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AnHoTtamus. VccrienoBan cuHTe3 allOMUHATA HUKEIS, UCXO/S M3 OKCHIOB, TUIPOKCHIOB M HUTPATOB HUKEIS M aTFOMUHUSL
PeakumoHHast cnocoOHOCTH TPEKYPCOPOB COMOCTABIEHA C IOMOIIBI0 3((EKTHBHBIX KOHCTAHT CKOpOCTH. OKCHIHEBIE
MIPEKYPCOPBI BCTYIAN BO B3aUMOJIEWCTBHE C CYIIECTBEHHO MEHBIIEH CKOPOCTHIO 10 CPABHEHUIO C TUIPOKCHIAMH U COJISIMH,
9T0 OOBSICHUMO C TOUYKH 3peHus a¢pdexra Xenpamwia. [IpoaHamu3upoBaHO BIHMSHHE NPEIBAPUTEIBHON MeXaHHYEeCKOH
aKTHBAIMHU ITPESHMYIIIECTBEHHO YIapHOTO THIIA (TUTaHETapHAast MEJIBHUIIA) U UCTUpaHNs (IIapo-KOJbIIeBasi MEJIbHUIIA), a TAKKe
MHKPOBOJIHOBO# 00pabdoTku (2,45 T'Tw). YcranosneHo, yro Hanbosee S3Pp(HeKTHBHBIM SIBISIETCS KOMOWHUPOBAHHBINA METOI,
COCTOSILIMI M3 MEXaHHUECKOH 00paboTku peakionHo# cMeck HUTpatoB Ni u Al B ritaHeTapHO# MENBHHIIE € MOCIIETYOIIUM
00KUTOM B TEPMHYECKOH MeYH, TaK KaK OH MPUBOIMI K IMOTYICHHIO MPAKTHIECKH OAHO(pA3HOr0 MPoayKTa. MHUKPOBOIHOBAS
00paboTKa 3aHsIIa MPOMEKYTOUHOE TOJIOKEHHE MEXIY TUIAHETAPHON U IIapO-KOJIBIEBOH METBHUIIAMH 10 3()(EeKTHBHOCTH.
MaxkcuMaIbHBIH BBIXOJT IIITUHENN OB ITOTyYeH MPH HCIOIb30BAaHUM HUTPATOB HUKEJIS M AIFOMUHHS B Ka4eCTBE TIPEKYPCOPOB.
[IpoaHanu3upoBaHbl CTPYKTYPHBIE XapaKTePHCTHKU (pa3Mepbl KPUCTAJUIUTOB, IapaMeTp KPUCTAJUIMYECKOH PpEIleTKH),
yIenbHas MoBepxHocTh U pasMep mop NiAl2Oa.

KumoueBble cioBa: mmunens, NiAl204, TBeprodasnblii cHHTE3, MEXaHOAKTHUBALIMS, MUKPOBOJIHOBAs 00paboTKa

Activated synthesis of NiAl.O4 spinel
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Abstract. Nickel aluminate spinel synthesis from oxides, hydroxides and nitrates of nickel and aluminum was investigated.
The precursors reactivity was compared by means of effective rate constants. Oxide precursors reacted with the substantially
less rate in comparison with hydroxides and salts that is explainable from the point of view of Hedwall effect. The influence
of a preliminary mechanical activation by mainly impact (planetary mill) and attrition (ball-ring mill) action as well as a
microwave treatment (2.45 GHz) was analyzed. The combined method consisted of a mechanical treatment of Ni and Al nitrates
mixture in a planetary mill and the subsequent burning in a thermal oven was considered as the most effective because it
resulted in the practically single product. The microwave treatment took up an intermediate position by the effectiveness. The
maximum yield was under using nickel and aluminum nitrates as precursors. Structural characteristics (crystallite sizes, lattice
parameters), specific surface area, and pore size of NiAl204were analyzed.
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1. Beenenue

MexaHnyeckuiiT ¥ MHUKPOBOJHOBBI BUABbl OOpaOOTKM HEOPraHWYECKHUX cMecei
OTHOCATCA K 4YHCIY HWHTCHCHUBHO MH3Y4YaCMbIX W IMCPCICKTUBHBIX MCTOAOB IIOBBIIICHUA
CKOpPOCTH TBCpIIO(l)a?;HI)IX MponecCoB, TAKMX KaK BBICOKOTECMIICPATYPHBLIC PCAKIIUH, CIICKAHHNEC
kepamukd. Takast oOpaboTKa YCKOpSIET W HMHUIMUPYET (PU3MKO-XMMHUYECKHE MpPOIECCHl B
reTCPOTrCHHBIX CHUCTEMaAXx, HU3MCHSACT PCAKIIMOHHYIO CIIOCOOHOCTD TBEPABIX TECII.
MCXZlHO&KTI/IBaHI/IH BbI3bIBACT, KaK IIPaBHJIO, YCTOP'IQHBBIG HU3MCHCHHUA B TBEPAOM TEIIC,
0COOEHHO B CTPYKType TIOBEPXHOCTHOTO CIJIOS. MUKPOBOJIHOBEII HAarpeB BBI3BIBACT
paBHOMEpHOE HarpeBaHue 00pasloB BO BceM 00beMe BellecTBa. B kauecTBe ero JOCTOMHCTB
CICAYECT OTMCTUTH BBICOKYIO CKOPOCTb W HH3KYIO HWHCPIHUMOHHOCTb HaArpeBa, a TaKKe
BO3MOXHOCTE OCYHICCTBJICHUSA H36I/IpaTeHBHOFO Harpe€BaHHus OTACJIbHBIX KOMIIOHECHTOB CMECHU
BEIIIECTB.

[IInuHeNMn COCTABIAKOT BAXKHYKO TPYIIYy MAT€pUajoB, HIMPOKO HMCHOJIB3YEMBIX B
COBpeMEHHOU TexHojoruu. CMenraHHble METAJI-OKCUIHBIC IIMUHEIN C o0Iel (hopMymnon
AB>04 naBHO MpUBIIEKAIOT K ceO¢ BHUMAHUE U3-32 BO3MOXKHOCTH UX MIPUMEHEHUS B KAUECTBE
MarHUTHBIX MaTE€PUAJIOB, TUT'MEHTOB, KaTaIM3aTOPOB, OTHEYOPOB U T.1. B JaHHOU cTarhe
paccMoTpeHo obOpaszoBanue amomuHata Hukedas NiAlOs. Dta  mmuHens —

CIMHCTBEHHOE coeauHeHnue, obpasyiomeecs B cucteme NiO — AlOs, kortopoe

ycroitunBo g0 2110 °C [1].

2. IlocranoBka 3agaum (Lleab ucciienoBanus)

B manHoii craTthe paccMoTpeHO oOpasoBanue amromuHara Hukelst NiAlOs. Dta
IIIUHENIb — EIUHCTBEHHOE coeanHeHue, odOpasyiomieecs B cucrteme NIO — AlOs,
KOTOpoe sBiisieTcsi orHeynmopHbM (1o 2110 °C). YcToH4MBO K IIenoyam, SBISICTCS

MarouTHBIM U (bOTOKaTaJII/ITI/I‘IeCKI/IM MaTcpHuaioM.

3. MeToabl 1 MaTepHAJIbI HCCJIeI0BAHUS

Pearenter  NiO, Ni(OH)2, Ni(NO3)2:-6H20, ALOs (B vy-dopme), AI(OH)s,
AlI(NO3)3-9H,0  kBamudukanuu «d.m.a.». PeakIMOHHBIE CMECH TOTOBHJIM MPOCTHIM
CMEIICHUEM UCXOTHBIX BEIIECTB, a TAKXKE C UCIIOIb30BAaHUEM MEXaHHUECKOH / MUKPOBOJHOBOM
obpabotku. Coortnomenne wMexay NiIO/Al,O3 cooTBeTCTBOBaIO CTEXMOMETPHUYECKOMY
coctaBy NiAlOs. Cmecn i u3ydeHHS KWHHETHKH INIKAHEIC00pa30BaHMsl TOTOBUIIH

CMCHICHUCM KOMIIOHCHTOB C TMOCICAYIOIIMM XOJOAHBIM MPECCOBAHUCM. HOJ'Iy‘{CHHBIe
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tabnerkn oOxuramu B nedyax MP 2UM u MF-1700M. Mexanuueckyto o0OpabOTKy cmecei
BBINOJIHAIM B TeueHHe 20 MHUH B JiabopaTopHOW miapo-koJibleBoil menbHuue (IIIKM) u B
wranetapHord MenbHUIEe (IIM) tuna AI'O-2. MHUKpOBOJTHOBYIO 00pabOTKy OCYIIECTBISUTA B
CBY-neun BOSCH HMT72M420.

[IpoObl xapakTepu3oBaIM C TOMOIIBIO peHTreHogazoBoro ananmu3a (PDA) Ha
mudppaxkromerpe JIPOH-6 ¢ menubsiM anogoM. MK-ciekTp noriomienust 3anucal ¢ NOMOIIbIO
cnekrpodoTtometpa Bruker FTIR IFS-88 (mpo6st ¢ KBr). DieKTpOHHBII CIIEKTP MOTIOMICHHS
nosiyder Ha mpubope Shimadzu UV/3101 PC B unrtepsane 400—750 am. M3amepenus yaenbHOM
MOBEPXHOCTH TMOPOIIKa, O00beMa M JMaMeTpa IOp BBIMOJHEHb Ha mpubdope Autosorb-1
Quantachrome. YaenbHyI0 MOBEpXHOCTH ompeaensiin merogom BOT. Pacmpenenenue mop

oreHnBai mertonom BJH.
4. ITosryyeHHbIe pe3yabTaThl

Bennuunel cremenu npespamieHust (comepxkanue NiAlLOs) o npu  pasnuyHOi

JUTMTEIIbHOCTH CHHTE3a T ObutH 00padoTaHbl 10 ypaBHEeHHIO [ mHCTIMHTa-bpoyHImTeiina:
1-2a-(1-a)P=k (1)
3¢ ( a)“® = Krgt,

rae Krs — 2 hexTHBHAs KOHCTaHTa CKOPOCTH, C™.

OKcuaHBIE TIPEKYPCOPBl pearupoBajId 3HAYUTEIBHO MEIJICHHEE, YeM THIPOKCHIBI U
conu (tabmuma 1). Bo Bpemsi muposm3a THAPOKCHIOB U HUTPATOB BEUIECTBO HAXOIMJIOCH B
AKTHBHOM COCTOSIHUM W3-32 TOSBISIONIMXCS HANPSHKECHWH W TOCICIYIOUICH MepecTpornKu
Kpuctauimaecko pemerku  (3ddexr XoaBamma). Pemerka BpeMEHHO CTaHOBHWIIACH
HECTa0MJILHOM, YTO TOBBIIIATIO CKOPOCTh PEaKIWU. BrocnencTBUM Juisi CHHTE3a NINMUHEIN

HCITIOJIb30BAJIUCh THAPOKCHUABI U HUTPATBI HUKECIIS U aJIFOMUHHA.

Tadonauua 1. DddexTuBHbIe KOHCTaHTBI ckopocTH 00pazoBanus NiAl,O4 u3 paznuyHbIx
npekypcopos (1000 °C).

IIpexypcopsl D¢ dekTrBHAsS KOHCTaHTa ckopocTH Krs 10°, ¢
NiO + Al;03 1,8+0,3

Ni(OH). + Al(OH)s3 21 +4

Ni(NOs)2 + Al(NOz)3 33+4

Cmecu mpekypcopoB nocie MBO Ttak ke, kak cmecu mnocie MO B MenbHHIIAX,

noJiBeprajin TepMudeckoil oopadborke. Ha pucynke 1 mpenacraBineHsl qudpakTorpaMMmsbl JUIs
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MNPOAYKTOB, IIOJYYCHHBIX HW3 THAPOKCHIOB HHUKCIA W aJTFOMHUHUA. Bo Bcex cirydadax
obOpazoBbiBasicsi  neneBodt  mpoaykT  NiAlOs, HO ero KoJM4ecTBO W CTCIEHb

3aKpUCTANIM30BAHHOCTU OTINYAJIUCE.
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Pucynok 1. JTudpakrorpammsr o6oxkerHoro npoaykra (900 °C) u3
cmeceit Ni(OH)2 u Al(OH)3, monydeHHbIX O3 MpeaBapUTEIHLHOTO
BO3/IclicTBUA (a), Tocie oOpabOTKH B MHUKPOBOJHOBOU meun (0),
IIIKM (B) u IIM (r). Ycnosusie o6o3nauenus: © - NiAlLOs, A -

NiO, VAlLO3,
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[Tocne mpocToro cMemeHus: 1 MUKPOBOJIHOBOM 00paObOTKH MPUCYTCTBOBAIN HCXOTHBIE
okcuiwl (NIO, Al2O3) (pucynok 1, a, 0): BeicoTa uka NiAl.O4 conocraBuma ¢ pedutekcom NiO.
Bo Bpems MBO B pemerkax CcOEIMHEHUN NPOUCXOAWIIN ONPEJECICHHbIE H3MEHEHMUS,
COIIPOBOKJABINMECS HakomieHHeM naedekroB. B pesymbraTe Takoil 0OpabOTKH MPOIYKT
peaknmuyu He MUMeNl XOpomo cHOpMUPOBAHHON KPHUCTAILTMUECKOW pemieTkd (pucyHok 1. 0).
Yerko BHUIHO, YTO HHTEHCHBHas mnoarotoska B [IM mnpu oOxwure paBama NpakTUYECKU
MoHOGa3HyI0 MMNUHENbHYI0 ¢a3zy. B To xe Bpems 6onee cinaboe Bozzaeiictue B IIIKM u B
OTCYTCTBHUE 00pabOTKHU (PUCYHOK 1, B, @) MPUBOIMIIO K HATTUYHUIO B TPOYKTE 3HAUUTEIHHOTO
KOJIMYECTBA UCXOHBIX OKCUIOB.

MukpoBoHOBasE WJIM MEXaHWYecKas o00paboTKa yJapHOTO THIA TO3BOJISIIA
OCYILIECTBIISITh OCHOBHYIO YaCTh TEPMOJIHM3a Ha MOJArOTOBUTEIBHON CTaJUM, TAKUM 00pa3om,
COEJIMHEHUS MOAXO0IMIHN K 00KHUTY B akTUBHOM (opme. CBexkeoOpazoBaHHBIE OKCHUJIBI UM ENTU
MOBBIIIEHHYIO PEAKIIMOHHYIO CIIOCOOHOCTh; 3HAUMTENbHAsl 4yacTh Je(pEeKTOB yAaisigach Ha
3aKITIOYATENbHON cTaauu oOkwura. Bemwmuuusl Beixoga NIAILOs u pasauuHbBIX cOYeTaHHIA
MPEKYPCOPOB M PaA3HBIX CHOCOOOB OOpaOOTKM PEAKIMOHHBIX CMeCcel Tmepes; OOKUTOM

MIPUBEICHBI B TaOIHUIIE 2.

Ta6auua 2. Beixox NiA1204 nociie o6kura (900 °C) u3 cMeceid, moAroToBICHHBIX
MHKPOBOJIHOM ¥ MEXaHUYECKOH 00pabOTKOM.

Brixon Breixoa mmunenu, %, nocie o06paboTKu
DekyVDEODLL ey, %,
pekypeop oe3 B CBY-nieun B [IIKM B [IM
00paboTKu

Ni(OH)2 + AI(OH)3 45+ 5 50+6 54 +6 786
Ni(OH)2 + AI(NO3)3 49+6 66 +5 59+5 845
Ni(NO3)2 + AI(OH)3 44 + 4 71+8 617 867
Ni(NO3)2 + AI(NO3)3 54 +6 99 +3 819 100+ 6

KoMOuHMpOBaHHBINA METOI, COCTOSIINM U3 MEXaHUYeCKOi 00paboTKH CMecH HUTPATOB
HUKENS U aJIOMHHUA B IJIAHETAPHOM MEJbHHUIE C MOCIEAYIOIUM O00KUIOM B TEPMUUYECKON
neyu, Obl Mpu3HaH Hanbosee F3PPEKTUBHBIM, TaK KaK OH MO3BOJISUT MOJYYHUTh MPAKTHUECKU
oJ1HO(a3HbII TPoAyKT. MUKPOBOJIHOBOE BO3EHCTBUE 3aHUMAIIO ITPOMEKYTOUHOE MOJI0KEHHE
10 pe3yIbTaTUBHOCTH. [losydeHHbIe TaHHBIE MTOKA3aIH, YTO MAaKCUMAaJIbHbIM BBIXO/ HIMMHEIN
ObUI TMOJIydeH MpHU HCHOJIb30BaHWMM HUTpaToB Ni m Al kak npexypcopos. Jltoboit Bua ux

aKTHBAIlMM MOBbIMAN Bbixoa npoaykra 1o 8§1-100 %. BeposiTHO, 3TO CBS3aHO € BBICOKOM

H.B. ®uiaarosa, H.®. Kocenxo, U.U. 3onuna, M.C. ManonBan | AKTHBHPOBaHHBIN cuuTe3 mmunean NiAl204

60



Bcepoccuiickasi HayuyHasi KoHGepeHIHs

«Poccmiickasi HayKa, HHHOBAIMH, 00pa3oBaHue- 3 (2022)
POCHHUO-2022»

CTENEHbIO THJpaTallud HCXOJHBIX HUTPATOB, IIO3TOMY IIpeIBapUTENbHas 00pabdoTKa
MIPUBOIMJIA K 3HAYUTEIbHBIM U3MEHEHUSIM B CTPYKTYpax CO€AMHEHUN B X0OJI€ YAAJIEHUS BObI.
WNuTencuBHas MexaHudeckass oOpaborka B IIM Obuta HamOomnee 3(pQGEKTUBHOUN IS BCEX
cmeceir. [Ipuw ynapHOM BO3ICHCTBHUM HAKAIUIMBAJIOCh OOJIBIIIOE KOJIMYECTBO BaKaHCHH,
BKJIKOYAsi T€, KOTOPBIE NOSBISINCH IpH Aeruaparanuu. Mctupanne B LIKM conpoBosxaanocs
MEHBUIMMH 3HEpro3arparaMd U MeHee pe3yiabTaTUBHO. IloBbllleHHE TemmepaTypsl 00Kura
MPUBOJIUIIO K 3aJICYMBAHHIO JIEEKTOB; pa3Mepbl KPUCTAJUIUTOB YBEITMYMBAIHUCH (PUCYHOK 2),

a yACJIbHasd MOBCPXHOCTH MOPOIIKA 3aKOHOMEPHO YMCHbIIAIACH.
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Pucynok 2. CTpykTypHbIE XapaKTEPUCTUKH U yJelbHas
noBepxHocTh NiAlOs u3 060xxkeHHOM cMecu HUTpaToB NI u
Al ocite 06pabOTKH B TIIAHETAPHOIN MEJIBHHMIIE.

[Ipoananu3upoBaHbl U30TEpPMBbI  ancopOruu-gecopouun Nz  ams 000K KEHHOTO
npoaykra. B coorBerctBum ¢ kinaccuduxarnueit MFOITAK, atu uzorepmbl MoxkHO oTHECTH K 1V
TUITY, TAaK KaK OHU UMEJH MEeTJII0 TUCTEPE3rca, XapaKTEPHYIO Ui ME30TIOPUCTHIX CTPYKTYP.
Meszonopuctocts 00pa3oB Oblia MOATBEPKACHA aHAIU30M PaclpeAeTICHH MOP MO CPEAHEMY
pasMepy, ucnonb3ys meron BJH. Pasmepsl mpunaanmexar auamnazoHy A7 ME30MOPHCTOTO

Matepuana (2+50 um), a uMeHHO 2—15 HM.

5. BeIBOABI

ComnocTraBiieHa peakIIMOHHAs! CIIOCOOHOCTh OKCHJIOB, THJPOKCHJIOB U cOJIel (HUTPATOB)
Hukens (1) m amomuaus B mpomecce oOpaszoBanus mmmHenu NiAlOs ¢ momomibio
3(QPEKTUBHBIX KOHCTAHT CKOPOCTH PEAKIHMH M BEIMYUH BBIXOJA MPOJYKTAa B PA3IUYHBIX

YCJIOBUSX. I/I3yqu0 BJIMSHUC HpCI[BapHTeHLHOﬁ MHKpOBOHHOBOﬁ U MEXaHH4YeCKOH
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(uctuparoieu, yrapHo-HCTHPAIOIIe) 00paboTku cMeceid peareHToB. OmpeieNieHbl yaelIbHas
MOBEPXHOCTh  IOJIy4a€MOTO  TOPOIIKA, pa3Mephl  KPUCTALIUTOB W TapaMeTpbl

KPUCTAJNTHIECKOH peIIeTKH CHHTE3UPOBAHHOM IITIMHENH MIPU PAa3HBIX TEMIIEpaTypax.
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