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AHHOTanusA. MeTooM TOpeHHs ObUIM CHHTE3MPOBaHBI MPOXYKTH ropeHus kceporens (III'K) HukenbaaroMHHATHOTO COCTaBa C
HCTIONb30BaHNeM JMMOHHOHM kmcnotel (JIK) B kadectBe TommBa. Ommcansl cBoiictBa III'K, ompenenenHble MeromaMu
pentrenodasosoro, Tepmudeckoro, HMK-cmekrpampHoro amammza. C  HOMOIIBIO HH(PAKpacHOTO IIHPOMETPAa yCTaHOBJIEHA
MakcUMalbHas TeminepaTtypa ropenus — 468 °C. IloxydeHa 3aBUCHMOCTb TeMIIEpaTypsl OT BpeMeHU. BhInoiHeH TepMudeckuil aHammus
III'K. Ompenenen cocTaB Tra3oB, BBLACHAIONIMXCA B XO0J€ TopeHHsA. Macc-ClieKTpanbHble KpUBBIE CBUAETENBCTBOBANIU O
MPEUMYIIECTBEHHOM BBIICICHHH Ta3000pa3HbIX IPOJYKTOB, COOTBETCTBOBABIINX YPABHEHHIO OKHMCIMTEIBHO-BOCCTAHOBUTENIBHBIX
peakimit: H20, N2, CO.. IlpuBeieH npeanonoKuTeNbHbIH MepeueHb YPaBHEHHH peakIuii, MPUBOAMBIINX K 00pa30BaHUIO IIMHHEIH.

KiioueBble ci10Ba: CHHTE3 FOPEHHEM PacTBOPOB (Kceporeneii), COCTaB CMECH JUIsl TOPEHHUS, OKCHJL AIFOMUHUS, HUKEJIbaTIOMUHATHAS
IINHHENb, TPOLYKT TOPEHUS KCEPOTeIIs.

Nickel-aluminate spinel synthesis by xerogel combustion
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Abstract. Combustion products of xerogel (XCP) of nickel aluminate composition were synthesized using citric acid (CA) as fuel.
The XCP properties determined by different methods are described. With the help of an infrared pyrometer, the maximum burning
temperature was set at 468 °C. The dependence of temperature on time is obtained. A thermal analysis of XCP was performed. The
composition of gases released during combustion has been determined. The mass spectral curves indicated the predominant release of
gaseous products that corresponded to the equation of redox reactions: H20, N2, CO2. A hypothetical list of equations of reactions
leading to the formation of spinel is given.

Keywords: solution (xerogel)combustion synthesis, combustion mixture composition, nickel-aluminate spinel, xerogel combustion
product.
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1. BBenenue

MeTto1 TOpeH s aKTUBHO MPUMEHSIETCSI 1711 TIOMYyUEHUS PA3IMYHBIX IIMUHEICH, B TOM YUCIIE
u NiAl,O4 [1-6]. B mocienHue roasl METOI TOPeHHsI BOCTPeOOBaH /ISl OMyUEHUsT KaTaTn3aTOPOB U
ux HocuTenel pasnmuuHoro coctaBa: Ni/AlOs3, NiO/AlLO3, Ni-NiAlbO4, a Takke KOMITO3UTOB THIA
NiAl,04/NiO. D10 BbI3BaHO CTaOMIBLHOCTBIO IIMMUHENN, YCTOMYUBOCTHIO K KHUCIOTaM U IIEIoYaM,
BBICOKOM TemIieparypoii miasnenus. B o63ope [7] mokazano, uto NiAl,O4 o6pasyercs B mporecce
rOpeHusi, 0COOEHHO MPH MOBBIIEHHBIX TeMIiepatypax, uin orxura (500-900 °C). PentrenodazoBslii
aHanu3 noaTrBepaud cocymiectBoBanue ¢a3 NiO u NiAlbO4 u oTCyTCTBHE OKCHJIa ATFOMUHMUSI, YTO
CBUJICTEIBCTBYET O MOJTHOM BKJIIOUCHHH AIOMHUHUS B CTPYKTypy mmuHenu. Omxur Boime 800 °C
COCOOCTBYeT KpucTaumm3auuu ctabmibHoi (azel NiAlOs, B KOTOPOIl HUKENb pacmpeaessercs
paBHOMepHO. [Tocneayromiee BOCCTaHOBIEHUE IIMTUHENN TPUBOAUT K 00pPa30BaHUIO KaTAIU3aTOPOB
Ni/AL2O; ¢ TonkonucnepcabivMu gactuiamu Ni (10-30 HM), oGecriednBast MOBBIIIEHHYIO aKTUBHOCTh

MIPU YMEPEHHBIX TEMIIEpaTypax peakiuu.

2. IloctanoBka 3aaaum (Ileab ncciaenoBanus)

B nanHOil paboTe M3MOXKEHBI Pe3yJbTaThbl MCCIEAOBAaHHMS MPOAYKTa TOPEHHUS KCeporels,
[IOJIy4YEHHOTO W3 HUTPATOB HUKEId W aJIIOMHHMS C HCIOJIb30BAHMEM JIMMOHHOW KHUCJIOTHI,

IMPUBOJAIINX K 06p330BaHI/IIO HHUKEIbaTIOMUHATHOM IIITHHEIH.

3. MeToabl 1 MaTepuaJibl HCCJIeI0BAHNS

Jnst cunHTe3a ObuIM WCToNIb30BaHbI peakTuBbl: HUTpar amomubus (HA) AI(NO3)3-9H2O,
autpar Hukens (HH) Ni(NOs)2-6H2O, nmumonnas kucnora (JIK) CsHsO7-HO [HOOC-CHa-
C(OH)COOH-CH,COOH] kBanu¢pukamuu "a.1.a.".

Jost momyuenus [II'K (NA) ucnions3oBanu kpuctasmoruapatel HH m HA (oxucnurenn) u JIK
(BOCCTaHOBHTENb) B COOTBETCTBUH C YPAaBHCHHUEM PEaKIUH:

2[Ni(NO3)2:6H20] + 4[AI(NO3)3-9H20] + 5CsHgO7 + 2HNO3 = 2NiAl,04 + 9N, + 30CO> + 69H20
HcxonHple KOMIIOHEHTHI BBOJWJIM B CMECH [UIsi TOPEHHS B CTEXHMOMETPUYECKOM

COOTHOIIICHUHU. MeToIMKa SKCIIEPUMEHTA M UCTIOJIb3yeMble TPUOOPHI ONMCaHbI paHee [8].

4. Ilony4yeHHbIE Pe3yJbTAThl

3aMepbl TeMIlepaTypsl C IMOMOIIBI0 HH(PaAKpPacHOrO MUpOMETpa B MPOIECCE TOPEHUS

(pucyHok 1) manm BO3MOXHOCTh YCTaHOBUTH €€ MaKCHUMalbHOE 3HaueHHE Tmax i [IIK (NA),
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paBHoe 468 °C (kpuBas 3). s cpaBHEHUS MpeACTaBICHBI aHANOTHYHBIC 3aBucuMocTH s [1I'K
HukenbokcuaHoro coctara [[II'K (N)] (kpuBas /) u amomookcuanoro coctasa [III'K (A)] (kpuBas
2): 447 u 429 °C cooTBeTcTBEHHO. Pa3nuune B X0/1€ MOJIy4YeHHBIX 3aBUCUMOCTEH POSIBIISIIOCH JIUIIIb

B Pa3IMYHOM CKOPOCTH MobeMa Temriepatypsl 10 ~300 °C.
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Pucynoxk 1. U3menenne temmneparypsl Bo Bpems ropenust [II'K (N)(7), IIT'K (A)(2), [ITK (NA)(3).

Tepmuueckue 3aBucumoctu (TG, DSC) muis K npuBenens! Ha pucyHke 2. Hanuune 4eTko
BBIpOXEHHOTO  3K303(¢(deKTa  CBUACTEIHCTBOBAIO O  HE3aBEpUICHHOW  OKHCIUTENIbHO-
BOCCTAaHOBUTEIBHON peakiuu B Ipolecce COOCTBEHHO ropeHus. Temmeparypa MakcuMyMa, Kak U
oTMe4eHO paHee [8], ObUTH OJIM3KK K U3MEPEHHBIM ¢ MoMoIkio mupomerpa: 471 (pucyHok 2) u 468
°C (pucynok 1, xpuBas 3). Macc-ciekTpanbHbie KpuBbie (MS), cHsAThie OHJIAWH (PUCYHOK 2),
CBUACTEIbCTBOBAIM O  NIPEUMYIIECTBEHHOM  BBIIEJICHMM  Tra3000pa3HbIX  MPOIYKTOB,
COOTBETCTBOBABIIHUX YPAaBHEHUSM OKHCIUTEIbHO-BOCCTAHOBUTENBHBIX PpPEAKIMHA, MPUBEACHHBIX
Boiie: HoO, N2, CO,. Hacts a3ora otmemisiack B Buge NO u NOa.

OcHOBBIBasiCb Ha JAHHBIX MPOAYKTAaX M JIMTEpAaTypHbIX MAaHHbIX [9, 10], MoxHO

MIPEATIONOXHUTH MPOTEKAHUE PEAKITUI TI0 CIEAYIOIINM CXEMaM:

54 °C 85,4 °C
Ni(NO3)2-6H,0 — Ni(NO3)2-4H,0 —— Ni(NO3)2-2H,0 (1)
Ni(NO3)2-2H20 = NiO + NOz + NO + O + 2H,0 )
130 °C 200 °C
AI(NO3)3-9H,0 — AI(NO3); — 1/2A1,03+3/2N0, +3/2NO +3/20; 3)
Ni(NO3)2-2H20 + C¢HgO7 — Ni + NiO + NO2+ NO + Nz + CO2 +H20 +02 (4)
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6[AI(NO3)3-9H20] + 5C¢HgO7 = 3A1b03 + 9N, + 30CO, + 74H,0 (%)
2[Ni(NO3)2-6H20] + 4[AI(NO3)3:9H20] + 5C¢HsO7 + 2HNO3 = 2NiALO4 +
9Nz +30CO2 + 69H.0 (©)
Ni+ O2 =NiO +1/20; (7
CsHgO7 = CsH4O3 (uutpakoHoBbIi/uTakoHOBEIN anruapua) + COz + 2H,0 (8)
Ha nosepxuoct AlbOs: 2A1,05 + Ni** = NiALOs + 2A13+ 20* 9)
Ha nosepxuoctr NiO: 2NiO + 2A1" + 207 = NiAl,O4 + Ni" (10)
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Pucynoxk 2. TI'/JICK u macc-criektpansubie Kpusblie 1 [II'K (NA).

5. BeIBOaABI
C moMOIIbI0 KOMIUIEKCHOTO TEPMHUYECKOTO aHaIn3a M3y4YeH MPOAYKT TOPEHHUSI KCepores,

MOJTyYCHHBIN U3 HUTPATOB HUKETIS U AIFOMUHUS (OKHCITUTENEH) C MPUMEHEHHUEM JTMMOHHOMN KUCIIOTHI
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B KavecTBe ToruiMBa (BoccraHoButenst). OrnieHeHa MakcuManbHas Temieparypa ropenus — 468 °C.

YcTaHoBIEH COCTaB Ta30B, BBIACIAIOIMIUXCA B XO4C TOPCHUA.

baaroxapuocru

Pabota BeITIOTHEHA B paMKaxX rOCyIapCTBEHHOTo 3anaHus Ha BbimosHenue HUP (Tema No

FZZW-2024-0004).
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