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CHUHTE3 I[BOFIHOFO OKCUCYJIIb®UIA JAHTAHA-HEOJIMUMA LaNdO,SB
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ABTOpamMHu paccMaTpUBaeTcCsi MPOLECC BOJOPOJHOI0 BOCCTAHOBJIEHHSI COOCAKAEHHBIX CYJIb(aToB JAaHTaHA-
Heoauma. Ilpenaraercss pa3paboTaHHbIi MeTOd CcHHTe3a ABoiiHOro okcucyabpuaa (LaNd)O,S. Jdarorcs
pe3yJbTaThl HccaeqoBaHUsT MOpQOJIOrHM 4YacTHI B mpouecce cuHTe3a. [Ipodiiema siBasieTcsi aKTyaJbHOM,
OKCHCYNb(HIBI JIAHTAHOWAOB HMMEIOT MpPaKTHYeCKoe 3HA4YeHHe KaK KpPHCTAJUINYecKHe MaTpHIbI
JomMuHOGopoB. Jl0cTOBepHOCTH IKCMEPHMEHTAJBHBIX [JaHHBIX o0ecreyHBaeTcsl MpPUMeHeHHeM  (pu3nko-
XHMUYeCKHX METOHO0B € HMCMNOJIb30BaHHEM COBPEMEHHOro odopyaoBaHusi. Tak, HCMOJIL30BaHbI PEHTI€HOBCKHE
METOAbl HCC/IeJOBAHHUSI TOPOLIKOB /JIsi PEHTreHOAU(PAKIMOHHOIO W PEHTreHOCTPYKTYPHOIO AaHaJIN3a,
NpUMEHEH MeTOJd AaTOMHO-CHJIOBOii Mukpockonuu. JlokazaHo, 4YTO MeToA TeMIepaTypHOii 00paGoTKH
COOCAXKAEHHBIX CYIb(}ATOB JAHTAHOWAOB B aTMocdepe BOAOpPOAa NPHMEHHM /ISl CHHTe3a CJIOXKHBIX
okcucyabpuaoB. OTHOCHTEILHO OBICTPOE BpeMsi CHHTe3a U HEBBLICOKAsi TeMIEpaTypa OObSICHSIIOTCS
o0pa3oBaHHEM HAHOPAa3MEPHBIX YAaCTHII MPH COOCAKACHUN CYIb(aTOB JaHTaHA-HEOAUMA.

KiroueBble ciioBa: cynb(haThl 1 OKCOCYIIb(UABI TaHTAHUIOB, BOJOPOIHOE BOCCTAHOBIIEHNE, MOP(OIIOTHS YaCTHUIL.

SYNTHESIS OF DOUBLE LANTHANUM-NEODYMIUM OXYSULFIDE ~ LANDO2S IN
THE SYSTEM OF LA2 (SO4) 3 - ND2 (SO4) 3 - H2
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The authors analyze the process of hydrogen reduoti of sulphate coprecipitated lanthanum-neodymiumThe
paper deals with the method of double oxysulfide syhesis (LaNd) O2S. The results of particle morphalgy
analysis during synthesis are presented. The probie is relevant, oxysulfides lanthanides are of praatal
importance as crystalline matrix phosphors. The rahbility of the experimental data is provided by the use of
physical and chemical methods with the usage of meth equipment. The X-ray methods characterizing
powders are used for X-ray diffraction and X-ray aralysis. Atomic force microscopy method is used. I proved
that the method of coprecipitated sulfates lanthames in a hydrogen atmosphere is suitable for the sthesis of
complex oxysulphides. The relatively rapid synthesitime and low temperature can be reached by the rfimation
of nanoscale particles during sulphate lanthanum-nedymium coprecipitation.

Keywords: sulfates and lanthanides oksosulfidedrdgen reduction, the morphology of the particles

BBEJIEHUE
Oxcucyabpuapl JTaHTAHUIOB HUMEIOT MPAKTHUECKOe 3HAUCHHWE KaK KPUCTAIMYECKUE MATPHIIBI
mromuHOGOpOB [1]. Tak ke, B MpakTUKe HAIUTA MPUMEHEHHE TBEPJIbIE PACTBOPHI OKCHCYJIb()UIOB.
B wactHoCcTH, JFOMHHO(OpPBI Ha OCHOBE OKCHCYJb(UIa TaJ0JIMHUS, aKTHBHPOBAHHOTO MOHAMU
TPEXBAJICHTHOTO TEPOUS, IMHPOKO UCIIOJIB3YIOTCS ISl PA3IMYHOIO THIIA JFOMUHECIIEHTHBIX TPYOOK
U PEHTI'CHOBCKUX 3KpaHOB [2], a JJIsi OKCHUCY/Ib(UIOB JIAHTaHA W TaJIOJMHUS, aKTHBHPOBAHHOTO
MOHAMHU HEOJIMMa, MOKa3aHa BO3MOXKHOCTH HCIIOJIb30BAHMsSI BEIECTBA JIJISI ONITUYECKON KEepaMUKU
[3]. Teepmpiii pacTBOp mpejacTaBisier coboit Matpuunyto cpeny (Ln20,S) ¢ paBHOMEpHO

o + o
pacIpesie/ieHHBIM B Heil OKCHCYIb(QHIOM, COIepXKammM HoH-akTiBatop Ln®*. B mpocreiirem



NPUOIMKEHUH TaKOW TBEPABIA PacTBOp MOXKHO MpeACTaBUTh Kak cuctemy Ln%0,S — Ln"QS.
3aaHHbIe ONTHYECKUE CBOWCTBA B TAKMX TBEPJIBIX PACTBOPAX ONPEAEISIOTCS, UMEHHO HAJIMYMEM B
HUX Takoro coeiauHeHus, kak LN'LN"O,S. B nuteparype wuMeroTcs JUIIb HE3HAYUTENIbHBIE
CBEJICHUS TI0 CHHTE3y coemuHeHmi coctaBa LN'LN"O,S, yto sBIseTcs 10CTAaTOYHO HEIOTHYHBIM,
TaKk KaKk 4TOObl MOJYYUTh TOT WJIM WHOM Marepuall, eCTeCTBEHHO, HEOOXOJUMO OOpaTUThCS K
npreMaM, KOTOPBIMH OCYIIECTBISIETCS CHUHTE3 OJTOr0 Marepuana, WIA COEJUHEHUH, ero
COCTaBJISIFOLIHX.

[lenpto Hacrosimeid paOoOThl SBJISETCS H3Y4YeHHE Ipoliecca BOJOPOJHOIO BOCCTAHOBIJICHUS
COOCXKICHHBIX CyNb(}aToB JaHTaHA — HeoauMa W pa3paboTKa HOBOTO BBICOKOA((EKTUBHOTO
Mertona cuatesa coeauaenus (LaNd)O,S.

MATEPUAIJI U METO/IbI
CoocaxxnieHHbIe CyIb(aThl JaHTaHa-HEOUMa TOJTYJadl JIeHCTBUEM KOHIICHTPHPOBAHHOW CEpHOMN
KHCIIOTHI Ha pacTBOP, COJepKaIIUi HUTPAThl 000UX 311eMeHTOB. HUTpaThl moxyyanu pacTBOpeHUEM
paccuMTaHHOW HAaBECKU CMECH OKCHJIOB JIAHTAHA U HEOJIUMa, B CTEXHOMETPUUYECKOM COOTHOIIIECHUH
1:1 B a30THO# KuciOTE. YCTaHOBKA JUIsl 00pabOTKU BelIecTB B atMocdepe Bojiopoja MoaApoOHO
omucana B [4]. HaBecky coocaxaeHHBIX CyJIb(AaTOB pacTUpaId B CTYIKE W IOMEINAIN C
BEPTUKAIBHBIA PEaKToOp, Yepe3 KOTOPHIH MPOIYCKAIU IMOCTOSIHHBIA TOK BOJOPOAA CO CKOPOCTHIO
Imi/c. 3atemM peakTop MOMENIATH B MPEIBAPUTEIHHO HAIPETYIO BEPTUKAIBHYIO TPyOUaTyIO IMedb.
Obpabotka mpoBoamiack npu Temneparype 750C ¢ MOpOAOKUTENHHOCTRIO 2 W 5 4YacoB.
TemmnepaTypHO-BpeMeHHON peXMM BBIOpaH HAa OCHOBE aHAJM3a JuarpaMM (a3oBBIX MpeBpaIeHUN
cucreM Lap(SOy)z — Hy; Ndx(SOy)s — Hy [2]. Ha ompeiesieHHBIX dTamax CHHTE3a PeakTop BRIHUMAIH
U3 MeYH, OXJIAXJIAIM U oTOMpainu npoly ais aHanuza. PeHtrenodas3oBblii aHaIN3 MPOBOJMWINA Ha
mudpakromerpe JIPOH — 7 B CuK, — wmnyyenuun c Ni-¢puastpom. JludpakrorpamMMebl
UICHTH(GUIIMPOBAIN 110 JaHHBIM KapTorekun PDF-2. Iy oneHKH MOHOTHI MMPOTEKAHUS IpoIiecca
BOCCTAHOBJICHHSI HCIIOJIB30BAJICS XMMUYECKUH aHamu3 mpoO o0pasnoB. AHAIU3 IPOBOAMICS HaA
coJiepkaHue CyIb(QHIHON cephl o cTaHmapTHO# Metoauke [S]. ComepkaHue BOJBI B cylbdarax u
o0111ee KOJIMYEeCTBO CyJib()aToOB yCTaHABIMBAIM IpaBUMeTpudecku. OnpeseneHue pasmepos u Gopm
YacTHIl TPOBOJUIIOCH HAa CKaHUPYIOIIEM 30HJ0BOM aTOMHO-cuiioBoM MHKpockore Ntegra Aura.
Omnpenenenve NPOBOJUIOCH B TOJYKOHTAaKTHOM peXHME pPaboThl €  HCHOJIB30BAaHUEM
TOHKOILIGHOUHOTO V-00pa3Horo kantmimepa 3 SkNas. Uactora renepatopa cocraBimsiia 153+4
kl'm. CkaHupoBaHue  TPOBOJWIOCH  IEpeMelleHHeM  obOpaslia, MaKCHUMajlbHOE  I0JIe
HCIOJIb30BAaHHOTO cToMKa ~ 13X13MKMm.
PE3VJIBTATHI UCCIIEHJOBAHMA U UX OBCYXJIEHUE

DKcIepUMEHTATbHO YCTAaHOBJIEHO, YTO B MPOIEcCe COOCAXKICHHS CyIb(aToB JaHTaHA-HEOJMMa U3

HHUTPAaTHOTO pacTBopa oOpa3yeTcss OCamOK, COCTOSIIMN W3 CMECH UX KpUCTALIOTHIpaToB. J[ms



OCBOOOJKIEHHS OT KPUCTAJUIM3AIMOHHOM BOJBI OCAZOK BBICYIICH M OTOXOKEH IIPU TEMIIepaType
600%C no mocrosiHHOTO Beca. PenTreHodazoBelii aHAN3 MOKa3all, YTO MOJYYEHHBIH B pe3yJbTare
BCEX BBIIICONMCAHHBIX ONEpaluii MOPOIIOK SIBISIETCS CMEChI0 0e3BOAHBIX cyibdaroB (puc.la).
Ocalok  COOCaXICHHBIX CYJIb()aToB HPEHMYIIECTBEHHO Cc(OPMUPOBAH HAaHOPA3MEPHBIMU

gactuiamu 50 — 150uam (91%),6051€e KpyIHbBIE YacTUIBI UMEIOT pazMmeps! mopsaka 150 — 300am
(9%) (puc.16,B).
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Puc.1.a) Jludpakxrorpamma cynb(haToB JIaHTaHA—HEOAUMA, TOTYYEHHBIX COOCAKICHHEM
U3 HUTPATHOTO pacTBOpa; 0) Tomorpadusi 4acTUI] COOCAKICHHBIX CyIb(paToOB JIAHTaHA—

Heoauma; B) 3D-M300paXkeHne YaCTHIl COOCAKIACHHBIX CYJIb()ATOB JaHTaHaA HEOIuMa

[Toporok, moTyYeHHBI TPH BHITAPHBAHWN PACTBOPA, COAEpIKAIIETro CyIb(aThl JIaHTaHA-HEOIMMa
TakK ke, SIBIISIETCS CMEChI0 KPUCTALUIOTHIPATOB, & €r0 OT)KUT, Kak M B TIEPBOM Cllydae, IPUBOJIUT K
MOJIyYeHHIO0 0e3BOJHBIX cylb(aToB. OTHAKO, COCTaB MOJIYUYEHHOIO MOpOIIKa Oojee pasHooOpa3eH
o pasmepy vactuil ot 20 HM 10 1 MM (puc.2). JlaHHBIH pa30poc YacTHIl IO pa3Mepy MO3BOJISIET

MPEIOI0XKHATh, YTO TPH BBHITAPHBAHUM pPacTBOpa (OPMHPYIOTCS HAHOYACTHIIBI, KOTOpHIC

BIIOCJICACTBUU O6’beI[I/IH$[IOTCH B arjioMmeparhkl.



Puc.2. Tomorpadus mnoBepxHoctn u 3D-u300pakeHne YacTUI[ MOJYYEHHBIX IIPH

BhIIIapUBaHUHU paCcTBOpa COACPKAIICTO CYJ'IBd)aTBI JJaHTaHa, HCoJuMa

AHanu3 JaHHBIX O pa3MEPHOM COCTaBE COOCAKICHHBIX CYJb(]aTOB JaHTaHA-HEOIUMa MOKa3bIBaLT,
YTO JUISI CHHTE3a HamOoJiee ONTUMAIBHBIM SIBJISIETCS MCIOJB30BAaHUE OCA/IKa, IOJNyYEHHOTO IPH
OCAXKICHWUM, HEXEIW NpU KPUCTAUIM3AIMKM, TaK Kak OH c(OpMHpOBaH MPEUMYIIECTBEHHO
HAHOYACTHUIIAMH, YTO oOecleynBaeT HAWIYUIINH KOHTAKT o00padaThlBa€MOro BeEIIecTBa C
BOJIOPOJIOM.

Ha ocnoBe anamu3a muarpamm ¢a3oBeix npepameauii cucteM Lap(SQy)z — Hp; Nb(SOQy)s — He
OblTa oOmpejelicHa ONTHMabHAS TeMIlepaTypa CHHTe3a JBoiHOro okcucyibpuma — 750T.
OOpaboTKa COOCaXICHHBIX CyIb(aToB JaHTaHA-HEOAWMa B arMocdepe BOAOpoaa MpU JaHHOU
TeMIepaType B TEUCHUH JIBYX YacOB MPUBOJUT K 00pa30BaHUIO CMECH OKCUCYIIb()HIOB YKa3aHHBIX

aseMeHTOB (pHc.3).
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Puc.3. JludpakTorpamma mopoiika, MMOJIyYEHHOTO IMPH TeMieparypHoi oopabotke (750
°C) cynbdaroB aHTaHA-HEOMMa B aTMOC(epe BOIOpo/ia B TeUEHUE 2 YacOB

VBenuueHne BpeMeHH 00pabOTKH /10 5 9acoB MPUBOMT K MOTYYSHUIO XUMHUYECKA

onmHOpOoIHOTO TIopoika coeaunenus: (LaNd)GS (puc.4), uzoctpykrypHoro coequHerusM LNyO,S,
KPUCTAUTU3YIOIUMCS B TeKCaroHaJIbHOU cHHTOHMH (MTpocTpaHcTBeHHas rpymma P3ml). Metogamu
PEHTIEHOCTPYKTYPHOTO aHaIK3a ONPE/Ie/ICHbI apaMeTpPhl JIEMEHTAPHOM STYCHKHU JUTS COSTUHEHUS
LaNdO,S: a=4.000A; c¢=6,890A; c/a=1,723Yactunms B mpoIiecce CHHTE3a YKPYIHSIOTCS H

u3MeHstoT cBoto (opmy (puc.4). IlpemmymecTBeHHOE (OpPMUPOBaHUE OCANKOB CYIb(aToOB U3



HAHOPA3MEPHBIX YACTHI[ OINpPEJETsIeT OTHOCUTEIBHO BBICOKYIO CKOPOCTh WX IpPEBpaIleHUs B
JIBOMHON OKCUCYTBDUI.
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Puc.4. a) Judpakrorpamma coeaunenus LaNdGS; 0), B) Ttomorpadus

noBepxHocTu U 3D-n300paskeHre YacTUI] OKCUCYIIb(HIa JJaHTaHA-HeOAUMa

BBIBOJIbI
Ha ocHoBe aHanmu3a quarpamm ¢a3oBbixX npeBpaineHuii B cuctemax Lap(SOy)s — Hp; Nd(SOy)3 — He
[4] u pe3ynbTaToB NPOBEICHHOTO MCCIICOBAHUS TIPEJICTABISIETCS BO3MOXKHBIM COCTABJICHHE
ypaBHEHHM XHMHUYCCKUX PEaKIHii ¥ CXeMbl ()a30BBIX IPEBPAICHHUN U MPOIECCOB, UMEIOIINX

MECTO B XOJI€ CUHTE3a.

| sram: Il 3Tam:

Lax(SQy)3 + 2H, — Lap0,SO, + 2SQ + 2H,0 La,O.SOy + 4H, — LaxOs,S + 4H0
Ndz(SO4)3 + 2H, — Ndb,O,SO, + 2SQ + 2H,0 Nd,O,SOy + 4H, — Nd,O,S + 4H0
Il sTam:

La;O,S + N3O,S — 2LaNdGS

Cxema (a30BBIX MpeBpaIleHAN TPH STOM OyJIeT KIMETh BHI:

Lax(SO)3+ NO(SOy)3 — LapOSOr + NdbO,SOy — LapO2S + NGO,S — LaNdG:S

Takum oOpa3zom, MeToj TeMmIepaTypHOW OOpaOOTKH COOCAKICHHBIX CYJIh(aTOB JIAHTAHUIOB B
aTMocdepe BOJOpoja MPUMEHUM Ul CHHTE3a CIOXKHBIX OKcUcynbdumoB. Ilpu TemrmeparypHoii

00paboTKe COOCaXIEHHBIX CYIh()aToB JAHTaHA-HEOJAWMa B aTMocdepe BOJOpOAa JABOHHOU



okcucynbhun (LaNd)QS npu temmeparype 750C ob6pasyercs 3a 5 yacoB. OTHOCHTEIBEHO
OBICTPOEC BpeMsl CHHTE3a M €ro HEBBICOKAas TeMIlepaTypa JOCTHTaloTCs 3a Cc4eT (POpMHpPOBAHHSI

HAaHOPA3MCPHBIX YaCTUIl IIPU COOCAKICHNUN CyJ'IB(i)aTOB JJaHTaHa-HCOJHuMa.
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