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U3cnegBaHe BNUAAHMETO Ha 4OGaBKM NPU CUHTE3a Ha
MarHe3uvareH LnuHen

CHexaHa Kopyaepnuesa, ViBaH Yomakos , 3natka Benukosa, MaHka Konyakosa

Investigation on the influence of additives on the formation of alumina-magnesia spinel:The
influence of additives on formation alumina — magnesia spinel from chemical obtained batch are studied. The
date received by a X-ray analysis, show that B,Os V,Os and LiF decrease the temperature of spinel
synthesis up to 300-400°C.
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BBBEOEHUE

AnymomarHesmeBusaT  WNUHeNn no  (PU3MKO-XMMUYHW  CBOWCTBaA Ce  sABfABa
MOHacToAWEM €AUH OT HaW-NepcrnekTUBHUTE KOHCTPYKUMOHHW MaTtepuanu. Bucokute
TemnepaTypu Ha cuHTe3a My OT MexaHuyHu cmecu Ha MgO un Al,Os, KakTo n BUCOKUTE
TemnepaTypu Ha uanuuaHe Ha rotoeute nsgenus (1700-1750°C), orpaHnyaBaT LMPOKOTO
My npunoxeHue. NonyyaBaHeTO Ha NbTHA KepaMmuKa OT LUMNWHena e TPYAHO, He3aBUCUMO
OT HanpaBeHuUTe MHOrobpoMHM ONUTM 3a CUHTM3 Ha LWNWHeNna C W3MNon3BaHe Ha
MUHepanu3aTopu, pasnpalwlnTeneH nuponus, TepmmnyHa obpaboTtka n ap.[1-2]. NposeneHu
ca peauvua m3crnieBaHusl 3a noryvyaBaHe Ha anyMoMarHesveB LUNWHEN Mo MeToauTe Ha
PUHMSA XMMUYEH CUHTE3 Ha OCHOBa MeToda Ha cbyTasBaHe [3-5]. M3nonssaHeTo Ha
TakMBa MeToaM € O0CoBeHO uenecbobpasHO 3a CUMHTE3 Ha MHOro TPyAHOTOMMMMU
CbeaUHEHUS], KbM KOUTO Ce OTHACAT pef NPaKTUYEeCKy BaXKHU MaTepuanu LWNUHENeH Tun.

U3NOXEHUE

Llen Ha HacToALMA eKCnepUMEHT e n3cneaBaHe BNUAHUETO Ha AobaBku Npu cuHTesa
Ha OCHOBHaTa KpucTanHa dasa Ha GnaropofeH LUMMHEN Ype3 U3Mon3BaHe Ha XMMUYEeH
MeTOA U TEPMUYHO pasnaraHe Ha Conu.

MacnenBaHusita ca npoBegeHn cbe 7 paboTHM Macu. 3a usrotBsHe Ha macu A-A;
KaTo CypoOBMHM ca u3nonasaHu anymuHmeBo-amoHveBa ctunua (NH4)2SO04.Al(SO4)s.
24H,0 n marHesuna anba 4MgCO;. Mg(OH)..4H,0. Job6aBkuTe ce BHacAT nog dopmaTta
Ha H3BO3; n NH4VOs;. 3a nonyyaBaHe Ha macu B-Bs e npoBegeHo yTasiBaHe Ha
MeTanHuTe WoHW C BoAopa3TBoOpUM nonumep. KaTo yTasBalw, areHT e wu3snonasaH
nonudyHKUMoHaneH BogopasTBopum nonumep - JlakcuH®, kowto e obpaboTeH
ponbnHutenHo ¢ NH4OH v nputexaBa Hag 70% necHo 3aMecTMu OyHKLMOHaMHN rpynu
B nonumepHaTta Bepura. [pu npubaBsHe Ha BogHM pastBopu Ha AlCl;.6H,O0 u
MgCl,.6H,0 KkbM pasteopa Ha BogopaaTBopumus, nonumep ARP* n Mg, ompexsat ase
unM noseye Bepurn, kato ce obpasyBa BOOOHepas3TBOpUMMA oOpraHuyHa comn. KbMm
nonyyeHata 6ana nuxTnecta maca ce BHacsT gobaskuTte - LiF ,paztBopeH B HNO3; 1 B,O3
nog copmata Ha H3BO3. XMMNYHMAT cbCTaB Ha mMacute e npeacTtaBeH B Tabn.1

Tabnuua 1 XMMn4yeH cbCTaB Ha Macute

Maca ,NQ MgO, A|203, B203, V203, LIF,
mass.% mass.% mass.% mass.% mass.%

A 28,30 71,70
A4 27,75 70,25 2,0 - -
A, 27,75 70,25 - 2,0 -
B 28,30 71,70
B, 27,80 71,20 1,0
B, 27,55 70,95 1,5
Bs 27,75 70,25 1,0 1,0
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3a npocneasiBaHe CUHTe3a Ha WNuHenHaTa asa, ONUTHUTE Macu ca HakaneHu B
KBapLOBM TUFIM Mpu TemnepaTypu 800,900 n 1000°C 3a macu B-Bs 1 900,1000 n 1100°C
3a macu A-A,. ITA aHanu3bT Ha HakaneHuTe mMacu nokasea, Yye npu cbCcTaBu A-Aj
3ary6aTa Ha Maca 3a cbcTaBa 6e3 JobaBka Npu TemnepaTypa Ha HakanssaHe 1100°C e
2,86%, npu 1000°C — 6,53%, gokaTo 3a cbCTaBuTe C [0GaBKM Olue npu 1000°C ce
Habnogasa no-manka 3aryba Ha maca (1,62;1,97%). 3a cbcTaBuTe oT cepuaTta B npu
900°C He ce HabniogaBaT 3arybu Ha Maca, koeTo MokasBa, Ye pasfiaraHeTo e NpOTeKIo
HanbHO. He3aBbpwMNUAT Npouec Ha TEPMUYHO pasrnaraHe npu cbCcTaBu A MOxe Aa ce
0Tpa3un BbPXy CNMYaHeTo Ha LWnuHena. BepoATHO HENBbMHOTO pasnaraHe € B pe3ynTaTt Ha
M3MNon3BaHeTo KaTo M3XOAHa CYpoBMHA Ha anyMUHeaBO-aMOHMEBA CTUMUA, pasnaraHeTo
Ha KOSITO MpOTUYa NpuU MO-BUCOKM TemnepaTypu. YCTaHOBEHO €, Ye 3a akTMBUpPaHe Ha
TBbpaodasHMTe peareHTn, ronsma pons urpast u cobCcTBeHUTe MUKpogobaBku, T.e.
npumecu, 06yCrnoBeHN OT XMMUYHaTa npeguctopusi. TunuyeH npumep e y- Al,O3z, nonyyeH
OT anyMUHUEBO- aMOHMeBa cTunua. Toil CBbp3Ba CTPYKTYPHO cspaTa, KoopAMHauuaTa Ha
KOATO B CyndaTHMSA MOH € MHOro CXO[Ha C KOOpAMHaUMATa Ha KaTuoHa B TeTpaeapuyHuTe
Bb3NM Ha KybGuyHaTa oOnakoBka Ha Y- anyMOOKCUAHWS LWnuHen. [pucbCcTBMETO Ha
CTPYKTYpPHO CBbp3aHa cspa, B TeTpae4pUYHNTE Bb3MNKW Ha LUNUHENHaTa CTPYKTypa, CUIHO
3aTpydHsiBa NpeBpblUaHETO Ha nocrnegHaTa U € CBbP3aHO C M3MEHEeHMe Nopsiabka Ha
aHWOHHWTE CroeBe Mpu npexoda OT KybuuHa CTPyKTypa KbM xekcaroHanHa. B Tosa ce
Kpue aHoMarHo Bucokarta ctabunHocT Ha y- Al,Oz, Nony4eH oT anyMUMHWEBO — aMOHMEBA
ctunua. B pesynTtart Ha ToBa, anyMUHWEBUAT OKCWA, MOSyYeH OT anyMUHWEBO-aMOHMEBA
CTUMNUa, CbXpaHsBa akTUBHOTO CWU CbCTOSIHME NpU BUCOKU TemnepaTypu (edekT Ha
Xepgan).

LnmHenoobpasyBaHeTo e npocnegeHo 4pe3 PPA. 3a cbecraBute ot cepusa A
npoLechT Ha LNWHenoobpasysaHe 3anousa npu 900°C. 3a CTeXMOMETPUYHMS CLCTaB
HanMWuMe caMo Ha LMWHENHU NUKoBe ce perucTpupa npu 1000°C, kato npu 1100°C
LWwnMHenoobpasyBaHeTO 3aBbpLUBa HaMbiHO. BHacaHeTo Ha fobaskuTte oT B,Os; n V.05
MOHWXaBa TemnepaTypata Ha MbreH cuHTe3 cbe 100°C (B cpaBHEHWe CbC
CTEXMOMETPUYHNSA CbCTaB) — Ha AudpakTorpaMute Ha Te3W CbCTaBuM Ce OTKpuBaT
XapakTepHUTe caMo 3a LMWHENa OTpaXeHus, chef HakansBaHe npu 900°C n mbneH
cuHTe3 npu 1000°C. BHeceHuTe [06aBKN MOHWXABAT TeMnepaTypaTta Ha cuHTes ¢ 200-
300°C B cpaBHeHMe C LUMMHEN MOMYYeH OT U3XOAHMU CYPOBUHM — OKCUAM[6].

3a cbcTaBuTe OT cepus B, macata cbC CTeXMOMETpUYEH CbCTaB, HakaneHa npu
800°C Ha gudppakTorpamnTe ce HabmnofaBaT XapakTepHu NuKoBe 3a cBo6oaH MgO u y-
Al,Os. Mpu 900°C ce HabriogaBaT MbpBUTE NUKOBE XapakTEPHW 3a LWMWHeRa, KaTo
NpoLechT 3aBbLPLIBA HambIHo npu 1000°C. Mpu macute ¢ nobaska LiF ouwe npu 800°C
ce perucTpupaT XapakTepHu nukoBe 3a wnuHena. [Mpu 900°C uma camo nukoe
XapaKkTepHU Ha WnuHena. VMIHTeH3MBHOCTTa Ha NUKoBeTe, 3a ABaTa CbCTaBa ¢ AobaBka oT
LiF — 1 n1,5 mass.% e novTn egHakBa Mpu BCUYKM TeMnepaTypu Ha HakanssaHe. [Npu
KOMOMHMpaHaTa AobaBka, MbIHUST CUHTE3 3aBbpLUBA CbLLO Npu 900°C. Hobaskute ot 1
11,5 mass.% LiF n kombuHmnpaHa gobaska ot 2 mass.% (LiF n B,O3) 6naronpusarcrear
CMHTEe3a Ha LUnuHen, BcrieacTemMe obpasyBaHeTo Ha AedekTV B KpUCTanHata peLleTka, B
pesynTaT Ha KOeTO TemnepaTypaTa Ha 3aBbpluBaHe Ha npoueca C 300-400°C, B
CpaBHEHMWE C METOAUTE Ha CUHTE3 OT YUCTU OKCUAN.

CTteneHTa Ha CUHTE3 € npocrefeHa W 4pe3 KOMMIEKCOHOMETPUYHO omnpeaensiHe
cbabpxaHmeTo Ha ceBoboaeH MgO(Tabn.2). Buxaa ce, ye npu macute ¢ 4obaBku npoTmya
NO-MHTEH3NBHO LUNMHenoobpa3ysaHe. pn TAX Ce OTKpuBa MO-Manko Henpopearvpan
MgO, koeTo CbOTBETCTBa Ha MO-BUCOK NpoueHT pearupan MgO, cnpsiMo BHECEHOTO
konuyecTtBo. 3a cbcTaBu A pearumpanuat MgO HapacTtBa oT 89% 3a CTeXMOMeTPUYHUSA
cbeTaB o 94% 3a cbeTaBuTe ¢ fobasku. 3a cbCTaBu oT cepusi B To HapacTtea ot 91,8%
00 97,5%. daHHnTe oT Tabn. 2 3a cbcTaBu OT cepus A ca B CbOTBETCTBUE C pesynTaTute
oT OTA, KoeTo npepgnonara, Ye nopagu HeEMbrHOTO pasnaraHe Ha cTtunuata, MgO He
pearvpa HanbnHo. [JobaBkata oT 1 mass.% LiF Hali-cunHo MHTeH3nduumpa npoueca Ha
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LnNMHenoobpasyBaHe. MHOro BEpoATHO € yBennyaBaHeTo CbabpXKaHUeTo Ha fobaBka Ha
2 mass.% [a 3aTpygHsiBa LWnuMHenoobpasyBaHeTo, Thil kaTo 3a cbeTaBu A1 Az 1 Bs
npoueHTbT pearmpan MgO e npubnusuTenHo egHakbB.

Tabnvua 2 KonunyectBoTo Ha cBoboaeH MgO

Maca,Ne | CBo6oageH MgO, | Pearnpan MgO,
% % OT BHeceHusi
A 3,08 89,12
A4 1,79 93,55
A; 1,99 92,83
B 2,31 91,80
B4 0,70 97,50
B, 1,41 94,90
Bs 1,52 93,70

3AKINKOYEHUE

1.YcTaHoBeHO e, Ye MarHesusi anba U aMOHMEBO-anyMUHUEBA CTUNLA (TEPMUYHO
pasnaraHe Ha comnu), moraTt Aa 6baaT M3Non3BaHN 3a CUHTE3 Ha anyMVHUEBO MarHe3ues
LUnuHen

2.0o6aBkm oT 2mass.%B,0; n 2mass.%V.0s noHwxkaBaT TemnepaTypaTa Ha
CMHTe3 Ha WnuHena ¢ 200-300°C.

3.Mpn wu3nonsBaHe MeToda Ha CbyTasiBAHE Ha MeTarnHUTe KaTWOHM C
BOZOpa3TBOpMM nonumep u godasku ot LiF — 1 n1,5 mass.% u kombuHupaHa nobaska 2
mass.% (LiF n B,O3) Ha4anoTo Ha LnuHenoobpadyBaHe e Npu TemnepaTypu No-HUCKM OT
800°C.

4.M3non3BaHeTo Ha gobaeku oT 1 n1,5 mass.% LiF 1 komOuHnpaHa gobaska

(1 mass.% LiF + 1mass.%B,03 ) noHnxaBa TemnepaTtypaTta Ha CUHTE3 Ha LWNuHena
¢ 300-400°C, B cpaBHeHMe CbC CbCTaBM NPU U3XOAHU CypOBUHM okcuam (1300-1400°C)

JINTEPATYPA

[1] Pasquier J.F., Komarneni S., Ray R. Sinthesis of MgAl,O4 spinel: seeding effects
on the formation temperature,J.Mater.Sci.,1991,26,3797-3802

[2] Zhang Zh., Li N, Effect of polymorphism of Al,O3 on the synthesis of magnesium
aluminate spinel, Ceram.Intern., 2005, 31, 583-589

[3] BobkoBa H.M., PagnoHn E.B., lNMonosckasa H.®., MNonyyeHne kepaMuky Ha OCHOBE
XUMUYECKN OCaXOEHHOW antomomarHueBon wnuHenu, OrHeynopbl U TeXHWYeckas
Kepamuka, 2004,7, 29-33

[4] Neposckas E.I'., Mabenkos C.B., JlutBuHeHko J1.M., Huskotemnepatypbii CUHTE3
MarHMn-antoMMHNMEBOW LUMWHENMW, BOMPOCbI aTOMHOW Haykm U TexHukn-Cepusi:Bakyym
YncTble Matepuansl, cBepxnpoBogHuku, 2006,15,1,160-162

[5] Burtan N.q Vlaicu S. Spinellpulver durch eine neue Variante der Koprezipitation,
Keram.Z., 1994,46,2,85-88

[6] Kopyaepnuesa C., T. lNaBpaunosa, CuHTE3 U crnvyaHe MarHesuwes LWIMNUHen,
Lectn mexayHaponeH cumnosmym “TexHomat 2004”7,2004, Tom 2, 95-102.

3a KOHTakKTu:

Oou. p-p CHexaHa KopyoepnueBa, Kartegpa “TexHonoruss Ha Bopjarta,
HeopraHuyHuTe BewecTBa W cunukatn”, YHueepcuteT ,[pod. a-p AceH 3nartapos”
Byprac”, Ten.: 056-858 262, e-mail:sneko@abv.bg

HdoknagbT e peueH3upaH.

-176 -



