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AHHOTauunA
MonyyeHbl BbICOKOAMCMEPCHBbIE MOPOLLUKA MPEKYPCOPOB UTTPUMA-ANOMMHUEBOrO rpaHata pasnuyHbIMU BapuaunsiMm
METO4a COOCaXOEHMs: MNpPsSMbIM — OCaXOEHWEM, 00pasHbiM reTepodasHbIM  OCaKAEHMEM C  MCMOSb30BaHWEM
pacnbIMTENbHOM BOPOHKW. B aKkcnepyMeHTax NMpUMMEHEHb! pasnuyHble 0caguTenu (pacTBOpbl MAPOKCMAA aMMOHUS,
rmopokapboHaTta amMMOHMSI) C UCMOMb30BaHMEM B KayecTBe AWcrnepcaHTa cynbgarta aMMoHus u 6e3 Hero.
CurHTe31poBaHbl MOPOLLKU UTTPUIA-anioMMHUEBOTO rpaHarta. lNpoBeaeHbl uccneaoBaHust MOpdonorny 1 CTPYKTYpbI
NMOPOLLKOB NPEKYPCOPOB M rpaHaTa, a Takke CPaBHUTENbHbIV aHanms.
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INFLUENCE OF METHODS AND CONDITIONS OF CO-PRECIPITATION ON THE MORPHOLOGY
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Abstract
Highly dispersed powders of yttrium-aluminium gamet precursors were obtained by different variations of the co-precipitation
method: direct precipitation, imaginative heterophase precipitation using a spray funnel. Different precipitants were
used in experiments: solutions of ammonium hydroxide, ammonium bicarbonate, also with and without ammonium
sulphate as a dispersant. Powders of yttrium-aluminium garnet have been synthesised. The morphology
and structure of precursor and garnet powders have been studied. Comparative analysis has been carried out.
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Beenenue

Kepamuka u3 urrpuii-anromuarneBoro rpanara (Y AG) B HacTosIIee BpeMs SBISIETCS BOCTPEOOBAaHHBIM
MaTepuajoM BO MHOI'MX OO0JIACTSX HAyKH M TEXHHMKH. biarojaps BbICOKUM (HU3MKO-MEXaHUYECKUM
MOKa3aTelisiM, BHICOKOM KOPPO3UOHHOW W PaJIMAIIMOHHOM CTOMKOCTH MOJUKPUCTAINIMYECKUX MAaTepUalioB
3 YAG ¢ uX IOMOUIBI0 MOKHO peIIaTh ITUPOKUHA KPYT 3a7ad: OT 3aXOPOHEHHUS OTXO0JIOB BBHICOKOTO KJlacca
OMAaCHOCTH, BKIIOYAs PAJAUOAKTUBHBIC JJIEMEHTHI, 0 W3TOTOBJICHUS OTBETCTBEHHBIX Y3JIOB M JeTajieit
BBICOKOTOUYHBIX TTpHOOPOB [1].
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HanbGonpiryro n3BecTHOCTD mosy4riia mpo3paydnas Y AG-kepamuka, mpruMeHsieMast, B 4aCTHOCTH, B JIA3ePHON
TexHHUKe. TeXHONOrus MoMyYeH sl BBICOKOTUIOTHOM KepaMUKU UMEET ONpeelieHHbIe OCOOEHHOCTH 1 Ype3BhIYAHO
TpeOoBaTenbHa K BRIOOPY KaK MCXOTHBIX BEIIECTB, TAK U METOJOB, PEATIF3YEMbIX Ha KayKIOM TEXHOIOTHIECKOM
sTane. AKTyalbHOH 3a1auyell COBPEMEHHOTO MAaTepHalIOBENCHMS SIBIISIETCS M3YUYCHHUE B3aMMOCBSI3H BCEX
TEXHOJOTHYECKHUX OTAlOB CO3JAaHHS MPO3PAavyHON KEpPaMHKH, TaK HAa3bIBA€MOW KOHIIEMIMH «COCTaB —
CTPYKTypa — CBOHCTBO» [2].

B TakoMm acriekTe JaHHOE HCCIIEIOBaHHE PAacCMaTpPUBACT BapHAIMM METOAOB OCAKICHHS JUIs TTOTYyYECHHUS
MOPOIIKOB — TPEKypCOPOB KepaMHUKH. METOJpl OCAKIACHHS OTHOCATCS K METOIaM «MSTKOH XHMHW,
OHH HECJIOKHBI B pealli3alliy, He TpeOYIOT TOpOrocToAIIero o0opyaoBanus. Bmecte ¢ TeM MeTo[ Ype3BbIYaiiHO
BapHaTHBEH, MMeeT OOJBIIOe KOJMMYECTBO YIIPABILIONX MAPaMETPOB, TAKMX KaK TeMIIeparypa, KOHIICHTPAIIUH,
pH [3], ckopoctu pacmsuienus u romoreHm3anuu [4] u gp. [5, 6]. K HegocTarkam MeTOIOB TOTYYCHHS
BBICOKOJIMICIIEPCHBIX MOPOIIKOB B BOJHBIX PacTBOPAX OTHOCHTCSI CKIIOHHOCTh TOMYYaeMbIX THIPOKCOCOSTHMHEHHI
BCTYNAaTh B TONMOXUMHYECKHE TMPEBPAIICHHS, MPUBOMAIINE K «CITUBAHHUIO» YaCTHUI], K UX arjoMepallii.
Jns mpenoTBpalleHUsT WM CHIDKEHHs TOA00HOro 3(ddekra MpUMEHSIOT pPasHOro pojaa IUCTIEPCAHTHI.
K HUM MOXXHO OTHECTH BEIECTBA — HMCTOYHUKU CYJIb(aT HOHOB, Hampumep cyiabdar amMmoHus [7].
OT0 BBI3BIBAET OOJBINON MPAKTHIECKUN MHTEPEC KaK MCCienoBaTelNei, Tak U pa3paboTINKOB TEXHOIOTHH.

JKcNepUMeHTAIbHAS YaCTh

Hns uccnenoBanusi npuMeHsuid peakTuBbl kBamudukanuii: «xa» (Y(NOs)s3, AI(NOs)3, (NH4)2S04);
«ocw» (NH4NO3); «ama» (NHsHCO3 (I'KA)). T'oToBmiIN HachILIEHHbIE IPU TEMIIEpaType KUIEHUs pacTBOPHI
coJieil UTTpUSA U aJIOMUHHS B MOJIBFHOM cooTHomeHnd 3 : 5. CynbpdaT aMMOHHS TOOABIISIICS K OCATUTEITIO.
[Nony4eHnHbIe MOPOLIKH GUIBTPOBAIHCH Yepe3 (GUIIBTpP «CHHSS JIeHTa» Ha BOpoHKe broxHepa B ko10y Bynzena
O] BAKYYMOM.

HccenenoBanusi mpoOBOIWINCH HA CKAHUPYIOIIEM AJIEKTpOHHOM MuKpockomne Tescan MIRA III XMU
TIPH CIEIYIOIINX YCIOBHSIX: CPEa — BBICOKHUI BaKyyM, YCKOpsoIlee HampspkeHue 15kB, Bpemst HakoruieHus
criekTpa 60 ¢, IETeKTOp BTOPUYHBIX 3JIEKTPOHOB, pabouee pacctosHue 15 Mm. nddepeHnmaabHblil TepMAIECKUit
aHaym3 npoBoawics Ha ycraHoBke Q-1500D cucremsr Paulig-Paulig-Erdey. KosuuecTBennas oOpaboTka
npousBoauiack B mporpamme « 9KOXPOM». Pentrenoda3oBblii aHanu3 ocyuiecTiieH Ha npudope «IPOH-
3M»y, pe3yabTaThl 00paboTaHbl ¢ TOMOLIBIO TporpaMmsl iporpammsl Crystallographica Search-Match.

Pe3yabTaThl 1 00cy:xKI€HUE

CyIHOCTh METOJIOB COOCAKACHHS 3aKJIIOYAETCS B IMOJYYEHHH MaJIOPACTBOPUMBIX COEIMHEHUH NBYX
u 0oJiee METaIIOB OJHOBPEMEHHBIM OCaKICHHUEM M3 pacTBopa. B kaudecTBe ocamuTeneil Hanbosee yacto
WCTIONB3YIOT THApOKcU ] [8] M kapOoHar [3] aMMOHHS HMIIM WX CMECh, a TaKK€ PacTBOPHUMEIE OKCaaThl
WX IIaBeNIeBYI0 KUCIOTY. [IpyHIMNManbHO pa3nudaroT JBa BapuaHTa METOAA: MPSAMOE OCaKICHHE (100aBieHne
OCaauTeNsl K CMECH PAacCTBOPHMBIX cojieil) u oOpaTHOoe ocaxieHue (noOaBieHne UCXOOHBIX BEIIECTB K M30BITKY
ocagutens). CyIiecTBeHHBIM JOCTOMHCTBOM BTOPOT'O TMOJXO0/a SBISETCS MEHBIINNA TPaJlueHT BOAOPOIHOTO
[IOKa3aTels, 4To JAEJaeT €ro MpPEANOYTHTENBHBIM MPH COOCAKACHWU THUAPOKCHIOB C CHIBHO OTIIMYHBIM
pH ocaxnenus.

Obpammnoe coocarxcoenue 2UOpOKCUO08 ANIOMUHUA U UHMPUA

Hcnonp3oBanace MeTroanka OOpaTHOTO OCAKIACHWA pACIBUICHHEM TIOJl JIABJICHHEM TOpPSYEro
HAaCBIIIEHHOTO pPacTBOPa CTEXHOMETPHYECKOW CMECH COJIell ¢ MOMOIIBI0 PaCTBUIUTENIHHON BOPOHKHU
B CHJIBHOOXJIQXKIEHHBIM pacTBOp ocanutens A0 Temneparypsl -18 °C. Tak gocturanach BEICOKasi HEPaBHOBECHOCTh
Tporiecca.

HNcnonb3oBaHue IBYX pasHBIX OCAAUTENEH B pACHBUIMTEIBHOM METOJIE MO3BOIMIIO MOIYYUTh MOPOLIKU
MIPEKYPCOPOB B BHIE arperaroB. IIpyn 3TOM MPOYHOCTH arperaroB CYIIECTBEHHO BBIIIE B CIy4ae HCIIOIb30BaHMS
amvuaka. JImHeiHbIi pazmep ux coctaBmi oT 2 10 80 MkM mpu cpemHeM pazmepe 30 MM (puc. 1, 4).

[Ipu nucnonb3oBanuy ruapoKapOOHaTa aMMOHU rpu auanaszone 0,5—10 MxMm cpeanuii pazmep — 4 MKM.
[TomydeHs! peIXJIBIe arperarsl, COCTOSIINE U3 HAaHOpPa3MepHBIX dactuil (puc. 1, B).

Ha ocnoBanunu pesynsratoB JITA nposoannmu cunte3 MAIT B neun npu temneparype 930 °C B ob6oux
cnyqasx. Ha puc. 1, B u D nzo0pakeHsl pe3ynbTaTel COM.
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P®A npexypcopoB B 000uX ciIydasx mpeacTaBisieT coboil peHtreHoamopdHoe rano. [locie cuaTe3a
MopouIoK conepxut, noMumo ¢asel MATD, takke gazy YAIOs (kpacHbIil BET), COAep:kaHNe KOTOPOH HIKE
MOPOLIKAX, TOJyYEHHBIX OCAXKAECHUEM C IPUMEHEHNEM I'HIPOKapOOHaTa aMMOHHS.

Puc. 1. COM nopouikos npekypcopa (ocaxaeHineM B aMMuak — A, ocaxnaernueM B KA — C), COM
u POA cunresupoBanHoro YAG (ocaxkaeHueMm B ammuak — B, E, ocaxxaenueM B 'KA — D, F)

Ilpamoe ocasxicoenue

[IpsiMoe ocakieHHE HACHILIEHHOIO pacTBOpa COJICH HWTTPUS M AIIOMUHUS B CTEXHOMETPHUYECKOM
COOTHOIIICHHM MPOBOJIMIIM aMMHAKOM, aMMHAKOM C J00aBlieHHEM cylib(daTa aMMOHUs, THIPOKapOOHATOM
aMMOHHMS ¥ TUAPOKapOOHATOM aMMOHHUS ¢ J00aBIeHNEM CyJb(aTa aMMOHHS.

Ocaoicoenue ammuaxom. 1o pesynsraram COM (npumMepsl IpUBeIeHbI Ha puC. 2, /) MOXKHO 3aKJIIOUYHTH,
YTO MOJyYeHHBIE TTOPOLIKH MPEKYpPCcOpa COCTOAT U3 MpoUHbIX arperatoB 20—100 MKM co cpeiHUM pa3MepoM
50 mxM. CunTe3 npoBoawin npu Temmepatype 910 °C. PesynbraTsl peHTrenodazoBoro ananmmsa (puc. 3, 4)
TOBOPSAT O HAIWYHMHU TOJIBKO OJHOM (ha3bl UTTPUHA-aJIIOMHUHHAEBOTO TPaHaTa.

')fi". i

T s

Puc. 2. M3o6paxenne COM mOpOIIKOB IIPEKypcopa U 1ociie CHHTe3a (¢ OyKBEHHBIM HHAEKCOM):
1 — ammnak; 2 — aMmmuak + cynbsdart ammonust; 3 — I'KA; 4 — I'KA + cynbdar aMmonust
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Puc. 3. Pesynptartel POA nopomkoB, MOIYyYEHHBIX NPSIMBIM COOCAXKICHUEM:
A — ammuak; B — ammuax + cynbdart ammonust; C — 'KA; D — I'KA + cynbdar aMmoHus

Ocadicoenue ammuakom ¢ 0obagnenuem cyrvghama ammonus. Jlnamnason pa3mMepoB MIIOTHBIX arperaTtos
10-150 mxMm, cpenHmii pazmep 25 MkM (cM. puc. 2, 2). Ilocie remnepatypHoit 00padoTku pu 915 °C nonyuen
MoHo(a3ubIi nopoinok UAT (cm. puc. 3, B).

Ocaoicoenue eudpoxapbonamom ammonus. 11opolky, morydyeHHble Mmocie TEpMUIecKoi 00paboTKwy,
coziepaT OOJIBIIOE KOJINYECTBO MepoBCKUTOBOM (a3bl YAIO; (em. puc. 3, C). IIpexypcopbl IMEIOT BUJI IIOTHBIX
arperatoB ot 1 10 50 MM, cpemanmii pazmep 20 MkM (cM. puc. 2, 3). MEKpOCTpYKTypa MOPOIIIKa ITOCIe CHHTE3a
MIPOJIEMOHCTPHUPOBaHa Ha puc. 2, 34.

Ocadicoenue 2u0poxapooOHamom ammonus ¢ dobasienuem cyrvpama ammonus. JlodaBnenue cynbdara
aMMOHHSI B TIPOLIECCE OCAXKICHHS CYIIECTBEHHO IOBBIIIAET DPHIXJIOCTh arperaroB M CHIDKAET JIMHEHHbBIE
pa3mepsl (puc. 2, 4), 0lHAKO B pe3yJIbTaTe CUHTE3a 00pa3yeTcs MHOro(a3HbIH MOPOIIOK CO 3HAUYNUTEIIbHBIM
konnyectBoM YAIOs. Cpennuii pasMep arperatoB 2 MkM, auanazoH 0,5—5 MKM, B COCTaBe pa3jIM4uMBbI
cyOMUKpOHHBIe YacTullbl. Pesysprrarsl COM nocne cuntesa npu temneparype 910 °C npusenenst Ha puc. 2 (4, A)

3axksroueHue

B Tabnuiie cBeneHbl pe3yNbTaThl KCIEPUMEHTa. M3 MOMYYeHHBIX JaHHBIX MOXHO CJENIaTh BBIBOJI,
YTO NPUMEHEHUE METo1a OOPATHOTO COOCAXKICHHUS MTO3BOJISIET HECKOIBKO CHU3UTD pa3Mephl YACTHII TIOPOILKA.
Tax, noporok 1 B Tabnuiie cpaBHUBAETCS C MOPOIIKOM 3, TO €CTh UCIIOJIB30BaHNE 00PAaTHOTO OCAXKICHHS IPU
MPOYNX PaBHBIX YCIOBHAX Mo3BoJsieT cHU3UTH Ha 40 % pasmep uactum. OgHako Oonee CyIIeCTBEHHOE
BIIMSIHUE Ha IMOJYYCHUE TOPOIIKOB MPEKYPCOPOB UTTPHH-ATIOMHUHUAEBOIO I'paHaTa OKa3bIBaeT MPUMEHEHUE
rugpokapOoHara aMMoHUs (ropoiiku 3 U 4) u cynbdara aMMOHUs (MOPOWKH 3 U 5, mopomwku 4 u 6)
B kauectBe aucnepratopa. Ilpum ucnonszoBanuum I'KA u aucnepratopa (mopomok 6) yAajaoch HONXYyYUTb
PBIXIIBIE arperaTbl MUKPOHHOTO W CyOMHKPOHHOTO pa3MEpOB, COCTOSIINE W3 CYOMHKPOHHBIX YACTHII.
Hapymenne MoHO(a3HOCTH, BEPOSTHO, CBSI3aHO C HAPYLIEHUEM CTEXMOMETPHH M3-3a Pa3IMuiii B IPOM3BEICHUSIX
PacTBOPHUMOCTH THUIPOKCOCOEIMHEHUI UTTPHUSA U aJIOMHHHS M B YaCTHYHOM MPEUMYLIECTBEHHOM «BBIMBIBAHUI
OJTHOTO M3 KOMIIOHEHTOB B TIpoLiecce MPOMBIBAHMS 0cajKa. B manpHelem Metonuka OyIeT YCOBEpIICHCTBOBaHA
C y4EeTOM BBIIICYKA3aHHOTO.
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PCSYJ'ILTaTH OKCIICpUMEHTA

Ne | Ocaxnenne Pasveppr, M Ocaaurenb (NH4)SO4 Cpennii CreneHsb arperanuu Hamrne
oT 10 pasmep, MKM Ipyrux ¢as
1 Ob6patHoe 2 80 | AMmHak Her 30 Ja
2 To xe 0.5 10 | T'KA Her 4 | Cnabo arperupoBas | Jla
3 IIpsimoe 20 100 | Ammuak Her 50 Her
4 To xe 10 150 | T'KA Her 25 Her
5 » 1 50 | AMmuak Ja 20 Ja
6 » 0.5 5 | TKA Ha 2 | Peixuble arperatsl Ha
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