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OrnrcaH HOBBII TTOIXO K IMOTYYSHUIO BBICOKOAMCIIEPCHOTO aIIOMMHATA KaIbIUS pU TeMiiepatypax ot 900°C
C 3alaHHBIMU CBOMCTBaMHU (HACbIIHAs IWIOTHOCTb oT 0.015 r/cM?, pasmep yactull B quanasoHe 7-42 HM), KO-
TOPBIIA 3aKJIIOYAETCS B MTO3TAMTHONW TepMOOOPaObOTKE KOHLEHTPUPOBAHHOTIO BogHOro pactsopa Al(NO,);,
Ca(NO;), u C,H;O, B MonbHOM cooTHolteHnu CaO : Al,O, = 1 : 2. MeTonaMu peHTreHO(ha30BOro aHaJIN3a,
HK-crekTpockonvu, CKaHUPYIOIIeH 1 TPOCBEYMBAIONIEH 3JIeKTPOHHOM MUKPOCKOTTMY MCCIIENOBAHbI OCHOB-
HbIe cTanuM cuHTe3a. [ToMydeHHBIN Mo pa3paboTaHHOMY TOIXOMY BHICOKOMUCTIEPCHBIN aTlOMUHAT KaJIbIIWsI
00J1amaeT BbIpakeHHBIMU JIIOMUHECIIEHTHBIMU CBOMCTBAMM.
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BBEAEHUE

CuHTe3y HaHOpa3MepPHBIX MOPOIIKOB OKCUIOB
METAJIJIOB TTOCBAIIEHO OOJbIIOe Yrcio padot [1-9].
B HacTos11ee Bpemsl BaxXHOE 3HaYEHUE TSI TPOMBIII -
JICHHOCTU UMeeT pa3paboTKa METOA0B CUHTE3a HaHO-
MOPOIIKOB C 3aJlaHHBIMUA MOpdoJioTuel U pacnpe-
JleJIEeHUEM YacTUll M0 pa3Mepam, T.e. CBOWCTBaMH,
KOTOpbIE BJIUSIOT HA XUMUYECKUE U (DU3UYECKUE
XapaKTepUCTUKHY MTOPOLIKOB OKCUIOB. Takum o0pa3om,
aKTyaJbHOI SIBJsIETCS MpobyieMa Moucka He10pOTUX
U MOCea0BaTebHbIX METOAOB TMOJYyYeHHUSI BBICOKO-
JUCTIEPCHBIX AJIOMMHATOB IIEJIOYHO3EMEIbHBIX
anemeHToB (III3D) ¢ 3aganHbIMU cBoiicTBamu [10, 11].
AmoMmuHaThl Ha ocHoBe 113D Hauum mmupokoe npu-
MEHEHUE B Pa3JIMYHbBIX OTPACISAX MTPOMBIILIEHHOCTH.
Tak, anroMUHAT KaJbliUs HUCIOJb3YETCS B CTPO-
ureabHou orpaciu [10] B KauecTBe TEXHUUECKOTO
MaTepualia 3a CYET CBOUX OTJIUYUTEIbHBIX CBONCTB:
CpPaBHUTEJIBHO HU3KOTO 3HaueHus1 pH npu rugparauuu,
oOpabaTeiBA€MOCTU TNPU HU3KUX TeMIlepaTypax,
0e30MacHOCTH JUIsl MIPUMEHEHMS B OKpYKalollel cpee,
BBICOKOI BOJOCBSI3bIBAIOIIECH CITTOCOOHOCTH, BHICOKOM
MPOYHOCTU MPU HU3KUX TemmepaTypax [10]. Amto-
MUWHaTHO-KaJIbLIMEBBII LIEMEHT NMPUMEHSETCS KaK Or-
HEYIOPHBIM MaTepUAJl B CTAJIEJIUTEMHOMA ITPOMBIILUIEH -
HOCTHM 3a CUET BbICOKOM XMMHUYECKOM CTOMKOCTHU, KO-

HEYHOU MpOYHOCTU U AelieBu3HbI [11]. B amio-
MMWHATHO-KaJbIIMEBOM LIEMEHTE 3a CXBaTbIBAaHUE 1IC-
MEHTa OTBEYalOT UMEHHO aJIIOMUHATHBIE COEMHEHUSI.
AJIIOMUHATBI KaJIbLIUSI TaKXXe UMEIOT MPpUMEHEeHUe
B MEIUIIMHE KaK KaJbIIMEBOE CBSI3YIOIee BEIIECTBO
st nedyeHus: runepgocdaremuu [12]. Kpucran-
Jodochopbl Ha OCHOBE aTllOMUHATA KaJIbLMsI C MIOHAMU
peaKo3eMeIbHBIX JIEMEHTOB 00pa3yloT BBEICOKO-
s dexTuBHBIE TONUPYHKIIMOHAIbHBIE T€HEPATOPHI
uzjaydyeHus. JlroMuHo¢pOphl HA OCHOBE aJlloOMUHATa
KaJbLIus, JJernpoBaHHoro noHamu Eu®*, ucronb3yiorcs
B KaueCTBE CTOMKHUX JJIOMUHECLIEHTHBIX MaTEPUAJIOB
[13]. bnarogapst CBEeTO4UYBCTBUTEIbHBIM CBOMCTBAM
aJlOMUHAThl Kajblus MPUMEHSIOTCSI B OITO-
3JIEKTPOHUKE, CBETOTEXHUKE U MEPCIEKTUBHBI JIJIsI
ONTUYECKUX YcTpolicTB [14]. B anomMuHueBoit
npomsinureHHocTy CaAl,O, u Ca,,Al,,0;; ABIA0TCA
OCHOBHBIMU KOMITOHEHTaMU KITMHKEPOB TIPY CTIeKaHIH
W3BECTH, a TaKXKe MCITOJIB3YIOTCS TIPY MU3BJICYeHUHN
OKCHIa aJIOMUHMS M3 HU3KOCOPTHBIX OOKCHUTOB
1 HeOOKCUTOBBIX MTOPOJ, TAKMX KakK JieTydas 30Jia,
HedeauH U KpacHas Ipsasb [15, 16].

OOBIYHO AJTFOMUHATHI KajJblyd B ITPOMBINIJIEHHOCTU
IIOJIy4aroT pa3JIn4YHbIMN criocobamMu TBCpI[O(l)aBHOI‘O
CHHTE3a, HAITIpUMED CIICKAaHUEM CMeCe aIIOMMHATOB
1 U3BCCTKOBLIX MaT€pHaJIOB B COOTBCTCTBYIOIINX
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nponopuusix npu Temreparypax >1350°C. OgHako
B ITpoliecce CrieKaHWsl KOMITOHEHTOB CJI0XKHO CUHTE3U-
poBaTh MOHOKJIMHHBIN aJIIOMUHAT KaJIbIIUS JaXe TIpU
OTCYTCTBMM HellpopearvpoBasiiux BeiecTs [17, 18].
IToce TepMuyeckoil 00pabOTKM MOPOIIOK aJTIOMUHATA
KaJIbLIMSI U3MENIBYAIOT, HO MOJTYYEHHBIN MPOAYKT UMEET
HU3KYIO YIEJbHYIO IUIOLIanb noBepXHocTH (<1 M%/T)
[18, 19]. CBoiicTBa KOHEYHOTrO MPOIYKTa 3aBUCST OT
pa3Mepa 4acTUll, COOTHOILIEHUSI UICXOAHbIX KOMITOHEH-
TOB, a TAKXXE€ OT WX YIEIbHOM TUIONIAIN TTOBEPXHOCTU
[18]. Tak kak mociae MHOTOKPAaTHOTO TEPMUIECKOIO
CUHTe3a U ToJIydeHUsl 6oJiee BBICOKOAUCTIEPCHOTO
MOPOLIKA AJIOMUHATA KaJbliMsl [PU TEMIIepaTypax
>1350°C Bce e1ie 0CTaOTCS HEMPOPEarupoOBaBIINE KOM-
TMOHEHTHI, pa3pabOTKa HOBBIX TTOJXOI0B, MO3BOJISIOIINX
KOHTPOJIMPOBATh pasMep U (hopMy YacTHIl, a TaKxkKe
HACBIIMTHYIO TJIOTHOCTh HAHOPAa3MEPHBIX aTIOMUHATOB
KaJIbIINsI, IBJIIETCS aKTyaIbHOA.

CornacHo auarpaMme COCTOSIHUS, TIPY TEMIIEpaTypax
ot 1300 go 1500°C, monsipHOM cooTHomeHuu 1 : 1
n BpemeHu cnekaHus CaO u AlL,O; or 1 no
40 4 KOoHeYHBIMU NponyKramu asisatoTca CaAl,O,,
CaAl,O,, Ca,Al,,O5; 1 HEOOIBIION OCTATOK HETIPO-
pearuposasuiero Al,O; [20—22]. [1pu MonasipHOM co-
otHoweHun CaO : Al,O; = 1 : 3 1 UCNOAB30BaHNU
KaJbllUTa U O-OKCUJA ATIOMHUHUS WU ruddcurta
MPOMEXYTOYHBIMU NpoaykTaMu siBisttorcst CaAl,O,
u Ca,,Al,,0;; ¢ mocnenyomuM odbpazoBaHueM (aszbl
Ca,Al, O [23]. TakuMm obpasom, B cucteme CaO—AlL O,
MPUCYTCTBYET MHOTO Pa3JIMYHBIX MOAMGUKALUIA
aTIOMUHATa KaJlbLUsI, HanboJiee TepMOANHAMUYECKU
yCTONYMBBIMM U3 HUX siBJsitorest CaAl,O,, Ca,Al 4055,
CaAl,0,, Ca;Al,O4 u CaAl;,0,, [24]. PazpaboTaHbl
U APYTHUE METOABI MOJYYEHUS] BICOKOAMCIIEPCHBIX
AJTIOMUHATOB KaJIbL WS, HAIIPUMED 30JIb-T€Ib METO,
[25—27], mo3BoOJISIOLIMI CMEILIMBaTh peareHThl Ha
MOJIEKYJISIDHOM YPOBHE, YTO MPUBOAUT K HOPMUPO-
BaHUIO TTOJIMMEPHU30BaHHBIX MaKPOMOJEKYISIPHBIX
ceTeid, yAepKMBAIOIIKX OOJIBIION 0OOBEM PaCTBOPUTEISL.
biaromapsi BHICOKOI MOPUCTOCTU U ITIOBEPXHOCTHOM
SHEPTMU BBICOKOJIMCTIEPCHBIX allOMUHATOB KaJIbLUsI,
WX TEPMHUUYECKYIO 00pabOTKY MOXHO MPOBOAUTH MPU
0oJiee HU3KUX TEMIIEPATypax M0 CPABHEHUIO C TBEPAO-
($a3HbIM CUHTE30M, UTO SIBJSIETCSI SKOHOMUYECKHU
U 3KOJIOTUYECKH BBITOIHBIM MPU MPOMBILLIEHHOM
MIPOM3BOJICTBE ITOPOLIKOB [28, 29].

Llears HacToOsIIIEH paOOTHl — pa3pabOTKa HU3KOTEM-
MepaTypHOro CMHTE3a HaHOPa3MEPHOIO aJloMUHATa
KaJIbLIKS C 3aJaHHBIMUA 1 BOCIIPOM3BOIUMBIMU CBOMCTB-
aMu Ha OCHOBe IpPeAJOXEHHOTOo paHee MeTojla
TEPMOJIN3a KOHLIEHTPUPOBAHHOTO BOIHO-YTJIEBOIHOIO
pacTtBopa coieii [2, 11, 25, 28, 30, 31].

KO3JIOBA u 1p.

OKCITEPUMEHTAJIbHAA YACTb

CuHTe3 amoMHMHATA KaJablua. B ocHoBe HM3KO-
TEeMIIEpPaTypPHOTO CHHTEe3a HAaHOPa3MEPHOTO aTIOMUHATA
KaJTBLIS JIEXKUT METOM ITUPOJIN3a KOHLIEHTPUPOBAHHOTO
BOJIHO-YTJIEBOJIHOTO pacTBOpPa COJIei, PeaIOKEHHbII
B paborax [2, 11, 25, 28, 30, 31].

Ucxogueimu BeniectBamu cayxuin Ca(NO,), -
-4H,0 (oc. 4.), AI(NO;); - 9H,0 (oc. 4.) 1 TMMOHHas
xuciora C{H,O; - H,O (oc. u.).

Tpu BomHbIx pacTtBopa mo 30 MJI, comepKaliux
11.51 r Ca(NO,), - 4H,0, 37.64 r AI(NO,),- 9H,0
n 31.52 r C(H O, - H,0, cmMemmBanyu Ha MarHUTHOM
MelllaJIke TTpY KOMHATHOM TeMIiepaType O CKOPOCTBIO
500 06/mMuH B TeueHue 1.5 4. [TomyyeHHBIN pacTBOp
yrapuBanu npu 80°C B TeyeHUe 5 4 10 oOpa3oBaHUsI
KOHILEHTPUPOBAHHOTO BOJHO-YIJIEBOAHOTO TeJisl, KO-
TOpPBII 3aTeM 00pabaThIBaiu IIpU TeMIIepaTypax 10
1250°C.

HUccnenosanne oo6pasmos. Pa3oBHII cocCTaB
CUHTE3UPOBAHHbBIX 00Pa3LOB OMpPEASISIIN METOIOM
peHTreHo(ha30BOro aHaIM3a Ha audpakTomeTpe Bruker
D8 Advance B pexxume otpaxeHus (Cuk -usnyyeHue,
40 xB, 40 MA, miar ckaHupoBaHus 4 rpaa/mMuH). s
UIeHTU(PUKALIMN KPUCTAJUTMYECKUX (pa3 COMOCTaBISIN
MEXIIJIOCKOCTHBIE PACCTOSIHUSI 1 MHTEHCUBHOCTU
IU(PpaKIIMOHHBIX MAKCMMYMOB ¢ 0a30ii naHHbeiXx ICDD
PDF-2. Mop®oJ0oruio 4acTull UcclieaoBaju ¢ OMO-
IIbI0 CKAaHUPYIOIIEei 3JeKTPOHHONH MHKPOCKONUU
(CBM) Ha snekTpoHHOM MuKpockorne Carl Zeiss Supra
40 ¢ BakyyMoM ~6—10 MGap mpu ycKopsmoIieM
HanpstkeHun 1—10 kB. TTpocBeuynBaloIyto 31eKTpOH-
Hyto Mukpockonuio (ITODM) npoBoauau Ha Tipudope
JEOL Jem-1011 nipu yckopsitomem HanpskeHuu 80 KB
¢ BakyymMoM mopgaka 6—10 m6ap. UK-crnekTphl
TTOTJIOIIEHUST 00pa31oB peructprpoBain Ha MK-Dypre-
cnektpometpe Bruker Alpha ¢ mpucrtaBkoit Platinum
ATR B auanasone 400—4000 cm~! ¢ marom ckaHu-
poBaHus 4 cm~!. AHanu3s nonyyenHsrx MK-cniekrpos
MPOBOAUJIM HA OCHOBAaHMU JIMTEPATYPHBIX U CIIPABOY-
HBIX JaHHBIX [32]. JIIOMUHECHIEHTHYIO CIIEKTPOCKOITIIO
BBITIOJIHSIJIM HAa OJHOJy4YeBOM criekTpoMeTpe Perkin
Elmer LS 55. MUcTtouHukoM Bo30yXaAeHUS ClyXuaa
KCeHOHoBas JiaMmra MoirHocThio 150 Br, pabdoraromias
B IyJibcUpytoleM pexume ¢ yactoroit 50 I'u. Ucnionb-
30Bajii MOHOXpoMaTop Tuna MoHka—/[>XKuincoHa,
o6aacTh miuH BoJH 200—700 HM, IIUpPUHA CHEKT-
palbHBIX 1eael 4 HM (Bo30ykaeHue), 4 HM (McrycKa-
Hue), ckopocTh ckanupoBaHust 300 Hm/mMuH. Comep-
xanue C, H, N (B Mac. %) B 0Opa3iiax onpeaeisiaii Ha
a"anmmu3atope EA1108 CarloEbra Instruments (Mtamust).
[l'opeHue 0OpasioB, MOJYYEHHBIX TPU Pa3HON TeMIie-
parype o0xXura, o6ecTieunBaIn T0OABICHNEM B KaIICYITy
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30/1b-TeJNb
Tepmuueckas
MeTon obOpaboTtka 10
Bomnbie yIrapMBaHue p 1250°C -
pacTBOpBI ipu 80°C HanopasmepHsblii
Ca(NO;), + | ———> Kceporenp ————> MOPOLIOK
Al(NO,); + CaAl, 0,
CeH;O,

Puc. 1. Cxema cuHTe3a HaHOpa3MepHoro nopotika CaAlO,.

C0,0;. Obpazer Maccoii 10 1 MT CXUTaIu B aBTOMaTH-
YECKOM peXXMMe B peakIIMOHHOM TpyOKe aHaln3aTopa
npu 980°C ¢ umnynbcHoM nogaveit kucaopona. IMos-
HBII aHATU3 MPOAYKTOB CrOPaHUs MPOBOJUIU C MO-
MOIIBIO AETEKTOPA 1O TETIONPOBOAHOCTH C KOMITbIO-
TepHOI 00pabOTKOH IOJyYeHHBIX XpoMaTorpaguye-
CKMX JaHHbIX.

PE3VJIBTATBI U OBCYXIEHUE

Ha puc. 1 npencraBieHa o011asi cxeMa CUHTE3a
HaHopa3MmepHoro nopomka CaAl,O,, WumocTpupyromas
JIBE€ CTaAMU CUHTE3a: 30J1b-TeJIb TEXHOJIOTHUIO U TEPMU-
YeCcKylo 00paboTKYy.

CornacHo gaHHBIM [33, 34], Ha nmepBO# cTaguu
CHHTE3a TIPU BHECEHNU B BoAHBIN pacTtBop Ca(NO;),
u AI(NO;); pactBopa C;H O, BeposiTHO oOpa3oBaHue
AaKBaKOMILJIEKCa Ha OCHOBE JIMMOHHOI KUCJIOTHL. [Tpu
MOCJIEAYIOIIEM KOHIIEHTPUPOBAHUM pacTBopa (hOpMHU-
pyeTcs yriaepoJcolepXalluil Kceporejab 3a CUeT
yoajeHus1 pactBoputesisi. TepMudeckass oopabdboTka
kceporensa go 350°C mpuBoguT K (popMUPOBAHUIO
HeJIeTy4ero ocTaTka cojieil TYMUHOBBIX KMCJIOT U BCITY-
YMBAaHWIO MACChI M3-3a OOJIBIIOT0 KOJIMYECTBA JIETYUUX
OpPTaHWYECKUX COCIUHEHMI, TAKUX KaK JIEBYJIMHOBAS,
MypaBbUHasl, TJIMKOJIeBast, YKCYyCHasi U MOJIOUHast KHUC-
Jnotel, dypansl (HMF) [34]. T1pu ux ucnapeHuu
¥ MOCJIeAYIOIEM IIPOrpeBe HEJIETYYeTro OCTaTKa CoJei
TYMUHOBBIX KucjaoT mo 1250°C dopmupyercs
HaHOCTPYKTypa MOpOIIKa aJloOMUHAaTa KajlblIUs
C HACBIMHOI IIoTHOCTHIO OT 0.015 T/cM’.

Ha puc. 2 mpencraBiensl MK -crieKTphl OTIONMIEHNS
00pa31oB, MOJIYYEHHBIX IIPU Pa3HBIX TeMIlepaTypax
TepMUUYECKON 00pabOTKM yrjepoacoaepKallero
Kceporenst Ha ocHoe HutpatoB Ca’ u A", IIpu mpo-
rpese kceporens rmpu 130 1 300°C (puc. 2, KpuBble /, 2)
Ha0MIONAIOTCS ABE MHTEHCUBHBIE TTOJIOCHI MTOTIOIIESHMS
npu 1390 cM~! u B o6nactu 1573—1589 cM~!, cooTseT-
cteytomye C—H- n C—C-kosebaHusIM, a TAaKKe MOJIOCH
npu 1073, 863 1 655 cm~!, oTBevarowMe KonebaHUSIM
MPOIYKTOB Pa3I0oXKeHUST IJUMOHHOUN KUCJIOTHL [32].

B ta6:. 1 npencrasneno cogepxkanue C, H, N (B mac. %)
B Kceporejie Ha pas3HBIX CTaausIX TePMUYECKOU
o0paboTku. MakcumanbHoe coaepxaHue C u H
(uxcupyercs B o0pasiiax, NOJTy4eHHBIX IIPU IPOrpeBe
110 350°C, 94TO KOCBEHHO yKa3bIBaeT Ha (hopMUpOBaHIe
HeJIETy4ero ocTaTka coJieif TYMUHOBBIX KUCJIOT. YBEIH-
yeHue TemriepaTyphsl porpea a0 750°C npuBoauT
K nnoiHoMy ynaneHuto C, H u N u3 cTpyKTypbl CUHTE3U -
POBaHHOTIO MOPOIIKa B MpeesaxX MOrpelHOCTU U3Me-
purejbHOr0 ooopynoBaHus. M3ameHeHue (pa3zoBoro co-
CTaBa Ipu TepMUUecKoii oopadotke Keeporess 10 1250°C
npeacrasieHo Ha puc. 3. CorilacHo maHHbIM PDA,
TepMudeckast oopadotka g0 500°C (puc. 3, kpuas /) He
BbIsIBIIIa (DOPMUPOBAHME KPUCTAIMUECKO (hasbl, 00pa-
3el1l okazajicsl peHTreHoamopdHbIM. B K -criekTpe 3Toro
ob6pasna rmpu teMmnepatypax >300°C 3a¢pUKCUpPOBaHbBI
nosiockl nortomeHust pu 1403 em~! v mmpoxas nosnoca
B 061actu 615—1056 cM~!, KoTopas 3aTeM pasnenuiach
Ha COOTBETCTBYIOILIME MOJOCH aTlOMUHATa KaJabLWs

1453 723
539 7
773 637
6
571
450 i
- 675
1403 3
1037 2
791
1390 i
1573
863 655
1589
T T T T T
2500 2000 1500 1000 500

BosHoBoe uncio, cM—!

Puc. 2. UK-cnekTpsl miorioiieHus 06pa31oB, MoJy-
YEHHBIX Ha Pa3HBIX CTAIUSIX TEPMHUUECKON 00paboTKU
YIJIEPONICOEPXKAIIIETO KCEPOorelisi HA OCHOBE HUTPATOB
Ca’" u A" mpu temneparypax 130 (1), 300 (2), 400 (3),
500 (4), 900 (5), 1000 (6) u 1100°C (7).
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KO3JIOBA u 1p.

Taommua 1. Conepxanue C, H, N (B Mac. %) Ha pa3HBIX CTaausIX TEPMUUECKON 0OpabOTKHU YIiiepoacoIepKailero Kceporesis Ha

ocHoBe HuTpatoB Ca’* u AlP*

Temmneparypa, °C
DneMeHT
150 250 350 450 550 650 750 850 950
C 28.04 25.49 9.20 6.54 0.50 0.14 — — —
H 2.82 2.74 1.20 0.22 - — — — _
N 0.85 0.44 — — - — — _ _

ITpumeuanue. [Ipoyepk — He onpeaesIv.

PDF 53—0191 CaAl,0,
PDF 71-2090 CaAl,0,

~ N W AN W

20 40 60
20, rpan

Puc. 3. Iludpakrorpammsl 06pa3iioB, MOTY4YeHHBIX ITOCTIE
TEPMUYECKON 00pabOTKH YIiepoaCcoaepKaIlero KCepo-
resisi Ha ocHoBe HutpaToB Ca’™ u Al’* mpu Temmepatypax
500 (1), 900 (2), 1000 (3), 1100 (4) u 1250°C (5).

(puc. 2, kpusas 3; puc. 3, kpunas 2). CorstacHo COM-
n300pakeHUsIM 00pas3IoB, MOJYYEHHBIX IOCIE
TepMHUIECKOl 00pabOTKM YIIepoacCOmepKalIeTro
Kceporesisi Ha ocHoBe HuTpatoB Ca’* u A" mpu 300
u 500°C (puc. 4), obpazoBajiach sueucTasi CTpyKTypa
KceporeJisi, OCAeyIoNIniA MPOorpeB KOTOPOI 1 MpUBEST
K (hopmMupoBaHHIO HaHOpa3MepHoro nopoiuka CaAl,O,
(puc. 5, 6).

TepMmuueckast 06paboTKa yIiIepoaCOoIepKaIiero
Kceporessi Ha ocHoBe HuTpaTtoB Ca’" u A’ npu
temmneparype 900°C, cornmacHo manHBIM P®A (puc. 3,
KpuBas 2), TO3BOJISIET CUHTE3UPOBATh MOHOKJIMHHBIN
CaAl,O, (PDF 53—-0191), np. rp. P2,/c, c npumMechbto
caenobix Kommyects CaAl,O; (PDF 71-2090). B Ta6. 2
MPUBEIEHO CPaBHEHNE CBOMCTB CUHTE3UPOBAHHOTO
CaAl,0, u CaAl,O,u3 6a3st PDF (53—0191). JanbHeii-
Ui mporpes a0 Temmeparypbl 1250°C He mpuBOAUT
K U3MEHeHUI0 (ha30BOTO COCTaBa, OHAKO PeIIEKCHI
CTaHOBSITCS YK€, YTO CBUIETEITBCTBYET O COBEPIIIEHCT-
BoBaHUM cTPyKTyphl CaAl,O, (puc. 3, kpussle 3—5)

Puc. 4. COM-u3obpaxenust obpasiia, oJIyIeHHOTO
nocJie TEPMUYECKO 00pabOTKU YIJIEPOACOAEPKAILIETO
renst Ca?* u AIP* ipu remmeparypax 300 (a) n 500°C (6).

¥ HaxoauT otpaxeHue B MK-cnekrpax. B UK -criekTpax
(puc. 2, KpuBble 5, 6, 7) MPUCYTCTBYIOT MOJIOCHI ITPU
450, 539, 571, 637, 675, 723, 773 cm~!, cooTBeTCTBY-
foiue KojiedbanusiM cesaseit Al—O u Ca—O. YBennueHue
TeMIlepaTypbl TepMruueckKoil orpadboTku ot 900 mo
1100°C He BBI3BIBAET CMELIEHUS I1oj0oC (pucC. 2).
CornactHo COM- u [I1DM-u3obpaxeHusM, oopasell,
MOJydeHHBIN IMocje TepMUYecKoili o0paboTku
yriaepoxnconepxamiero rexst Ca?™ u AP* mpu 900°C
(puc. 5), npeacrapiisieT cO00I arloMepupoBaHHbII
HaHopa3MepHbIii moporok CaAl,O, ¢ pa3MepoM YyacTuLL
B JMana3oHe 7—42 HM M CpeIHUM pa3mepoM 21 HM.
[MoBbIIIeHNE TEMITEpaTypPBl IIPOrpeBa YIIepOACOIep-
xaero rexst Ca’* u A" mo 1000°C npuBonuT X crie-
KaHMIO arJIOMEpaToB, O UeM CBUIETEJILCTBYIOT U300~
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Tabmmua 2. XapakTeprcTiKa CMHTE3MPOBaHHOTO HaHOpa3MepHoro nopoiiuka CaAl,O,

Bemectso Ip. rp. CuHroHust ITapameTpsl aieMeHTapHOMI
STYEUKU

IMonydennsiit CaAl,O, P2,/c MoHoKJIMHHas a=0.854 um
b=0.807 um
c=0.151 um
B=91.55°
V=104.75 am’

PDF 53-0191 CaAlL0, P2,/n MoHoK/IMHHas a=0.868691 Hm
b=0.808357 um
¢=0.1519351 um
B =90.13°
V'=106.69 um*

Puc. 5. [19M- (a) u COM-u3o6paxenus (0) obpasia,
MOJYYEeHHOTO TIOC/Ie TEPMHUUECKOI 0OpabOTKM yIiIepoI-
conepxkaiero kceporenst Ca’* u AIP* npu Temnepatype
900°C.

paxeHust Ha puc. 6. [Ipu 3ToM cpenHuil pasmep OTae/Ib-
HBIX YaCTHIL] HE N3MEHSIETCS.

Ha puc. 7 mpencraBieHbI pe3yIbTaThl HCCISIOBAHMS
JIIOMUHECLICHIIMY TTOPOIIKOB aTIOMUHATOB KaJlbIIUs,
CHHTE3UPOBAHHBIX IpU Temriepatypax 10 1250°C. Ipu
BO30OyXpaatonieM cBete 238 HM B CIEKTpe JIIOMUHEC-

Puc. 6. [IDM- (a) u COM-u3o06paxenus (6) obpasia,
MOJy4EHHOTO 110C/Ie TEPMUUECKOiT 06paBOTKY yriIepol-
conepxaiero xceporenst Ca?t u AI** mpu temmepatype
1000°C.

HeHIUU (pUcC. 7a) MPUCYTCTBYIOT MOJOCHI Tipu 424
u 441 HM, COOTBETCTBYIOILIME (PHIOJIETOBOMY LIBETY, ITpU
460 HM — cuHeMy LIBETY, IIpU 485 HM — roayooMmy, Ipu
530 u 542 HM — 3eneHoMmy. JIloMMHECLIEHTHbIE CBOMCTBA
00pa3loB Mpu AJUHE BOJHBI BO30yXaeHus: 390 HM
(puc. 76) uamenstorcs. I[1pu ob1eM CHIKEHUN MHTEH-
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(@
485 900°C
8001 44l 1000°C
424 1100°C
_ 460 1200°C
1250°C
600+
o
E i
~
400- 530
542
200+
400 450 500 550 600
A, HM
0
( )350'
] 447 2000°C
3007 1100°C
1 460 1200°C
250 529 1250°C
1 485
%200:
=~ 1501
100
50
O_
400 450 500 550 600
A, HM

Puc. 7. CnekTpsbl JIOMUHECUEHLIMA 00pa31oB allOMU-
HATOB KaJbLUA IIPU A, = 238 (a) 1 390 HMm ().

CUBHOCTH JIIOMUHECIEHIIMHU ITojJoca Npu 424 HM
hcye3aeT, a mogoca npu 447 HM cTaHOBUTCS OoJiee
Y3KOH, MHTEHCUBHOCTD IOJIOCHI MU 485 HM OTHO-
CUTEJILHO YMEHBIIACTCs, a MoJoChl 0Koao 530 HM
YBEJIMYMUBAETCs, mojoca mpu 542 HM ucuesaeT. Kak
BUJIHO U3 pHUC. 7, Haubojiee MHTEHCHUBHYIO JIIOMUHEC-
LIEHLIMIO UMeeT oOpasell aJloMruHaTa KaJiblus, Mo~
JIyIeHHBIN TT0c]Ie 00pabOTKU YIJIEPOICOAePKAIIETO
Kceporens Ha ocHoBe HuTpato Ca’" u A" npu
temrepatype 1200°C. O6unue nojoc TIOMUHECUEHIIUN
W MX 3aBUCHUMOCTHh OT BO30OYXIalOIIero cBeTa
CBUJIETEJBCTBYIOT O CJIOXHOU N1e(DEeKTHOU CTPYKType
CUHTE3WPOBAHHBIX ATIOMUHATOB KaJTbLIUS 1 BIUSHUN
Ha Hee TeMITepaTyphl 06paboTKI 00pa3IIoB.

Ha ocHoBe mosiydyeHHBIX B X0Ji¢ TTUPOJIN3a YIIIepO-
JICOJIEPIKAIIETO KCeporesl JaHHBIX MOXKHO MPeACTaBUTh
MeXaHM3M 00pa30BaHMsI HAHOPa3MePHBIX YACTHIL aJTf0-

MMHATOB, CTaIUK KOTOPBIX OIPEIE/ISIOTCS TeMIlepa-
Typoii 00pabOTKH.

[Tpu BcmyyuBaHUM KCEpPOTessl ¢ 3JIEMEHTCOAEP-
KalllMM aKBaKOMIUIEKCOM, MOJYYeHHBIM Ha OCHOBE
BonHoro pacteopa Ca(NO,),, AI(NO;),; u C,H;O,,
(opmupyeTcsl peakIMOHHOE MPOCTPAHCTBO 00pa30-
BaHUSI OKCHUJHBIX YaCTUIl, KOTOPOE COCPETOTOYEHO
B CTEHKaX SIYEHCTOl CTPYKTYpHI (puc. 4 1 5). Beaencreue
HU3KOU TeMIiepaTypbl BITOPAHMS YTJIEPOACOAEPXKAIIETO
Kceporesisi 00pa3yloluiicsl OKCUAHBIA OCTaTOK MUMEET
aMop(pU3NPOBAHHYIO CTPYKTYPY, B KOTOPOI IIPU MTOBBI-
IIEHUW TeMIIepaTyphl MTPOUCXOAUT 3apOIBIIIEC00-
pa3oBaHUE U POCT HAHOYACTUL, OKCUAHOU (asbl.
OnHopoaHasl TOJIIMHA CTEHOK SYEMCTONW MacChl
ompenenaseT HaHOAMAIIAa30H CpeIHEero pasMmepa
OKCHUJHBIX YacTull. OpraHuyeckass MaTpULia U30JIUPYyeT
OKCUJIHBIEC YaCTUIIbI U MTPEMSATCTBYET UX CIIEKAHUIO.

ITpeumyliecTBO MHOTOCTaAUMHON TEpMUUECKOM
00pabOTKM HACHIIIEHHOTO BOJHOTO YIJEPOJCO-
JIEP>KAIIETO pacTBOPA COJIU MO0 CPABHEHUIO C IPYTUMU
MeTodaMMW CUHTEe3a HaHOpPa3MEpPHBIX OKCHIOB
3aKJII0YaeTCsd B BO3MOXHOCTU CUHTE3a YacTUll IIpU
NOHMXEHHOU TeMIlepaType C pa3HBIM YPOBHEM
pasynopsimoueHus 1e(heKTHOW CTPYKTYPhI, BAUSIOIIEN
Ha CBOMCTBA U PeaKLIMOHHYIO CLIOCOOHOCTh OKCHIHOTO
MOPOIIIKA.

SAKJIIOYEHUE

PaszpaboTan cioco6 HU3KOTEMIIEPaTypHOI'O CUHTE3a
HaHOpa3MEpHOro ajJloMMHAaTa KaJablWsl, KOTOPBINA
3aKJII0YAETCS B MOCJIEA0BATEIbHBIX 30JIb-TeIb U TEPMU-
JecKol 00paboTKax. YCTaHOBJIEHO, YTO MOJbHOE
cootHomeHue CaO : Al,O, =1 : 2 MO3BOJISIET CHHTE3H-
posatb CaAl,O, (PDF 53—0191) co cpenHum pasmepoM
qyactul 21 HM, HackImHOM mioTHOCTHIO 0.015 r/CM3
u npuMmecbio CaAl,O, (PDF 71-2090) B cienoBbIx Ko-
nuyectBax. OOHapyXeHO, UTO Hanbojiee UHTEHCUBHAS
JIIOMUHECLIEHIIUS MTPOSBIISIETCS B 00pas3lie aJloMruHaTa
KaJIbLIsl, 00pa3yIolierocs Mpy CKUTAaHUU YIIIEPOACO-
Jiep:Kalllero Kceporest Ha ocHoe HUTpaToB Cat u A"
npu temiepatype 1200°C. Ha ocHOBe I0OJIydeHHBIX
BKCIIEPUMEHTAILHBIX JaHHBIX IIPEIIOXKEH MEXaHU3M
0o0pa3oBaHMSI HAHOPa3MEPHBIX YaCTUII aTIOMIHATOB.

BJIATOOAPHOCTDb

WNccnenoBanusg MetonomM PXPA BBIITOJTHEHBI Ha
obopymoBanuu LHKIT @MU MOHX PAH; nnga
npoBeneHuss COM ucronb3oBajl 000pyIOBaHUE
YyebHO-MeToaMYECKOro LIEHTpa JIUTOrpacu 1 MUKpPO-
ckormmn MI'Y um. M.B. JlomoHoOCcOBa.
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LOW-TEMPERATURE SYNTHESIS
OF HIGHLY DISPERSED CALCIUM ALUMINATE
L. O. Kozlova® *, 1. L. Voroshilov*, Yu. V. Ioni’, A. G. Son’, A. S. Popova“, and I. V. Kozerozhets”
“Kurnakov Institute of General and Inorganic Chemistry, Russian Academy of Sciences, Moscow , 119991 Russia
*e-mail: kozzllova 16 7@gmail.com

A new approach to prepare highly dispersed calcium aluminate at temperatures from 900°C with desired properties
(bulk density starting from 0.015 g/cm?, particle size falling in the range of 7—42 described, which consists of
step-by-step heat treatment of a concentrated aqueous solution of AI(NO,),, Ca(NO;),, and C;HO, in the molar
ratio CaO : Al,O, = 1 : 2. The main stages of the synthesis X-ray powder diffraction, IR spectroscopy, as well as
scanning and transmission electron microscopies. dispersed calcium aluminate obtained using the developed
approach has pronounced luminescent

Keywords: sol-gel method, heat treatment, specified properties
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