VK 549.731.1

HU3KOTEMIEPATYPHBI CUHTE3

MATHUU-AJJIOMUHUEBOU IIITUHEJIN

E.I'. Jleoosckasa, C.B. I'abenkos, /1. M. /lumeunenxo, /I.C. Jlozéunkos,
A.I'. Muponosa, M.A. Ooeiiuyk, H.C. Ilonmaeues, P.B. Tapacoe

Hayuonanvnwiit nayunstii yenmp «XapvKoeckuil hu3uKo-mexHuyeckuil
uncmumymy; 2. Xapvkoe, Ykpauna

IIpoBeneH HU3KOTEMIIEPATyPHBII CUHTE3 MAarHU-aFOMUHUEBON IIITUHEIN METOA0M TEPMUYECKOT0O PA3IOKEHHUs] COBMECT-
HO OC&KIEHHBIX TUIPOOKCHIOB. [10TydeH BEICOKOAUCIIEPCHBIA MaTepUal MArHUH-aJIFOMUHUEBOM IIITUHEIN CO CPEINHUM pa3-
MepoM 00J1acTel KOTepeHTHOTO paccesHus 4...5 HM. Marauif-aroMIHIeBas IIIAHEIh W HCXOIHBIE THIPOOKCHIBI HCCIIeI0Ba-
JIHCh MeToziaMu T (pepeHINaTbHOrO TEPMIYIECKOTO aHAIN3a, PEHTTCHOBCKOTO (ha30BOr0 aHAIM3a 1 MIPOBOAIINCH H3MEPEHHS
yOBUIM Macchl TIpX JETHAPATALIN U TEPMUYECKOM Pa3IoKeHNH. MEeTOIOM PEHTTeHOBCKOro (ha30BOT0 aHaIM3a YCTAHOBJICHO,
gro nipu Temrieparype 300 °C npoXoauT CHHTE3 MarHH-aTFOMAHICBON TIIITAHEIH.

BBEJIEHUE

B mocneaHue HECKOJBKO JIET BO3pacTalOIIMil HH-
TepeC YYEHBIX BBI3BIBAIOT HAHOJMCIEPCHBIE IOPOII-
KOBBIE MaTepHalbl. B pasmTUYHBIX OTPACIIX TEXHHUKH
HaXOJST BBHICOKOA((PEKTUBHOE NPHUMEHEHHE HaHOMAaTe-
pHAaITBI Pa3IAYHBIX KJIACCOB: METAJUIBI, KEPaMUKa, TTOJIH-
MepBbI, pa3IMIHbIE KOMITO3UTHI U T.1. MHOTHMH cTienna-
JUCTaMM TOKa3aHO, YTO pAJ (HU3MYECKUX CBOWCTB
HaHO-CTPYKTYPHBIX MaTe€pUalOB 3HAYUTEILHO MPEBOC-
XOAT TaKOBbIe OOBIYHBIX KPYHMHO3EPHHUCTHIX MaTepHa-
s0B. OHUM U3 IyTel MOoJTydyeHHs] MaTepHalioB C BBICO-
KHMH SKCIUTyaTallMOHHBIMH CBOWCTBAMH SIBIISIETCS CO-
3aHHEe HAHOMATEpUaloB, KOTOpoe TpeOyeT perieHHs
POOIIEMBI TTOMYYCHUST BRICOKOKAYECTBEHHBIX MOHO/IHC-
TIEPCHBIX HAHOIIOPOIITKOB.

OcoOb1ii MHTEpeC BBI3BIBAET KEpaMHKa Ha OCHOBE
MarHAH-aJTIOMIHAEBOW [IMTHHEIH, KOTOpas MMEEeT IIH-
poKoe MpUMEHEHHEe B METAJLTYPriH, paIuOTEXHUKE, XH-
MUYECKOM MPOU3BOJICTBE U paccMaTpUBaeTcs Kak Iep-
CTIIEKTHUBHAA B siiepHOl dHepreTuke [1-9]. OHa sBhseTcs
KepaMHYEeCKIM MaTepHalioM C JOCTAaTOYHOM MeXaHude-
CKOM NIPOYHOCTBIO, XOPOLIEH KOPPO3HMOHHOW U pajaua-
IMOHHOW CTOHKOCTHIO [1, 2] 1 ipeutaraeTcs B KauecTBe
HMHEPTHON MaTpULBI B IAEPHOM TOIUIUBE [3], MaTpULI B
MUMICHSX JUTSL TPAHCMYTAITUN aKTHHOHJIOB, a TAKXKE IS
UMMOOMIIM3ALINY PAIMOAKTUBHBIX OTXOJOB KaK HHEPT-
Has MaTpuiia komno3uiuu CUHpok [4].

IIpu oOmEenpuHITOM MeTOAe I CHHTE3a MarHuii-
QTIOMUHUEBON IIMHHEIN HCIOJIB3YIOTCS XHUMUYECKH
gucteie mopomkd MgO u AlLOs [5]. CunTe3 mpoBoIsAT
peaxmmeir B TBepmor ¢asze. Heobxommmas mis ocyre-
CTBJICHUS 3TOH PEaKIMU TEMIepaTypa HaXOJIUTCS B WH-
tepsane 1100...1600 'C aus MCXOOHBIX KOMIIOHEHTOB
pasnuyHoro mpoucxoxaenus [3-5, 7-10].

B TeueHue mocnenHUX MecSITUNETUI pa3BUBAJNChH
pa3nuYHble TEXHOJIOTWH IO MOIYYECHHIO MarHWN-alio-
MuHHeBOH mnuHenu. Croa BXOAUT THAPOTEPMAaIbHBIHN
CHHTE3, IIa3MEHHOE PACIBUICHHE OKCHIOB, 30Jb-TCIIb-
METOJ], CYIIKa 3aMOpakKHBaHHEM CYJb(aT-pacTBOpPOB,
METOJ] MCXaHOXHMHYCCKOW aKTUBAIIMA B PA3TUYHBIX
MEJbHUIIaX NMPU KOMHATHOM Temneparype [6], pa3noxe-
HHE METa/NIOOPTaHNYECKUX COCIUHEHUH B CBEPXKPUTH-
YECKHX JKHUIKOCTSAX, METOJ COBMECTHOTO OCaXICHUS

THAPOOKCHJIOB MAarHUsl M aTFOMHUHUS [7], a TakKe a’dpo-
30JIBHBINA MeTO [8].

OpmHako, HECMOTpPS Ha YCHEXH IO IPUTOTOBJICHHUIO
KAaueCTBEHHOI'0 TOPOIIKA MarHui-alrOMHHUEBOW IIIHU-
HeJW, TIOUCK HamboJiee ONTHMAIBHOTO MeTona (BBICO-
Kas MOJIHOTA CHHTE3a MPU HU3KUX DHEPreTHYEeCKHUX 3a-
TpaTax, 3aJaHHBI pa3Mep 4YacTUll, HHU3Kas CTENEHb
arJioMepanuy M T.J.) TO-TIPEKHEMY OCTaeTCs TIaBHBIM
BOIIPOCOM JJISi MaTE€PHAJIOBEIOB, 3aHUMAIOIIUXCSA pa3-
paboTKOI HOBBIX TEXHONOTHI cuHTe3a. Jlureparypa, ka-
CAIOMIAsICS BOIIPOCOB IMOJYYCHHS MATEPHAJIOB U3 CIIOXK-
HBIX OKCHJIOB METOJIOM OCAXJICHHS, JOCTaTOYHO 00-
mwupHa [7, 9, 10]. UmeroTcs cBeleHUs O MOJNYyYEHUU
KPUCTAJUIMYECKUX MOPOIIKOB U3 XUMHUYECKH OCaXIEH-
HBIX THJIPOOKCHJIOB, OKCAlaTOB, CYJIb(aTOB U APYIUX
coneil. MOXHO Ha3BaTh TPU Pa3IMYHBIX ClI0OcOOa CHHTE-
3a COeIUHEHHMH Ha OCHOBE OKCHIOB W3 OCAKICHHBIX
cMeceii: 1) coBMecTHOE OCak[CHHE W3 BOJHBIX PacTBO-
POB coeil THAPOOKCHIOB COOTBETCTBYIOIMINX METAIIOB,
¢ mocenyromeii TepMooOpadoTKOI; 2) MOTyICHHE BOI-
HBIX COJICH COOTBETCTBYIOUIMX METAIUIOB C ITOCIEHYIO-
el geruaparanue 1 TepMUUECKUM pa3iIokKeHUEM Npu
800...1000 °C; 3) mosyueHue TBEPIBIX PACTBOPOB H30-
MOPQHBIX COJIEH C MOCIEAYIONMM TEPMHUYECKUM Pa3Jio-
xenueM npu 800...1000 °C.

Ilenpto mgaHHOH pabOTHI SIBISETCS HWCCIIEI0BaHUE
HU3KOTEMIIEPAaTYpPHOIO0 CHUHTE3a MarHUH-allOMUHHEBOU
IIITHHENA TIPH TEPMUYIECKOM Pa3IIOKEHHH OCAIKOB, IT0-
JYYEHHBIX XUMHYECKHIM COBMECTHBIM OCKICHHUEM U3
COOTBETCTBYIOIUX CMECEN pacTBOPOB.

METOAUKA DKCIIEPUMEHTA

[ns momydyeHuss MarHuii-aJltOMUHUEBOM IINMHUHETH
UCTIONB30BAICS METOJl COBMECTHOTO OCAKACHHSA TH[I-
POOKCHIOB M3 BOAHBIX pacTBOpPOB conell. B kauecte
UCXOJHBIX IPUMEHSUINCh MarHuid  a30THOKHCIBIA
Mg(NOs),:6H,O (I'OCT 11088-75) u amomunuii a3or-
Hokucibli Al(NO;);9H,O (I'OCT 3757-75). Cymky
resst mpoBoauan B TeueHue 20...28 4 nmpu temmneparype
30...40 °C.

Tepmudeckoe pas3liOKEHHE OCAIKOB HCCIIEAOBAIH
METOJIOM TepMOTPaBUTAIIMOHHOTO / mu(depeHnaIbHo-
ro tepmudeckoro aHanusza (TT/JTA) na nepusarorpa-
¢e Q-1500 D B wmaTepBane temmeparyp 20...1000°C
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npu ckopoctu HarpeBa 12°C/muH. V3MeHeHHe Macchl
IPU TEPMUUECKOM Pa3JI0KEHUH 0CAIKOB HCCIIECI0BAIIH B
unrepBaie Temneparyp 200...600 °C. PaBHble HaBecku
MOPOIIKOB 3arpy’Kajich B KOPYHIOBBIE JIOMOYKH. M3-
MEpEHHUsI MacChl TIOPOIIKa IMPOBOIMWIHACE Yepe3 KaXKable
15 mun B Teuenue 0,5...2,0 4.

®a30BEI cOCTaB MaTepHana ONMPEICISLIH METOIOM
peHTreHOBCKOro  (paszoBoro aHamm3a (PDA) Ha
mudpakromerpe IPOH-1,5 (Cu K, ); comepxanue Kpu-
CTAJNIMYECKHX (Da3 — METOJIOM PEHTI€HOBCKOTO KOJIHYe-
CTBEHHOT'0 aHajn3a [0 OCHOBHBIM PEHTI'CHOBCKUM JU-
HUSIM, a 110 UX IUPUHE Ha TIONYBBICOTE (€) pacCUMTHIBA-
U pa3Mep oOacTeit korepeHTHoro paccesaus [11].

9KCIHEPUMEHTAJIBHBIE PE3YJIbTATHI

s mosydeHHs MNOpOIIKA MarHUH-aJrOMUHUEBOM
mmmHe MgALQO,, ObIIa cocTaBleHa cUCTEMa ypaBHe-
HUHA XUMHUYECKUX PEaKUUd OCaKIEHUS TUIAPOOKCHIOB
MarHus ¥ alllOMUHHUS, UX TEPMUUYECKOTO Pa3I0KEHUs 10
okcuoB U cuHTe3a MgAl,O4, 0 KOTOPOH MPOBEICHBI
pacueTsl C LENBI0 ONpEJeIeHUs] HEOOXOAUMBIX KOJIH-
YEeCTB UCXOIHBIX KOMIIOHEHTOB.

Comn pacTBOpsUIM B JUCTWUIMPOBAHHOM BOJE,
pacTBOpEl QMIBTPOBAIM OT MEXAaHWYCCKUX MPUMECEH.
MeTtogoM 0OpaTHOTO OCaXIEHUS W3 TOIYYeHHBIX
PacTBOPOB CONEH OCa)XJalu CMECh THIPOOKCUIOB Mar-
HUA u amoMuHUAA 25% THUAPOOKCHIOM aMMOHUS
NH,OH (I'OCT 3760-79). IlpuroroBieHHbI o0camok
MIPeACTaBIIsU cOOO0M TeneoOpa3Hy0 TOMOI'€HHYIO CMECh
THIPOOKCHJIOB MarHus M aJIOMHUHUS.

IlomydyeHHbId TeNb OTMBIBAIM AUCTHILIMPOBAHHOMN
BOAOI OT a30THOKHCIIOTO aMMOHHS, ITOOOYHOTO IIpo-
IyKTa peakiuu, A0 koHnertpamuu ~ 0,25...0,5 mac.%
npu goctwxkenun pH 8...9. BricoxoaucnepcHslil oca-
JIOK TIPaKTHYCCKH HE QIIBTPOBAJICS M UMEN KOHIICHTpA-
uro T:0K=47 r/n, yto 6im3ko K AaHHbIM padoTsl [10].
Cymky nepeyBla)XHEHHOIO relis IPOBOAMIN B TEUEHHE
20...28 u pu cnabom momorpese (30...40 °C). Bricy-
IICHHBIH OCaIOK MPEICTaBIsUT co00W Mpo3pauHble UIH
YaCTUYHO MAaTOBEIE CTEKJIOOOpa3HBIC UYEHIYHKH, KOTO-
pBIe TIOABEPTaIiCh U3MENBYCHUIO M Pa3MONy B IIapo-
BOIl MenbHUIlEC B TeueHue 10 4, a 3ateM ObLIa TIpoBeEe-
Ha TepMOOOpadOTKa CMECH OCAXICHHBIX THIPOOKCHJIOB
MarHusi 1 ajJrOMUHUSL.

PesynbraTel  TepMorpasutanronHoro / muddepen-
[UAIBHOTO TEPMHUYECKOTO aHaTW3a MOJIYYCHHOTO II0-
POIIIKOBOTO MaTeprana IpUBEACHBI Ha pucC. 1.

Ha xpuBoit ITA ormeyaeTcsi LIMPOKUN 3HAOTEPMHU-
yeckuit adpdekr ¢ munumymom mpu 300 °C u aByms
IJIe4aMU CO CTOPOHBI HU3KUX M BBICOKHX TEMIEPATYP,
cooTBeTcTBYrOImX Temmneparypam 180 m 440°C. Bun
kpuBoii JITA momnoOeH TakoBOMy B APYrHX paboTax, HO
MOJIOKEHHE MUHHMYyMa U JIPYTHE XapaKTepHBIC TOYKH
OTJIMYAIOTCS, YTO 3aBUCUT OT OCOOCHHOCTEW MOTyUeHHs
ocanka [7]. Bun tepmorpaBUMETprUYeCcKO KPUBOM CBU-
JIETEeTBCTBYET O TOM, YTO HOTEPSI MacCHI IIPOUCXOAUT BO
BceM uccregoBanHoM untepsaie 20...1000 °C. OcHos-
Hast moteps Macchl ([D5%) mpomcxonut B mHTEpBaie
temrepatyp 100...600 °C. Ilpu narpeBanuu mo 1000 °C
TepsieTcs eme 5 % Macchl HCXOJHOW HABECKHU.

W3meHeHust Macchl 00pa3ioB MOTYYCHHOTO MaTepH-
ana BO BpeMsl pasjOXKeHUs NMPH IMOCTOSHHBIX TeMIepa-

Typax 200, 300, 400, 500 u 600 °C noka3aHsl Ha puc. 2.
Macca obpasiia ¢ TCYCHHEM BPEMEHHU IPU BCEX TEMIIe-
paTypax TepMooOpabOTOK YMEHBIIIAETCS B depe3 OIpe-
JIEJIEHHBIN ITPOMEKYTOK BPEMEHH CTaHOBHTCS ITOCTOSH-
soit. Ilpm 200 °C macca OOCTHTaeT IOCTOSHHOH Be-
muauHE 9epe3 1,75 9 u cocraBmser 87% (3meck u nanee
Mmac.%) oT mcxomHoH, st Temmeparypsl 300 °C — 3a
1,259 72 %, nng 400 °C —3a 1,251 64 %. Macca 06-
pasna, TepmoobpadoranHoro mpu 500 °C, B TeueHue
0,5 9 gocTuriia TakoM e BenuduHEI 59...60% ot uc-
XOHOM Macchl, kak u mipu 600 °C.
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Puc. 1. Pesynomamul mepmozpasumayuoHHo2o / oug-
PepeHyuanbHo20 MepMUIecKo2o aHaIu3a NOPOUKA
cmecu 2uOpOOKCUO08 ATIOMUHUS U MASHUS

Takum o0pa3oM, U3 NaHHBIX PHC.2 CIEAYET, 4TO C
TEYEHHEM BpEMEHH TepMOOOPaOOTKH BEIWYMHA MAcCHl,
JTIOCTUTAIONIAS MTOCTOSTHHOTO 3HAYEHHS, C POCTOM TEM-
nepatypst ot 200 no 500 °C nonmkaercst ot 87 1o 60%
u nanee 10 600 °C ocraercss HEU3MEHHOIA.

IIo nanHpiM PDA BBICYIIEHHBII OCaZOK COCTOSII U3
ruapooKkcuoB MarHus (Opycur) u amomuaus (15%
Gaiiepur + 85% rHOOCHT), KOTOpBIE COXPAHSIIUCH
BILIOTH 70 Temneparypsl 200 °C. Pasmep OKP, paccun-
TAHHBIA N0 YIIMPEHUIO PEHTT€HOBCKHX JIMHUHN JUTSL 9THX
¢as3, coctaBuia 9...11 HM.

Ha mudpakrorpamme odpasna, TepMooOpaboTaHHO-
ro npu 300 °C ormedaeTcs MNPUCYTCTBHUE pEHTIe-
HOBCKHUX JIMHUW TOJIbKO MarHui-aJtOMUHHUEBOU LIMUHE-
mu (tabnwma). PeHTreHOBCKHMX NHHHN THAPOOKCHIOB
MarHus W axioMHUHUS He HaOmomaercs. Pasmep OKP
MOPOIIKOB MAarHWH-aTIOMHUHUEBOM INIHHENHN, OIpese-
JICHHBIA M0 YITUPEHUIO PEHTTCHOBCKUX JIMHUMA, COCTAB-
qst 3,5...5 am. Ha nudpakrorpamMmmax o0pasioB, Tep-
Moo0OpaboTarubix mpu 400, 500 u 600 °C Takxe npu-
CYTCTBYIOT TOJIBKO JIMHHUU MarHuM-aJJlOMHUHUEBON IITIH-
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Henu, a pasmep OKP usmenuscst He 3HauMTeNbHO (4...
5 HM).
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Puc. 2. Usmenenue maccol npu paznodicenuu nopouwKa
cmecu 2UOPOOKCUO08 ATIOMUHUS U MAZHUS 80 6PEMS]
mepmoobpabomxu
JdudpakuuoHHbIe JaHHbIC MATHUI-AJJIOMUHHEBOM
mnuHeau (Tepmoodpadorka 300 °C, 60 mun)

26, L & d, hkl ®daza

rpaj MM rpaj A
4,595

19,3 5 2,2 3 111 ]| MgALO,
2,459

36,5 13 3,0 7 311 | MgAlLO,
2,034

44,5 7 3,0 3 400 [ MgALO4
1,437

64.8 16 2,5 6 440 [ MgALO4

Takum 00pa3oM, YCTaHOBIIEHO, YTO M3 CMECH THJ-
POOKCHIOB MarHHs M QJFOMUHUS, TOTYYEHHBIX IO HC-
MTOJTE30BAaHHOMY aBTOPaMHU METOIY, IPH TEMIIEpaType
300 °C npoxoAuT CUHTE3 MarHWi-aIIOMUHUEBOM IIIH-
Henu. [lodydeHHbIH MPOXYKT MpeAcTaBiseT co00i BbI-
cokoaucrnepcHeli Marepual. [IpoBeneHHble ucciaegoBa-
HUS 110 HU3KOTEMIIEPATYPHOMY CHUHTE3Y MAarHui-alro-
MUHHUCBOH IITIHEIH HAXOIATCS Ha YPOBHE COBPEMEH-
HBIX pa3pabOTOK B 3TOW 00IaCTH.

BbIBO/IbI
OcyllecTBIEH HU3KOTEMIIEPATYpHBIA CHUHTE3 Mar-
HUM-aTIOMUHUEBON MIMUHENN NTPU TEPMUUECKOM pasio-
>KEHUU OCAaJKOB, MOJYUYEHHBIX COBMECTHBIM OCAXKICHH-
€M M3 PacTBOPOB. YCTAaHOBICHO, YTO IPH TeMIepaType
300 °C npoXOIUT CHHTE3 MarHUH-aJOMHHHUCBOM IIITH-
HEJH, COIPOBOXKIAIOLIUICS OCHOBHOM IOTEpEN MAaccChl

IIpU TEPMHUECKOM PA3JI0OKEHUH CMECH THAPOOKCHIIOB
Maraus u anomunus. Ilonyuena Mmarauii-antoMuHueBast
LIMHWHENb B BUIE BBICOKOAMCIIEPCHOTO MaTepHana, Xa-
pakrepu3syromascs cpenauM pazmepom OKP 4...5 M.
ABTOpBI  BBIPDKAIOT  OraroziapHocTs  cotpyauky HTY
«XapbKOBCKMM ~ TOMMTEXHUYecko — mHCTUTYD»  Kopo-

rozickoit A.H. 3a mpoBerieHre TepMOrpaBUTaIMOHHOTO/mdde-
PCHIMATBHOTO TEPMUHUECKONO AHATTH3A.
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HU3BKOTEMIIEPATYPHUU CUHTE3 MATI'HIN-AJIIOMIHIEBOI LUTITHEJIT
O.I'. Jleooscvka, C.B. I'abenkos, JI.M. JTumeunenxo, /[.C. Jlozginkos,
A.I'. Muponosa, M.O. Ooeituyx, M.C. Ilonmaseuyes, P.B. Tapacoe
TIpoBenieHO HU3BKOTEMIIEPATYPHUM CHHTE3 MArHii-amlOMiHi€BOI IIITHEN METOIOM TEPMIYHOTO POKIAJAHHS CIUIBHO OCADKEHMX
rinpookcuiB. OTpHUMaHO BUCOKOAMCIIEPCHUI MaTepian MarHiii-amoMiHI€BOI IITiHEN 13 CepeHiM Po3MIpoM 00NacTell KOrepEeHTHOro
posciroBanHs 4...5 HM. MarHiii-aroMiHi€BA IITTIHEIb Ta BUXIIHI TIPOOKCHIN JIOCIT/DKYBTUCS METOIaMH (D epeHIIIATBHOTO TEPMIYHOTO
AHAITIZY, PEHTTCHIBCHKOro (pa3oBOro aHawmizy Ta MpPOBOMIIKCS BHMIPH BTpaTd Macl MpH JIETiiparaliii Ta TepMIYHOMY pPO3KJIaaHHI.
MeTtooM pEeHTTeHIBCHKOrO (ha30BOTO aHAT3y BCTAHOBJIEHO, 110 mpu Temreparypi 300 °C mpoXomuTh CHHTE3 MarHii-aarOMIHIEBOT

IIITHETI.

LOW TEMPERATURE SYNTHESIS OF MAGNESIUM ALUMINATE SPINEL
E.G. Ledovskaya, S.V. Gabelkov, L.M. Litvinenko, D.S. Logvinkov,
A.G .Mironova, M.A. Odeychuk, N.S. Poltavtsev, R.V. Tarasov
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The low-temperature synthesis of magnesium - aluminum spinel is carried out by a method of thermal decomposition in combined pre -
cipitated hydrates. The fine material of magnesium - aluminum spinel with average size of coherent dispersion’s area 4...5 nanometers is
obtained. Magnesium-aluminum spinel and initial hydrates were investigated by methods of the differential thermal analysis, the x-ray phase
analysis and measurements of weight loss during the dehydration and thermal decomposition. It is established that synthesis of magnesium -
aluminum spinel occurs at temperature 300 °C by a method of the x-ray phase analysis.

163 BOIIPOCBbI ATOMHOI HAYKU U TEXHUKU. 2006. Ne 1.
Cepus: BakyyM, yiCTbIe MaTepuaibl, CBEpXNpoBoAHUKH (15), ¢.160- 162.



