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SYNTHESIS OF ZINC SPINEL BY MEANS OF CITRATE XEROGEL
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Annomayun. Hccneoosan npoyecc cunmesa wnunenu ZnAlbOs (eanuma) eopenuem
Kcepoeens, UCX005 U3 HUMpamos YUHKA, ATIOMUHUS U JTUMOHHOU KUCIOMbL 8 Kauecmee MmoNniusd
(6occmanosumens). Buvlnoaneno ¢husuko-xumuueckoe uUccied08anue NOLYHeHHO20 NPOOYKma
MEmooamu  peHmeeHo(hasHo20 U IHepPeOOUCHEePCUOHHO020  ananusa, HK-cnexmpockonuu,
CKarupyruleu 31eKmpoHHoOU MUKPOCKONUU.

Knroueewie cnoea: cunmes wnunenu, 2anum, ZnAl,Os, cunmes copenuem pacmeopos, 2openiue
Kcepoceeiii

Beryniienne. IlpocTble M clOKHBIE OKCHJIBI MCHOJB3YIOT B pa3pabOTKax u
IPOU3BOACTBE (PYHKUMOHAIBHBIX MaTEpUAJIOB JJIs Pa3IMYHbIX 00JacTe HayKu U
TeXHUKH. VX cOoBepIIEeHCTBOBaHUE TPEOYET HE TOJBKO CO3JJaHUSI HOBBIX KOMITO3UIIUH,
COCTaBOB, pELENTyp, HO M IIOMCKA HOBBIX METOJOB CHHTE3d, PEXKHMOB
TepM0o0OpadOTKU. K HOBBIM TEXHOJOTUAM MPEABIBISIIOTCA TPEOOBaHUS COKPAILCHHS
HSHEPreTUYECKUX 3aTpaT, YMEHbBIICHHS WM UCKIIOUYEHUS BPEIHBIX Ta30BbIX
BBIOPOCOB U YKMJIKMX BTOPUYHBIX OTXOJI0B, CHUKEHUS TPYIOEMKOCTH.

BocTtpeOboBaHHOCTh ~ BBICOKOJMCIEPCHBIX ~ MAT€pUaIOB M CHUXKEHUE
MaTepUaIOEMKOCTH JO0aBISIOT K O3TOMY INE€PEYHIO Takhe TpeOOBaHMs, Kak
BO3MOXKHOCTh ~ PETYJIMPOBAaHMS IMpOLlECCA CHUHTE3a, JOCTHKEHUE TpeOyeMbIX
pa3MepoB, MOP(OJOTUU U CTENEHU ASPEKTHOCTU YACTHI], BBIIBICHHE BO3MOKHOCTHU
UCIIOJIb30BaHUS IPOIIECCOB CAMOCOOPKH.

CuHTe3 B peakiusX rOPeHUs] PaCTBOPOB HEOPTAaHMUESCKHUX COJICH-OKHUCIUTeNei /
MX CMeCeii C OpPraHMYeCKHMMH BOCCTAHOBHUTENISIMH  (TOIUTMBOM), OTBEYAET
OOJIBIIMHCTBY BbIIIETIEPEUNCICHHBIX TpeOoBaHuil. Co BpeMeHU MOSBIICHUS B N€YaTH
pabotel [1] mo cuHTedy a-Al,O3 ©u3 HUTpaTHOrO pacTBOpa C MOUYEBHHOW B
cootBercTBuu ¢ peaknumeii: 2AI(NOs); + 5(NH2),CO — Al,0;3 + 8N, + 5CO, +
10H,0O BbIMONIHEHO OO0JBIIOE KOJIUYECTBO MCCIECIOBAHUN MO CHUHTE3Y B PeakLUsIX
ropenust pactBopoB (Solution combustion synthesis, SCS, impregnation combustion
synthesis, heterogeneous combustion synthesis) [2-6]. HecmoTpst Ha ycrosBIIcecs
Ha3BaHUE JAHHOTO METOJa CHHTE3a, MoJYepKHuBaroliee (akT TOPEeHUs pacTBoOpa,
(akTHUEeCKM TOPEHHIO TOJBEPraeTcs HE pacTBOp, a KCeporelib, MOJYyYSHHBIN
BBICYILIMBAHUEM MOCIEAHETO.
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B kauectBe TOmiIMBa MOryT OBITh BBIOpaHbl pPA3JIMYHBIE OPrAaHUYECKUE
coemuHeHHUS: KapOammna  (MOdYeBHMHA), TJWIUH (AaMHHOYKCYCHas  KHCJIOTa),
KapOOHOBBIE KHUCJIOTHI, yIraAeBOAbl U T.I. OOHUM U3 TpeOOBaHUN K OPraHUYECKUM
BOCCTAHOBUTENSM SABIISIETCSI HU3Kas TEMIEPAaTypa BO3TOPaHUs PEAKIUOHHOW CMECH,
Kak mpasuJio, He Boie 250-300 °C.

B nmanHOW pabote wm3ydeH cuHTe3 IUHKOBOM mmmumHenu (ranuta) ZnAl,O
TOPEHUEM KCEeporeiis, IMOJYyYEHHOr0 M3 HUTPATOB IIMHKA, aJIOMHHHS W
OKCUTPUKApOOHOBOW JIMMOHHOM  KHUCIOThl. BpiOpaHHass Kuciora CcHocoOHa
0o0pa30BBIBATh LIUTPATHBIE KOMIUIEKCHI CO MHOTMMHM KaTHOHAaMH METaJJIOB,
OpeaoTBpalias BbINaJCHUE B OCAJOK KOMIIOHEHTOB PEaKLMOHHBIX PacTBOPOB IpHU
BbIIIAPUBAHUU BOJIBI.

JKCIEPUMEHTAJIBHAA YACTh.

B pabore ObUIM HCHONB30BaHbl CIEAYIOIMIME XUMUYECKHE PEaKTHUBBI:
AI(NO3)3:9H,0 Zn(NOs),-6H,O kBanmdukarmuu "u.j.a.", JUMOHHAS KHCJIOTa
CsHsO7-H20O (CH2(COOH)C(OH)(COOH)CH2COOH) "u." KomnoHeHThl Opanu B
KoJmdecTBax, oOecrneunBarommx cootHomenne ZnO:Al,Os=1:1 B mpoaykre mpu
CTEXHOMETPUYECKOM OTHOIIEHUH BOCCTAHOBUTEIIS U OKUCIUTENEH 110 PeaKUu:

2[Zn(N03)2-6H20] + 4[A|(N03)39H20] + 5[C5H807'H20] + 2HNO; =

= 2ZnAl;04 + 30CO; + 74H,0 + 9N,.

Hwxe npencrapiena cxema cuHTe3a MUHKOBOH mmuHeun ZNAlLO,.

Al(NOs);-9H,O Zn(NOs);-6H,O | CsHsO7-H,O

—

HpIIl"OTOBJ'IeHIIe PacTBOPOB I HX CMCIICHIIC

Harpeasnie (55 °C) Ha MarHUTHOIT
MeIIanKe A0 00pa30BaHNS IPO3PaYHOTrO
rens

Y
Cymika B cynnuibHOM mikady (80 °C),
IIOJTyYeHIE KCepOores

A

I'opeHue kceporens

I13menpueHE ITOJIYUIE€HHOT'O IIOPOIIKa

HccnegoBanne MpoayKTa TOPeHHS

Puc. 1. Cxema cunTe3a nnHKoOBO# mmuneaun ZnAl,Os MeToaoM ropenus
Aemopckas pazpabomka
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HNK-cnekTpsl ObLIM modydeHsl Ha crekTtpomerpe Avatar 360-FT-IR (pupma
"Nicolet"). Pearrenoda3znsiii ananu3 BemoiaHsuM Ha audpakromerpe JIPOH-6 (Cuk,-
uznyuyenue: A=0,154051 um). MukpodoTtorpaduu u naHHbIE dIEMEHTHOTO aHAIM3a
MOJTyJaJTd Ha CKaHUPYIOIIEM AJIEKTPOHHOM MUKpockorie Vega 3 SBH.

Pe3yabTaThl U MX 00CYKICHUE.

[Ipy WHUNMMPOBAHWM TYTEM TMOJPKUATA OKHCIUTEIHLHO-BOCCTAHOBHUTEIHLHOMN
pEaKIMy MPOUCXOAUIIO BO3TOPAHHUE KCEPOrelis IpH yMepeHHbIX TeMieparypax (100—
300 °C). 3aTemM ropeHHe CaMOCTOSTEIBHO IMOAICPKHBAIOCH (OSCIUIAaMEHHO WM C
OTKPBITHIM TUIAMEHEM) /10 OKOHYAHUS PEaKIIUU.

NK-crekTpbl CBUACTENCTBYIOT O HEMOJHOM BOCCTAHOBJICHUHN HUTPAT-HOHOB U3
ucxoaHbiXx cosedi Zn u Al (puc. 2). Hanbosee MHTEHCHBHBIC IMOJIOCHI MOTJIOIMICHHUS
(3445-3450 cm™ m ~1615 cm™) xapakTepHBI I BAJIEHTHBIX KOJIeOaHUI CBOOOIHOM U
a7copOMpPOBaHHON BOJBI, T.€. HECMOTpPS Ha TO, YTO TeMIlepaTrypa MpU TOPEHUU
coctapisieT 500-650 °C, yacTh BiIaru coxpaHsieTcs.
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Puc. 2. UK-cniekTp npoaykTa ropeHusi cMecu HUTpaToB Zn u Al
C IMMOHHOM KHCJIOTOM

Asmopckas pazpabomxa

Cnsoennass momoca npu  1380-1390 cM?  cooTBETCTBYeT BaleHTHBIM
konebanusam cBsizet N — O. OmgHako WX KOJWYECTBO, BEPOSTHO, HEBEIUKO, T.K.
SHEProOAMCIICPCHOHHBIN aHAIN3 a30Ta He OOHapy)uBaeT (puc. 3).

[Tocne omxkura npoaykra roperns mpu 800-1000 °C HuTpaT-aHHOHBI yIASIOTCS
MOJIHOCThIO, W HAYMHAIOT TPOSBISATHCS TOJOCHI, XapaKTepHbIE sl KoJieOaHMit
KaTHOHOB (puc. 4).

Ha cnekTtpe mmmHenn ecth mojockl (3511, 1677 cm?), cooTsercTByromue
BaJIeHTHBIM KoJsiebanusiMm OH-rpynn aacopOupoBaHHON BOjAbl. B KOPOTKOBOJHOBOM
00JacTH TPUCYTCTBYIOT CHJBHBIC TIOJOCHI, TIPEANOJNOKUTEIHHO OTBEYAIOIINE
KoopauHaMOoHHbIM MHOrorpanaukam AlOs (576 cm™) u cesasam Zn — O (~740 em™Y).

HudpakrorpaMmma TmpoaykTta TopeHus (puc. 5) CBUACTENBCTBYET O €r0
BhIp@KEHHOU peHTreHoamopdHoctu. Tem He MeHee, OCHOBHBIE peduiekcnl (20 = 37°
(100 % muk) 1 31°) OTHOCATCS UMEHHO K IIMHKOBOM IITHHEIIH.

Hayunwiii 632250 6 bydywee 49 ISSN 2415-766X (B) / 2415-7538 (O)



.
Boinyck 16 JITom 1 %
‘\/ [

. @ @ I 3) Zn-A1_500C
20—
- |
1
a
g ]
2 J
£ ]
£ i
= 10=-
7] Eu
AL e &
Dll|I|l|.l|lll|I|I|I]I.IIII|I]I.|I|!|I|I|.I|I'
0 5 10 15 o]

Puc. 3. 3HepF0)II/ICHepCI/IOHHLII71 AHaAJIU3 NMPOAYKTA, NOJYIYCHHOTO TOPCHUEM

CMECH HUTPATOB NUHKA U aJIIOMUHUA B JJMMOHHOM KHCJIOTOM
Aemopckas pazpabomxka

MponyckaHue
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Puc. 4. FTIR-cnexTp mmunemn ZnAl204, noydennoii nocje o6:xura (1000 °C)
Aemopckas pazpabomka
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Puc. 5. JluppakrorpamMma npoayKra ropeHust
Asmopckas pazpabomxa
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[Tocne omkura npoxykra (1000 °C) om sBusercst MoHo(da3ubM (puc. 6) u
XOPOIIIO 3aKPUCTAIM30BAHHBIM. BCe MUKKM COOTBETCTBYIOT IMHKOBOM IIMTUHEIH.

30 40 a0 g0 f0 g0
28
Puc. 6. HITpux-guarpaMmMa npoayKra, nNoJJy4eHHOI0 rOpeHHeM Kceporeis u3

HHTPATOB MHHKA W AJJIOMUHHS C JIJAMOHHOI KHCJI0TO# mocJe o6:xura (1000 °C)
Aemopckas pazpabomxka

Ha puc. 7 npencrasieno COM-u300paxeHue noJrydeHHOTo MPOAYKTa TOPEHHUS.

Puc. 7. MuxkpodoTtorpadus npoayKkra ropeHust
Aemopckas pazpabomxka

[Toporiok SIBJIAETCS MUKPOAUCIICPCHBIM C MPEUMYIICCTBEHHO H30METPHUECKOMN
(hopMoii YacTHIl, UMEIOITUX B OCHOBHOM pazmep 20-30 MKM.

3akJIr0ueHne M BLIBO/LI.

MerooM TopeHusl Kcepores, COCTABICHHOTO HUTPATaAMHU I[MHKA U aJFOMUHHS
(OKHCITUTENIN) U JIMMOHHOM KHUCJIOTON (BOCCTAHOBHUTEIEM) CHHTE3UPOBaHA IIMHKOBAS
umuHenb (ranut) ZnAlb,Os, B Bume mukpoaucnepcHoro mopomka (20-30 miwm).

[TpoayKT CTAaHOBHUTCS OJHOPOIHBIM M XOPOIIIO 3aKPHUCTAUIN30BAHHBIM TIOCTIE OTXKUTA
mpu 1000 °C.
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Abstract. Introduction. Many simple and complex oxides can be obtained by combustion
synthesis. In this paper, ZnAl>O4 (gahnite) synthesis by the combustion of xerogel obtained from
zinc and aluminum nitrates and citric acid was studied.

Main text. ZnAl>O4 spinel in the form of micropowder (20-30 xm) was synthesized. Some data
on physical and chemical methods was analyzed.

Summary and Conclusions. The combustion product contained required spinel, but it was
rather amorphous from XRD data. Spinel turned to well-crystalized substance after an annealing
under 1000 °C.

Key words: spinel synthesis, gahnite, ZnAl,O4, solution combustion synthesis, xerogel
combustion
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