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B HacTosiee BpeMs mpoOjeMa DHEpProcOepe eHUs U SHEProdhGEKTUBHOCTH SBJSICTCA OJHONH M3 OCHOBHBIX B
SKOHOMHKE OOJIBIIMHCTBA CTpaH. Hemanas 1oJisi DHEPreTHUeCKHX 3aTpaT HpPUXOJIUTCS Ha CHUCTEMbl OCBEILEHHMS,
MO3TOMY TOHCK aJIbTEPHATUBHBIX TEXHMYECKUX PELICHUI M MX peaii3alysl, a TaKKe MOIyuYeHHEe ONTHYSCKHA aKTHBHBIX
MaTepHalioB Ul CBETOTEXHHKH IPEACTABISAIOT COOOH aKTyaJbHYIO 3a7ady AJIsl COBpEMEHHOH sHepreTuku. CIoKHbIE
amomuHatel coctaa MMAI 4O, (tne M — Mg, Ca, Sr, Ba), aktuBUpOBaHHbIE HOHAMH PEIKO3EMEIbHBIX 3JIEMEHTOB
(P33) npencraustor coboii IIOMHHO(DOPHI, IMEIOLIHE TTOJIOKHUTEIBHBIE SKCIITYaTal[HOHHBIEC XapaKTEPUCTHKH.

Hannass paborta mocBsieHa u3ydeHuio (azoobpazoBanusi mpu (opmupoBanuu amomunata cocraBa CaMgAl Oy,
TIOJTY4EHHOTO C UCTIOIb30BAHUEM 30JIb-TE€JIb TEXHOJIOTHH.

Mertons! uccienoBanus: Tepmudeckuii ananms (TA) (cuaxpoHHBIH TepMmudeckui aHanm3aTop NETZSCH STA 449C,
ckopocTh HarpeBaHus 5 °C/muH), pentreHogaszoBeiii aHanu3 (PPA) (audpakromerp Rigaku MiniFlex 600, CuKa —
u3nydeHue, auamna3on yrinos 20 3...80°, ckopocts chemku 2°/muH), UK-cnekrpockonust (Nicolet FTIR cnekrpomerp),
pactpoBasi snekTpoHHas Mukpockonus (POM) (sanekrponnsiii mukpockon Hitachi TM 3000 mpum yckopsromiem
HampspDKeHUU 15 kB, B YCIOBHSX pekMMa CHATHS 3apsiikd ¢ o0pasna (DJICKTPOHHAS IMyINKa: 5107 Ila; KaMmepa JIst
obpasma: 30-50 Ila) u muxpopentreHocnekTpaibHblii aHamu3 (MPCA) (35eKTpOHHBIH CKaHHUPYIOIIETO MHKPOCKOIA
Hitachi TM 3000 ¢ mpucTaBKO# A7 SHEPTOAUCIIEPCHOHHOTO aHanmu3a Quantax 70).

B pesynbprate paboThl ycTaHOBJIEHO, YTO (DOPMHPOBAHME ATIOMHHATA KaJbLUS-MarHus MPOHMCXOIUT B HECKOJIBKO
cTagui (meruapartaiys INpeKypcopa, TOpeHHEe C BBIJEJICHHWEM IPOAYKTOB paclaja OPraHWYeCKHX COEAWHEHUH H
3apOXK/ICHHE KPHUCTAIUIMIECKOH CTPYKTyphl Tpu Temreparypax Bbeime 800 °C). B mpomecce cuHTe3a OBUIO
3apernuCTPUPOBAHO M3MEHEHHE CTPYKTYypHl M (pa3oBoro cocraBa: oT aMop¢HOH (a3el K rekcaroHalbHOH cocTaBa
CaMgAl0,7, obpasyromeiics npu 1200 °C, ¢ nosBIEHHEM NPOMEXKYTOYHBIX MPOAYKTOB — MAarHMEBOM LIMMHEIH W
QTIOMHUHATOB PA3IHMYHOTO COCTaBa.

KaioueBble ci10Ba: 3011b-Tellb, FEKCAATIOMUHATHI, TEPMUYECKHUI aHAIN3, TIOMUHO(DOPBHI.

SOL-GEL SYNTHESIS AND PHASE FORMATION OF CALCIUM
MAGNESIUM ALUMINATE CaMgAl;,01;

Ekaterina A. Gavrilenko, student, National Research Tomsk State University, Chemistry Department, 36,
Lenina Avenue, Tomsk, 634050, Russia, E-mail: gavrilenko2470@gmail.com
Luydmila N. Mishenina, Ph.D., Associate Professor of Department of Inorganic Chemistry, National
Research Tomsk State University, Chemistry Department, 36, Lenina Avenue, Tomsk, 634050, Russia,
E-mail: Inm@chem.tsu.ru

Relevance of work: at present, the problems of energy saving and energy efficiency are the main in the economy of
most countries. A large proportion of energy costs is accounted for the lighting system, so the search for alternative
technical solutions and their realization, as well as the preparation of optically active materials for lighting represent
actual problem for modern energy. Complex aluminates composition MMAI;(O;; (where M — Ca, Sr, Mg, Ba),
activated with ions of rare earth elements are phosphors having positive performance. This work is devoted to the study
of phase formation and the formation of CaMgAl 40,7, obtained by the sol-gel method.

The methods used in the study: thermal analysis (TA) (simultaneous thermal analyzer NETZSCH STA 449C, the
heating rate of 5 K / min), X-ray diffraction (XRD) (diffractometer Rigaku MiniFlex 600 CuKa - radiation, 26 angle
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range 3 ... 80 ° speed shooting 2 °/ min), infrared spectroscopy (Nicolet FTIR spectrometr), scanning electron
microscopy (SEM) (Hitachi TM electron microscope at accelerating voltage of 15 kV while removing the charge from
the sample (electron gun 5 - 107 Pa, specimen chamber: 30-50 Pa) and X-ray microanalysis using Quantax 70
instrument).

The results: it was concluded that the formation of a magnesium calcium aluminate was in several stages (dehydration
precursor to release combustion products of decomposition of organic compounds and nitrates nucleation and crystal
structure at temperatures above 800 °C). During the synthesis the changing of phase composition has been detected
from an amorphous phase to hexagonal structure of CaMgAl,O.;, formed at 1200 °C, with the appearance of
intermediate products - magnesium aluminate spinel, and aluminate another composition.

Key words: sol-gel, hexaaluminates, thermal analysis, phosphors.

B mocnennee BpeMst HHTEPEC MPEACTABISIOT CIOXKHBIC almoMuHaThl coctaBa MMgAI ;017 (M
— Ca, Sr wmm Ba), akTUBHpOBaHHbIE HMOHAMHU PEIKO3EMENIBHBIX JJIEMEHTOB, HAaXOJSIINE
IPUMEHEHHE B IUIA3MEHHBIX MOHHUTOpaX B KayecTBE JIOMUHO(OPOB CHHEro cBedeHus. s
JTOCTIDKEHHUSI ONTHUMAJBHBIX OSKCIUTYyaTallMOHHBIX CBOMCTB KPHUCTAIOPOPOB JOKHBI  OBITH
JOCTUTHYTBl PaBHOMEPHOCTb ()a30BOr0 COCTaBa, OJMHAKOBBIA pa3Mep KPHUCTALIUTOB U
COBEPIIEHCTBO HMX (POPMBI, HaIMYMe ONTHUMAIHHOTO KOJWYEeCTBAa AC(PEKTOB C BaKaHCHSMH B
CTPYKTYp€ OKCHJIHOW MaTpulbl aqroMuHara. [loaToMy m3ydeHue npoueccoB X (GOpMUPOBAHUS U
(U3NKO-XUMHUYECKUX CBOWCTB SIBIISIETCS aKTyalIbHOW 3aj1aueii.

Jlnst cuHTe3a ObLI BHIOpaH 30J1b-T€Ib METOJ] BBUJIy MHOXECTBA MPEUMYILECTB (B OTIMYUE OT
KJIACCHYECKOT0 CI0co0a TOJYYEHHUs] aTOMHUHATOB — TBEPAO(A3HOr0) TAaKUX Kak COOIIIOJICHHE
CTEXHOMETPUU M TOMOTEHHOCTH TPU CHHTE3€ COCIMHEHUH, CPAaBHUTEIBHO Mallble TEMIIEPaTyphI
MIOJIy4YEeHHUsI, OTCYTCTBHE CI0KHOTO TEXHUYECKOI'0 000PYAOBAaHUS U JOCTYITHOCTh PEaKTHBOB.

CuHTe3 aroMuHaTa OCYILIECTBIISIICS TI0 CIEYIOLIEH cxeme:

- HABECKH renTakpucTauIoruapara HUTpaTa KaJIbLIUS Ca(NOs3),"4H,0,
rekcakpucrauoruapara Hutpata Maruus Mg(NOs),'6H,0, HOHarumpata HUTpaTa aTlOMUHHS
Al(NO3)39H,0 u xemaroobOpasyroriero areHra — MoHoruapata JumoHHOM kuciaoTel HsCit"H,0O
pacTBOpsIIM B MHUHHMAJIbHOM KOJMYECTBE AMCTWIUIMPOBAHHON BOJIBI B COOTBETCTBHH C
cootromerem: N(Ca?” 1 n(Mg®? : n(AP") : n(H,Cit) =1:1:10:12;

- IOJTyYSHHBIH PacTBOp MepeMemmBain B TedeHne 90 MUHYT HAa MarHUTHOW MeUIajike NpH
KOMHAaTHOM  Temmepatrype JUIsl  OCYUIECTBICHHMS MPOIECCOB  KOMIUIEKCOOOPa3oBaHUS U
TIOJTUKOH/ICHCAIINH;

- pacTBOpa, KOTOPBI MpPHOOpEN JKENTOBAThI OTTEHOK, MOABEpPrajid TepMOOOpaTOTKE B
cymmasHoM mkady (SNOL 58/350) npu temmneparype 130°C B Teuenue 5 4acos;

- IOJTyYEHHBIM Kceporenb U3MeNbyald U MpokaauBain B MydensHoi neun (SNOL 6/1300)
npu 1200°C B TeueHue 5 4acos.

Tepmuueckuil aHaau3 Kceporeis MoKasaji, YyTO BCIEACTBHE JeTruapaTallud MpeKypcopa a0
126,6 °C nporcxoauT yMeHblIeHne ero Maccol Ha ~10,2 %. Boigenenne ra3o00pasHbIX MPOLYKTOB
JECTPYKLIUU HUTPATOB U JINMOHHOM KHCIOTHI — okcuia azota(IV), okenaa yraepona(lV), ynanenue
XUMHYECKH CBSI3aHHOM BOJBI M pPa3pylIeHHE TPEXMEPHOTO IUTPATHOTO KapKaca B Pe3yibTaTe
ropeHus HabroaeTcs npy Temieparypax a0 625 °C. Ha qaHHOM 9Tare mporcXOoauT HanOobIiast
HIOTEPs MacChl PEKypcopa, cocTasisiomas ~62 %. Ipu poctmxkennn 862 °C mosBisercs MUK Ha
kpuBoit JICK mpu manom m3meHeHuu maccel oOpasia ~1,28 %, CBHIETENbCTBYIOUIMA O Hayaje
nporecca GOpMHUPOBAHUS KPUCTALTHUECKON CTPYKTYPBI aTFOMHHATA.

JudpakrorpaMmbel  00pa3lioB, TMOJIYYEHHBIX MpPU  MHPOMEKYTOUHBIX  TeMIeparypax
NPOKAIMBAHUS, YCTAHOBJICHHBIX 110 Pe3yJIbTaTaM TEPMHUYECKOTO aHa3W3a, MPEJICTaBICHBI Ha puC. 1.
VcTaHoBieHo, uto obpasel, moiaydeHnsiii npu 1200 °C, ABISETCS IeKCaroHaIbHbIM ATFOMHHATOM
CaMgAl1p017 u ero audpakTorpaMma coriaacyercs ¢ JaHHBIMH aBTOPOB [ 1, 2].

Ho 600 °C ob6pasusl sBistorcs peHtreHoamopdubivu. [Ipu 800 °C nHabmronaercs Havaio
dopmupoBanus amomunara mMaraus MgAILO4 ¢ kyouueckoit cunronueit. Ipu 1100 °C momumo
MarHMeBOW IIMUHENW HAOMIOAeTCs NPUCYTCTBUE T'€KCArOHATBHOTO —AJIOMHHATA KaJIbLUS
CaAl;2019 1 MOHOKJIIMHHOTO anmtoMuHAaTa Kainpuus cocrasa CaAl,0.
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Puc.1. AndpakrorpamMmsl 00pa3nos, MOIy4eHHBIX Ipu Temmeparypax °C: 1 —100, 2 — 250,
3-350, 4 -650, 5-700, 6 —800, 7-900, 8 — 1000, 9 — 1100, 10 — 1200

Pesynbrartel  pacTpoBOM  ANEKTPOHHOM MHUKpOCKONUU (puc.2.) KOHEYHOro obOpasia
CBUCTEIBCTBYIOT O HAJU4YMM KPUCTANIUTOB C pa3HOOoOpa3HoW (opmolt U HepaBHOMEpPHOU
MOBCPXHOCTBIO € MHOIOYMUCICHHBIMHU TpCUHIMHAMH H qemyﬁKaMH BCJICACTBUC 6BICTpOFO u
WHTEHCUBHOTO FOPEHUS MpeKypcopa. PazMepsl yacTHil B cpeIHEM COCTaBISIOT OKOJIO 80 MKM.

TM3000_2844 AL D99 x500 200 um
Puc. 2. MuxpodoTtorpadun HOBEpXHOCTH AITIOMUHATA KaJIbIHI-MarHus

[lo 1maHHBIM  MHUKPOPEHTTEHOCHEKTPAIBHOTO  aHalu3a MPOAYKT  XapaKTEpHU3YeTCs
PaBHOMEPHBIM paclpe/ieiEeHueM 3JIEMEHTOB KallbLIMsl, MarHus, aJlOMUHUS M KHUCJIOpPOJa Ha €ro
MOBEPXHOCTU U MX KOJIMYECTBO COOTBETCTBYET 3a/IaHHBIM MOJIbHBIM COOTHOIIICHUSIM.

Takum 06pazom, mokazaHa BO3MOKHOCTh TIOTYYEHUS CJI0KHOTO aIFOMUHATA KabIUs-MarHUS
LUTPATHBIM 30J1b-T€JIb METOJIOM, OIPEJIETI€Hbl OCHOBHbBIE CTAJNK CHHTE3a U MPOILIECCHI, JIeXkKalllue B
WX OCHOBE, a TaKKe U3ydeHa MOP(OIOTUsI TOBEPXHOCTH MPOAYKTA.
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