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OCOBEHHOCTW CUHTE3A BbICOKOAMNCIEPCHbBIX AJIOMO®OCDPATOB
COCTABA A1P041H20

AHHOTauusA. MeToAOM KOHAEHcaLuM Npyu rmapoTepManbHOin 06paboTke antomMoocdaTHbIX PaCTBOPOB C KOHLEHTpa-
uveii (r/n) A1i0390 - 115 P~05340 - 440 B nHTepBasne TemnepaTyp 95-99 °C nonyyeH opTodoctar atoMUHMA cOCTaBa
A1P042H20 ¢ MOHOK/MHHOM CTPYKTYPOIA, MAEHTUYHOW CTPYKTYPe NPMPOAHOro MUHepasia MeTaBapucLmuta. Bnepeble ycTa-
HOB/IEHa PONb CTapeHus antomModochaTHOV CUCTEMbI B COKPALLEHUN UHAYKLMOHHOTO Nepnoja, OfAHOBPEMEHHOM 3apoXje-
HUM NepBUYHBIX YacTuL, BO BCeM 06beMe pacTBopa 1 06pa3oBaHuM NacToobpasHoOro Npogykra ¢ npeobnajatoLimm pasme-
pom yactuy, 1-10 MKM B 0T/iMume oT 30-50 MKM, XapakTepHOro Ans MeSIKOKpPUCTaIMYecKoro, noay4vaemoro 6e3 crapeHus
pactBopa. MokasaHo, 4To mactoobpasHblii A1P04-2H20, no cpaBHEHWIO C MENKOKPUCTa//IMYECKUM, IBMISETCS TpyAHOpac-
TBOpUMbIM B HCL gadke nNpu A/IMTeNbHOM HarpeBaHWW. Y CTaHOB/IEHO BUAHWE cofepxxaHns P20 5B antomodocdaTtHoOM pac-
TBOpE, YCOBUIA €ro CTapeHmns, NPOLO/KNTENbHOCTY TMApOTepPManbHOM 06paboTKy Ha pacnpeaenieHune YacTuL, Nno pasmepam
[N9 CMHTe3npyeMbix opToochaToB antoMuUHMA. Be3BogHbIN antoModoctaT, NonyyeHHbIi gerngparalumeid nacToobpasHoro
A1P04-2H20 & nHTepBane 150-200 °C c nocnegytoueii TepmoobpaboTkoi npu 900 °C, XOpOLLO pacTBOPMM B KMCMOTax,
npeo6nagaroLuii pasmep YacTuL, cocTaBaseT 5-13 MKM.
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FEATURES OF THE SYNTHESIS OF HIGHLY DISPERSED
ALUMOPHOSPHATES ALP04/iH20

Abstract. Aluminum orthophosphate ofthe composition A1P04-2H20 with a monoclinic structure identical to the struc-
ture of the natural mineral metavariscite was obtained by condensation method during hydrothermal treatment of alumo-
phosphate solutions with a concentration (g/1) of A120390 - 115, P20 5340 - 440 in the temperature range 95-99 °C. For
the first time, the role of aging of the alumophosphate system in shortening of the induction period, simultaneous nucleation
of primary particles in the entire volume of the solution and the formation of a pasty product with a predominant particle
size of 1-10 pm, in contrast to 30-50 pm, characteristic of a fine-crystalline product obtained without aging of the solution,
is established. It is shown that pasty A1P04-2H20, in comparison with fine-crystalline, is hardly soluble in HC1 even under
prolonged heating. The influence of P20 5content in the alumophosphate solution, the conditions of its aging and the duration
of hydrothermal treatment on the particle size distribution for synthesized aluminum orthophosphates have been established.
Anhydrous alumophosphate obtained by dehydration of pasty A1P04-2H20 in the temperature range of 150-200 °C with sub-
sequent heat treatment at 900 °C is readily soluble in acids, and the predominant particle size is 5-13 pm.
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BBefeHue. ViccnefoBaHua nocnefHUX neT nokasanum, YTo CYLWEeCTBEHHbIN BKag B CBONCTBA Belle-
CTBa BHOCWUT €ro NOBEPXHOCTb, YAeNbHas 40N KOTOPOW 3HaumTenbHa 415 BbICOKOAMCMEPCHbLIX COeAu-
HeHunii. M03TOMY BO BCEM MUpPE MHTEHCMBHO BefyTcA paboTbl, NOCBALEHHbIE UCCNEL0BAHUID «pa3Mep-
Horo adekTa» —3aBUCMMOCTM CBOMCTB TBEPAbIX Ten OT pa3mepa COCTaBAALWMUX €ro Kpuctanios.
Hannuve o6WMPHOIO KOMMN/eKca CBOMCTB, MMEKLWMNX OTYETANBO BbIPAXEHHYIO PasMepHY 3aBUCU-
MOCTb, XapakKTepHo 4714 antoModochaToB, KOTOPbIE MOTYT 6bITb MOJyYeHbl B BUAE BbICOKOAUCMEPCHBIX
PeHTreHoaMop(HbIX U KPUCTaNNMYeCKUX MPOoAyKToB [1, 2]. B HacTofuiee BpemMsa KpucTaninyeckue
antomogocgarbl coctaBa A1P04-HH20 nNpuBAEKNN 3HAYUTENbHbIA MWHTEPEC B CBA3WM C BO3MOXHOCTbHO
MX MPUMEHEHUSA Kak LMCNEepCcHON (hasbl Ans co3faHua 3PHEeKTUBHbLIX 3/EKTPOYNpPaBaseMblX MaTepu-
anoB [3-5]. N3BecTHO [6-8], uTO B KayecTBe AMCMEPCHOW (hasbl, KaK HaMmoOAHUTENS 3/1eKTPOPeonsorn-
YeCKMX CYCNeH3nil, NPUMeHST HaHOpa3MepHble HeopraHu4yeckue COefVMHEHWA 3afaHHbIX COCTaBa
M CBOWCTB. B 3TOW CBA3WM MOAy4YeHMEe BbICOKOAMCNEPCHBLIX antomModochaTtoB Kak rmapaTUpOBaHHbIX,
Tak 1 6e3BOAHbLIX ABNSETCA BAXHOW U aKTyasibHOW 3ajaqei.

CornacHo [9-12], antomodocaTel coctaBa A1P04-2H20 ¢ opTOpomMOGMYECKO M MOHOKIUHHOWA
CTPYKTYpoOli (MUHepanornyeckoe HaspaHue BapuUCLUT U MeTaBapUCLMUT COOTBETCTBEHHO) KpUCTanu-
3YHTCA U3 KUCNbIX antoModochaTHbiX pacTsopos (pH < 6) npu TemnepaTtypax Huxe 200 °C. MerTa-
BAPUCLUT KPUCTANIN3YeTCA B KOHLEHTPMPOBAHHbLIX PacTBOpax, a BapucLuT - B paszbaBrieHHbIX. Kpo-
Me BapucuuTa M MeTaBapucuuTa CYL,EeCcTBYOT rugpatel ¢ obwum coctaBoMm A1P04-xH70 (1 < X <3)
[10-12], B KOTOpPbIX COfZep>KaHUe BOAbl YMeHbLUAETCSA C MOBbllWeHMeM TemnepaTypbl [12]. OTMeuyaeTcs
[1, 2, 9-12], uTOo nonyyaemble KpucTannusauuein u3 pactsopa opTodochaTbl aNtOMUHUA ABASKOTCA
MENKOKPUCTaNIMYECKUMU, PACTBOPUMBIMY B KUCNOTaX NpU HarpesaHuu. CeefleHNs 0 BAUAHUMN YCNO-
BUIA KpUCTannusaumy Ha pasMmep o6pasyroLlLmxca yactuy antomodocdara B nnTepaType npakTUyecKu
OTCYTCTBYIOT.

Mcxoas n3 knaccuueckux npeacrtaBneHuin pazoobpasoBaHus, pasmep YacTul KpUCTannnsytoweni-
cA TBEPAON (ha3bl 06YCNOBMEH KOHLEHTPALWOHHOW rpaHuLeil Mexay metactabunbHbIM 1 NabunbHbIM
COCTOSIHMEM pacTBOpa, YTO peryampyeTcs CTEMeHbl MepechbileHns B BOAHO-COMeBOW cucteme [13].
MpUMeHNTENBbHO K antoMoocdaTHbLIM pacTBopam crefyeT OTMeTUTb, YTO A1 HUX XapaKTepeH CNOoX-
Hblli MOHHbIW COCTaB, MNOCKO/bKY B POCPOPHOIA KMCNOTE B 3aBUCMMOCTM OT €e KOHLEeHTpauuu npu-
CYTCTBYIOT KaK MOHOMepHble MoHbl (H2P 04~ HP042, P043") n HeguccoLMmMpoBaHHble MONEKY/bl, Tak
M pasinyHble guMepHble opmbl (HE6P20 8, H5P70 8, H4P20 &", H3P20 83). LLinpoknit Habop hocdaTHbIX
aHWOHOB U MOJIEKYN B antoModocaTHbIX pacTsopax 06yc/ioBnvMBaeT obpa3oBaHue B cucteme Al20 3
P20 5H 70 meTacTabu/ibHbIX akBaantoMogochaTHbIX KOMNIEKCOB, YCTOWYMBOCTL KOTOPbIX 3aBUCUT OT
paga haktopos. CornacHo [9], B KOHLEHTPUMPOBAHHOM antoMopocdaTHOM pacTBope, B KOTOPOM npowuc-
X0auT KpucTannmsauus A1P042H20, antoMuHWIA, CKopee Bcero, ceBa3aH B Komnaekc [A1(0PO3H)(H20) 5]+
YBennyeHne KOHUEHTpauum antomMmogochaTHbIX NOHOB TAKOr0 COCTaBa M JOCTUXKEHUE MepechllieHuns
B cucteme A120 3P20 5H 20 Habntogaetcs B MHAYKUNOHHBI Nepuog, NPOAOMKUTENbHOCTL KOTOPOro
3aBMCUT OT MHOTUX (PAaKTOPOB, BAMAIOLWMX HA CYLLECTBOBAHME pacTBOpa B MeTacTabu/bHOM COCTOSA-
HUW. PaHee nokasaHo [14], yTo npu Kpuctannmsaynm antomodocdara NPOLOHKUTENbHOCTb MHAYKLN-
OHHOTO Mepuoja CoKpaliaeTca Npu HauymMm CTaguun CTapeHus antoMogocipaTHOro pacTsopa, nosny-
yaemoro pacteopeHneMm AL1(OH)3 B H3P 04. laHHbIN (haKT MOXET CBMAETENbCTBOBATbL O BO3MOXHOCTM
perynupoBaHusa CTEMEeHWN NepecbiWweHns 1, CrnefoBaTelbHO, pa3Mepa NepBMYHbIX YacTuL, 3a cYeT cTape-
HUA antoMogochaTHOro pacTeopa nepes ctaguein ruipoTepmManbHOR KOHAeHcaumm.

Llenb paboTbl - yCTaHOB/EHME 3aBMCUMOCTU MeXAY YyCnoBusMu ha3oobpasoBaHus, onpepenato-
WWUMKN CTEMeHb NEPeChILLeHNs, COCTaBOM, AUCMEPCHOCTLI0O KPUCTaNAM3YIOLWEerocs ruapatupoBaHHoOro
anomogocmara 1 6essogHoro A1P04 Ha ero ocHose.

MeTogonorusa pa6otbl. Kpuctannmsauuo rufpatupoBaHHOro oprodocdara aflOMUHUS OCYLLeCT-
BNSAN B TMAPOTEPMAabHbLIX YCNOBUAX Npu 97-99 °C 6e3 nepemelinBaHna U3 antomMmodocgaTHbiX pac-
TBOPOB C KOHUeHTpaumei P70 50T 340 go 440 r/n, nonyyeHHbIx pactBopeHuem Al(OH)3B H3P 04 npwu
MOJIbHOM COOTHOWeHnn P20 YA120 3~ 3,0 - 2,75. CogepxxaHune H3P 04 B pacTBope POCHOPHON KMcno-
Tbl cocTasnano 50,0 mac.%, Temnepatypy pactsopeHuns A1(OH)3Bapbuposanu B uHTepsane 80-95 °C.
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Mopokecua antomMuHmnA ¢ pasmepom yactuy 20-100 MKM pacTBOpPAIN NOpLMAMK, A0 NOMHOIO UCYESHO-
BeHWA TBepAoli (hasbl B pacTBOpE.

O6pasytolytocs nocne rugpoTepManbHO 06paboTKM antoMogocdaTHOro pacTBopa CYyCMeH3no nan
nacToo6pasHyr0 Maccy pasfensnin «ropsummMm» (QUNIbTPOBAHMEM Ha TBEPAYIO M XUAKYH (hasbl, 3aTem
0CafloK NpOMbIBann BOAON ¢ Temnepatypoii 70-80 °C fo oTpuuaTenbHON peakumm Ha P 043-aHUOHBI.
OTMBbITBIA 0Cagok cywunum npu Temnepatype 50—60 °C [0 NOCTOSIHHOM MacChbl W aHanM3uMpoBanu
Ha cogep)aHue KpucTannmsaymoHHoi H20. BessogHblii A1P04 nonyyanu gerngpartauueidn npu Tem-
nepatype 150-200 °C c nocnegytoweii TepmoobpaboTkoii npu Temnepatype 800-900 °C B TeyeHue
30-40 MuH.

XVWMUYeCKNA cOCTaB CUHTE3NPOBaHHbLIX COeAWHEHUI YCTaHaBAMBAAN HA OCHOBAHMMW COAEPXaHWA
OCHOBHbIX KOMMNOHEHTOB (A190 3, P20 5 H20), onpefeneHHbIX MO M3BECTHLIM MeTOAMKaM, Pa3oBblii CO-
CTaB —C MOMOLLbI0 PeHTreHoBcKoro agugpakrtometpa 08 ADVANCE ¢pupmel BRUKER AXS (epma-
HUs). Pasmep vacTtuu 1 pacnpejesneHne nx rno pasmepam MccriefoBasy C NMOMOLLbIO 1a3epPHOro MUKPO-
aHanusatopa FRITSCH ANALYSETTE 22 (Fepmanus). [JaHHble AUCNEPCHOr0 aHann3a CoOTBETCTBY-
0T pacnpefesieHNIo YacTuL, Mo macce.

Pe3ynbTaTbl UCCNEAOBAHWUI U UX 0OCYXKAEHME. Y CNOBMA MONYYeHNUs antoModochaTHbIX pacTBo-
pOB, MX XapaKTepucTuKa NpeacTaBneHbl Ha puc. 1u B Tabn. 1

O w
ar

Puc. 1 3aBucumocTb cofepxaHns Al20 3B antomodocdaTHOM pacTBOpe OT TeMnepaTypbl ¥ NPOLO/HKUTENILHOCTH
pacTBOpeHMs (0); CKOPOCTW pacTBOPEHUS TMAPOKCHUAR allOMUHKS B PoctopHoli kucnoTe (B

Fig. 1 The dependence ofthe A120 3content in the alumophosphate solution on the temperature and duration
of dissolution (a); the rate of dissolution of aluminum hydroxide in phosphoric acid (b)
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CornacHo puc. 1, @, npoAo/KUTENbHOCTL NONMYYEHUSA antoModocdaTHOro pacTeopa € CoAep>KaHu-
em Al120 3, paBHbIM 8,7 Mac.%, 3aBUCUT OT TeMMepaTypbl pacTBOPeHUs U cokpaliaetca B 1,75 pasa npu
ee nosblweHun ot 80 go 90 °C. BnnsHue TemnepaTypbl Ha CKOpocTb pacTBopeHus A1(OH)3s H3P 04
nokasaHo Ha puc. 1, b 13 KOTOpOro cneayet, 4TO MaKCUMasbHas CKOPOCTb PAaCTBOPEHMS XapaKTepHa
ans nepsbix 15-20 MuH, 3aTeM pe3Ko nafaet, B pe3y/sibTare 4ero NpPoLO/KMTENbLHOCTbL npoLlecca co-
CTaB/IAeT HECKO/bKO 4YacoB faxe npu Temnepatype 90 °C. CHuXeHue ckopocTtu pacteopeHus A1(OH)3
CBA3aHO KaK C HacCblleHMeM pacTBopa POCHOPHON KUCNOTbl COEAUHEHUAMU antOMUHUA U, CnejoBa-
TeNbHO, YMEHbLUEHNEM ABUXYLLEW CUNbl MpoLecca, Tak U C HaIMYMEM KPYMHbIX YacTul rmapokcmnia
antoMuHns 1o 500 MKM, 4TO ObI/I0 OTMEYEHO BbILLIE.

Kak cnegyeT u3 1abn. 1, npu pactsopeHnn AL(OH)3B H3P 04 B uHtepsane temnepatyp 80-90 °C
06pasyloTCA KOHLEHTPMPOBaHHbIE YCTOWUYMBbIE PACTBOPbI, B KOTOPbIX CTeMeHb MEPECbILEHNA HUXe
KPUTWUYECKOW A9 KOHAEeHcauuu TBepAoi dasbl, B YacTHOCTN A1P0417H.

Tabnnua 1 XapakrepucTrka anoMotocdaTHbIX pacTBOPOB
Table 1 Characteristics of alumophosphate solutions

CooTHolLeHVe PO 5/AI03  TemnepaTypa MnoTHoCTL H pacTeona BusyanbHas oLeHka CogepxxaHue A0 IP2D 5
npy pacTBOPEHUN pactBopeHus, °C  pacTeopa, r/cm3 Prp P pacTsopa B pacTBope, Mac.%4/r/n
3,0 80 1,395 0,69 BsA3Kkuii ¢ MaTOBbIM 8,70/465
87 1,405 OTTEHKOM
90 1,407
2,75 95 1,380 0,73 OobpasoBanacb TBepaan asa 8,99/460
3,0 95 1,410 0,68 B 00beMme pacTeopa 8,47/465

MoBbiWweHne TeMmnepatypbl 4o 95 °C NpMBOAUT K KOHAEHCauuuK, KoTopasa npoTeKaeT napasnfenbHo
¢ npoueccom pactsopeHus A1(OH)3B H3P 04. N3BecTHO, 4TO poctaT aNtoMUHUA C MOSIbHBIM COOTHO-
weHnem A120 JP20 5= 1,0 He3aBMCMMO OT CTPYKTYpbl (MOHOKIMHHAA Uan opTopombuyeckas) nveet
oTpuLaTeNnbHbI KOAPPULMEHT pacCTBOPUMOCTH, MaKCUManbHOe 3HaYeHre KOTOPOro LOCTMraeTcs npu
170 °C [15].

B Tabn. 2 npeacTaBneHbl pe3ynbTaTbl UCCNeA0BaHNA BANAHWA YCNOBUIA (ha3oobpa3oBaHna B anto-
mMoocaTHON cucTeme, rmMapoTepmanbHo o6paboTaHHON npyu 97-99 °C, Ha cocTaB U opmy obpasy-
toweica TBepaoi asbl. M3 gaHHbIX cneayeT, UTO KpucTanausaumu anomodocdarta npegliecrsyer
MHAYKLWOHHBIA Nepnog, NPpOAO/HKMNTENbHOCTh KOTOPOro 3aBUCUT OT YC/I0BUIA CTapeHus antomogoc-
(haTHOro pacTBopa M ero KOHLUEeHTpaLuum.

Y CTaHOB/MEHO, YTO B CBEXENPUIroTOB/IEHHOM PacTBOpe Npu ero HarpesaHmu Ao 97-99 °C KoHAeH-
caumsa TBepaoi asbl HauymMHaeTcs yepe3d 15-20 y (o6pasey Ne 8, Tabn. 2). Mpu 3TOM MepBOHAYanbLHO
thopmupyeTca HebONbLLIONK CNOA ocagka, 00bEM KOTOPOro yBEAMUYMBAeTCA B MpoLecce rmapoTepMans-
HOl 06paboTKM anomogochaTHOro pacTsopa, No-BUAMMOMY, 3@ CYET poCTa MepPBUYHbLIX YacTul,.
Mony4yeHHbIN NPOAYKT ABNAETCA MENKOKPUCTANIMUYEeCKNM, XOpPOLWOo oTcTanBarowmmes. Mpu ctapeHnn
antomoochaTHOro pacteopa Npu KOMHaTHOM TemnepaType B TeueHue 24 4 (obpasey Ne 9, Tabn. 2)
M nocnefytoLen rngpoTepmancHoin 06paboTke npouecc 06pa3oBaHMsA TBEPLOA (asbl MMEET Takoli xe
XapakTep, XoTA NPOLO/MKUTENBHOCTb UHAYKLMOHHOTO nepuoga cokpauwiaercs o 10-12 u.

OTnnumnTenbHble YepThbl (ha3oobpa3oBaHUa HabNOLAKOTCA B ClyYae CTapeHus antoModocdaTHOro
pacTtBopa npu 60-70 °C ¢ nocnefyrowmnm ero HarpesaHnem o 97-99 °C. Mpogo/mKnTebHOCTb NHAYK-
LUMOHHOTO neproja nNpu 3ToM pe3ko cokpalwaetcs (tabn. 2). O6pa3oBaHue 3apoAblLleil B uccneayemo
cucTeme MpoMcXo4MT OAHOBPEMEHHO BO BCeEM 00beMe pacTBopa, B pesyfnbTaTe UX arjoMepauuun o6-
pasyeTtcsd nactoobpasHasa macca, MPakTUYECKM He pasfensollanca Ha TBEPAYIO U XUAKYH ¢a3bl (06-
pasubl Noe 1-3, 5 6, 12, Tabn. 2). HecMOTpsA Ha pasinuHyto Qopmy KpucTaniusyrowerocs npogykra
(macToo6pasHbIii, XOpPOLWO OTCTaMBalLWMiics), BO BCeX MccefyeMbix obpasuax MOJbHOE COOTHOLIE-
Hue A120 3:P20 5HaxognTca Ha ypoBHe 1,0 ¢ He6ONbWNM OTKIOHEHWEM M3-3a MOTPELHOCTA METOLOB
onpegenenns P20 5u A120 3. CogepxxaHme H20 B npogyKTax Moc/ie Ux CyWwKU A0 MOCTOSHHOM Macchbl
npu 60-70 °C cocTtaBnset 23,0-25,0 mac.% »n COOTBETCTBYET ABYM MOJIAM KpUCTaNNN3aLNOHHON BOAbI
B cocTaBe A1P04'2H20. CornacHo Noy4YeHHbIM AaHHbIM, TMAPaTUPOBaHHLIA antomogocdar, KpucTtan-
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Ansylowuniica B Buae nactoobpasHOro Npogykra, ABNAETCA TPYLHOPAcTBOPUMbIM coeanHeHreM B HCL
Jaxe npu gnutensHom HarpeeaHum npu 80 °C. 3TO ABMEHUE He COrnacyeTcs C U3BECTHLIMU LaHHbIMK
no pactsopumocTn A1P04-2H20 1 Bbi3biBaeT 0COObIA UHTEpeC. XapakTepHo, YTO YacTUYHO WM Nof-
HOCTbIO 06€3BOXKEHHbI nacToobpasHbllii antomodocdaT 6bicTpo pacTteopsetca B HCL. MonyyeHHble
3KcnepMmeHTanbHble AaHHble O BAUAHWW CTApeHWsA pacTBopa Ha mpouecc KpucTannuMsauum antomo-
thochaTta 1 ero cBONCTBa MOXHO 06BACHUTL, CKOPee BCEro, Kak pasnnyHoli KoOHUeHTpauuei dasoobpa-
3yOLWMX antoMoocdaTHbIX KOMMIEKCOB B CTapeBLUUX W He CTapeBLUUX pacTBOpax nepej ux rmgpo-
TepMasbHOW 06paboTKOl, TaKk U MX cocTaBOM. KoHpeHcauus TBepAol ¢asbl B BMAE MacToo6pa3Horo
NPOAYKTa MOXET ObITb CBA3aHA C TEM, YTO Y)XKe Ha CTaguu CcTapeHus antomodocgaTHoro pacteopa npu
60-70 °C pgocTuraetcs paBHOBECHOE cofiepXKaHue, 6/IM3K0e K KPUTUYECKOMY, PaCTBOPUMbBIX antomMogoc-
(haTHbIX KOMMNJ/IEKCOB B BMUAE KNAacTEPOB, COLEPXALLMX MOJIEKY bl ManopasMyarLLnXcs no CTPYKType,
4YTO NPUBOAUT MpPU MOBbIWEHUU TemnepaTypbl Jo 97-98 °C K 6bICTPOMY OTHOCUTENIbHOMY Mepechl-
WEeHNIO W BCNeACTBME 3TOM0 K 3apojbilieobpa3oBaHnio BO BCeM 06beme pacTsopa. Ob6pasosabLLnecs
HaHOYacTULbl YKPYMHAOTCA 3a CYeT UX 06benHeHns B arperatbl [13].

Tabnuua 2 YcnoBus KpucTainsauuy v pesynbTaTbl UccnefoBaHMs antomodocdara
Table 2. Crystallization conditions and results of alumophosphate analysis

Ycnosus ruapoTepmanbHoli 06paboTkm PesynbTaThl MccneoBaHua TBepaoi thasbl

Homep — MonbHoe MPOJO/MKA-  MOfbHOE
- NPOAOMKUTENBHOCTb
06pa3- COOTHOLLIe- KOHUEHTPa- - TeMneparypa POA TeNbHOCTb ~ COOTHOLLIEHWE

umsa P25 1 npofonknTenb- Kpuctannusauumn XapakTepnucTuka

ua H"Zgozo v B paC}'Bope, HOCTb crapsgt;n npg ;egn;irémype u,:::ﬂzg;o Fﬁims (pasoBiii cocTas npofyKra
B pacTBope rn pacTeopa, “L/4 ) M nepvoga, hase
i 340 60-70/24 48 5 10:1,03 MOHOKNNHHasA
2 380 60-7/24 48 7 1,0:0,99 CTPYKTYpa, MacToo6pas-
. NLEHTUYHaA Haa macca
3 400 60-70/24 48 5 1,0:0,98 NPUPOHOMY B O6BEME
5 420 60-70/24 48 6 1,0:0,97 MUHepany pacTBOpa
6 440 60-70/24 48 8 10:101 MeTaBapucLuTy
7 Kpuctannusaumsa
460 60-70/24 He npowusoLna, TBep-
2751 [iaa (hasa oTCyTCTBYET
6e3 cTapeHus 48 15-20 10:101
20/24 48 1012 10:102 YT/I0THeH-
) HblIli cnoi
10 6e3 cTapeHus 72 15-20 10:101 MOHOKNNHHAA CTPYK- NpoayKTa
7 400 20/24 72 10-12 1,0: 10 Typa, NAeHTNYHaA
npyvpogHOMY MUHE-
12 MacToobpas-
pany metasapucuuty oo
60-70/24 72 6 1,0:0,98 B 0GbEME
pacTeopa

CnepyeT OTMeTUTb, YTO NPM KOHLUeHTpauun P20 58 antomodochaTHoOM pacTBope, paBHoin 460 r/n,
Kpuctanausauus Teepaoi asbl He NPOMCXOAUT HE3aBUCMMO OT TeMMepaTypbl U NPOAOMKMNTENLHOCTU
€ro CTapeHusa v rugpoTepmManbHoin 06paboTkn (Tabn. 2). 3To 06yCNOBNEHO, BEPOSITHO, BbICOKON BS3KO-
CTbl0 M NNOTHOCTbIO pacTeopa, (p = 1,400 r/cm3), B pesynbTate TOro YTO B KOHLEHTPUPOBAHHbLIX pac-
TBOpax (hoCOpPHON KNCNOTbI antoModocgaTHble KOMMNIEKChI, COracHo [9], MOryT KOHAEHCMPOBaTbLCA
B TPEXMEPHbIe CBA3aHHbIE HAKPECT NOIMMEpbI.

®a30Bblli COCTAB CUHTE3NPOBAHHbLIX antOMO(OCHaTOB, COrIacCHO PeHTreHorpamyeckoMy aHanusy,
NpaKTUYeCcKN OfMHAKOBbIA. Ha peHTreHorpamme, npeAcTaBAeHHOM Ha pUcC. 2, BUAHO, YTO CUMHTE3UPO-
BaHHbIE COEAMHEHNA MOXHO UAEHTUPULMPOBaATb Kak opTodoctaTt, UMEKLWNA MOHOKINHHYK CTPYK-
TYpYy, aHaNOTMYHYI0 NPUPOLHOMY MUHepany MeTasapucuuTy coctasa A1P04-2H20.

VccnepoBaHue gMCNepCcHOCTM NONYYeHHbIX antomMmodoctaTtoB nokasano, 4To OHW OTAMYAKTCA pac-
npefeneHneM 4acTuy Mo pasMepam B 3aBUCMMOCTW OT YCOBUIA cnHTe3a. Hanbonee cyLlecTBEHHOe BAN-
AHME Ha MCMEePCHOCTb OKasblBaeT Ha/IM4mMe yCnoBmMiA CTapeHus antomogocgaTHoro pacteopa. Menko-
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5 10 20 30 40 50 60 70
2e°
* - AIPOTr3lI30, cornacHo [16]
Puc. 2. PeHTreHorpamma rugpatMpoBaHHOro antomogocdara
Fig. 2. X-ray diffraction pattern of hydrated alumophosphate

KpUCTannMYecKuid, XopoLo oTcTamBarLWminca optogocdar aNtoMUHUA, NONYUYEHHbIA KpucTannmsauner
N3 CBEXENPUTOTOB/EHHOTO pacTBopa C KOHUeHTpauueid P70 5 paBHoi 400 r/n, COAEPXUT YacTuubl
¢ npeobnagarowmm pasmepom 30—50 mm (o6bpase, No 8, Tabn. 2). MNpaKTUYeCKU TaKyk Xe aucnepc-
HOCTb MMeeT u antomodochaT (o6pasey Ne 9, Tabn. 2), KpucTanIM3yrWMincs m3 antomogochaTHOro
pacTBopa, cTapesLUero NpyM KOMHaTHON TemnepaType.

Ona o6pasuos A1P04-2H20, kpucTtannusyrowmuxca B ¢popme nacToobpasHoOro npoAykra, xapakrep-
HO HanuMuue 3HaYUTENIbHOW A0MM 4YacTul C pasMepom MeHee 5 MKM. V3 npefcTaBneHHbIX Ha puc. 3
3aBMCUMMOCTEN cnepyeT, 4To B obpasyax Ne 1um 6 (tabn. 2), npeoc6nafaroT YacTuLbl MPENUMYLLECTBEHHO

100

80 -«

70

50 m

30 m

10 «

0,5 1 5 10 50 500 1000
Pasmep yactuy, MKM

Puc. 3. PacnpefieneHne yactul, no pasmepam anis 06pasLoB rugpatpoBaHHoro antomodgocdara Ne 1 v 6 (Tabn. 2)
Fig. 3. Particle size distribution for samples of hydrated alumophosphate Ne 1and 6 (Table 2)
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c pasmepoM 1-10 mkm. Mpu 3TomM 605ee BbICOKOAMCNEPCHbIA gurnapat optodocdarta antommHus (06-
pasey Ne 1, Tabn. 2) kpuctanamayercs U3 antoModocgaTHOro pacTsopa ¢ KoHUeHTpaumeid P20 5340 r/n,
4YTO BUAHO M3 pacnpefeneHns yacTul no pasmepam (puc. 3).

[na paHHoro obpasua Hanuuue yacTtuy ¢ pasmepom oT 0,5 go 5 Mkm cocTtasnsiet 50 %, a gns 06-
pasuya Ne 6, KpUCTaNIN3YyHLWEroca U3 pactTeopa ¢ KoHueHTpaumnei 440 r/n P20 5- 35-37 %. CHuXeHune
LONV MENKUX YacTul, MOXeT BbiTb 00yc/ioBNeHO 60ee BbICOKOIN BA3KOCTbIO antoModocdaTHOro pac-
TBOpa, CNOCOGCTBYIOLLEN arnoMepupoBaHUIO 3apoAbllieil TBephoi hasbl. ArnomMmepupoBaHue vacTul
npu Kpuctannunsauum HabnopaeTca BO BCEX CNyyvasax, HO 60nee BbIpaXeHo C YBe/IMYeHNeM KOHLEeHTpa-
LMK pacTBOPOB. Ha yKpynHeHMe yacTul, Kpome KOHLEeHTpauum antomModocdaTtHoro pactsopa, Bauset
M NPOAO/HKMTENLHOCTb €ro rmapoTepmManbHoin 06paboTkn. Tak, Ha puc. 4 nokasaHa ructorpamma gns
o6pasua Ne 12 (Tabn. 2), NoNy4YeHHOro Npu NPOLO/MKNTENBHOCTU CUHTE3a 72 Y, B KOTOPOM cofepXKaHue
yactuy, ¢ pasmepom o1 0,5 o 5 MKkm cocTtassniseT okoso 30 %, OCHOBHaA LONA NMPUXOLUTCA HA YacTuULbl
c pasmepom 10-20 MKM. YBenn4yeHuWe NPOAO/HKUTENbHOCTM TMAPOTEPManbHOW 06paboTKM antomo-
thochaTHOro pacTeopa MOXeT ObITb MPUYMHON YKPYNHEHMUA YACTUL, He TONbKO 3a CYET arpernpoBaHus

Puc. 4. T'muctorpamma obpasua Ne 12 (1abn. 2)
Fig. 4. Histogram of sample Ne 12 (Table 2)

Puc. 5. PacnpefeneHune yacTtuy, no pasmepam 411 06pasLoB 6e3804HOI0 antomogocdara.
O6pasubl A1P04nonyyeHbl TepmoobpaboTkoint A1P04-2H20 Ne 1,3, 6, 12 (Tabn. 2)

Fig. 5. Particle size distribution for samples of anhydrous alumophosphate. A1P04 samples were
obtained by heat treatment of A1P04-2H20 under the numbers 1, 3, 6, 12 (Table 2)
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MepBUYHbIX YACTUYEK, HO N UX CPacTaHUsA M OPUEHTMPOBAHHOIO HapalimBaHua ¢ 0b6pa3oBaHnem BTO-
PUYHBIX KPUCTANN0B, YTO HAbMO4aeTCa NPU NONYYEHUN KPUCTaNAMyecknx Bewects [13].

JKcnepuMeHTanbHble AaHHble, NOKa3sbiBaKLiMe AucnepcHocTb 6e3sogHoro A1P04, nonyyaemoro
TepmMo06paboTKoil gerngpaTupoBaHHbIX 06pasuoB Ne 1, 3, 6, 12 (Tabn. 2) npu 900 °C B TeyeHne 30-40 MUH,
npefcTaBfieHbl Ha puc. 5. XapakTepHo, 4TO pa3Mep YacTuL, U UX pacnpefeneHune no pasmepam ans nony-
YeHHbIX 006pa3LoB 6e3BOAHOr0 antomodockara NPakTUYEeCKN COOTBETCTBYET pacnpefefieHnIo vacTuy,
no pasmepam ansa A1P04\2H,0.

Bo Bcex Tepmo0o6paboTaHHbIX 06pasLax OTCYTCTBYHT YacTUUKU C pa3sMepoMm MeHee 2 MKM. [Mpe-
obnagalwwmin pasmep yactuy gns obpasyos 6e3BoAHOr0 antomodochaTa nexnuT B nHTepsane 5-13,
ans o6pasya A1P04 Ne 12 - 8-35 mkM. [laHHOe OT/iM4Me 06YCNOBEHO TEM, UYTO, KaK OTMEYEHO BbILLE,
B ncxogHoMm A1P04-2H20 moryT cofep>kaTbCA arpermpoBaHHble BTOPUYHbBIE PbIX/ible YacTuLbl, KOTOPbIE
npu TepmoobpaboTKe fierye NOABEPratOTCA CMEKaHWI0 M XapaKTepu3yrloTcs, Kak NpaBuno, 6onbluei
[LePEKTHOCTbLIO.

Vcxoas us akcneprMeHTanbHbIX JaHHbIX CliegyeT OTMeTUTb, YTO Npy TepMoo6paboTKe BbICOKOANC-
nepcHoro rugpatmposaHHoro A1P04A2H20 npu 900 °C cnekaHue vactuy 6e3sogHoro A1P04 npakTu-
YeCKu He mpoucxoauT. MccnepgosaHve pacnpefeneHuna yactul no pasmepam nokasbiBaet, 4to B A1P04
4yacTuubl ¢ pa3Mepom 2-10 MKM cocTaBnatoT o 60 %, B AIPOA2H20 - 70-80 %.

3aksoueHne. Takum 06pa3om, Npu rugpoTepmansHoil 06paboTke pacTBOPOB C KOHLeHTpauuei
A120 390-115 r/n, P20 5340-440 r/n, nony4yeHHbIX pacTBopeHnem A1(OH)38 H3P 04, gMcnepcHOCTb Au-
rungpata optogocgara antoMUHUA 3aBUCUT OT YCNOBMIA ero KpucTannmsauun. OCHOBHbIM (hakTopoMm,
onpegensrowmm pasmep vactuy A1P04-2H20, MmeroLWero MOHOKIUHHYIO CTPYKTYPY, ABNAEGTCA TEM-
nepatypa v NPOAOC/MAXUTENbHOCTb CTapeHUs antomodocdaTHOro pactsopa. lNpeobnagatownii pasmep
yactuy A1P04-2H70, kpuctannusywouweroca npu 97-99 °C 3 pactesopa, NpefBapuTe/ibHO CTapeBLUEero
npu 60-70 °C, coctaBnseT 1-10, 6e3 cTtapeHus - 30-50 mkm. Habnogaemoe yKpynHeHue yacTuy, npu
YBEIMYEHNUN NMPOLO/DKUTENILHOCTM TMAPOTEPMaNbHOT0 cmHTe3a A1P04-2H20 cBszaHO € 06pa3oBaHMEM
BTOPUYHbIX KpucTannos. Mpu TepmoobpaboTke A1P04-2H20 (npeobnagatowiunii pasmep yactuy, 1-10 MKm)
npw 900 °C obpasyeTcs 6e3BogHbIN ALP04 c paamepom YacTul, B MHTepBase 2-15 mMkm.
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