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BBepeHne

AKTyaNbHOCTb Tembl. Kepamuyeckune MUIMeHTbl LUXPOKO
npuMeHaloTcs B (papdopodasHCOBOM  MPOU3BOACTBE A1
[EKOPVPOBaHUS U3LEeNNIA, OKpaLLMBaHWA Macec U rnasypei. Nx Takxe
MCMoMb3ylT B MAacTMaccax, NoAuMmepax, CTeKnax B KauyecTse
KpacuTesiein, MUrMeHTOB, YCTOMYMBBLIX K BO3AENCTBUIO BHELLHEN
cpelbl. Kepamuueckme nNUrMeHTbl 0ObIYHO KACCU(MUMPYHOT MO
TUNY  KPUCTIMYECKON  CTPYKTYpbl.  LLIMPOKO  mccnefoBaHsl
KPUCTA/IINYECKME CTPYKTYpPbl TWMa LUNWUHENN, KOPYHAA, LMPKOHA,
rpaHata. VX CUHTE3MPYIOT KepaMWUYecKUM CrocoboM-CrieKaHnem
LUMXTbl U3 OKCUAOB W COMEN Pas/IMYHbIX 3/IEMEHTOB MPU BbICOKUX
(1000-1400°C) Temnepatypax. Npn 3TOM NErMpyroLine 3nemMeHTbl
BBOAAT B COCTaB CUHTE3MPYeMbIX TMUIMEHTOB BO BpeMs UX
LWUMXTOBKKN. CbIpbEM A7 MNOMYYEHUS KepaMUYeCKUX MUrMEHTOB
ABNAOTCS MPUPOAHbIE MUHEPASbl BbICOKON YMCTOTbI, OUMLLEHHbIE W
oboratleHHble MUHepasibHble Pecypebl UM XUMUYECKME PeakTUBbI
BbICOKOW 4MCTOTbIl. VIHOPOAHbIE 3/1EMEHTbI U HEKOHTPOUPYEMbIE,
C/lyYaitHble NPUMECH YXYALIAKT KayeCcTBO MUIrMeHTOB. MpupogHble
LUNWHENN, KOPYHAbI, UMPKOHbI, rpaHaTbl UMelT 6esnbli LBeT U B
TaKOM BWAE He MPUTroAHbl ANA NPUMEHEHUS B KayeCTBe NMUTMEHTOB
MO3TOMY C Lie/Ibl0 NPUAAHUS UM MUTMEHTHBIX CBOWCTB UX NErnpytoT
LBeTOOOpasyoWwmnMm  3nemMeHTaMn. B KayecTBe nernpyroLlero
anemMeHTa 006bIY4HO MNPUMEHSIOT pa3nnuHble d- u f- nepexofHble
aNleMeHTbl. BBefeHve Takmx XpomodopoB Ao 5 mac.% no3sonser
Moly4YnTb HEOPraHNYecKne NUrMeHTbI C OMpeseneHHbIM LLBETOM U
Xe  MPOUCXOAUT  WMHTEHCU(MKauMs  XPOMOMOPHbLIX  CBOMCTB.
YCTOMUMBOCTb  KEPAMUYECKMX  MUIMEHTOB K [A/INTE/IbHOMY
BO3/ENCTBUIO BHELLUHEN Cpefbl MMEeT BaXXHOE 3HaYeHue U SBMseTcs
OfHVM M3 OCHOBHbIX CBOWCTB MNWUIMeHTOB. C [pYyroi CTOPOHbI,
raMma LiBETOB U MX TOHa/IbHOCTb B Pa3/INMYHbIX CreKTpax BUAMMOIN
061acTM  ABMSETCA  BaKHbIMWM  MOKa3aTeNIs MU KepaMnyecKmx
MUrMeHTOB. MoNyYeHNs YCTONYMBBLIX KepamMYecKuX MUrMEHTOB C
WHTEHCMBHbLIMY  LIBETOBbIMW  OTTEHKaMW ABMISIETCH  aKTYyaslbHOW
3afilayeil, MNOMMMO 3TOrO Ba@KHO MONY4YeHME  KepaMUYeCKMX
MArMEHTOB B KPUCT/I/IMYECKOM BU/E C Pa3BUTOI MOBEPXHOCTBIO U B
HaHOMaLLTabHbIX pasMepax.



[vccepTayHoHHas paboTa ABMFETCA YacTbio PaboT NMPOBOLMMbIE B
Hay4yHO  uUcCnefoBaTenbCKoM — nabopatopun  «HeopraHuMyeckoe
MaTepuanoBefeHne» nNpu Kadeape o6Lelt 1 HeOPraHNYECKONn XMMnm
BakunHcKoro [ocyfapCTBEHHOIO YHMBEpPCUMTETa COrnacHO nnaHy
paboTbl Ha 2011-2014 rogbl (Homep rocyaapCTBeHHOW permctpauum
Ne0199 Az.00383).

Llenb paboThl. Llenblo HacTosLlein paboTbl ABASETCA NOMyYeHMe
HaHOPa3MepPHbIX YacTUL, KepammyeCcKMX TMUIMEHTOB Ha OCHOBE
WUNWHENN,  NIETMPOBaHHbIX  PEeLKO3eMESIbHbIMU  3/IEMEHTAMU U
pa3paboTka Hay4YHON OCHOBbI UX CUHTE3A.

[na  [OCTMXEHMS MOCTaBNEHHOW Uenn nepeq Aucceprtaument
MoCTaB/IeHbl CNefytoLve 3a4aun:

-MeTO0M ropeHus NpeLUIeCTBEHHNKA, npeLBapuTenbHO
MPUIOTOBNEHHbIX W3 COOTBETCTBYIOLUMX  METaI/IOKOMI/IEKCOB-
ANrNapasnaoB MalOHOBOW KUCMIOTbI CUHTE3MPOBAaTb HaHOPa3MepHble
KpUCTaMMKN ~ nopowkoB  cocTaBa  MQux(Ln)AIOs, M@s.
2X[Ceanx]A|2O4 n Mgl.gx[CexPranx]Ale4.

-MpoBecTn fepuBatorpauyecknii N peHTreHorpapuyecknii aHam3
06pasyoB, HaxXOAAWMXCA B PasIMYHbIX CTaguax, YCTaHOBUTb
MeXaHu3M MpoLecca CMHTE3a U ONTUMA/IbHBIA PEXMUM TePMUYECKON
06paboTKN.

-OMpeseNinTb CTemneHb KPUCTA/ZIMYHOCTM M paccuuTatb CpefHue
pasmMepbl KpucTanioB Mmetogom Lllepepa, a Takxe yCTaHOBUTL A0S0
HaHOYaCTWL, pPa3/IMYHOrOo pas3Mepa C MOMOLLBHD  3/IEKTPOHHOIO
MMKpPOCKONa.

-0npeaennTb ONTUYECKME CBOMCTBA KaK LUMPMHA 3amnpeLLeHHOR 30HbI
C MOMOLLbIO CMEKTPOB MOrOWeHns nin Y® n Bnugumon obnactu
CrekTpa.

-yCTaHOBUTb MUIMEHTHOE KayeCcTBO MO/yYeHHbIX 06pa3uoB [0
rnocne rnasympoBaHus.

-M3y4nTb LBeTa KepamMMyeCKMX MUIMEHTOB C MCMO/b30BaHUEM
OTpaXaTe/IbHOM  CMEKTPOCKONUW U CMEeKTPalbHbIX  AaHHbIX,
aHa/IM3MpoBaHHbIX ¢ nomolybio CIE-L*a*b* nporpamma LBETOBOro
aHaM3a, Jalowyx WHMOPMAaLMIO O KayeCcTBe MWUIMeHTa B BUfe
nopowka u rnasypu. M3yuntb BAUSHME KUCMOT U OCHOBaHWIA Ha
LIBETHYIO 1/1a3ypb ¥ MOPOLLIOK.



-yCTaHOBUTb 3aBUCMMOCTb HEKOTOPbIX (DU3NYECKUX CBOWCTB OT
pa3MepoB HaHOYaCTHLL.

HayuyHble HOBU3HbI. B gucceptaumoHHON paboTe MOyYeHbl
crefyroLine BaXXHble Hay4Hble pe3ybTaTbl:

METOZOM rOpeHus MNpeALIecTBEHHUKA BMepBble CMHTE3NPOBaHbI
6onee 400 o06pa3yos, MOAUMDULMPOBAHHBLIX HAHOKPUCTa/N/IOB
wnuHenn coctaBa Mix(LN)AlI204, Mgro]CexLn]Al04 1 M@s-
x| CexPriLnAlO4, roe Ln-Ce, Pr, Nd, Sm, Eu, Gd, Tb n Yb,
x=0,00, 0,05 mu 0,1. C nomowplo [fepmBaTorpagMyeckoro u
PEHTreHorpaMyeckoro aHaim3oB YCTaHOB/IEHO, YTO TemrepaTypa
ropeHns MeTasTIOKOMMIEKCHbIX KOMMO3nUniA gocturaeT o 350°C, a
KpucTannmsaumsa npomcxoamT Bbiwe 700°C, 6onee coBepLleHHble
KpUCTa/Nbl LUMWHENbHON CTYKTYpbl opmupytoTcst Bbie 1000°C.
Mpn Tepmuyeckolt 06paboTKe C POCTOM TemrepaTypbl pasmepsbl
HaHOYacTuL, YBENMYMBAKOTCA A0 25 HM. YCTaHOB/IeHa pasMepHas
[0NS HaHOYacTUL, TepMMYeckn 06paboTaHHbIX (B TEUYEHUWN 2 4acoB)
npm 800, 1000 u 1200°C o6pa3uyoB. C MOMOLLbID CMEKTPOB
MPoMnycKkaHWs B BUAMMON M Y@ 06nacT onpefenieHbl LUMPUHA
3anpeLLeHHOo 30HbI N0 Kpato nornoweHns. LnpuHa 3anpeLieHHoiA
30Hbl NIerMpPOBaHHbLIX HAHOKPWUCTANNIOB YMEHbLLLAETCA C POCTOM
NIMHENHBIX pa3MepoB KpucTaiMkoB. B UK criekTpax onpegeneHbl
4acTOTbl KOfiebaHWin, XapakKTepHbIX A/ KonebaTeNbHbIX CMEKTPOB
ONA OKTasApuYecKu [AlIOg] wn TeTpasgpuyeckn [MgOy]
pacnonoXeHHbIX  TPYNMNWPOBOK.  YCTaHOBMEHbl  MapameTpbl
rnasyupoBaHWsA W  HaHeCeHWs TMUIMEHTOB Ha  MOBEPXHOCTU
KepaMuyecKnx rnasypen.

MpakTnyeckad 3Ha4YMMOCTb paboTbl. [onyyeHHble B paboTe
HEKOTOpble COCTaBbl (OCOOEHHO C YyyacTueM Lepus) MOryT
HenocpeAcTBEHHO NPUMEHATLCA B rnasymposaHun. Coctas LnyMg;-
«Al,04 UMeloT Genbiii UBET, KpoMme coeanHeHunss CeMgrxAlxO,,
KOTOPbLIA NPOM3BOAUT KEeNTblii W >kenToBaTblii LBeTa. CocTas
CelLnyM@12xAl,04 NpUAAKT HKeNToBaTbliA  LBET, KPOMe [ABYX-
coctaBoB CePriMg-2xAl204 1 CeThyMg1-2xAl204, KOTOPBIE NMEIOT
KpacHo-opaHxeBble LBeTa. CoegnHeHns CePrLnyMgr-3xAl204
VIMEIOT KpacHO-OpaHXXeBbIli LiBET 151 BCEX COCTaBOB.

Anpobaunsa. OCHOBHble pe3ynbTaTbl AucCepTauun LONOXKEHbI U



00CYX[€EHbl Ha CNeaylLMX HayyHbIX KOH(epeHUmax: [lepBoii
MEXYHapOLHON KOHMepeHLMM No HayKe AWUNIoMaTumn 1 paspaboTke
B Xxumumn (AnekcaHgpus, Erunet, 2012); VI n VII Pecny6mkaHCKmX
Hay4YHUX KOH(epeHUMAX [OKTOPaHTOB, MarucTpoB W MOJIOAbIX
nccneposareneil AKTyanbHble NPo6eMbl XUMUK, NOCBALLEHHOR 89 1
90 neTno poXaeHNs obLleHaUMoHanbHOro nnaepa Meinpapa Anvesa
(baky, AsepbavigpkaH, 2012 n 2013); [epBoii MeXAyHapOAHO
KOH(hEPEHLUMMN NO XUMMM U XUMUYECKON TexHonorumn (baky,
AsepbaingpkaH, 2013); lMepsoM MeXAyHapoAHOM CUMMMO3NYME MO
MOPUCTBIM 1 MOPOLLKOBbIM MaTtepuasiaM BbICTaBKe U KOH(EepeHLn
(PPM 2013, Typums, 2013); VI BcepocCuiickor KOH(epeHumu,
DU3MKO-XMMNYECKME NPOLIECCHI B KOHAEHCMPOBAHHBLIX Cpefax U Ha
MexdasHbIX rpaHuuax, ®ParpaH-2012 (BopoHex, 2012); VII
BCcepoccUACKOn  KOH(EpPeHLMM MOMOABIX YYeHbIX, acrnupaHToB U
CTYLEHTOB C  MEXAYyHapoAHbIM  y4yacTMemM M0  XUMUU U
HaHoMaTepuanam «MeHgeneeB-2013», (CaHkT-IMeTepbypr, 2013); n
“XVII  BcepoccuiiCKOn  MONOAEXHOM  Hay4yHOM  KOH(epeHuumu,
Monogexb 1 Hayka Ha CeBepe (CbiKTbiBKap, 2013).

CTpyKTypa gucceptaunn. uccepTaumoHHas pabota cCoCTOUT U3
BBefdeHus, 5 rnae, 51 Tabnumupbl, 101 pMCYHKOB, BbIBOAOB, CMMCKa
nuTepatypbl 13 129 HammeHoBaHWMX. PaboTa HanucaHa Ha 183
CTpaHuuax, rae o6bem Tekcta 6e3 pUCYHKOB U Tabnul, COCTaBnsfeT
100 cTpaHuL,.

B nepBoil rnaBe npeAcTaBneH MTepaTypHbIi  0630p MO
KepaMnyeckKMM MUrmMeHTam, MOMyYeHHbIM 3a nocnefHue 10 feT.
MprBOAMTCA Knaccuukaums NMUTMEHTOB Ha WAMOXPOMAaTUYECKue
(camouBeT) © annoxpomaruyeckme (OKpalleHHble C MOMOLLLH
pasinyHbIX  XpoMoopoB) M no matpuuam. [lo  martpuuam
Kepammyeckme NUIrMeHTbl AensT Ha OUMHapHble OKcuAbl (Hanpumep,
SnO,, TiO; n ZnO) n Ha 6onee CNOXHble OKcUAbl (Hanpumep,
ZrSiO4, MgAI;O4, ZNnAl,O4 n gp.). B KauvecTBe XpomModopos
Mcnonb3yroT okeuabl d n f anemeHToB. MNpPUBOAATCA TaKXKe NpUMepbI
UBETHbIX  MUIMEHTOB,  (POPMUPYEMbIX  JfierMposaHuem  d-
nepexofHbIMM MeTasinamm Kak Fe, Cr, Mn, Ni, Co, Cu, V n gp. U f-
nepexofHbiMu meTasiamn Kak Ce, Pr, Nd, Eu, Sm v gp. MNpusogdaTcs
MPYMEPbI 0 TOM, YTO OLHWN N Te K& XPOMO(OPHbLIE 3IEMEHTbI MOTYT



fiaBaTb pas/InyHble OKPACKM B 3aBUCUMOCTWU OT KOHLEHTpauuu u
mMaTpuupbl. bonee feTanbHO aHaNM3UPYKOTCA MUIMEHTbl Ha OCHOBE
WNUHENbHOM  CTPYKTYPbl  Kak  CoxM1xAl204,  NixMg1xAl204,
MgFe,O4 1 M(Al>4Cry)O4 M Ha OCHOBe fpyrux cocTaBoB Kak TiCe;.
xPrxO45, CeOr-FeO03—PrgO11, MnoxMgiP,O7 1 gpyrux, Kotopble
HaLLM NPpUMeHeHKe B Ka4ecTBe KepamMUYeCKUX NUrMEHTOB.

Bo BTOpOIi rnaBe NpeLcTaBneHbl YNCTOTbl PEAKTUBOB, KOTOpPbIE
HEMOCPEeLCTBEHHO WCMONL3YIOTCA MNpPU  CUHTE3e 06pas3uLoB U And
nccnefoBaHnin. ONMUCLIBAKOTCS METOAbl MPUrOTOB/IEHMS PacTBOPOB
OTZeNbHbIX CO/el U CMeLLaHHbIX PacTBOPOB. Kak M3BECTHO, KauecTBO
M UBETOBas ramma MWrMEHTOB 3aBWCUT OT crnocoba mX
MPUrOTOBNEHWNS, COBEPLLEHCTBA MOBEPXHOCTW, OAHOPOAHOCTU W OT
pasmepa 4acTuu. AHaIU3MPYHOTCA HEKOTOpble METOAbl CUMHTE3a,
Hanbonee npYMeEHsEMble B MPaKTUKE MOMYyYeHUs KepaMUYecKux
nArMeHToB.  lpuBoAMTCA  CYLIHOCTb  MeToZa  XUMWYECKOro
0CaX[eHus, rmapoTepmManbHOro MeToAa, 30/b-reflb MeTofa, MeTofa
LUWUTpaT refib U METOAa HU3KOTEMMNEPATYPHOro ropeHns ¢ yKasaHneM
MX NPeVMYLLECTB U HELOCTAaTKOB. B pe3ynbrarte aHann3a BblbupaeTcs
HWU3KOTEMIepaTypHbIN MeTo[, ropeHus, npeABapuTensHO
MPUIOTOB/IEHHBLIX METANIOPraHNYeCKUX COeANHEHNIA. JaHHbIA MeToz
Mo3BONAET MONYYUTb OAHOPOAHbLIE MOPOLLKM COXHBLIX OKCU[OB,
NErvpoBaHHbIX Pas/IMYHbIMK XpoModopamy B BUAE HaHO4YacTUL, C
COBEpPLUEHHbLIMX  MOBEPXHOCTAMKW, a TakXe YynbTpagucrnepcHble
HaHOYaCTMLbI C 60NbLUON YaebHO MOBEPXHOCTLIO.

JTOT METO[ CUHTe3a OCYLLUECTB/AETCA B HECKO/bKO cTagun. Ha
MepBoOl CTaguu NPUroTaBIMBAOTCS PacTBOPbI a30THOKUC/IbIX COMeit
OCHOBHbIX U JIETUPYIOWMX  MET/I0B  C  OnNpefe/ieHHON
KOHLIeHTpaumein 1 CnvpTOBbIA pacTBOp AWrMapasvga MasiOHOBOM
KNCNOTbIX:

Avrngpasvg  ManoHoBoi  kucnotbl  CgHgN4O.  monyuaroT
WHTEHCUBHBIM NepemMeLlnBaHnemM 1 mona AUaTUI0BOro MajioHaTa c 2
MONAMW rUapasnuHruapata

@ HyN——NH, HzN NH
o
o —_—
+ NHz 4+ 52 cH,cH,oH (1)
NH
o o
I\ HyN——NH, o

Anruapasna ManoHoBoOM KUCMOTbI
JAvieTunmanoHat ruapasuH



PacTBOp HWTPATOB /laHTAHOWAOB MNPUIOTOBUIN PacTBOPEHMEM
pacyMTaHHbIX KO/IMYEeCTB OKCUAOB SlaHTaHOWUAOB B a30THOM KMUCNOTe
(65%) npun Temnepatype 50-60°C, a pactBopbl Mg(NO3)2 1 Al(NO3)3
pacTBOPEHWEM CONeld B AUCTU/IIMPOBAHHOW BOAE. Ha BTOPOM 3Tare
pacTBOpPbl HUTPAaTOB CMeLMBaIM C CMAMPTOBbIM  PacTBOPOM
Auruapasuga MasioHOBOIM KUCNOTbI MPU COOTHOLLEHUSIX:

2Mg(NG,),:4AI(NO;), :5C,HN,O,
2(1-x) Mg(NG;,),:4 AI(NO,); :2XLn(NG,),: (5+5x/8) C;HgN,O,
2(1-2x) Mg(NG,),:4 AI(NG,), :2xCe(NQ,),: 2xLn(NG,), : (5+5x/4)C,HN,O,
NN xe
2(1-3x) Mg(NQ,),:4AI(NO,), :2xCe(NO;),: 2xPr(NO,), : 2xLn(NO,), : (5+15x/8)C,H,;N,O,

KonnuecTBo AUrvapasnga ManoOHOBOM KUCNOTbl GbiN0  B3STO
Heckonbko (~5%) 6onblie CTeXMOMEeTpuYeckoro. B cnyuae
NErupoBaHns ABYMs WM TPeMs NaHTaHoOMAaMW, UX CymMMa MOnei
cocTaBnsieT Mx. [lpyu HarpeBaHWM MPUrOTOB/EHHLIX BOAHO-
CMUPTOBbLIX PACTBOPOB NMPOVCXOAAT CeAYHOLLME PeaKLWL:

2Mg(NO,), .6H,0 + 4 Al(NO,),.9H 0 +5C,H,N,0, — 2MgAl,0, + 68H,0 +15CO, +18N, (2)
2(1-X) Mg(NO;),.6H,0+4 Al (NO,),.9H 0+ 2xLn(NO;), .6H 0+ (5+5x/8)C;H,N,0,  (3)
— 2Ln,Mg,_, Al,O, +(68+5x/2)H, 0+ (15+15x/8)CO, + (18+9x/4)N,
2(1-2x) Mg(NO;),.6H,0+ 4 Al (NO;),.9H,0+ 2xCe(NO;),.6H,0+ 2xLn(NO; ), 6H,0+  (4)
(5+5x/4)C,HgN,O, —» 2Ce, LN, Mg, ,,Al,O, +68H,0+ (15+15x/4)CO, + (18+11x/2)N,
2(1-39 Mg(NO,),.6H,0+ 4AI(NO;), OH,0+ 2xCa(NO,), 6H,0+ 2xPI(NO,),.6H,0+
2xL.n(NO,),.6H,0+ (5+15x/8) C;H,N,0, — 2Ce, Pr, Ln Mg, ,, Al,O, + (68+15x/2)H,0
+ (15+45x/8)CO, + (18+ 27x/2)N,

Ha gaHHOM 3Tane nosyvaeTcs aMOP(HbIA NOPOLUOK C BasloBbIM
COCTaBOM Mgi«LNAIOs,  MgroxCelLnAlO, 1© Mgs-
3xCexPrLNAl,O4. Ha TpeTbem atane NpovcXoamuT KpucTanmsaums
aMop(HbIX MopoLukos npv 800, 1000 1 1200°C. Bo BTOpOIi rNnase
TaKXXe OMUCLIBAIOTCA METOAMKW MPOBEAEHUA aHasmM3a 06pasuoB U
HeobXxoAMMble NprbopbI ANS NX oCyLLecTBeHNS. CUHTE3NPOBaHHbIE
obpasupbl MCCMefoBaINCL C MOMOLLBIO TepMOrpaBMMETPUYECKOr0
(Tepmorpad SDT2960, MapKu Lnmaasy DT-50),
peHTreHorpagmyeckoro (gudpakrometp XRD D8 dhmpmbl «Brokers»
Ha CuKa u31yy4eHMKn), MUKPOCKOMNMYEeCKOro (rnpoceeynBatoLLnii



3NEKTPOHHbIA  MUKPOCKOM, Mapku Zeiss EM 10, npu 60 kB)
aHa/IM30B, a TaKXXe CHATUEM CMEKTPOB nponyckaHuns B NK-obnactu
(MK Jasco nntoc-460) 1 CNEKTPOB MOrNOLWEHNs B Y ®-BUANMONA
o6nactn (JASCO V530 YP-Buanmoii 061acTv CNekTpa B AranasoHe
200-800 HM) u cnekTpa AWUhAY3HOr0 OTPaXKEHWS B  BUAUMOIA
obnactn (JASCO Y®-suammblii cnektpodotomeTpe B 200-800 HM)
3NEKTPOMArHUTHbIX ~ BOMH.  Pa3Mepbl  4acTul,  MOPOLLKOB
paccumTbiBa/IM MO LUAPUHE  PEHTreHOpeMIeKCoB  COrnacHo
ypaBHeHWto Llepepa. [na onpegeneHust LBETOBLIX MapameTpoB

CIE-La’h”™ npumeHsnn cneuynanbHyt0  LLBETOMETPUYECKYHO
nporpamMmmy.

TpeTba rnaBa MOCBAWEHA CUHTE3Yy WU UCCNEL0BaHMIO
NernpoBaHHbIM NaHTaHOM4AMK LUMUHeNbHbIX (a3 coctasa: LnyMg;-
WAlLO, (rge Ln-Ce*, Pr¥*, Nd®, sm®, Eu®, Gd**, Tb*" n Yb*);
x=0,05 1 0,1). YcnoBus cnuHTe3a MAEHTUYHBI, OAHAKO A4/ 06pa3LoB,
NervpoBaHHbIX OTAE/NbHLIMU flaHTaHOMAAMW TMPOLLECC MPOTEKaeT C
HEeKOTOpbIM  OT/nYMem. XoA NPOTeKaHUs Mpouecca CUHTesa
3anuncaHol TG, DTA n DTG KpuBbIMM Ha TepmOrpaBMMeTpe U Mo
pesynbTaTam onpesenanmnch Temnepartypsl yNneTyynBaHus
CBOOOAHbLIX WM CBA3aHHbLIX BOf, TeMmrepatypa pas/iokKeHUs Cyxoro
cybcTpata,  Xapaktep — npouecca  (3HAOTEPMUYECKMIA UK
9K30TEPMUYECKUIA), TeMMNepaTypbl OKOHYaTeNbHOIro (POPMUPOBaHUA
LUNMHENbHON (ha3bl.

YCTaHOBMEHO, 4TO (HOPMUPOBaHME KPUCTANNIMYECKON  (hasbl
WNMHeNel U3 METaIOKOMINIEKCOB  AurvapasvMga  MaloHOBOM
KMUCNOTbI MPOMUCXOAUT B TPW 3Tana: Bblge/eHne CBOOGOAHOWN U
CBSA3aHHOWN BOAbI; pa3foXKeHNe KOMM/EKCa U ropeHme opraHNYecKoi
yacTu; (hOpMMPOBAHME KPUCTIIMYECKON (hasbl C  LLMNUHENbHOM
CTPYKTYpoi. [locnefHee cTaguMn npolecca MNPOUCXOAAT  Bbllle
700°C. YucTble W nervpoBaHHble 06paslpbl LIMNVHENbHLIX (a3
nofiBepranncb TePMUYECKO 06paboTke npm 800, 1000 1 1200°C B
TeYyeHWe 2-X YacoB W B KaKAOM C/nyvae OblM  CHATHI
AndpakTorpaMmbl 1 CNEKTPbl nponyckavus B WK, Y®-suanmoli
obnactn. Ha puc.l(a, 6 u ¢) n puc.2(a, 6 U c) npeacTaBneHbl
AndgpakTorpaMmbl o6pasuoB cocTaBa LNo,0sM do,05A1204,
OTOXOKEHHBbIX MpWY  pas3nyHbIX Temnepatypax. Kak BuAHO u3



PUCYHKa NonyyeHHble 06pasLibl UMEIOT LUMUHENBbHYHO CTPYKTYpPbI 6e3
KaKnX NM6o BKIOYEHNIA. TONbKO B NErMpoBaHHbIX LiepremM obpasiax
KpOME LUMUHENbHOW (hasbl HabntogaroTcs cnabble  pediieKkcsl,
oTHocswwmecs K CeO, hasbl. C yBennMyeHneM cofepykaHue Lepus B
COCTaBe WHTEHCUBHOCTM PEHTIeHOPeMIeKCoB, MPUMUCAHHBIX K
CeO, yBenunuusaroTcs (puc.2).

31

31
800°C 400 400 a | 1000 400 400 6
220 511 533
m 20 22 - m 422
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2 20 30 40 50 60 70 80
1200°C M a0 400 C 2
_ om O
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; 7 5 —e—1000°C
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) s 16 .
é M ™
4 H A A A A
& 3 g 2 % /\_f/‘\KA/o
f b ./.\M=\ >.§:j:kl
1' nef.pam'n}nag.glfnaa‘uﬁmfnmdqe,m}?n-11las . 12 3 4 5 6 7 8 9
20 30 40 50 60 70 80 X1MUyecKme cocTas

20

Puc.l. [AundpaktorpamMmmbl nopowkos (@, 6 u c) coctasa MgAI,O, (1) u
LNgosMgoesAl,04 (Fae Ln-Ce* (2), Pr¥*(3), Nd**(4), Sm*(5), Eu*(6), Gd*(7),
Tb*(8) n Yb*(9) n pasmepbl KPUCTANNKOB OTOXOKEHHBLIX MPU  PasMuHbIX
Temneparypax B TeYeHue 2-X 4acos.

Ha puc.1(a) v puc.2(g) Takke npeactas/ieHbl pasMepbl YacTuu,
paccumTaHHble no opmyne LLlepepa.

D= (0.91) /(B cos8) (6)

rae Dpes-pasmep KpUCTannToB (HM), A-A/IMHA BOJIHbI N3MyYeHUS
(0,15406  HM), [-nonoBMHa  WMPWUHBLI  PEHTreHopeq/ecKoB

10



onpefesieHHble Ha MNONyBbICOTe pediekcoB (pagmaHax), O-yribl
OTpaXKaeeHWs PeHreHeBCKMX Ny4ein nnu yrnom bparra (rpagycet).

3

800°C 1000°C 311
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D £ ATy e o o e v e
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Ref. pattern] ‘ u.,oxige,o{-a777119;, 12345672829

20 30 40 2 50 60 70 80 XuMmnyeckue coctas

Puc.2. OndpaktorpaMmmMbl MOPOLWKOB (3, 6 M C), COOTBETCTBYHLLIEr0 COCTaBY
MgAI,O; (1) U Lng;MgooAl,O4 (rae Ln-Ce* (2), Pr¥*(3), Nd*(4), Sm*(5),
Eu**(6), GA*(7), Tb*(8) n Yb**(9)) n () pasmepbl KPUCTANINKOB OTOMOKEHHBIX
Npv pasHbIX TeMMNepaTypax B TeUeHue 2 u.

I

Kak BMAHO, YeM Bblle TemrepaTypa TePMUYECKOV 06paboTKMm,
Tem 60/blle pasMepbl HaHouyacTuy. PasMepbl YacTuy, 06pasuos,
NErVPOBaHHbIX LEPUEM U  OTOXOKEHHbIX npu 800 u 1000°C
aHOMa/IbHO BbICOKME. TTAM MuKpodoTorpauii UMerT MNIOCKY Y
cepnyeckoin opMmy Ansa  Bcex 06pa3uLoB. PasMepbl YacTwuu,
onpefeneHHbIX € nomouwblo MN3M  MuKpodoTorpaguini - XopoLuo
COrnacyroTcs C pasmepamy 4acTul, OMpefesieHHbIX Ha OCHOBE
AndpakTorpaMm, pacumTaHHbIX No metody Lllepepa. XapaktepHble
KonebaHus ans oktasgpuueckn (AlOg) n TeTpasgpuyeckn (MgOy)
pacrnofiokeHHblx M-O  rpynn B WNWHENbHON  CTPYKType
COOTBETCTBYIOT MosiocaM nponyckaHusa: ana unuctoro MgAl,O4 npu
698-513 cm™; ana LnoesMgoesAl,Os npu 694-517 o™, ans
LnoiMgogAl,Os mpn  679-521 cm.  CornacHo  cnekTpam

11



nornoweHns B Y®-suaMmoin o6nactv ¢ yBeMYeHMEM pa3MepoB
HaHoyacTuL, Kpaid cobcTeeHHoro nornowexnns  MgAILO, 1

NEernpoBaHHbIX 06Pa3LioB CMELLAOTCS B CTOPOHbI KPacHOro LiBeTa U
O[HOBPEMEHHO B  HaHOPa3MepHbIX  MacliTabax NPOUCXOAST
YMEHBLLEHUS LUNPUHBI 3anpeLLeHHbIX 30H. [0 An1HaM BOMHbI Kpas
COGCTBEHHOrO MOT/IOLLEHNs  OMpedeneHa ONTUYECKas  LUMPUHA
3anpeLLeHHON 30HbI COrNacHO 13BECTHOI (hopmyne:

1,240
&E—T B

LLinpnHa 3anpelleHHoOn 30Hbl  And  ob6pasyoB  MQgAILOy,,
LNposMdogsAl20s 1M LngiMgooAl,O4 € pocTOM  Temnepatypbl
TEPMMYECKON 006pabOTKM npefcTaBneHbl Ha puc.3(a u  6).
CnepoBaTenibHO,  mpouecc  (POPMUPOBaHUS  3HEPreTUYECKOWA
CTPYKTYpbl HaHOKpucTannoB MgAl,O,4 WNUHeNen 1 NernpoBaHHbIX
ee KpUCTa/NIOB 3aBMCMT OT pa3Mepa HaHoyacTuu. B amopdgHom
COCTOSIHMM LUMPWUHA 3anpeLeHHon 30Hbl MgAlL,O, cocToBnsieT 5,8
3B © c yBenuueHnem pasmMepoB 4acTWL, B HaHOPa3MEPHbIX
MacliTabax NPOMCXOAUT YMEHbLUEHME LWMPUHBI 3anpeLieHHbIX 30H.

5o a . 6

—=—800°C
—e—1000°C
——1200°C

45

—=—800°C
—e—1000°C
—a—1200°C

40

35

LLInpyHa 3anpeLLieHHOM 30HbI, 3B

LLInp1Ha 3anpeLeHHoi 30Hbl, 3B

17 3 486 789 12345673839
XUMUYECKMe cOCTaB X1UMUYeCKMe cocTas

Puc.3. Ontuyeckas LWMpWMHa 3anpeLieHHOl 30HbI  06pa3yoB  MgAILOy,
LnoosM@oosAl,04 (a) W Ln01M9090A|2O4 (rge Ln-Ce* (2), Pr¥(3), Nd*(4),
Sm*(5), Eu*(6), GA*(7), Th*(8) n Yb*(9)) (6) TepMuueckn 06paboTaHHbIX Mpu
800, 1000 1 1200°C B TeueHue 2 u.

B ueTBepTOW rnaBe MNPUBOAATCA pe3y/bTaTbl CUHTE3a W

NCCNefoBaHMst  JIErMPOBaHHbIX  OJHOBPEMEHHO  LEpPUEM U
3+ 3+ 3+ 3+ 3+ 3+ 3+

naHtaHougamu (Pr", Nd™, Sm™, Eu™, Gd™, Tb> n Yb™) cocTtaBos

CelLnyM@1-2xAl0, rae x=0,05 1 0,01. CuHTE3 U NPUTrOTOB/IEHME

06pasLoB OCYLLECTBNANM TaK, Kak OAHO3aMeLLeHHbIX 006pa3LoB,

12



onncaHHbiX B |l rnaBe. CTEXMOMETPUYECKME CMELLaHHbIe
a30THOKUC/Ible  pacTBOPbl  COOTBETCTBYHOLIMX  METalIoB "
ANrnapasvabl MasloHOBOM KMCNOTbI BbiNnapueany gocyxa. 3atem 100
Ml CyXOBOrO COCTaBa [MOABEPrHyTbl TepMOrpaBUMETPUYECKOMY
aHanunsy. N3 Kpuebix TG, DTA n DTG ycTaHOBNEHO, YTO MpoLiecc
CUHTe3a npoucxogut B 3 3Tand. Ha nepBom 3Tane BblAensawTcs
CBOOOAHbIE W CBA3aHHbIE BOAbl; HA BTOPOM 3Tare MPOUCXOAMT
PasnoXeHNs MeTa/IIOKOMMIEKCOB N TOPEHUSI OpraHWYeckon 4YacTu
KomnnekcoB ¢ BblgeneHnem CO, CO, NOy u Na. TpeTbeir atan
OXBaTblBaeT  MPOLECChl  KpUCTam3aumm U (POPMUPOBaHUSA
WINWHeNnbHOW  asbl. CormacHo TG nocne 800°C  mpowmcxoanTt
cTabunm3aymm Beca ob6pasua W TepMuyeckme 3¢eKTbl He
HabnwogatoTca.  locne  npeABapuTENIbHOrO  CUMHTE3a  06pasLbl
TepMmyeckn obpaboTtaHbl npm 800, 1000 1200°C B TeueHwe 2 yaca.

1000°C
800°C L L A Al

Q
o

=
o

i

NHTeHCMBHOCTb, %

w

e

o;(idel 01-07]7-1193 ot Fef. pattern: l]haganium dia}uminum o)ﬁjde,{01-07+11‘93 .
T T T T T T T T

{ Ref.panen'{ L J‘ L I
20 30 40 50 60 70 8( 20 30 40 2 50 60 70 80
1200°C L z c ]
) N N 10 4 4
24
22
—m=—800°C
20
—e—1000°C
7 —a—1200°C

pasmepbl YacTuL, HM

\A/A

] \M.\. \ L] ;l

1 2 3 4 5 6 7 8 9
Xumuyeckne coctas

MHTeHCMBHOCTL, %
%%ié

[ . Ref. patteIn{: magnesi:.lm diLIumir:um oxf'de, L1-077l119; .
20 30 0 2q 50
Puc.4. AudpakTorpaMmbl NOPOLLKOB (8, 6 1 ), COOTBETCTBYIOLWEro coctaBy (1)
MgAI,Os (2) CeoosMoosAl,Os 1 CegoslngsMgoeoAl,04 (rae  Ln-Pr¥(3),
Nd*(4), Sm*(5), Eu*(6), Gd*(7), Tb*(8) n Yb*(9), CeO,(10) n (a) pasmepbl
KPUCTaN/IMKOB OTTOXEHHbBI MPU Pa3HbIX TemMnepaTypax B TeueHue 2 u.

11
60 70 80
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CornacHoO CHATbIM AugpakTorpammam 06pasupbl NpeacTaBfoT
CO60M LUNUHENBHOM (hasbl C HEKOTOPLIM BK/KOYEHEM BTOPOIA (hasbl,
no-suanmomy CeO; hasbl, 160 Cer.yLnyO,.y» hasbl Ha puc. 4(a, 6 1
c). u puc. 5@ 6 u c¢). Mo wWKMpUHe peHTreHopedIeKCoB,
COOTBETCTBYIOLLMX LUMUHENLHON (hase pacyeTHbIM MeTogoMm Lepepa
onpegeneHbl pasMepbl 4YacTuy. W3MeHeHMe CpefHMX pasMepoB
06pasLLoB OT TemmnepaTypbl TEPMUYECKOV 06pabOTKM NpesCcTaB/ieHbl
Ha pUCyHKax 44 1 54 B rpathmyeckoi 3aBUCUMOCTH.

C nomMowpbio  MUKPOMOTOrpagun, CHATBIX Ha  3/1EKTPOHHOM
MUKPOCKOIe, OnpefeneHbl A0NM HaHO4YacTuL, C OnpefeneHHbIMU
pa3Mepamu. YCTaHOB/IEHO, YTO BO BCEX C/y4yasx 06pasiubl MMEHT
NIOCKYH U cepuyeckyro hopmy 1 Habngaemble pasMepbl XOPOLLIO
COrnacytoTcs C CpefHUMM pasMepamy  4acTul, OrpefeneHHbIX
mMeToaom Lllepepa.
800°C

Q

1000°C J 10 9

-
o

1
Ref. pattern] T d uminum ox}ide, 0k-0?7-11?3 ' [Ref. pattem) i T o){ide, 0]1-077-1193 '
20 30 4 50 60 70 8( 20 30 40 50 60 70 80
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1200°C 2 10 © ] 2q A
24 4
224
. e 800°C
—e—1000°C

—4—1200°C

VHTeHCUBHOCTD, %
ngii.
pasmepbl YacTuL, HM

- N
©

fo v beapte shimines g 7 T3 33 45678
20 30 4020 50 60 7o 8o XUMUYecKme cocTas

Puc.5. OndpakTorpaMmmMbl nMopoLlkoB (a, 6 1 ¢), COOTBETCTBYIOLLErO cocTaBy 1)
MgAI0,, Ceo1MgooAl;04 (2)  CegilngiMgogoAl04 (Fae Ln-Pr*(3), Nd*(4),
Sm**(5), Eu*(6), Gd*(7), Tb*(8) m YDb**(9)), CeO,(10) u (m) pasmepsl

KPWCTaNIMKOB OTTOXEHHbI NPY Pa3HbIX TeMMepaTypax B TeUeHwme 2 u.

14



CnekTpbl nornoweHne B Y®-BMAMMOA 061aCTU U3ydeHbl Ans
o6pasuyoB  CeoosLnoosMgogoAl20s 1 Cegalng1iMgogoAl204
OTOXOKEHHBIX Npur 800, 1000 1 1200°C B TeyeHune 2 yaca. V3BeCTHO,
YTO C YBE/IMYEHMEM TemnepaTypbl TEPMUYECKON 06paboTKu
NIVHeliHble pasMepbl HAHOYACTUL, YBEIMYMBAIKOTCA U C YBEIMYEHWEM
pa3sMepoB LUMPUHBI 3amnpeLLeHHOM 30Hbl YMEHbLLIAKTCS, T.e. Kpai
CO6CTBEHHOIO MOT/IOLEHNS CMELLIAeTC B CTOPOHY KPacHOro LiBeTa.
Y HenernposaHHoro wnuHens MgAIl,O4 cmeLleHns NpoucxoanT ot
300 go 350 HM. A y NnernpoBaHHbIX KPUCT&I0B CMELLLeHne Kpas
co6CTBEHHOro nornoweHns gocturaet 450-500 HM. Ha prcyHKe 6(a,
0) NpefcTaBeHbl 3aBUCMOCTU LUMPUHbI 3anpeLLeHHbIX 30H 06pa3L/oB
OT TemrepaTypbl TepMUYECKO 06paboTKM.

Kak BMAHO, Ha CABWI Kpas MOr/oWweHns 60/blue BCEro BMsieT
NPUCYTCTBME Npa3eormMa 1 Tepbus, COBMECTHO BBEEHHbIX B COCTaB

WNUHeNn ¢ uepvem. Tak, BBEAEHWEM B COCTaB MOHOB Pr¥ n Tb*
LIBeT 06pasL0B CMeLLaeTca A0 KpacHOro (40 OpaHXXeBOro) LBeTa.
30ecb  MpPUBOAATCA TaKXKe CMeKTpbl  AWMGQY3HOro OTPaXeHUs
nopowkoB nuUrMeHToB CeyxPryiMgroxAl0s 1 CexThyMQr-2xAl2O4
OTOXOKEHHBIX MPU pasHbIX TeMnepartypax (Ha puc. 7a u 6).

Mo cnekTpaMm AWGdY3HOTO  OTpaKeHUs OblInM  OnpeaeneHbl
LUBETOBble  MapameTpbl 06pasuyoB. [nd 3700  MCMOMb30Ba/IN
cneumanbHyto nporpammy CIE-L'ab’, nogpo6Ho onvcaHHyto B rnase
[l. ¥YcraHOBMEHO, YTO LBeTOBble MapaMeTpbl & W b and Beex

006pasL,0B UMEOT NOMOXKMTE/bHbIE 3HAYEHUSA M 3TO 03HAYAET, YTO LBET
006pa3L0B HAXOAMUTCA MEXAY XEeNTbIM U KpacHOM. [eCTBUTENbHO, 3TK
06pasLibl IMEHOT OpaHXKeBbII LiBET.

CoO0TBETCTBYHOLLNIA opaHXXeBoMy LBeTy (A ~540HM)

9NEKTPOHHbIA  Nepexof MOXeT O6blTb CBA3aH nepexogom  4f
3NIeKTPOHOB  Liepusi M3 HeCcBA3blBalOWEN opbuTaim B 30HY
MPOBOAMMOCTM C YBE/IMYEHVEM TEMMNEPATYPbl OTXKMUIa U COLEePXKaHNS
npaseoguma 1 Tepbus LBeT 06pa3LoB, KOTOPbIX 601ee CMeLLaeTcs B
CTOPOHbI KPacHOro LieTa. Kpome TOro npu sToM YBEeNNYMBAETCS Y
APKOCTb LiBETa, T.e. LiBETOBOM napameTp €. Kak BWAHO, U3 pucC.
8(a,6) napameTp uHTeHcnsHocTK (h*) ugeta ana CePruMgroxAl04
6onbLue, yem ana CeThyM gy oxAl04.
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XMMUYECKUii cocTas

XvMuyeckuii cocTas
Puc.6. 3aBMCMMOCTb LUMPUWHBI 3anpeLleHHOl 30Hbl OT XMMUYECKWME COCTaB /1
06pasLos MgAl,0,4, Ce,Mg1,Al,O4  CelLn Mgy, AlLO, (rae Ln-Pr¥*(3), Nd*(4),
Sm*(5), Eu*(6), Gd**(7), Tb*(8) n Yb*(9), x=0,05(a) u 0,10 (6)), TepMuyecKm
oTpaboTaHHbIX npu 800, 1000 1 1200 B TeueHMe 2-X YacoB.

120 a 120- 0
o \\ HO: 105_ 1400 KenTo-3eNeHbIil 110 < H = 105 140 KeNTo-3e/eHbli

100 4 « - BOOQC 100 BOOC
& o 1000°C . —e—1000°C &
+ —a— 1200°C 207 —a—1200°C *@
H°=70- 105° 80 4 H°=70- 105°
/- 70

< 90 4
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< ©
2 80 S
o
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< 70 —m 5
s S~ j} 2 i
e H
= 604 5 60
= 5
S >0 2
S 50 S 5 50 _ \\“
> H°=35-70° ] H"=35-70° 6\6""
404 40 &
30 4 ©_ 0. 35° o
H"=0-35 KpacHeln 30 H°= 0- 35° KpacHbIil
20 |
T " i "1 20 T T T T
1 2 3 1 2 3 4
XuMnyeckuii coctas XUMUyeckuii cocTas

Puc.7. 3asucumocTb yron ugeta ans ob6pasuos CeMg;Al,Op 1 CellnMg;.
WALO, (roe Ln-Pr¥*(3), Tb*(4), x=0,05(a) 1 0,10 (6)), TepMUyecKn 0TPaboTaHHbIX
npu 800, 1000 1 1200°C B TeUeHMe 2-X YacoB.

B nATOA rnaBe nNpeAcTaBneHbl  pe3ynbTaThl  CUMHTE3a U
uccneposaHma coctasos CePryLnyMgr-3Al04 rae x=0,05 n 010;
( Ln-Nd**, sm*, Eu**, Gd*, Tb* n Yb*"). HekoTopble o6pasLypl
coctasa Ceyp1Pro1Lno1Mgo 7A1204 NoCNe ropeHns COOTBETCTBYHOLLNX
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cybcTpaToB npu 250-300°C N3y4yeHbl c NMOMOLLbI0
TEepMOrpaBMMETPUYECKOro aHanmsa. o xapakTepy U TemnepaTypbl
TEPMUYECKUX W TPaBUMETPUYECKUX 3((eKTOB OnpesenieH Xof
npouecca (hopMMPOBaHNA HaHOYacTUL, C LUMUHENbHON CTPYKTYPOIA.
YCTaHOB/EHO, UTO KPUCTA/IINYECKME (hasbl 06pasytoTes nocne 700°C
n npu 800°C Bec 06pa3uoB CTabUM3NpyroTca. Bce 06pasLibl
TepMuyeckn o6paboTaHbl npu 800, 1000 n 1200°C B TeueHue 2-X
yacoB. [lpy 3TOM nONyYeHbl MENKO AWUCMEPCHbIE TMOPOLLIKA C
KPUCT/I/INYECKOM  CTPYKTYPO U C  PasfIMYHbIMU - [IMHEAHBIMY
pasmMepamu.

. a
e ,/L\ | A 10 10000% \ ) 10 6
M
5

M

HTEHCUBHOCTb, %
%%%E/%E
NHTEHCMBHOCTb, %

1
N Ref. patterrﬁ: magnesium Llialuminurq oxide. 0114)7?-119% ' [ Ref. pattem]: maghesium &{Iialuminumwoxi#e, 01*)77‘-1193‘ I
20 30 40 50 60 70 8( 20 30 4 50 60 70 80
2 27.5 - 20
1200C L . C
A 10 2sod a

22.5

20.0

17.5 4

15.0 4

12.5 4

10.0 4

7.54

LHTeHCBHOCTb, Yo
pa3mepbl YacTHLL, HM

1
I' Ref.pam'ein:nagne'simldialu'ninuma#fie,o%n-'1193 ! 0 1 2 3 45 67 8 9
20 30 40 2q 50 60 70 80 XuUMnYeckune coctas
Puc.8. Oudpakrorpammbl nopowikos (a, 6 U C), COOTBETCTBYHOLIMX COCTaBY
MgAI,04(1), Cep,sMdo 95A1204 (), Ceo,05Pr0,0sM do.90A1204(3),

Cen,05Pro,05LNo,osM o .gsAl204, (rae Ln- Nd**(4), Sm*(5), Eu*(6), Gd**(7), Tb*(8)
n Yb*(9)), CeO,(10) 1 (a) pasmepbl KPUCTANIMKOB, OTTOXEHHBLIX MPU PasHbIX
TemnepaTypax B Te4yeHue 2 u.
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Ha pgudpaktorpammax 06pasyoB  CeposProosl-NoosMdogsAl04
(puc. 8, a, 6 1 ¢) n Cey1Pro1LngiMgo7AlO4 (puc. 9 a, 6 1 C) YeTKo
MPOCNeXMBAETCA  AUPPAKUMOHHAA KapTWHA, XapakTepHas And
LUNMHeNbHOM (hasbl. OfHako, HabndaeTcs M peHTreHopeqeKchbl
Apyron gasbl (Nno scein BeposTHOCTU CeOy,, PrO,, LnyOs nnn Ceyxay)
PriLnyOo.y2 (hasbl). C yBenMYeHvVeM Temnepatypbl TEPMUYECKOMN
06paboTKMN peHTreHopeq/eKChbl LUMMHENbHOM (ha3bl CTaHOBATCA 6onee
YETKMM W WMHTEHCMBHbIM. OTO CBA3aHO C YBE/IMYEHVEM pa3MepoB
KpUCTa//IOB, KOTOpble paccumtaHbl Mo Metody Lllepepa u
npefCcTaB/eHbl Ha pucyHkax 8(a) n 9(a).
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1

Puc.9. Oudpakrorpammbl Nopowkos (a, 6 U C), COOTBETCTBYHOLLMX COCTaBY

MgAI;04(1), Cep1MggoAl,04 (2), Cey1ProiMdo oAl 04(3), CegilnoiMgogeAlO.,
(rae Ln- Nd*(4), Sm¥(5), Eu*(6), Gd*(7), Tb*(8) u Yb*(9)), CeO,(10) u (g)
pasmepbl KPUCTa/IMKOB OTOXEHHbBIX MPK pasHbIX TemnepaTypax B TeYeHue 2 u.

Mo pAaHHbIM  MH(PaKpPaCcHOW  CMEKTPOCKOMNWUU  OMNpeaesieHsbl
XapaKTepHble  KoneGaHus  Ans  okTasgpudeckn  AlOs
TeTpasgpuyeckn MgO, pPacronoXKeHHbIX TPynn B LUNWHENbHOM
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cTpykType. lMonockl npomyckaHus ans MgAlL,O, (698-513 cm™),
Cen05ProosLNo0sM gogsAl204 (694-517¢M™) 1 Cen 1Prol.ngiMgo7A10,
(679-521 cM™) Marno oTAMUAKOTCA MeXay COBOVA.

[ins Bcex 06pa3L0B CHATbI CNEKTPbI MOM0LWEHNS B Y ®—BUaMMON
061aCT¥ M MO Kpaww COOCTBEHHOrO MOr/IOWeHNs OnpejesneHa
ONTUYECKas LUMPMHA 3anpeLleHHon 30Hbl (puc. 10). Kak BUAHO, C
yBe/IMYEHVEM TeMmnepaTypbl OTXWra LMpMHa 3anpeLeHHON 30HbI
yMeHbLUaeTcsl. AE yMeHbLUaeTcs U BBEAEHNEM B COCTaB LUMUHENN
pefKO3eMeNbHbIX 3/1eMEHTOB. [1OPOLIKM U3 AMU3MEKTPUYECKOTO
COCTOSIHAM MEPEXOAAT B MOMYMNPOBOLHUKOBOe CcOCTOsiHME. Kak

M3BECTHO M3 COBCTBEHHOro wuccnegosaHus (rn.lll)  obpasybl
NervpoBaHHble TOMbKO LiepreM MMeeT XXeNTbli LBeT. BeefeHue B
COCTaB  LUNWHENbHOW  (ha3bl  Hapsgy C  LepueM  Apyrux
pefKO3eMeNbHbIX  3/IEMEHTOB  CMelaeTr  uBeT B Gonee
[JIMHHOBO/THOBOM 061aCTb M MHTEHCU(ULMPYIOT UX.
- 4.0 4
3.8 o .8 6
= 3.6 a g :Z- —=—800°C
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2 52 3 1 —4—1200°C
20 2
gz.s- ‘El 2.6 -]
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XUMUnyeckmnii coctas

XUMunyeckunit coctas

Puc.10. 3aBMCMMOCTb LUMPUHBI 3aMpeLeHHOR 30HbI OT XMMWYECKWE COCTaB A/
06pasuoB MgAI,04(1), CeyMgyxAl04(2), CePryMgsoxAlo04(3) n CelPrLnMg;.
»ALO, (rae Ln- Nd*(4), Sm*(5), Eu*(6), Gd*(7), Tb*(8) n Yb*(9), x=0,05(a)
n 0,10 (6)), Tepmuyeckn oTpaboTaHHbIX npyu 800, 1000 n 1200 B TeuyeHue 2-x
4acos.

[na  onpegeneHns  LBETOBbIX  XapaKTEPUCTUK  MUTMEHTOB
WNWHENBHOM  (ha3bl C TPeMbsi PeAKO3eMEeNbHbIMK  3leMeHTamK
OAHOBPEMEHHO WCMO/Mb30BA/IN  KPUBblE AUPYY3HOTO OTPAKEHUS
nopoLKoB Cep,os5Pro,05LNo,0sMo,gsAl204 1 Cep 1Pro1LNo 1M go 7A1204
B BMAMMOI 06nacTu cnektpa (puc. 11a n 6). C NoMOLLbHO LBETOBOWA
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nporpaMmb CIE-L'ab’ onpefeneHbl  LBETOBble  MNapameTpbl.
YCTaHOB/IEHO,  YTO  [OMNOJIHUTENIbHOE  JIErMpPOBaHVE  Lepuid
cofepXalmx COoCTaBOB 3/1eMeHTamMy OT Mpaseoguma n TPeTbUx
NaHTaHOMAO0B CMeLLaeT LBET NMUIMEHTOB OT XeNTOro o0 KpacHoro.

120 a 120 6

110- ;\ H"=105- 140° KeNTo-3eneHblV 1104 §\ H°= 105- 140° KENTO-3eNeHblii

1004 —=— 800°C © 100 —a— 800°C
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R N
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- \_ﬂ /= T m
P s
T 60 2 60
5 i =
Y 50 2 so
%‘0 o)
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40 QQ?’ 40 HOZ 35- 700 opaHasBblii
304 o 0 i 30 o 0
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12 3 34567 89 1 2 3 45 6 7 8 9 10
XUMUYecKuii coctaB XUMUYeckuii coctaB

Puc.11. 3aBucumocTb yrna ugeta ans o06pasuos, MgAILO4(1), CeMg;Al,04(2),
CePriM gy 2xAl04(3), CeTbMQy2Al04(4) n CelPrLnMg;5Al0, (Tae Ln-
Nd*(5), Sm*(6), Eu*(7), Gd**(8), Tb*(9) n Yb*(10), x=0,05(a) u 0,10 (6)),
TepMUYeckn oTpaboTaHHbIX npu 800, 1000 1 1200 B TeYeHMe 2-X YaCcOB.

BbiBoabl

1. MeTOOM HW3KOTEMMNEPATYPHOr0 FOPEeHUs C AOMOSHUTENbHOM
TepMUYECKOn 06paboTKoM cUHTe3npoBaHbl MgAI,Oy4 WNUHENN 1
ero /fiermpoBaHHble HaHoKpucTanbl cocTaBa Mgix(LNy)Al2Oq,
Mg1x[(LN1-Ln2)x] Al204 1 Mgp«[(LN1-Lnp-LNg)y] Al2O4.

2. OfHo3ameLLeHHble Kpuctaibl coctaBa Mgpx(Lny)AlO4 Kpome
Mg1-xCeAl,O4 COCTOAT TOMBKO U3 LLNUHENbHOM (hasbl. B aBYX- 1
Tpex-3ameLleHHbIX cocTaBax Mg (Celn)x]Al,Os 1 M@s-
3x[ (CePrLn)«]Al,O4 CyLLECTBYIOT PeHTreH ped/ieKchl LWNUHENN U
petnekcol az CeO,, PrO,n LnyOs.

3. TepmMOrpaBUMETPUYECKUM W PeHTreHorpauyeckum aHaams3om
YCTaHOB/IEHO, YTO KpucTanausaumnsa npoucxogut Bbiwe 700°C, a
60/iee COBepPLUEHHbIE KPUCTa//Ibl MOy4Yaetocs Mnpyu TePMUYECKOMN
06paboTke npowwkoB Bbiwe 1000°C. Metogammn Lllepepa u
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NPAMbIM (hoTorpagpupoBaHHOM Ha MPOCBEYMBatOLLEM
3NIEKTPOHHON MWKPOCKOMe OnpefesieHbl pasMepbl HaHO4YacTuL,
paBHasa 10-33 HM.

. Ilo Kpato cO6CTBEHHOr0 NOrNoweHns B Y@ 1 BuaMMon 06nactu
onpeseneHbl LWMpKHa 3anpeLleHHOR 30HbI, KOTopas YMeHbLUIAeTCs
C pocToM  TemnepaTypbl  TEPMUYECKOW  06paboTKM K
NernpoBaHNeM laHTaHOUAMU.

. B VIK cnekTpax yTaHoB/IeHbl NOI0CLI NPOMNYCKaHWS, XapaKTepHbIe
419 KonebatenbHOro oktasgpuueckn AlOs M TeTpasipuyecku
MgO, pacnonoxeHHoix M-O rpynn, KoTopble ABNAKOTCA
3/leMeHTaMU LWUMNUHENbHON CTPYKTYPBbI.

. OfiHo3ameLleHHbIX 06pa3ubl coctaBa LnyMgixAlO4 nMetoT
Genbli  LBET, KpPOMe LEepvemM MPOM3BOAUT XKEeNTbTbI LBeT.
YcTtaHoBneHo, yto coctaebl CelPryMgioxAlo04 n CeThyMQ:-
2Al,04 NMEIOT KpaCHO-OPaHXXEBbIA W XXeNTbll LBeTa. CocTaBbl
CexPriLnyMg1.3xAl1204 UMEIOT KpacHO-OpaHXeBbIN LiBeTa.

. YCTaHOBNIEHO,  4YTO  [MOJIyYeHHble  MUIMEHTbI  06pasytoT
NErKkorsiaBkMe CMecu M MNocfe rnasynmpoBaHus, WUMEKT XXeTo-
OopaHXeBblIii LBeT. ArpeccrBHas cpefa (KUCMoTbl U OCHOBAHWSA) He
B/IMAIOT Ha LBETHYIO rNasypb 1 MOPOLLOK.
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AYMAN AVAD ALI ABDEL RAZIK
LnyMg1xAl,O4 (LNn: Sm, Eu, Yb, Pr, Ce, Nd, Gd, Tb) tipli
keramiki pigmentlarin sintezi va xassalarinin tadgiqi

XULASS

Nadir torpagq elementlari ils asgarlanmis Ln Mg, ,AlLO, (Ln: Ce,

Pr, Nd, Sm, Eu, Gd, Tb va Yb) tarkibli spinel ssasli geyri-tzvi
pigmentler asagitemperaturlu yanma Usulu ils sslefi maddaslardan
sintez edilmisdir. Salsfi madda kimi muvafig metallarin malon
tursusunun dihidrazid efiri ils amals gatirdiyi kompleks
birlasmalardan istifads olunmusdur. Parcalanma (yanma) mahsulu
olan amorf kiitle 800, 1000 ve 1200°C-ds 2 saat miiddetinds termiki
emal edilmakls kristallasdiriimisdir. 5-25 nm d6l¢tds alinmis nano-
hissaciklar termogravimetrik, rentgenoqrafik, spektrometrik (iQ,
gbrunan va ultrabandvssyi oblastda va goriinan oblastda diffuzion
aks olma spektri), elektron mikroskopik analiz Gsullari ils tadqiq
edilmisdir.

Termogravimetrik  analiz  naticalarine  gdra  numunalarin
kristallasma  temperaturunun asagl serhadinin 700°C-dan yuxari
oldugu tayin edilmisdir. MUkammal kristallar almaq tgtin nimunalar
800, 1000 va 1200°C-ds 2 saat miiddatinds termiki emal edilmis-
dir.NUmunalarin  o6lgllsrinin  orta qiymati Serer metodu il3,
hissaciklarin 6lctlarina gore paylanmasi gistogrammasi isiglandirici
elektron mikroskopiya Usulu ila tayin edilmisdir. Maxsusi udma
sarddina gora nimunalarin gadagan olunmus zolaglarinin eni tayin
edilmis va nanohissaciklarin boyumasi ils AE-nin xeyli Kigcildiyi
askar edilmisdir. Asgarlanmis nimunalerde maxsusi udma saddi
qirmizi isiga taraf surusir. Seriumla leginlmus spinel fazalari sari
ranglidir. Rang parametrlarina asassn misyyan edilmisdir ki, iki
avazli Ce,LnMgu.aAl04 (Ln-Pr¥* Th*") va i avazli Ce,PryLnMgs.
3AlLO, (Ln: Nd**, Sm*, Eu®, Gd**, Tb* ve Yb**) niimunalar sari-
gohray! rangli olur. Rangli pigmentlar asasinda mineral tarkiblar
hazirlanmis ve keramik ssthlar siralanmisdir. Siralanmis sathlarin
temperatura  (1000°C ) gqarsi davamlihdi (45 daqg), tursu ve
galavilara garsi indifferentliyi tacribi tasdig edilmisdir.
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AYMAN AWAD AL I ABDEL RAZIK
SYNTHESIS AND STUDY OF PROPERTIES OF CERAMIC
PIGMENTS LnxMgi.xAL,O, TYPE (Ln: Sm, Eu, Yb, Pr, Ce, Nd, Gd, Th)
SUMMARY

Inorganic ceramic materials based on spinel structure doped with
rare-earth dements (Ln: Ce, Pr, Nd, Sm, Eu, Gd, Tb, and Yb) were
synthesized by combustion methods. Maonic acid dihydrazide have
been used to form the corresponding metal complexes as the
precursor. The combustion of precursor was produced an amorphous
material which following by anneding at different calcination
temperature (800, 1000 and 1200°C) for 2 h. Nanoparticle size was
produced with 5-33 nm and studied by using different tools such as
thermal analysis, x-ray diffraction, infrared spectroscopy, transmission
electron microscopy, uv-visible spectroscopy and diffuse reflectance
spectroscopy. According to the result of thermogravimetric analysis,
the phase crystallization was started at temperature higher than 700°C
and the perfect crystals were formed after annealing at 800, 1000 and
1200°C. The average crystal size calculated from x-ray diffraction
using Scherrer equation and transmission electron microscopy using
photograph and histogram distribution. Optical band gap was
determined by the edge of absorption band. Band gap was reduced
with increasing particle size of material and calcination temperatures.
In doped samples, absorption edge shifted to the red side. Infrared
spectra gave us two bands after annealing at 1000°C for 2 h. between
400-700 cm™ which characterized for tetrahedral and octahedra in
spinel structure. The doping of spinel sturcture by cerium, shifted the
band gap to yellow region. The doping of spind sturcture by Ce** and
Ln**" shifted the band gap to orange region (as Ln-Pr** and Tb**) and
to yellow region (as Ln: Nd®*, Sm*, Eu®*, Gd®* and Yb*"). The
doping of spinel strcture by Ce*, Pr** and Ln*" shifted the band gap to
orange region (as Ln: Nd®*, Sm*, Eu**, Gd*', Tb** and Yb*"). Orange
ceramic pigment characterized by diffuse reflectance spectroscopy.
Samples with composition Cey1L.ng:MgogAl,04 (as Ln: Pr¥* and Th*")
and Cey1ProiLnoiMgo7AlO4 (Ln: Nd®, sSm*, Eu**, Gd*, Tb* and
Yb*") give yellow-orange color on glaze annedling at 1000°C for 45
min. The acid and base don’t affect the powder and colored glaze.
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