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C uCcnob30BaHHEM KPHOXHMHYECKOW TEXHOJIOTHU ObLIM IOJIy4YeHbl HAHOMHMCIIEPCHBIE
nopomkyu GepporpaHaToB UTTPHUSI ¢ HHOBAJIEHTHBLIM 3aMelleHneM Ca. Mcnosib3oBaHne JaHHOWM
TEXHOJIOTHH IO03BOJIWJIO CHU3UTHL TeMIepaTrypy cnekaHusi Y,9CagiFesOp. YcranosieHo, 4ro
€aMONPOU3BOJIbHAS HAMATHMYECHHOCTh HACBILICHUSI 00pa3LoB cocTaBa Y,9CayFesOq,, moryuen-
HBIX I10 JJAHHOI TEXHOJIOTMH HILKE, YeM Y 00Pa3LoB, MoJy4YeHHBIX TBePI0(a3HbIM CHHTE30M.

Using cryo-chemical technique we obtained nano-dispersed powders of iron garnets
with hetero-valent substitution by Ca ions. Usage of this technique allows to reduce the
agglomeration temperature of Y,yCa,;FesOq,. It was established that saturation magneti-
zation of Y,yCa,FesO;, samples fabricated under this technology is lower than of samples
manufactured by solid state synthesis.

BBenenue

Pa3paboTka HOBBIX METOJIOB CHHTE3a COBPEMEHHBIX MAaTePHAJIOB C 3aJaHHBIMUA (DYHKIIMOHAILHBIMHU
CBONCTBaMHU SIBIISICTCS OJHHUM U3 MPUOPUTETHBIX HAIPABICHWM Pa3BUTHUA HAyKW M TexHUKH. CyIiect-
BEHHBIM YCIIOBHEM, OIPEICIISIOIINM BBICOKHE MMOKa3aTeln (PYHKIMOHAIBHBIX MAaTCPHAIIOB U M3ACIUN Ha
UX OCHOBE, SIBJISICTCS JOCTH)KCHHE OJHOPOIHOCTH XMMHYECKOTo M (Da30BOTO COCTaBa, a TAK¥Ke OJHOPOI-
HOTO MOP(OJIOrHUECKOr0 CTPOCHHUS CHHTE3UPOBAHHBIX MPOIYKTOB. CerojHs OrpoMHOE BHHUMAaHHUE Y/e-
JISICTCS TTOJTYYEHUIO MEJIKOJAMCIIEPCHBIX, 0COOCHHO HaHOPa3MEPHBIX MATEPUATIOB U HAHOCTPYKTYPUPOBAH-
HBIX KEpPaMHUK, KOTOpbI€ OOCCIICUMBAIOT HE TOJBKO BBICOKHE 3JICKTPOGU3NYCCKHE MapaMeTpbl, HO H
CIOCOOCTBYIOT YMEHBIIICHUIO PAa3MEPOB M3CIIHIA.

OnHMM U3 TyTeld pelieHus npoOeMbl COo31aHus (QYHKIIMOHAIBHBIX MaTCPUANIOB SIBJISICTCS MCIIONb-
30BaHHE KPUOXMMHYCCKOW TEXHOJOTHH IMOIYYCHHUS OJHOPOIHBIX CIIOKHOOKCHIHBIX MaTEpPHATIOB B BHIIC
MOPOIIIKOB W3 PacTBOPOB COJICH, KOTOPBIC CMEIIMBAIOTCS B TPEOYEMBIX COOTHOIICHUSX M 3TH COOTHO-
HICHUS COXPAHSIOTCS TPU TEPMHUUYECKON 00paboTKe.

[IpoGnema moydeHHsT HAHO- M YABTPATUCIIEPCHBIX MATEPUATIOB C 33JJAHHBIMHA U BOCIIPOH3BOTUMBIMI
CBOMCTBaMHM B 3HAYUTEIBHOM MEpE CBOJAUTCA K JIOCTMKEHHIO BBICOKOM CTENEHHM MPOCTPAHCTBEHHOW OJHO-
POJIHOCTH XHMMHUECKOro cocrtaBa. C 3TOH TOYKM 3pEHHsS BaKyyM-CyOJMMAIIMOHHBIN CHOCOO oOamaet
3HAYUTENLHBIMH TIPEUMYIIIECTBAMH, MTOCKOJILKY ITO3BOJIIET CMEITUBATH KOMIIOHEHTHI C BRICOKOH TOYHOCTBIO HA
CTaJIH TIPUTOTOBJICHHS PACTBOPA, CBOIUT K MHHMUMYMY HX TIOTEPH Ha MOCIEAYIONIMX CTaausIX Iporiecca U
COXpaHseT (hU3MKO-XMMHYECKYIO NMPEIBICTOPUI0 MaTepuana. Ha mpoTsbkeHuu Bcero mpoiiecca oOpa3oBaHHUE
KPHUCTALTMYECKON (as3bl OCYIIECTBISICTCS B UACHTUYHBIX YCJIOBHUSIX — B MUKPOOOBhEMax BEIIIECTBA.



JKcnepUMeHTAJbLHBIE Pe3yJIbTATHI U UX 00CYKIeHHe

Hns momyuenus: gpepporpanata Y, oCag FesO;, nenecoobpastee ucmnons30BaTh HUTPATHl METALIOB,
BXOJIIUX B UX COCTaB, T.K. OHH MMEIOT JOCTAaTOYHO XOPOIIYI0 PacTBOPUMOCTH B BOJE (B OTJIMYHE OT
OONBIIMHCTBA CyNb(ATOB) U YMEPEHHYIO TEMIIEpaTypy 3aMep3aHusl IBTEKTHUECKUX PACTBOPOB (B OTIHYHE

OT xJI0pua0B) (Tabi. 1).

Tabruya 1
Du3uyecKue CBOMCTBA UCXOAHBIX HEOPTAHUYECKHUX COJIeil
XapaKTepUCTUKU IBTEKTHUECKON
XuMudeckas TOYKH Temneparypa
BemectBo
dopmyna Temmeparypa, | PactBopumocTb, mraBnenus, °C
°C %
UtTpuit a30THOKUCIBIN 0
6-Bommtii TY 6-09-4676-83 Y(NO3);-6H,0 Her sBTexTuku 48 (mpu 0 'C) 100
XKeneso (III) a3oTHOKKCIIOE
9-soHoe XU OTK-2 Fe(NO3),'9H,0 -28 35 47
Kanbuuii a30THOKUCIIBIH
Ca(NO3),"4H,0 -284 42,5 42,7
4-gonubiii TOCT 4142-77 YA a(NOs)y4H, ’ ’ ’

B cBs3u ¢ TeM, YTO MPAaKTUYECKU BCE HCCIEAyeMble HUTPAThl METAJIOB SBJISIOTCS KPHCTAIOTHI-
pPaTHBIMH, pacyeTbl HCXOAHOW MacChl PEarceHTOB MPOBOIAMINCH M3 ycioBus mnonydeHus 100 rpammos
TOTOBBIX TMPOIYKTOB C Y4YETOM KPHUCTAJUIOTMIPATHOM BOJBI M CTEXHOMETPHUYECKHUX COOTHOIIEHHUH B
XUMUYecKoi opmyre. Pe3ynbpTaTsl pacuera npuBeaeHs! B Ta0MI. 2.

Tabnuya 2
Pe3ynbTaTsl pacuera HCXOAHOI MAaCCHI peareHToB
JUISL IOJIyYeHUs (pepporpaHaTa uTTpus

Ne
/i BemectBo Xummdeckas Gopmyina Macca, r

1 WTTpuii a30THOKHUCITBINA 6-BOAHBIN Y(NO3);:6H,0 151,48

2 Kanb1uii a30THOKUCBIN 4-BOTHBIN Ca(NOs),4H,0 3,22

3 XKenezo (III) a3oTHOKMCIIOE 9-BOIHOE Fe(NOs),'9H,0 189,40

Hroro 344,10

Hcmonb3yst KpuBbIe paCTBOPUMOCTH U JIaHHBbIC Ta0s. 1 u 2, ObuTa npoBecHa 00paboTKa PEeKUMOB
PacTBOPCHUA MEPCUNCIICHHBIX BBIIIEC colerl B BOJEC. Bo Bcex HCCJICAOBAHNAX KOHUOCHTpalusd coleH U ux
CMeceil MpUHMMAalach PaBHOM 3BTEKTUYECKOW WIJIM MeHblel. [lepBoHavyanbHOE pacTBOpEHUE COJer
IMPOU3BOJUJIIOCH B CTCKIIAHHBIX €MKOCTAX BPYUYHYIO. I_[eJIBIO JAaHHBIX 3KCIICPUMCEHTOB SABHJIOCH OIIPCac-
JIEHWE TEeMIIEPaTypHOIro peKUMa PaCTBOPEHUS.

OKCIepUMEHTAIFHOE HCCIeI0OBaHUE IpoIlecca IOyUYEeHUS KPHUOTpaHyl (KPHOKPUCTAILTH3AIINN)
HNCXOOHBIX PAaCTBOPOB B JXUAKOM a30TC MPOBOANIIOCH B JIOTKE U3 HepxcaBe}omef/'I CTaJin C HECIIOABUXHBIM
CJI0€M JKUJKOI0 a30Ta.

3KCHepI/IMeHTaHLHBIe HUCCIICAOBAaHHUA 110 OTpa6OTKe TCXHOJOIMYECKUX PCIKUMOB Cy6HI/IMaHI/IOHHOFO
00e3BOXKHMBaHMS MMPOBOMINCH Ha KCIIEPUMEHTaIbHONW ycTaHoBKe (puc. 1). OCHOBHBIMHU y3IIaMHu ycCTa-
HOBKH SIBJIIIOTCS: BaKyyMHas kamepa (CyOJIMMaTop) ¢ TEIUIONOBOASAIICM YCTPOMCTBOM, IECyOIMMaTop u
BaKyyMHBII Hacoc. Temmonoa-Bojsiee yCTPOHCTBO, BBITIOJHEHHOE Ha OCHOBE IUIACTHHYATOTO TEII000-
MEHHHWKA, CIYXHT JJIsi 00ecledeHMs] SHEPronoBOJa K CJIOK MOJBEPraeMoro CyOIMMAallMOHHOW CYIIKE



3aMOPOXKEHHOT'O TPaHYJIMPOBAaHHOTO MaTepuaia. TeMnepaTypHbI peKUM BapbUpOBAJICS B JAHMAINa30HE OT
30°C mo 100°C.

Pexxumbl BakyyM-CYOJIMMAIMOHHOM CYIIKH:

® TeMIepaTypa IUIACTHHYATOro TeII000MEHHUKA He Boie 100°C;

e JaBJCHUE B Kamepe, Ila 8,0..50

IIpn Tepmopa3nokeHHMH Ha BO3AYXE B Pa3HOH IMOCIEIOBATEIBHOCTH M B3aUMHOM COUYETaHHH
YaCTUYHO WJIM TTOJTHOCTHIO MPOXOST CIAEAYIOIINE MPOIECCHI:

® IIJIaBJICHUE KPUCTAJIOTUPATOR;

® TEpPMHUYECKOE Pa3jIOXKEHHE KPUCTAIIIOTHAPATOB;

® TIJIaBJICHHUE COJICH;

® Da3NoKEHUE COJIEH;

e TBepAoQa3HbIC PEaKIHH;

® CTPYKTYypOOOpa3oBaHHE.
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Puc. 1. Dxcnepumenmanvnasn 8axKyym-cyOIuUMayuoHHAs YCMAHOBKA:
a — cxema yemanosku, 6 — oowuil 6uod: 1 — cybnumayuonnas kamepa,
2 — decybrumamop; 3 — 10mok ¢ npodykmom; 4 — epeowas nauma;
5 — eaxyymuulil Hacoc;, 6 — MepMOINEKMPOHHBIUL AUUK,

7 — eaxyymmemp BT-2; 8 — nynom ynpasnenusi;

9 — pezynsamop nanpsicenus ynugepcanouviti (PYH);

10 — snexmponnwiii mepmomemp

YcranoBka paboTaeT cleayromuM 00pa3oM: KpHOTPaHyJIbl HCXOAHOTO PacTBOPa COJIH, OJTY4YCHHBIE
Ha CTaJud KPUOKPHUCTAIM3ALMU, IOMEIIAIOTCS B OXJaXIEHHBIH JI0TOK. JIoTok 3 ¢ paBHOMEpPHO
pacnpeneNeHHbIMU 110 BBICOTE KPHOTPaHyJIaMH YCTaHABJIMBAETCSl HA TPEIOUIYIO IIIUTY 4, PacloIOKEHHYIO
B cyOnumanuoHHod kamepe 1. Ilociie repmeTu3aiiu Kamepbl BKIIFOUAETCS BaKyyMHBIH Hacoc 5 u
MIPOBOJUTCS OTKauMBaHHUE ra3oB. CTemeHb pa3psKeHUs] M3MEPSETCsl BAKyyMMETpoM 7, paloTaromum c
TEPMORJIEKTPOHHBIM AaTuuKoM 6. CyOinMMHpOBaHHBIE TTAPBI PACTBOPUTENS IOCTYIAIOT B lecyOnumarop 2,
I7Ie OCeNaloT Ha OXJaKACHHO JKUIKUM a30TOM MOBEPXHOCTH AecyOnumaropa. He ckonneHcupoBaBmmecs
rasbl yJalsioTcs ¢ IIOMOIIBIO BaKyyM-Hacoca 5 B atMoctepy uepe3 ¢unbtp. IIpn noctmxenun B kamepe
Bakyyma (5 Ila) asmektponuTaHue MoJaeTcsl Ha KBapleBble Jammbl rperomeid mwmtel 4. Temmeparypy
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rperomeil MIUTHl KOHTPOJIUPYIOT C MOMOIIBIO 3JIEKTPOHHOrO TepMoMeTpa 10 U peryaupyroT ¢ IOMOIIBIO
YHHUBEpCabHOTO perynaropa HanpsbkeHus (PYH) 9. Ilponecc cymkn B TakMX yCIOBHUSX HUAET HECKOIBKO
YacoB M 3aBHCHUT OT TOJIIIWHBI CJIOS KPUOTPaHyJ, pa3MeIIeHHbIX Ha JoTke. Ilocime okoHyaHus mporecca
CYIIKH OTKJIIOYAIOT AecyOinMarop 2 yCTaHOBKM OT BaKyyMHOTO Hacoca S5, MOCJie 4ero, OTKPBIB 3a:KUM,
cOpachIBalOT BaKyyM B YCTaHOBKE. 3aTe€M OTKPBIBAIOT KPBIIIKY KaMepbl, H3BJIEKAIOT JIOTOK C BBICYIICHHBIM
MaTEpHUajOM U BBIKJIIOYAIOT YCTaHOBKY.

CyOnuManMoHHO CYIIKE IOABEPrajiuCh PACTBOPHI HMCXOJHBIX COJIE M HMX CMecei, B3sThIE B
CTEXHOMETPHUECKOM COOTHOIIEHHH KOHEYHOTO COCTaBa CIIOKHOTO oKcuja. OCHOBHOW CIOXHOCTBIO MPH
CYIIKE CTal0 HalMuue B COJSIX KPHCTAIUIOTHAPATHON Biard, 4ro TpeOyeT oco0ol BHUMATENBHOCTH K
TEMIEPaTypHBIM PEKUMaM U BPEMEHH CYIIKH.

B pesynbrare 3KCIEepUMEHTANBHBIX HCCIEIOBAHUN BaKyyM-CyOIHMAIIMOHHOHN CYIIKH OBUIM IOIY-
YeHbl HaHOJAWCIIEPCHbIE MOPOIIKHA OTAENBHBIX COJIEH METaJUIOB, JBYX-, TPEX- U YETBIPEXKOMIOHEHTHBIX
cMeceit (MPeKypcopoB) HUTPATOB METAILIIOB JUIS MOCISAYIONICH TEPMHUYSCKON 00pabOTKH.

TepMuyeckoe pasnoKeHHEe HHIWBUIAYATIbHBIX COJEH M MPEKYpCOPOB SBISETCA MHOTOCTATUNHBIM
(PM3MKO-XMMUYECKMM TIpeBpallleHHeM ¢ O00pa30BaHUEM HOBOW YCTOHYMBON CTPYKTYpBI, IS KpPaTKOM
XapaKTePUCTUKH KOTOPOTO CJeAyeT O3HAKOMHUTHCS C HHIWBUAYATbHBIMH XHUMHUYECKHMH CBOWCTBAMHU
B3ATBIX coJiel (Tabim. 3).

Tabnuya 3

TemnepaTypa TepMHYecKOro pas3jos;keHus coJeii [1, 2]

Hurpatb! metamion Temneparypa paznoxenus, °C
2Ca(NQO;), =2Ca0 + 4NO, + O, Berire 561
4Y(NO;)3=2Y,03+12N0O,+30, Beirre 420
Fe(NOs), - 9H,0 125

BBuny ciokHOro cocrtaBa MpeKypcopa, €ro HeOOJNbIIOW Macchl, OMACHOCTH (HU3UYECKOTO
PacCiIOCHUA TOHKOMU3MEJIBYCHHLIX W OIHOPOIAHBIX IO COOTHOINCHHWIO KOMIIOHCHTOB IIPpU CTYNCHYATOM
HarpeBaHWH U Pa3HbIX TEMIIEPATYP PA3I0KEHUSA HHINBUIYAIbHBIX BEIIECTB HarpeBaHUE OCYIIECTBIIAIOCH
HEIIPEPBIBHO /10 33JaHHOM TeMIepaTyphl.

[Ipu mpoBeneHUHM TEepMOOOPAOOTKH MPEKYPCOPOB coiiel (Kak B HalleM cliydae) pe3yabTaTr —
00pa3oBaHHE CIIOKHBIX OKCHJIOB — JOCTHTACTCs MPH 0ojiee HU3KUX TeMIepaTypax, YeM IMPH MPOTEKaHUH
TBep0(a3HbIX peakiuii U3 CMecel y:Ke TOTOBBIX WHINBUIYaTbHBIX OKCHIOB.

[Ipu BBICOKOTEMIIEPATYPHOM OTXKUTE TOCIE OOpPa30BaHUSI CIOKHBIX OKCHIOB TPOHCXOAHUT HX
KpUCTAJUIM3alMA M CTa0MIIM3alys MmapamMeTpoB. B pe3ynbrare BBIIEP)KKH MPU BBICOKHX TeMIIepaTypax B
TE€YEHHE HECKOJIbKMX YacOB CTPYKTypa CJIOKHBIX OKCHIOB CTAHOBHUTCA MEIKOKpHUCTAIIHYecKOM. J[is
TepMo0oOpabOTKH HCTONB30BaNach MydenbHas meub thma "PEM-2/86". ['oToBble mpekypcopbl U WHIU-
BUAYaJIbHBIC COJIM HAIrpC€BaJIUuCh B KBAPUCBLIX TUTIIAX.

Tabnuya 4
Pexxumbl TepmooOpadoTkn
Betwectso TeMnepaTgfpa Bpems Bpewms
omxura, C pasorpesa, yac BBIICPIKKH, Yac
Kanpnmit asoTHoVKI/IanH/I Ca(NOy), 600 2.0 6.0
4-BOIHBIN
HKeneso (L) Fe(NO,), 600 2,0 6,0
a30THOKHCIIOE
[Ipekypcop CrexnoMeTpuyeckas 780 2.0 5.5
(dbepporpanaTta UTTpuUs CMECh

[locre BBLAEPKKH TIpH 33/JaHHOW TeMIlepaType IedYb OTKIoYanach OT HAarpeBa, oOpasIlbl OCTaB-
JSUTCh BHYTPU W BBIHUMAJUCh Ha CIEIYIONIEH IeHb, MPU ATOM COOCTBEHHAs TeMIIepaTrypa IMe4d IMPH
BeleMKe Obl1a He Hike 120°C.
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Hcnonb3yst moiyueHHbIE PEXUMBI BaKyyM-CyOJIMMaHAIIMOHHOW CYIIKM W TEPMOOOPaOOTKH Ipe-
KypCOpOB, ObUTH HapaOOTaHBI OIIBITHBIE BAKYYMHBIE TTAPTUN (epporpaHaTa UTTPHS 3aJaHHOTO COCTaBa.
Ha puc. 2 npuBeneH CHUMOK, MOTY4YEeHHBIH Ha 35eKTpoHHOM Mukpockorie JEM 100CX.

Puc. 2. Cuumox xpuozpanyn gpeppoepanama (Y;9Cay FesO;;)

[TonyueHHsle  naHHBIE  YAEIBHOW  CAaMONPOM3BOJIBHOM  HAMAarHMYEHHOCTH ISl COCTaBa
Y,9Cap FesO;,, CHHTE3MPOBAaHHBIX KEPaMHYECKHM METOJOM M METOJOM KPHOXHMHYECKOW TEXHOJOTHUH,
MpeCTaBjICHHI B Ta0MI. 5.

Tabauya 5

YaeabHasi cCaMONIPON3BOJIbHAsE HAMATHHYEHHOCTD Y, 9Cag1FesOq,

Merton nonmydeHus Oy, TayCC * em’/r
Kepamuueckast TeXHOJIOTHSA 26,12
Kpuoxumunueckas TeXHOIOTHSA 19,47
3akJ/ouyeHne

Pa3zpaborana TexHOJNOTHS TOJTY4YEHUS HAHOJIMCIIEPCHBIX MMOPOUIKOB (epporpaHara UTTpUS C
MHOBAJICHTHBIM 3amernieHrneM Ca, BKITFOYaromas:

® TPUTOTOBJICHUE TOMOTEHHOTO PacTBOPa;

® UCTIEPTHPOBAHHE U OBICTPOE 3aMOPAKUBAHHUE Karlellb C HCIIOIb30BAHUEM PA3TUIHBIX
KpHOCHUCTEM;

e CyOIMMaNMOHHYIO CYIIKY NMpH naBieHnd ot 5 1o 15 [a, MuHys mepexon pacTBOpHUTEINS B
KHJIKOE COCTOSIHUE;

® TEPMHUYECKYIO0 00padOTKy MOIYYEHHBIX IPEKYPCOPOB.

YcTaHOBNIEHO, YTO CaMONPOM3BOJIbHAS HAMArHWYEHHOCTh HACBIINIEHUS O00pas3loB COCTaBa
Y, 9Cag 1FesO,, MONMydYeHHBIX M0 KPUOXUMHYECKON TEXHOJIOTHH, HUXKE, YeM Yy OOpasloB TaKOTO XKe
COCTaBa, TOJYYCHHBIX IO KEPaMUYECKOW TEeXHONOTHH. OUeBUIHO, 3TO CBS3aHHO C yMEHBIICHHEM
pa3MepoB 3epeH.
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