C, 10 u.
a 5, 8781 5,9016 6,070
c 33,218 32,724 32,171
Tabnuma 3
IHapameTpbl KpHCTANIHYECKOIi peLLIETKH, ONpeJeeHHbIE JISI COCTABA
SFNi0,8C01,2F616027
O6p3361[ SI'Nio)gCOLQFel 6027, SI'Nio)gCOLQFel 6027, SI'Nio)gCOLQFel 602%
Hapamerp 1000°C, 10 4. 1100°C, 10 u. 1200°C, 10 u.
a 5,899 5,8907 6,087
c 33,255 32,723 32,171

Ne 12. - C. 12-15.
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Muxpocmpyxmypa nwveszoxepamuxu I[TCHB-1 (mgepovix pacmeopog mumaunama—
YUPKOHAMA CUHYA C NPUMECAMU HAMPUS U GUCMYMA) UYHEHA 8 00aacmuy MOphomponHot (azo-
801l 2panuybl MeMPAZOHANbHOU U pombosopuyeckoti ¢as. Hcecredoeanusa ewinoiHenst Memoodmu
onmuyeckoli U amomuo-cunogoil muxpockonuu (ACM). Onmuyeckumu memooamu usydeHvl pac-
npeoeienus 3eper u nop no pasmMepam U OyeHeHvl Napamempol ux Gopmel. Beisenennvie xoppens-
YUOHHDIE 3A6UCUMOCTIY MEHCOY NAOWAOIMU U NEPUMEMPAMU CEUOCTNETLCIMEYIOM 0 CIAMUCHuYe-
CKOM NO00OUU MUKPOCMPYKIYPLL U NO360JAI0M 0Onpedeums QpakmaivbHbie pasmepHOCHIL JJie-
Menmog. Onpeoeiietvl He MOIBKO JIOKAIbHBIE PAZMEPHOCIU, HO U 2100aibHAA PpakmanbHas pas-
MepHocms epanuy 3epen, pasnas 1,58 + 0,02. Honyuennvie 3uauenus 3HAUUMeEAbHO NPEGLIULAIOM
MONOIOSUHECKYIO PAZMEPHOCHL JUHUY 6cledcmeue usiomannocmu epanuy. Lllepoxoeamocmo no-
6ePXHOCHIU 3eper U OHA NOP, USTOMAHHOCIL SPAHUY, OOMEHHAs CIPYKIMYPA 3ePHA GU3YATUZUPOGA-
Hot memooamu ACM. Buwiaenenvt Oemanu peivegpa OHA nopwl, 2AyOUHA MexHc3epeHHbix panuy. B
yacmuocmu, 2nyouna nop 400 wm, wupuna 10 mxm. 1 nybuna mexczepennoti epanuyst 500 Hm. J{HO
MOpbL He A612emCsl NIOCKUM, d co0epxcum evicmynol vicomoii 150—200 um. Cpeonaa wupuna 0o-
menoe nopsaoxa 100 um. Ommeueno, 4mo JOKANLHAS PPAKMATLHAS PAZMEPHOCHIL U NAPAMEMPbI,
xapaxmepusyiouue Gopmy u acuMmMempuio 3epew, oocmuearom maxcumyma 6 obaacmu MOI,
KOPpeaupyst ¢ MaKkpOCKONUHECKUMU CEOHCIMBAMU.

Knrouesvie cinoea: cecrnemosnexmpuxu, noe30Kepamuxda, MOpQOmponHas azoeas epamu-

ya, mumanam-yupxonam ceunya (I{TC), muxpocmpykmypa, paxmanvl, 3epHa, 0omeHbvl, Ppak-
manbHbie PasmepHOCHIU.

114



