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B nmanHoif paboTe mpencTaBieH MOAOOpP ONTUMANBHBIX YCIOBHH ISl TPOBEICHHS 301b-T€Nb CHHTE3a
OecripuMecHOI! M JIernpoBaHHOH (HOPM AITIOMO-MAarHUEBOH MIMTHHENH JUIS MOTYy4eHUsI MOHO(A3HBIX 00pa3LoB.
B xauectBe TeneoOpasyromero areHra HNPUMEHSUIM JIMMOHHYIO KUCHOTY. Ilo naHHBIM peHTreHo(a3oBOro
aHanm3a O0Opasmbl KPHCTALIM3YIOTCS B paMKaX CTPYKTYphl IINMUHENN C IIPOCTPAHCTBEHHOH TIpyIIon
cummerpun Fd3m. ®a3za mmnmHenu gopmupyercs npu 700°C, a okoHUYaTeIbHAS KPUCTALUTH3ALHNS JOCTHIACTCS
npu 900°C. Takum e crocoOOM IOJIydeHbl 3aMelleHHbIe (OpMBI aJfOMO-MarHHeBble IIMHHEIN HOHAMHU
TPEXBAJICHTHOTO HEOJMMa, OJHAKO Ul HUX ONTHUMaibHOW Temmeparypoit ssisercs 1000 °C. o naHHbIM
CKaHUPYIOIEH >JIEKTPOHHOM MMKPOCKONUHU 00pa3ell HMeeT IOPUCTYI0 CTPYKTypy C pasMepaMu Iop
nuametpoM ot 1 1o 12 mxM. J[is 3aMenieHHO MINMWHENIH METOJOM CIIEKTPOCKONHU ANPPY3HOTO OTPaKESHHS
YCTAHOBNEHO, YTO U BCEX OOPAa3LOB HAGTIOZAIOTCS 5 AMEKTPOHHBIX NEPEXOXOB, C OCHOBHOTO ‘lop Ha
BO30Y K/ICHHBIC 4F9,2, 2G5,2, 2G7,2, 4G9/2, 2P1 /2 YPOBHH, YTO XapaKTEPHO VI NOHA TPEXBAJICHTHOTO HEOIMMA.
Bce mepexoast exar B BUAUMOW 00JIACTH CIEKTpa C AalbHEHIICH U3TydaTeIpHON peakcaueii B OMmKHeN
HK-obmactu cekrpa.

Knrouegvte cnoga: amomo-MarHueBasi IIIHUHENb, 30Jb-T€Jb CHHTE3, JITUPOBAHUE, JTIOMHHO(DOPEI, HEOMUM,
Ja3epbl, peHTreHo(dasHblil aHanIn3, CHEKTPOCKONUs IU(PY3HOrO OTPAXKEHUS, CKAHUPYIOIAs 3JICKTPOHHAs
MHKPOCKOIIHSI.

BBEJIEHHE

AnroMo-MaraueBast LIITHHED MgAl,Oy, MAYS) SIBIISIETCS IITUPOKO
pacmupocTpaHEeHHOW HEOPraHWYeCKOW MaTpHuued, HCIONb3yeMOi Uil  TONydYeHHS
pa3nuyHBIX (YHKIIMOHAIBHBIX MaTepUaloOB C 3aJaHHBIMH CBOWCTBAMHU MU Pa3IMYHBI
Hyka. Ee kpucrammmdeckas CTpPyKTypa NpEACTaBIsSeT COOOH TpaHElEeHTPUPOBAHHYIO
kyonueckyro (I'LIK) pemeTky ¢ npocTpancTBeHHO rpynmnoi cummerpun Fd3m.

B mHacrosimiee BpeMsi IIMPOKOE paclpOCTpaHEHHE MOIYYWIH —aIOMHHATHBIE
TOMHUHO(OPHEI HAa OCHOBE aliOMO-MarHWEBON IIMMHENH, JIETUPOBAHHOW HWOHAMHU
peakozeMenbHBIX deMeHToB (P3D). B oTimume 0T MOHOKpPHCTALIOB, Onaromaps
M30TPONNH ONTHYECKUX CBOWCTB, OONBIIMHCTBO MCCIIENOBATENEH OTAAET MpEearouYTeHHE
MOJTyYEHUIO HAaHOMTOPOIIIKOB 3aMelIeHHbIX (popm mmuaenu. Hanmpumep, npu gerupoBaHuu
noHaMu eBpornus MAS HaxoauT MPUMEHEHHE B KayeCTBE CBETOIMOJIOB, TBEPAOTEIBHBIX
JaMIl U JIIOMHUHECHEHTHBIX TepMoMeTpoB [1-3], 3amenieHHass HOHAMH TepOusl aIIOMO-
MarHueBas IIIHHEIb NPUMEHSETCS Kak MpeoO0pa3oBaTeib ONTHYECKOrO H3TYYCHHUS B
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MPOU3BOJICTBE AJIEKTPOHHO-TYYECBBIX TPYOOK M JTO3UMETPOB [4—6]. AsroMO-mMarHueBas
IITUHENh, JIETUPOBAaHHAS MOHAMH HEOJMMA, WMEET MIMPOKOE TNMPUMEHEHHE B KadecTBE
TEPMOMHANKATOPOB, a TAKKe TIOMUHO(OPOB IIPH MPOMU3BOACTBE IJIA3MEHHBIX TUCILICEB U
B KaueCTBE ONTUYECKOU cpebl B TBEPAOTEIBHBIX J1a3epax [7-9].

HawnbGonee pacmpocTpaHeHHBIMA MeTOAaMH CHHTe3a MAS SBISIOTCS TBEpaoQa3HbII
[10, 11], coBmecTtHOe ocaxkaenue [12, 13], a Taxke 30mb-rens [14, 15]. Ilocnennuii, B
CBOIO OYEpEe.lb, TIO3BOJSET MONYy4aTh MOHO(A3HBIE MOPOUIKK MPH TEMIIEpAaTypax HIKE
1000 °C, B T0o BpeMsl Kak APYTUMH METOJJaMHU TEMIIEpaTypa TepMOOOPaOOTKH BapbUPYETCS
or 1100 mo 1600 [16-18]. OmHako B JWTEpaType YIACICHO Majl0 BHUMAHHUSI ITOUCKY
ONTUMANBHBIX YCIOBHH I TOMYYCHHS MOHO(MA3HBIX O00pa3IoB 3aMEIICHHBIX (opM
MAS, u Kak OHHM OTpa)kaloTci Ha KOHEUYHBIX CBOWCTBAax MpOAyKTa. Takum oOpazom,
IEIbI0 PabOTHl SABJISETCS TOMOOpP ONTHUMANBHBIX YCIOBHM 30JIb-Telb cHHTE3a MAS,
JIETUPOBaHHON MOHAMHU HEOIMMA U UCCIIEIOBAHNE €€ ONITUYECKUX CBOMCTB.

MATEPHAJIBI 1 METO/bI

Jdns  monmydeHuss MoHO(a3HbIX 00pa3moB mmuHenn coctaBa MgALO, wu
Mg, Nd,Al,O4s (tme x=0,05-0,5 a.e., c¢ marom 0,05 a.e.) wucnoms3oBagu
Moau(uIMpoBaHHbld  MeTon Ileunnu. B kadectBe reneoOpasyrolero areHra
UCIIOJIB30BAJIN MOHOTHIPAT TUMOHHON KUCTOTHL. MCXOQHBIMH KOMIIOHEHTAMH BBICTYIIANN
HaBECKH  KPHCTAJUIOTUAPATOB  HUTPAaTOB MarHMs W alIOMHHHSA, B3STHlE B
CTEXHOMETPHUIECKOM COOTHOIIEHHH. Ha TmepBOM 3Tame pacTBOPSUIM HaBECKy HHUTpara
Maraug B 100 M TUCTHIUTMPOBAHHOW BOIBI MPH MOCTOSHHOM MEPEMEIIMBAHUN PAaCcTBOpa
Ha MAarHWTHOM MeIIajKe MpH KOMHATHOH TeMmIeparype, 3aTeM B HOJy4eHHBIH pacTBOp
00ABISUTM HUTPAT AIIOMUHUS M TIPOJIOIDKAIIN TIEpEMEIIMBAHNE 0 MTOITHOTO PACTBOPEHHUS.
B cnyuyae momydeHusi 3aMeIIeHHBIX (OPM aTOMO-MarHMEBOH MITTMHENN Ha JTOM JTare
JO0aBISUIM pa3iNUYHbIe HABECKW MOHOTHApara anerara Heoiuma. llamee K pacTBOpY
J00aBIISTH HABECKY JIMMOHHOW KUCJIOTHI M YIIapHBAJIU pacTBop mpu temrepatype 160°C B
TeueHue 5-6 wacoB 10 oOpa3oBaHus rens. lloydeHHBIE TaKMM CIIOCOOOM Teld ¢
pa3IUYHBIM ~ COAEp)KaHWUEM JIeTHpyIolleld 100aBKM MpOKaJWBadl MpPU  pasHBIX
temneparypax B auanazone 600-1000°C ¢ marom 100 °C B TeueHue 4 Yacos.
OxtaxxaeHne o0pas3IoB IPOBOAMIIN B ITIEYH B YCIOBUSAX €CTECTBEHHOT'O TEINIOOOMEHA.

®Da30BEIl COCTaB TMONYYCHHBIX OOpPAa3IOB HCCICAOBATN METOAOM IIOPOIIKOBOM
pEeHTreHOBCKON qudpanmu ¢ nmomoinsio gudpakromerpa IPOH-3M ¢ uznyuennem CuKa
u (oxycupoBkoi mo cxeme bparra-bpentano B amanasone yrioB aerektopa 10-70° co
CKOPOCTBIO JBW)KCHHUS JaeTekTopa 2°/MuH. g HACHTHU(PHUKAIMH HeoOXoauMoil (asbl
ucnoabs3oBan kaproteky JCPDS.

Pa3mep wacTun 1 MOp(hoIIOTHIO IOBEPXHOCTH MCCIIEA0BAINA METOAOM CKaHHUPYIOMIEH
a7eKkTpoHHONH MuKpockomu (COM) ¢ momompio Mukpockoma Jeol JSM-7001F ¢
Pa3IUYHON CTETIEHBIO YBEINYCHHUS.

MexaHu3M B3auMOJEHCTBUS 00pa3loOB C M3JIyYEeHHEM HCCIENOBaI METOAOM
cnekTpockonu  Auddy3HOrO OTpakeHHsT Ha crekTpodoroMeTpe Spectrophotometer
DS-700D B muana3zone miuH BoaH 400700 aM ¢ maroMm B 10 HM.
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PE3YJIBTATBI U1 OBCY X XJIEHUE

Judpakrorpammel 00pas3noB MAS npu pa3iuyHON TeMIieparype TepMoo0padboTKH 1
JICTUPOBAHHBIX O0OPA3IOB MpPU PaA3IMYHON CTEMEHH JICTUPOBAHWS WOHAMH HEOIHMa

NIpeACTaBJICHBI Ha PUCYHKE 1.
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Puc. 1. ludpakrorpammer 6ecipumecHbIX 00pa3iioB MAS npu pa3HoOW TeMreparype
TepMOOOPadOTKH (a) U pPeaKo3eMeNbHON (HOPMbI IIPU PA3IUYHON CTEIEHU JISTHPOBAHUS
nonamu Heoguma (0). Hltpux-rpamma — kaptouka 1t MgAlL,O4 PDF Ne21-1152 JCPDS.

Tak kak Bce 00paslbl COJEpPIKaT OAMHAKOBBIN HA0Op JAU(MPAKIIMOHHBIX MAaKCUMYMOB
(puc. la), B Tabimmme 1 npexacrarien Habop pedirekcoB mis 0oOpasia, MOTyIEHHOTO MPH

900°C.

Taoauna 1

Ha6op nudpakunoHHBIX MAKCHMYMOB /ISl TOJTy4eHHBIX 00pa3uoB MAS

Vron udpaxiun 20, rpax Memnnocxocmge OTHOCHTEIBHAS
’ paccrostame d, A MHTEHCUBHOCTE 1, %

18.92 4.690 25.35
31.28 2.859 29.49
36.86 2.438 100

38.50 2.338 7.32

44 .84 2.021 80.14
55.70 1.650 9.41

59.40 1.556 37.59
65.24 1.430 85.37
68.50 1.370 4.44
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Ha monydyeHHBIX audpakrorpaMmax MPUCYTCTBYIOT XapaKTEPHBIC MAaKCUMYyMBI IS
(das3pl  amoMo-MarHueBor mmuHenu (tabn.  2). IlocTopoHHHX — IUGPAKIIMOHHBIX
MaKCHUMYyMOB HE HaOJFOJaeTCs, YTO TOBOPUT 00 00Opa3oBaHMM MOHO(A3HBIX MPOIAYKTOB.
Cnenyer otMeTutsh, uto paza MAS dopmupyercs yxe npu 700°C, KprcTauibl HAXOASTCS
Ha HaYaJbHOM OJTame pocta, 00 3TOM CBUJETENBCTBYET TO, YTO JU(PAKIIMOHHBIC
MaKCHMYMBI SBJISIIOTCS IMUPOKWMH W HU3KUMH 110 WHTEHCUBHOCTH. Jlanee ¢ OBBIIIEHUEM
TeMIeparypsl Ha AudpakTorpaMMax HaOJl0JaeTcs mepepacnpeesieHie HHTeHCUBHOCTE!
U Tiomaaei pedaeKcoB, 4To TOBOPUT O AalbHEHIIeH KpUcTauIn3auuy npoaykra. Takum
o0pa3oM, onTHMajabHOW Temmeparypoi cuHTe3a sBisercs 900°C. Bce mocnemyromiue
00pa3ubl ObUTH TOTyYeHBl IMEHHO TP 3TOH TeMIeparype.

Taoauna 2
Kaprouxa MgAl,O4 (JCPDS PDFNe21-1152)
Vron udpaxium 20, rpax Mexcnnocxocm(o)e OtHOCHTENBHAS
’ paccrostame d, A WHTEHCUBHOCTG 1, %

19.03 4.660 35
31.27 2.856 40
36.85 2.437 100
38.52 2.335 4

44.83 2.020 65
55.66 1.650 10
59.37 1.555 45
65.24 1.429 55
68.64 1.366 4

Ha mudpakrorpammax oOpasumoB MAS, nermpoBaHHOH HOHAMH HEOJHMa C
comepkanuem ot 0,05 mo 0,35 a.e. (puc. 10) He HaOMIOMAaETCs MOCTOPOHHUX
TUQPaKIUOHHBIX MaKCHUMYMOB, TaKHM 00pa3oM, Bce o00pasIibl KpPUCTALTHU3YIOTCS B
pamkax cTpykTypsl mmmuHenn. C yBelIWUYeHHEM KOHIICHTpAIlMM WOHOB HEOJWMA BBIIIC
0,35 a.e. HabmomaeTcss MOsBICHUE MU(MPAKIMOHHBIX MAaKCHMYMOB, COOTBETCTBYOIIUX
(daze amomunara Heoauma coctaBa AINdO; (tadi. 3). C HOBBILIEHHEM KOHIIECHTPAIUH
nerupymoomei  mobaBkn Ha audpakTorpamMMax —HaOIOAAeTCsl  Iepepacrpe/esicHue
WHTCHCHBHOCTEH pPE(QIEKCOB C YBEIMYCHHEM MX IUIOMIAJIA, YTO MOXKET TOBOPHUTH O
HECTEXMOMETPHUYECKOM COCTaBe IMPOIYKTa, a WMEHHO KHCIOPOJHOW HECTEXHOMETpPHH,
BO3ZHHUKAIONIEH TpW HE W30BAIEHTHOM 3aMelIeHWH. Tak Kak HOHBI TPEXBaJEHTHOTO
HEOJIMMa 3aMEIIAlOTCS B TO3UIMM HMOHOB JIBYXBAJICHTHOTO MAarHWs, BO3HUKAIOT
HECKOMIICHCUPOBAaHHBIC CBSI3U, W IS COOJIIOJIEHUS AJICKTPOHEUTPATLHOCTH  IPH
TepMooOpaboTKe B BO3AYIIHOW aTtMocdepe NaHHbIE CBS3M KOMIICHCHPYIOTCS aTOMaMu
KHCIIOPOJIa, HApyIIasi TEM CaMbIM CTPOCHUE KOOPIUHAIIMOHHOTO TIOJIU3IPa, IPUBOISIIEE
K MCKQXCHHUIO M3HAYAIBHOW CTPYKTYPHBI IITTHHEITH.

O6pazoBanue nocroponueii ¢a3sr NdAIO; ckopee BCeTro CBS3aHO C JOCTHKEHHEM
npeieNbHO  KOHIeHTparmi HoHOB Nd’* B cocTaBe peuIeTKH INNMHENH, 4YTO B
JTATBHEUIIIEM PUBOIUT K 00pa30BaHHUIO HOBOM CTPYKTYPHI, B KOTOPOW aTFOMO-MarHueBas
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IIMHMHEIb BBICTYNIAET B Ka4eCTBE MpUMECHOH (a3bl. BeposTHO, u3-3a OOJBLION pa3HUIIBI
MOHHBIX pamuycoB uoHOB Nd’* u Mg™ o6pasoBanue HOBOH CTPYKTYpHl C
MPOCTPAaHCTBEHHON Trpynmoil cuMMeTpud R3m craHOBHTCS SHepreTHuecku Oolee
BBITOJTHOM.

Taoauna 3
Kaprouka NdAIO; (JCPDS PDF Ne39-487)
Vron audpain 20, rpan Me;xnnocmcm(o)e OTtHOCUTENIbHAs
’ paccrosinue d, A UHTEHCHUBHOCTE I, %
23.71 3.750 86
33.66 2.660 100
33.88 2.644 98
41.58 2.170 58
41.95 2.152 19
48.50 1.876 64
54.51 1.682 24
54.82 1.673 21
60.18 1.536 29
60.34 1.533 53
60.74 1.524 18

Ha puc. 2 mnpencraBieHBl CIEKTPHl TOTIJIOIIEHUS OOpa3lOB aTOMO-MarHHEBOH
IIMAHETY, JICTUPOBAHHONW HEOJAMMOM C PpAa3JIMYHON KOHIIEHTpAIUCH, MOMyYCHHBIC
00paTHBIM IPeoOpa3oBaHUEM CHEKTPOB AU Y3HOro OTpaskeHUs U TpaduK 3aBUCUMOCTH
MHTErpaIbHON MHTEHCHBHOCTH mepexona ‘lop — “Gsj OT CTENEHH JICTHPOBAHUS HOHAMH
HEoJIuMa.
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Puc. 2. CnekTpsl moriomieHusi o0pasioB, JETUPOBaHHBIC MOHAMH HeonuMma (a) U
rpaduK 3aBUCHUMOCTH WHTETPAIbHOM MHTEHCHBHOCTHU IEpEXoja 419,2 — 2Gs;, OT cTeneHu
JICTUPOBaHUs MOHAMU HeoauMma (0).
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Bo Bcex o0pa3max HaOMIOMAIOTCS pPa3IUYHBIC DIIEKTPOHHBIC Tepexoabl (puc. 2a),
XapaKTepHBIX [JJI1 HOHA TPEXBAJICHTHOrO HeoauMma. B oOpasie ¢ MUHMMaIbHOH
KOHIICHTpAIMeH JIerupymomiel no0aBku HaOmromaeTcss 2 3JIEKTPOHHBIX IEpexoja IpH
JUIMHAX BOJH 525 HM H 585 HM ¢ OCHOBHOT'O 419,2 YpOBHS Ha BO30YKIICHHBIC 2G7/2 Hu 2G5/2
YPOBHH COOTBETCTBeHHO. [Ipm moBbImIeHNM KOHIIeHTparmuu uoHoB Nd mo 0,15 a. e.
BKJTFOYHUTEIEHO, TIOMUMO YITOMSHYTHIX TIEPEXOI0B TOSBIIIOTCS MTOJIOCHI TIOTJIOMICHUS TIPH
473 HM u 685 HM, YTO COOTBETCTBYET DHEPIUU 4G9,2 u 4F9/2 cocrosaus. C gaabHEHIINM
YBEJIMYCHUEM KOHIICHTPAIIUN aKTHUBHBIX I[CHTPOB HA CIIEKTpPaxX HAOIOJACTCS IMOSBICHUC
HH3KOMHTEHCHBHOTO IIepexo/a Ha P/, ypOBEHb.

I'padmk 3aBriCMMOCTH HHTErpaIbHONM MHTEHCUBHOCTH (pUC. 20) mepexo/ia *Iop — *Gsp OT
CTCTICHU JICTUPOBAHUSI MOHAMM HEOMMa TIOKa3bIBACT, YTO MaKCHMallbHAsh MHTCHCUBHOCTH
TOITIONICH)sT HabIroaeTcss B oOpasie co cremeHbio jermpoBanms Nd™* 02 a. e. C
YBEITUICHUEM KOHIICHTPAITIH HOHOB HEoIMMa TIPOUCXOUT npeobamanme
0e3bI3ITyYaTeNIbHBIX — MPOIIECCOB,  TPHBOIAINEE K  KOHIIGHTPAIMOHHOMY  TYIICHHIO
JIOMHUHECIICHIINY. [IpUIMHOM MaHHOTO SIBIICHUS SIBISIETCS TO, YTO IIOCIE BO3OYXKICHUS,
SHEPTUs OJHOTO JIFOMHUHECIIEHTHOTO TICHTpa TepeaeTcs APyroMy IICHTPY, PacTIoIOKEHHOMY
psamom. Takum 00pa3oM, TPOUCXOAWT TIiepeiavya »>HEPrHH, KOTOpas TepsAeTcs IpH
B3aUMOJICHCTBHHY ¢ KAaKUM-JTUOO TOUYEUHBIM Je(DEKTOM MM MTOBEPXHOCTHIO KPUCTAILIA.

JIs yCTaHOBJICHUS ONTHMATLHON TEMIIEpaTyphl cHHTe3a 00pa3ioB MAS co CTeneHbIo
nerupoBanus 0,2 a.e. HEoIUMa, TPOBEIHM PEHTIeHO(DA30BBIM aHANHM3 W CIIEKTPOCKOIHUIO
U QPY3HOTO OTPAKESHUS, PE3YIBTATHl KOTOPBIX MPEACTABICHBI Ha PHC. 3.
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Puc. 3. Jludpakrorpammbl (a) M CHeKTpsl morjomeHus (0) mis 00pa3loB
MAS:0.2Nd, cHHTE3UpOBaHHOH 30JIb-T€Ib METOAOM IIPH Pa3HOW TeMIiepaType
TepMooOpaboTku. llITpux-rpamma — kaprouka ans MgAl,O4 PDF Ne21-1152 JCPDS.

Intensity, a.
Adsorbance, %

I[Tpu 700°C Ha mudpakrorpamme (puc. 3a) HaOIIOAACTCS PEHTTEHOAMOP(OHOE TaJIo, YTO
TOBOPHT O HAYaJIbHOM 3Talle pOCTa KPUCTAILIOB, a TAKKE O BBICOKOH MX JIe(heKTHOCTH, 3a CUeT
KUCIIOpPOAHOH HecTexuomeTpuu. Ilpu yBenmdenun temmeparypbl g0 800°C HabmomaeTcs
NOSIBJICHHE MAaKCUMyMOB, XapaKTepHBIX Ui IIIMHHENH, OOHAaKO OHH  SIBJISIOTCS
HU3KOMHTEHCHUBHBIMA ¥ YIIMPEHHBIMH, YTO TOBOPDUT O COXpaHEHUH Je(eKTHOCTH,
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aHayormyHas kaptuHa HaOmomaercs u mpu 900 “C. OxoHuarenbHOe (opMupoBaHHEe (hasbl
mmaaend npoucxoauT mpu 1000°C, MaKCUMyMBI CTAHOBSITCS O0Jiee YETKHMH, YTO TOBOPHT O
YaCTUYHOM perakcaliy CTPYKTypbl. Takum oOpa3oM, 3a cueT pa3inuis MOHHBIX PaJHycoB
Mg® u Nd** 3amemisercs TNpoIecC YIOPSIOYECHHS CTPYKTYpBl, H TAKHM OOpazoM
TeMIiepaTypa OKOHYATEILHOTo (popMUpoBaHus (ha3bl BBIIIE, YeM Y OECIIPUMECHOH IIIMHHETH.

Ha cnextpax Bo30yxnaenus (puc. 30) HaOmogaercss HabOp JIEKTPOHHBIX IEPEXOI0B
Ha pa3IuyHble BO30YXAEHHBIE COCTOSHHA f-000JI0UKM HMOHOB HEOIUMA, ONHMCAHHBIC
Bemre. [Ipu 700 °C BuaHa Manasi HHTEHCUBHOCTH OCHOBHBIX HEPEXOAOB BBUAY HH3KOM
KPHCTAJUTMYHOCTH, YaCTh IEPEXOA0B 3alpelleHa NpaBwiaMu otoopa. [Ipu yBenmueHun
KPUCTAJULIMYHOCTH M 00pa3oBaHus (a3l LINHWHENN, 3alpeT YaCTHYHO CHHUMAaeTci U
OCHOBHBIE TIEPEXO0/(bl HA BEICOKOIHEPTETUIECKNE COCTOSHHS CTAHOBSATCS Pa3peIICHHBIMHU.
CleflyeT OTMETHTb, YTO 3HAYEHHE HHTErPATLHOH HHTEHCHBHOCTH Tepexoa ‘lo, — *Gsy ¢
MOBBIIIEHNEM TEMIEpaTypbl NPAKTHUYECKH HE H3MEHSETCS, YTO TOBOPUT O YETKOM
pacrmoio’)KeHH MOHOB HEOAMMa B TIO3UIMSIX MOHOB MAarHus ¢ MPaKTUYECKH MOCTOSHHOM
BEJINYNHOM NCKaXKEHUSI KOOPAMHAIMOHHOTO HOJINAIPA.

COM-u3o06paxkenus nopepxuoctu oopasia MAS:0,2Nd npencrasieHs! Ha puc. 4.

>

Puc. 4. COM-u300paxeHnust moBepxHocTH obpasna MAS:0.2Nd, momydeHHOTO Tpu
1000°C, ¢ yBemuuenuem x 1,000 (a), x2,000 (6), x5,000 (B).
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B oOpasue BuaHbl HaHouyacTUIBl ¢ pasMepamu B uHTepBase oT 100 go 500 HM,
0oJbIIast YacTh KOTOPBIX arjOMEpPHPOBaHA B KIIACTEPHI, pa3Mep UX BapbUPYeETCs OT 1 MKM
1o 40 MmxMm. HekoTopsie KacTepbl HIMEIOT B HATMYUH TTOPHI AHAMETPOM OT 1 10 12 MKM.
Takum o00pa3oM, MOXKHO cHenaTb BBIBOJ O TOM, YTO B pe3yjibTaTe UIMTEIbHOU
TepMoo0OpaboTKH mpH  BbicOKuX TemmepaTypax (900-1000 °C) ClIOKHO MOJIYYUTh
HU3K0ArIOMEpUPOBAaHHBIE HAHOYACTHUIIHI.

3AK/IIOYEHHUE

CuHTEe3upOBaHbl 00pa3Ibl ATFOMO-MAarHUEBOW IIMHHEIN KaKk OCCIPUMECHOW, TaK H
JETUPOBAHHOW HMOHAMH TPEXBAJIEHTHOTO HEOAWMAa C pa3NYHBIM  COAEpKaHUEM
JeTUpYIOIei 100aBKH, 307b-Telib METOMOM B HHTepBane Temmepatyp 700-1000 °C ¢
UCIIOJIb30BaHUEM JIMMOHHOM KHCJIOTHI B KAUECTBE IesIe00pa3yoIero areHra.

Cormracao PDA, Bce 00pa3Isl KPUCTALIUZYIOTCS B paMKaxX CTPYKTYPHI IIITHHETH C
MPOCTpaHCTBEHHON rpynmoi cummeTpun Fd3m. Ha mudpakTorpammax mokasaHo, 4TO
¢asza mmuHenu obpasyercss mpu 700 °C Bo Bcex o0Opasiax, a OKOHUYAaTeIbHas
KPHUCTAJUTH3aLMs OyIeT OTINYaThCs, Uil OecripuMecHO mmuHenn HactymaeT mpu 900 °C,
a s 3amerneHHsix Gopm mpu 1000 °C.

[lo pgaHHBIM CHEKTPOB  BO30OYXKICHHWS  yCTAHOBIICHO, 4YTO MaKCHUMallbHas
MHTEHCHBHOCTD Tepexona ‘Lo — “Gs,, HAGIIOIAETCS TIPH CTENCHH JETHPOBAHMS HOHAMK
Heoauma paeroi 0,2 a.e. mpu Tepmoobpadorke 1000 °C. Pa3mep HaHOYACTHII IO JaHHBIM
CKaHHUPYIOMIEH JIIEKTPOHHOM MHKPOCKONHMH Bapbupyercs B amamazone 100-500 mwm,
OombIasi 4acTh KOTOPBIX ariioMepUpoBaHa B KiacTepbl, pazmepamu oT 1 g0 40 MM,
mopamu raMmeTpom oT 1 1o 12 Mkm.
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FEATURES OF THE FORMATION OF RARE-EARTH FORMS OF
ALUMINUM-MAGNESIUM SPINEL AND THEIR EFFECT ON OPTICAL
PROPERTIES

Epp V. E., Shergin A. V., Belaya E. A.

Chelyabinsk State University, Chelyabinsk, Russia
E-mail: nepp.816@mail.ru

This paper presents the selection of optimal conditions for the sol-gel synthesis of

pure and alloyed forms of aluminum-magnesium spinel to obtain monophase samples in
the temperature range of 700—1000°C. Citric acid was used as a gelling agent. According
to the X-ray phase analysis, it was found that the samples crystallize within the framework
of the spinel structure with the spatial symmetry group Fd3m. The spinel phase is formed
at 700°C, and the final crystallization is achieved at 900°C, followed by an increase in
particle size at 1000°C. Substituted forms of aluminum-magnesium spinels with trivalent
neodymium ions were obtained in the same way, but the optimal temperature for them is
1000°C. With an increase in the content of the alloying additive up to and including 0.35
atomic units (a.u.), there are no extraneous reflexes on the diffractograms, which indicates
the formation of solid substitution solutions. With a further increase in concentration, the
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appearance of an extraneous phase of neodymium aluminate is observed on
diffractograms. The optimal conditions for heat treatment are a temperature of 1000°C
with an exposure time of 4 hours. This is due to the fact that trivalent neodymium ions are
embedded in the positions of divalent magnesium ions, due to the difference in ionic radii
and the presence of uncompensated bonds, oxygen nonstoichiometry is observed, leading
to distortion of the coordination polyhedron and the local environment of neodymium
ions. And thus, at 1000°C, the maximum relaxation of the structure is achieved, at which
its final crystallization occurs. According to scanning electron microscopy data, the
sample has a porous structure with pore sizes ranging from 1 to 12 microns in diameter.
For substituted spinel, diffuse reflection spectroscopy revealed that 5 electronic transitions
are observed for all samples, from the basic 419,2 to excited 4F9/2, 2G5/2, 2G7/2, 4G9/2, 2P1,2
levels, which is typical for trivalent neodymium ions. The optimal degree of doping with
neodymium ions is 0.2 au; with increasing concentration, the intensity of the bands for
electronic transitions decreases due to the predominance of nonradiative processes
resulting from concentration quenching.

Keywords: alumomagnesium spinel, sol-gel synthesis, doping, phosphors,
neodymium, lasers, X-ray phase analysis, diffuse reflection spectroscopy, scanning
electron microscopy.
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