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Creation of optically transparent materials that are characterized by high durability, hardness and impact
viscosity is one of the most urgent tasks of modern material science. Magnesium aluminate spinel is one such
compound that corresponds these requirements. A new technology of low-temperature synthesis of spinel
nanocrystalline powders using a precursor based on glycine was proposed.

By means of glycine-nitrate method was obtained of precursor xerogel (pH = 5.5) for the synthesis of
magnesium aluminate spinel powder. Pyrolysis of xerogel Mg: Al: glycine at t° = 240 °C followed by heat treatment
(600 °C, 650 °C, 700 °C) of the obtained MgO-Al,03-C composite particles (with and without pre-milling) was carried
out. As a result of synthesis, nanopowders MgAl,O4 were obtained.

The method of XRD in samples of synthesized powders established the presence of one cubic phase (Fd-3m)
of aluminate spinel without impurities. A static adsorption-structural method based on the interpretation of isotherms of
adsorption determined the specific surface of samples of powders. It has been shown that the most developed surface
(Sger = 170 m?/g) and the smallest particle size (7 nm) have spinel powders obtained at 700 °C without pre-milling of
the MgO-ALOs-C precursor. From the results of studies of nanopowders by the method of transmission electron
microscopy (TEM) it follows that the samples are strongly agglomerated, each part connected with adjacent contact
isthmus. In general, the particles form a porous structure with an average pore diameter of 400-500 nm. The average
size of nanoparticles is 5 - 10 nm. The polycrystalline phase at 700 °C was noted.

Key words: optically transparent ceramics, nanocrystalline powders, magnesium aluminate spinel, glycine
nitrate method.

HusbkoremMnepaTypHuii CHHTE3 HAHONMOPOIIKIB AJIIOMOMAarHe3iajJbHOl IIMiHeTi 3
BUKOPHCTAHHSAM MPEKYPCOPY HA OCHOBI KOMILJIEKCY MAarHIl0 i a;IoMiHilo 3
rJIIHHOM

M.M. Jlopo1ieHKo

Incmumym npobnem mamepianoznascmea Hayionansnoi akademii nayx Yxpainu im. .M. @panyesuua

CTBOpEHHSI ONITUYHO TPO30PHX MaTepiaiiB sIKi XapaKTEepU3YIOThCS BHCOKOIO MIIHICTIO, TBEPAICTIO 1 yIapHOIO
B’SI3KICTIO € OHIEIO 3 aKTyaJbHMX 3a/lad Cy4acHOI'0 MaTepiajo3HaBcTBa. AJIOMOMaHe3iaJdbHA INITIHENb € OXHIEI0 i3
TaKHX CIOJNYK, IO BiANOBITAIOTh TAKUM BHMOTaM. B po6oTi 3arpornoHOBaHO HOBY TEXHOJOTIF0 HU3bKOTEMIIEPATYPHOTO
CHUHTE3Y HAHOKPUCTAJIYHUX MTOPOIIKIB IIiHEIN 3 BUKOPUCTAHHAM IIPEKYPCOPY Ha OCHOBI TIIIHHY.

['miuH-HITPaTHIM METOJOM OTPHUMAHO KCEPOTelh MPEKYPCOpy UL CHHTE3Y IOPOIIKIB aTFoMOMarHe3ianbHO1
mmmisen. [IpoBexeno mipomi3 kceporemro Mg:Al:rmimme mpu t° = 240 °C i3 HacTynHOIO TepMoobpodkoro (600 °C,
650 °C, 700 °C) orpMaHux KOMIO3UTHHX yacTHHOK MgO-Al,03-C 1 orpumano Hanonopomku MgA1O,.

Metonom PDA B 3paskax CHHTE30BaHHMX TOPOIIKIB BCTAHOBIJICHO MPUCYTHICTh OHieT KyOiunoi ¢aszu (Fd-3m)
amomomMarHesiaiapHol mmineni MgALO4 6e3 pomimok. CTaTHuyHUM aAcOpPOLIHHO-CTPYKTYPHUM METOZOM BH3HAYEHO,
0 Hai0Oibm po3BuHEHy MoBepxHIO (Sper = 170 M%) i HaiimeHmwmit posmip vacTMHOK (7 HM) MarOTh TOPOLIKH
mimiHesi, otpuMani npu temneparypi 700 °C. I3 pesynpTarTiB JOCIHIIIKEHb HAHOIOPOLIKIB METOJOM IPOCBIUYIOYOT
estekTpoHHOi Mikpockomnii (ITEM) BunuuBae, 110 3pa3ku cuiibHO arsiomepoBani. Cepenuiii giamerp mop 400 - 500 M, a
po3Mip HaHOYacTWHOK ckiamae 5- 10 HM. BigmiueHo mosBy momikpucranigaoi ¢asu mpu temmeparypi 700 °C.
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Beryn

[Iposopa Kepamika Ha OCHOBI
aFOMOMAarHe3iabHOl IIMiHeTi, HapiBHI 3 OKCHAOM i
OKCHHITPHIIOM  allOMiHIIO, €  TICPCIEKTHBHUM

ONTHYHUM MaTepiajioM, SKHH MOXe 3HaWTH CBOE
3aCTOCYBaHHS IIPU BHUTOTOBJICHHI ONTHYHO IIPO30PHX
BiKOH (B miama3oHi Binm cepemnboro Y mo Buammoro
cBiTa). IHmmMM (QyHKIIOHANTEHUM TPHU3HAYCHHSAM
MgALO4 € Ti BUKOpUCTaHHSI Y BIMCHKOBIH TeXHill, a
caMe SIK IpO30puil OpOHE3axHCHUI MaTepias i mpu
BUTOTOBJICHHI ~ KOBIAKiB s OOMOBHUX  pPaKeT.
MOoXIHBICTh TAaKOT'O 3aCTOCYBAaHHS JJIsl IMX MaTepialiB
00yMOBJIEHAa THM, II0 BOHH MalOTh DS BUHATKOBHX
BJIIACTHBOCTEH, TaKHX SIK ONTHYHA MPO30PICTh, BUCOKA
MIIIHICTh, TBEPAICTH 1 yAapHa B’S3KICTb.

BaxnuBrM erarmoM TpW CHHTE31 KepaMidHHX
MaTepialiB Ha OCHOBI INIiHEN € OTpPUMaHHI
HAaHOAWCIIEPCHUX  MOPOIIKIB. 3a  TIOMIHPEHOIO
METOJMKOI0  TBEPAO(A30BOr0 CHHTE3y  MOPOLIKH
MgAlL,Os oTpumytoTh  0e3nocepeHbo — CHIKaHHSIM
OKCH/IIB MarHiro 1 ajroMiHito mpu temmeparypi 1100—
1600 °C. [Ins 3HIKEHHS TeMIepaTypud CHHTE3y, a
TaKoX  JUIi OTPUMAaHHS YHCTHX OJHOPIITHHX Ta
BUCOKOSIKICHMX  TOpPOIIKIB  9acTO  3aCTOCOBYIOTb
ximiyHi Mertoau. Hampukian 3oib-reiap Metox abo
tioro pisHoBHmu. Tak B poOoti [1] mpu Temmeparypi
800 °C TakuM METOJOM OTPHMAaHI HAHOIOPOIIKH
mimieen posMipoM 15-30 BHM. [Ins cuHTE3y Temo B
AKOCTI «IaJMBa» 3alPOIIOHOBAHI JIMMOHHA, INABJIEBA
KHCJIOTH 1 CEYOBUHA. 3HIDKEHHS TEMIIEPaTypH CHHTE3Y
JIOCSITAETHCSI, B TIEPIIY Yepry, 3a paxyHOK BHIIICHHS
JIOJTATKOBOTO TeIia, NPY BHHUKHEHHI €K30TEPMIYHOT
peakifii MiXK BHXIIHUMH KOMIIOHCHTaMH. Y HaIii
CTaTTi 3alpPONOHOBAH Pi3HOBUJ 30Jb-TE€Nb TEXHOJOTII,
TaK 3BaHUU TJIIUH-HITPATHUHA METOZA, 1€ B SKOCTI
Jra"ay 1 NenTU3aTropy 3arnporoHOBAaHO BUKOPHCTaHHS
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aMiHOykcycHOi  kuciotu  (riminuny). [lomepenni
pe3ysbTaTy npejcrasieHi B pobori [2].

Cumnres i mipoJi3 kceporesmo Mg:Al:riinnn

IIpekypcop 1yt OTpUMaHHS  MOPOUIKIB
aTfOMOMAarHe3iabHOI ~ INMiHEN  CHHTE3yBalld 3
BUKOPUCTaHHSM  30JIb-Te€Ib  METONy. BuxigHumun
peareHTaMM  BHCTYIId  MarHidi  a30THOKHCIHH
Mg(NO3),-6H,0, AIOMIHIN a30THOKUCIINI
AI(NO3)3-9H,O 1 rminuH (MOJIBHE CITiBBiTHOIICHHS
BigmoBinHO 1:2:5). pH cepenoBuia perymroBanocs 3a
Jgonomororo 25%-ro po3unHy amiaky. BcraHoBieHo,
o npu pH=5,5 BiIOyBa€eThCA poIiec
reneyTBopeHHs. OTpuMaHuii Tenb CymIMiIH TpU
temmnepatypi 80 °C mpotsrom 12 rog.

[iponi3 kceporemo Mg:Al: TinyH MpoBeaeHO
mpu t° = 240 °C i3 HaCTyIHOIO TePMOOOPOOKOIO y Tedi
CHOJI oTpuMaHMX KOMIIO3UTHHX YacTHHOK MgO-
ALOs3-C (3 momepeHiM pO3MENTIOBaHHSAM 1 0€3 HBOTO)
B MOBITpsiHIA aTMocdepi mpu Temneparypax 600 °C,
650 °C, 700 °C Tta BuTpummi 3 rox. B pesymbraTti
cuHTE3y oTpuMaHo HaHomopomku MgAl,O4.

Tepmiunuii anaui3 kceporenao Mg:Al:rainun

[IpoBeneno  TepMiyHMH  aHami3  3pa3KiB
OTpUMAHOTO Kceporemo. [lokazaHo, IO Mipodi3
KOMIUIEKCY BinOyBaeTbcs mpu Temrepatypi 240 °C
(puc. 1). B inTepBami Temmeparyp 425-550°C
BiZI3HAYAETHCS eK30e(eKT, HOB'sI3aHUN 3
nekapOoHizamiero  mpekypcopy  MgO-ALO3-C i
YTBOPEHHSM  alOMOMarHesianpHoi  mmiHem. B
MOJANBIIOMY  JIOKATi30BaHUX  TEIJIOBUX  e(EeKTiB
B iHtepBami 550 -800°C He cnocrepiraerbcs.
Brpara macu 3pasky B iHtepBaini 25 — 800 °C ckinanae ~
90%.

100 200 300 400 500 600 TOD A00
T.C

Puc.1. Tepmiunuii aHaii3 Kceporeito Ha OcHOBI KomIuiekcy Mg i Al 3 rminmaom. (a) 1- ITA, 2 —TT, (6) ATT
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Puc.2. PenrreHorpama 3paskiB nopouikis rnpekypcopa MgO-AlLOs-C micns nipoiizy (350 °C) kceporesist KOMIUIEKCY
Mg?*: AI**: rninmn (1) i Horo noanbuoi TepMoo6po6LIi B MoBITpsHIH arMocgepi pu Temneparypax 600 °C (2),
650 °C (3), 700 °C (4) i BuTpumIi 3 4

PentrenogazoBuii aHajiiz nopomkiB mnpekypcopa
MgO-ALOs3-C Ta anomMoMardesiajJbHoi mmiHesi

Metonom P®A B 3pa3kax CHHTE30BaHUX
MOPOIIKiB BCTAHOBIICHO MPHUCYTHICTh OAHI€T KyOi4HOT
tazu (Fd-3m) amomomarnesiansHoi mmineni MgAl,O4
6e3 nomimok (puc. 2). Ilpu 3MiHI Temneparypu Bif
350 °C nmo 700 °C crioctepiraerbesi 3ByKeHHsT (OpPMHU
qudpakuidHux mikiB, ski Hanexats MgALOs, mo
MOX€ CBIMUTH PO 3pOCTAaHHSA KpUCTalmiyHOI a3y B
3paskax.

CratnyHuM a1IcOpOLIIHO-CTPYKTYPHUM
METOJIOM Ha OCHOBI iHTEpIIpeTarii i30TepM amcopOii
BU3HAYCHO TUTOMY IIOBEPXHIO 3pa3KiB IIOPOIIKIB.
[Tokazano, 1m0 HaWOIIBII PO3BUHEHY MOBEPXHIO (SpET
= 170 m%*r) i HaliMeHmMA po3mip gacTHHOK (7 HM)
MAalOTh MOPOIIKH IIITiHENI, OTPUMaHi P TeMIIepaTypi
700 °C 6e3 monepeAHbOro PO3MEITIOBaHHS PEKypcopa
MgO-Al0;-C.

INEM-nocaimxennss mopdoJiorii Ta ejJeMEeHTHOro

CKJIANy HAHOKPHCTATIYHHUX MOPOIIKIB
AJIIOMOMArHe3iaJIbHOY miHeJi

I3 pesymbTaTiB MOCHIIKEHb HAHOMOPOIIKIB
METOJIOM IIPOCBIUYIOYOI ENEKTPOHHOI MIKpPOCKOMIT

(ITEM) BurmmBae, IO 3pa3Kd CHJIBHO ariioMepoBaHi,
KO)KHAa dYacTKa 3'€qHaHa 3 CYCIOHIMA KOHTaKTHUMH
nepemmuiikaMu. B 11imomy, 9acTku GOPMYIOTh TOPUCTY
CTPYKTYpY 3 cepentiMm aiamerpom mop 400 — 500 Hwm.
3miHa Temmepatypu cunresy Big 600 g0 700 °C (puc. 3

KEPAMIKA: HaykKa i XuUTTA

a, 0, B) He MPHU3BOJAUTH JIO IMOMITHHX 3MiH B
Mopdororii HaHOMOpOMmKiB abo 70 3MiH 3HAYeHb
po3mipy ix mop. CepenmHili po3Mip HAHOYACTHHOK
ckiagae 5 — 10 Hm.

[pu anamizi emekrpoHorpam (SAED -
mudpakmis eneKTpoHiB oOpaHoi oOmacTi), 3 POCTOM
temreparypu  Bim 600 10 700 °C B 3paskax
BiJI3HAa4YaeThcss  mepexin  Bigx  amopdHOro g0
MOJIIKPUCTAIIYHOTO CTaHy LIITiHEN , IPO IO CBiIYUTH
0sIBa 1 3pOCTAaHHS YiTKOCTI KiJIeLb Ta SICKPABUX TOYOK
Ha qudpakuiiHUX KapTHHAX.

[IpoBeneno eneMeHTHH aHami3 B 4-X oOpaHHX
o0nacTsaX 3pa3ka, OTPUMAHOTO TMPH TEMIIEPaTypi
650 °C (puc. 4). BcraHOBIIEHO NPHUCYTHICTH aTOMIB
Mg, Al, O B CHiBBiIHOIIICHHI, BiAMOBIIHOMY CIOJYII
MgAlL,O4 3 HEe3HayHoIO goMimkoro SiO; (0,47-1,07%)
B IBOX obmacTsx (Tabmurs 1).

Tabmums 1.
EnemeHTHMIA cKiaj 3pa3Ka HIiHes i, OTPUMaHOTO IPH
temneparypi 650 °C (atom.%)

Enemenrt (atom.%)
Ne cniektpa

o Mg Al Si
1 67.50 | 9.33 | 22.10 | 1.07
2 62.81 | 11.25 | 25.48 | 0.47
3 66.92 | 941 | 23.67 | -
4 61.02 | 11.20 | 27.78 -

Texnomnorii
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Puc. 3. TIEM-300paxenHs 1 qudpakuiiiai kaptuHu 3pas3kiB Hanonopokis MgAlO4 micist nepBUHHOT TEpMOOOPOOKH
mpu Temreparypax: a) 600; 6) 650; B) 700 °C
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Puc.4. Enexrponna ¢oTorpadis 3pas3ka miriHeni, orpuManoro npu teMiepatypi 650 °C. BinMideHi mics onpoMiHeHOT
MOBEPXHI 3pa3Ka Jisi OTPUMaHHS 4-X CIIEKTPIB eJIeMEeHTI

BucHoBkn

3a nonomororo meroay ITEM BigmiueHo mosiBy
nojikpucraniunoi ¢asu npu Ttemmeparypi 700 °C.
BcraHoBneHo, 110 BHKOPUCTAHHS aMiHOYKCYCHOI
KHCIIOTH B SIKOCTI «IajiMBa» JIO3BOJISIE 3HHU3HMTH
TEMIIepaTypy CHHTE3y aTrOMOMAarHe3ialbHOI IIiHeIl
10 600 °C (amopdra daza) — 700 °C (momikpucraniqna
(a3a) 3a paxyHOK BUIUICHHS HONATKOBOTO TeILIa, PH
BUHUKHEHHI €K30TePMIUHOi peakiii MK BHUXITHUMH
KOMIOHEHTaMH.

OtpuMmaHi pe3ynpTaTd PoOOTH MOXYTH OyTH
BUKOPHCTaHHI B TEXHOJOTii CTBOPEHHS MpPO30pol
ONTUYHOT KEpaMiKM Ha OCHOBI aJfOMOMAarHe3iajabHOT
mmigeai. OYeBMOHO, IO 3 METOK  INiJABHUILNEHHS
CTYMEHS TEXHOJIOTIYHOCTI OTPUMAaHUX IIOPOLIKIB
HACTYITHOIO CTa/Ii€I0 MOXKYTh OYTH JI0IaTKOBHUI po3Men
Ta TepMooOpoOKa. 30kpema, Lie T03BOJINTh 3pYHHYBaTH
YTBOpeHi mpu cuHTe3i mopu po3mipom 400 - 500 mm,

KEPAMIKA: HaykKa i XuUTTA

o, B CBOIO 4Uepry, TpPH3BEAE [0 IiIBHIICHHS
OJHOPIAHOCTI 1 IKOCTI TOPOIIKIB MITIHEITI.
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