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KPUCTAJIVIM3AIOUSA HEOJUTA ®OKA3ZUTA HA OCHOBE
MHMHEPAJIBHOI'O CbIPbS HAXYbIBAHA 1 UCCJIEJOBAHUE
BJIMSAHUA YCJIOBUM HA ITPOIIECC CUHTE3A

©OTI.A. MamenoBa

Hucmumym npupoonwix pecypcos Haxuvieanckozo omoenenuss HAHA
Asepbaiioscanckaa Pecnyoauxa, AZ 7000 e. Haxuwisan, np. I'eiioapa Anuesa, 76.
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Ha ocnose munepanvrozo cvipbs Kiokrouaiickoeo mecmoposcoenus Haxuvieana 6wl uzyuen cun-
me3 npakmuuecku 8axcrHo2o yeonuma goxcazuma ¢ pacmeopax Ca(OH)2 u LiOH, 6 npucymcemeuu u
omcymemeuu munepanuzamopos CaClz u LiCl, a maxoice énusnue memnepamypol, KOHYeHmMpayuu
MEPMANbHBIX PACMBEOPOS U MUHEPAIUZAMOPOS, 6DEMEHU KPUCMALIU3AYUL HA npoyecc 8 yenom. Yema-
HOB1eHO, 4mo Godcasum c 8bicoKoll cmenenvio kpucmanauunocmu (100%) u paszoseoii yucmomoii Ovin
nonyuen @ pacmeopax Ca(OH):u LiOH+LiCl. Dxcnepumenmol no cunmesy uccieoo8anu 8 pacmseope
Ca(OH): c konyenmpayueii 10-30%, 6 memnepamyprom unmepesane 80-300 °C, epemenu o6padbomxu
10-100 u, a maxorce 6 LIOH+LiCl ¢ konyenmpayueii 10-35% u 5—25% coomeemcmeento, 6 ouanazone
memnepamyp 80-400 °C, spemenu kpucmantuzayuu 10—100 u. Onpedenenvl onmumaibHble YCi108us
obnacmu cywecmeoganus yeonuma goocazuma co 100% cmenenvio KpucmaniuyHocmu u (hazoeoi
yucmomoti: ¢ pacmeope Ca(OH): ¢ xonyenmpayueii 10—15%, memnepamypnoiii unmepsan 100-200 °C,
spems obpabomxu 50 u; 6 pacmeope LiOH+LICl, ¢ konyenmpayueii LiOH 20-30%, LiCl — 10-15%, npu
100-300 °C u spemenu kpucmanrusayuu 10-50 u. Hccredosanue ucxooHo2o KOMROHeHMA u NPOOyK-
moe Kpucmannusayuu oviiu npogedenvt penmeenopasosvim (2D PHASER «Brukery (Cu, Ko uznyue-
Hue, 20=5-50°)), anemenmuvim (Launch of Trition XL « Oxford Instrumenty), 31eKmpoHHO-MUKPOCKO-
nuueckum (Hitachi 3 000 TM) memodamu ananuza. M3yueno eiusnue memnepamypol, KOHYeHmMpayuu
MepManbHO20 pacmeopa U MUHEPAIU3Amopd, a makdice epemeHu 0opabomku Ha nNPoyecc KPUCMAaiIu-
sayuu. [Tokazano, umo obnacme cywecmsoganus gocazuma co 100% cmenenvro kpucmaniuuHocmu
u pazoeoti yucmomou wupoxas, a umerno — ¢ pacmeope Ca(OH):2 ¢ konyenmpayueii 10—15%, mem-
nepamypuuiii unmepsan 100-200 °C, epema oopabomxu 50 u; 6 pacmeope LiOH+LiCl, ¢ konyenmpa-
yueti LiOH 20-30%, LiCl— 10-15%, npu 100-300 °C u epemenu kpucmaniuzayuu 10-50 u. Yemanos-
JIEHO, YMO U3MEHEHUEe ONMUMAIbHBIX YCIO0GULL CYUeCMBOBANUS. RPUBOOUM K NOTYYEHUIO OPYeUX CIMPYK-
MYPHBIX MUNOG YEOIUNOS UL JICE UX ACCOYUAYUIL.

Knroueswie cnosa: qboofcas’um, yeoaum, MunepalbHoe Colpbe Haxuvieana, enusanue yCJlOBMZZ CUH-
mesa, eubpomepMaﬂbHa}z Kpucmaiiuzayus, npoyecc cunmesd, onmumajibHsle YCilo6us cunmesd.

BBenenue

Kak u3BecTHO, cymecTByomue 6onee 200 cun-
TETUYECKHUX I[COJIUTOB HE UMEIOT IPAKTUYECKYIO IIeH-
HOCTh. Bcero HECKOIBKO [IECATKOB M3 M3BECTHBIX
CHHTETHYECKHX LIEOJIUTOB UMEIOT MHPOKYI0 00J1acTh
IIPUMEHEHHUs B KauecTBe KaTajauszaTopa, afcopOeHTa,
00aBKH K CTPOUTENIHBIM MaTepHualiaM, KOpMaM XKH-
BOTHBIX, YHOOpEHUSIM, ISl OCYIIKH Ta30B H T.n.
HeobxonuMo OTMETHTH, UYTO CHHTE3WPOBAHHBIN
HaMH (POXKA3UT OTHOCHTCS K YHCIY HPaKTHYECKH
BAXKHBIX 11€0JUTOB. POXa3UT MMEET MHUPOKYI0 00-
JlacTh NIPUMEHEHHs, a MIMEHHO — B Ka4eCTBE aJcop-
O6enra [1-5], katanuzaropa [6—10], B kauecTBe M0-
6aBKHM K KopMaM XUBOTHBIX [11], ynobpennsm [12],
B meaunuue [13] u 1.1.

[upokass obmacte mpuMeHeHHs (oka3uTa CBS-
3aHa C €ro CTPYKTYpHBIMH ocobeHHOCTsMH. Kapxkac
(oxazuTa oOpazyercst IpU COEIMHEHUH COJAIUTOBBIX
sYeeK U reKcaroHalbHBIX npu3M. Kaxaas coganuroBas
sTYeKa COEIMHACTCS C YETHIPhMSI TAKMMH XKe sST9eiKaMu
B TETPadAPHUYECKO KOHPUTYPAIMH Yepe3 TeKcaroHallb-
HBIE TPU3MBI, KOTOPbIE 3aHUMAIOT YEThIpe U3 BOCHMH
TeKCaroOHANBHBIX TpaHel sYEeWKM, OCTalbHbIE YeThIpe

TPaHU U IIECTh KBAAPATHBIX TpaHel 0CTa0TCs CBOOOI-
HbIMU. DOXKa3UT UMEET OUEHb OTKPBITHIN KapKac ¢ CH-
CTEMOW OOJBIINX TOJOCTEH, KaXJas U3 KOTOPBIX CO-
eJMHSIETCS C COCEHUMH MOJIOCTSIMH Yepe3 YEThIPe Be-
HAAIATUWICHHBIX TETpadApuueckux Kousbla. Kaxmas
MOJIOCTh OTPaHWYeHa BOCEMHAIATHIO YETHIPEXWICH-
HBIMH, YETBIPbMSI LIECTUUIICHHBIMU U YETHIPbMS IBEHA-
JIATAYICHHBIMH KoJibllamu [ 14—18].

[IpakTudeckas meHHOCTH (hOKa3UTa CIIOCOOCTBO-
BaJia MOBBILIEHUIO MHTEHCUBHOCTH €ro cuHTe3a. U3 ana-
JIM3a HAyYHOM JMTEpaTypbl MOXKHO CII€NaTh BBIBOJ O
TOM, 9TO CYIIECTBYIOT OOIIMPHBIC HAYYHBIE UCCIIEIOBA-
HUS TI0 CHHTE3y (hoKa3uTa, BIUSHUS YCIOBHUH Ha MPO-
1IeCC CHHTE3a W O0JIACTH €ro MPUMEHEHHS B TOW WIH
nHOH cdepe. B mccnenoBannsax moka3aHo, 4TO CHHTE3
(horxazuTa OBLI IPOBENICH U3 JIeTyuei 305l [19], kao-
JUHOBBIX, CMEKTHUT-KAOJMHOBBIX M CMEKTHTOBBIX
e [20], u3 6ertonuTa [21], amromocunukaTtoB [22],
B TPUCYTCTBHH OPTraHHYECKOTO CTPYKTYpooOpas3yro-
wero arenta [23], u3 wuurta [24] u T.1.

VYuutbiBasg BBILIECKA3aHHOE, T.€. MPAKTUYECKYIO
3HAYMMOCTH IIeoNnTa (hoKka3uTa, HAMHU ObLIa TIOCTaB-
JIeHa TIeJTb €T0 CHHTE3a Ha OCHOBE MHUHEPAILHOTO CHIPhS
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HaxusiBana nnpu 6oj1ee yMEpEHHBIX YCIOBHSIX B IIPUCYT-
CTBHMH MEHBIIET0 YHCIIa XUMUYECKHX PEareHTOB, YTOObI
MPOLECC THAPOTEPMATBHON KPUCTAJUIN3AINN OKa3aJCs
JIOCTYIHBIM M HE MMel 0oIbIMX (PMHAHCOBBIX 3aTpar.
C mpyroi#l CTOpOHBI, HCTIOJIB30BAHIE MECTHOTO MHHE-
PABHOTO CBHIPHS (HEIOPOTUX MaTEpPHAIOB) B TUAPOTEP-
MaJbHOW MOAM(UKAIIUHN IICONUTOB CTAHOBHUTCS OOIa-
CTBIO, TIPEACTaBIAIOmeEH OONBIION WHTEpEC W HIparo-
el aKkTHBHYIO POJb B INPOJBM)KEHHU TEXHOJIOTHYE-
CKHUX JJOCTHKEHHH, CBSI3aHHBIX C HAYYHBIMHU HCCIIE/I0Ba-
HUSIMU M TEXHOJIOTHSMH ITPOM3BOACTBA LIEOJIUTHBIX Ma-
TEpUaJIOB B ONTHMHU3HPOBAHHBIX AKCIIEPUMEHTAIBHBIX
ycioBusix. HeoOXoaMMOCTh HCceoBaHHs THAPOTEp-
MAQJIBHOM NMEPEeKpUCTATUIU3ALMHN LEOTUTCOAEpKALEH TO-
pons! HaxupiBaHa cBs3aHa ¢ BO3MOYKHOCTBIO €€ HCIIOJIB30-
BaHUSL 111 [OJTYYCHUS LICOJUTOB JPYTHX CTPYKTYPHBIX TH-
TIOB C IPAKTHYECKN BaYKHBIMH CBOMCTBAMHU.

3KC]’[epHMeHTaJ’leaﬂ HacTb

B xauecTBe MCXOTHOTO KOMIIOHEHTa HCIIOIb30BAIN
MUHepaibHOE chipbe HaxusiBana Kroktouaiickoro mecro-
POXKZIEHUS, T/Ie COJIepIKaHUE 1ICOJIUTOB KOJIeOIeTCsl B Ipe-
nenax 75-80%, koTopble TIIATEIBHO IPOMBIBAIN TUCTUII-
JIMPOBAHHOM BozoH, cynmu mpu Temnepatype 100 °C B
TEYEHHE TPEX CYTOK M IMPOBOJIIIN MX UCTHPAHUE B TIOPO-
IIOK ¢ pa3MepoM dacTurl 20—70 MUKpOH.

I'maporepmanbHbIA cuHTE3 (hoXKa3UTa TPOBOIAMIH
B aBTOKJIaBax Mopu u3 Hepkaperoten cranu 45SMHOT
obbeMoM 20 cMm’, Ge3 IEpeMENHBaHUs PEaKIMOHHOM
Maccel 1 kodddurenTom 3anonnenus F=0.8. CootHo-
IIEHHE TBEPAOH M >KUIKOH (pa3 ycTaHOBICHO PaBHBIM
1:10. Ilocne 3aBeplIeHUs KPUCTAJUIN3AIUM KOHEYHBIN
Marepuall OTAEISUIM OT MCXOAHOTO PacTBOpa, IPOMBI-
BaJl AUCTUJUIMPOBAHHOM BOJION OT M30BITKA MIENOYN U
cywmmiau mpu 80 °C. JInst KaX10To OIbITa UCIIO0Ib30BaAIN
2 r npupoHoro obpasina. [Ipomecc cuaTE3a MPOBOIMIN
B pactBopax menoueii Ca(OH), u LiOH B mpucyrctBun
n orcyrctBun MuHepanuzaropoB CaCl, u LiCl. B pe-
3yJIbTaTe 3KCIIEPUMEHTAIbHBIX HCCIICI0BAHUH YCTAaHOB-
JIeHo, uTo (oxazur co 100% creneHbo KpUCTAIUINYHO-
cTi ¥ (ha30BOM YMCTOTOH OBUI IOJydEeH B pacTBOpax
Ca(OH); u LiOH+LIiCL

WnerTndukarmys neommToBbX (a3 mpoBOAMIACE METO-
Jniamu pentreHogdazosoro (2D PHASER «Bruker» (Cu, K, u3-
nydenue, 26=5-50°)), anemenTHoro (Launch of Trition XL
«Oxford Instrument) aHaJIM30B U ANIEKTPOHHO-MUKPOCKOIH-
yeckumu (Hitachi 3 000 TM) uccrenoBanusmu.
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Pe3yabTaThl U HX 00Cy:KIeHHE

o naHHBIM peHTTeHO(A30BOTO U HNEMEHTHOTO aHa-
JIM30B YCTaHOBJIEHO, YTO LIEOIMTOBEIN Ty Ha 78.5% co-
CTOWT M3 MOpJICHUTA, Ha 19.5% — u3 kBapma u Ha 2% — u3
aHoptuta. CpaBHEHHE Pe3yJIbTaTOB PEHTIeHO()a30BOT0
aHanu3a Ui 1eoautoBoro Tyda HaxusiBana (puc. 1a) ¢
JIUTEPATYPHBIMH JaHHBIMHM IOKA3aJl0, YTO HCCIEIye-
MBI 0Opasel] IeoJMTa NpPEACTaBICH B OCHOBHOM U3
MopaernuTa [25]. IMukm Ha mudpakTorpamMme C MeEx-
IIOCKOCTHBIMK paccTosausmMu d = 3.34 A, 2.45 A,
2.28 A, 2.12 A ykaswBaior Ha conepikaHHe O-KBapIia.
Taroke B coctaBe MpoOBl 00HAPYKEHO HEOOIBIIOE KO-
muyectBo aHopTuTa (4.30 A, 3.60 A, 3.40 A, 3.19 A).
COM-u300pakeHne (CKaHUPYIOIast AIEKTPOHHAS MHK-
pockomnus) Hax4ybIBaHCKOTO II€O0JMTOBOTO Tyda INpea-
CTaBJICHO Ha puc. 10, Ha KOTOPOM BUJTHO, YTO OOpasel] Xa-
paKTepu3yeTcsi HEOIPECICHHBIM Penbe()OM IOBEPXHO-
CTH C MUKPOKPHCTAJIIAMH Pa3HOTO pa3Mepa Ha IIOBEPXHO-
CTH, BO3MO)KHO, U3-32 €T0 MHHEPAIHFHOTO COCTABA.

Cunres dokazura m3ydamu B pactBope Ca(OH), ¢
koHeHTpanueit 10-30%, B TemmnepaTypHOM HHTepBaJie
80-300 °C, Bpemenu obpabotku 10-100 4, a Taxke B
LiOH+LiCl ¢ xonuentparmeii 10-35% u 5-25% cootser-
CTBEHHO, B Auamna3oHe Temrneparyp 80400 °C, BpemMeHn
xpuctamwmzanuu 10-100 u. OmnpeneneHs! onTHMaIbHbIC
YCJIOBHS 00JIACTH CYIIIECTBOBAHHS LEOINTA (POXKA3HUTA CO
100% creneHpo KPHCTANIMYHOCTH 1 (Pa30BO YHCTOTOM:
B Ca(OH); ¢ xonneHTparmeit 10—15%, TeMneparypHbIii HH-
tepai 100-200 °C, Bpemst 06padotku 50 u; B8 LIOH+LICl,
¢ xonuentparweit LiOH 20-30%, LiCl — 10—15%, mpu 100—
300 °C n Bpemenu kpuctamzaimu 10-50 4.

Pentrenorpamma osxasura u ero MEKpogoTorpa-
(ust npeicTaBICHBI HA puc. 2a 1 O COOTBETCTBEHHO.

[omy4yeHHBIH THAPOTEPMATEHON 00pabOTKON MU-
HepaJIbHOTO ChIpbsi HaxubIBaHa (0XKa3UT KPUCTAIIIH3Y-
eTcsi B KyOMYecKoil CHHTOHUM C IapamMeTpoM 3JIEMEH-
TapHoit sueiiku a = 24.74 A, uto xopomio cornacyercs ¢
JUTepaTypHbIMH JaHHBIMU [26]. [Tonyuennas audpak-
torpamma (puc. 2a, mabia. 2) OTHOCUTCS K (HOKA3UTY,
MOJYy4eHHOMY B ONTHMAJBHBIX ycioBusax co 100% cre-
HEHBI0 KpUCTAUTHYHOCTH. CpaBHEHHUE SKCIIEPUMEHTAIIb-
HBIX 3HAYEHHUI MEXKIUIOCKOCTHBIX paccTosnmii (d, A) ¢ mu-
TepaTypHBIMH JaHHBIMH [26] 1 pacueTHbIMHU [27] moKa3bl-
BaeT, 4TO ITOJIydeHHast TU(paKTOrpaMMa yKa3blBaeT Ha
¢azy doxasura.

W3y4eHo BiIMsHEE TEMIEpaTyphl Ha MPOLIECC KPH-
crammzanun  ¢oxasura B pactBopax Ca(OH), wu
LiOH+LiCl. JudpakrorpaMma MpoayKTOB KPHUCTAILIH-
3aIMM MpeNICTaBIeHa Ha puc. 3.

Puc. 1. ludpakrorpamma neonurosoro tyda HaxusiBana (a) u ero COM-dororpadus (0).
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DNeMEeHTHBIN COCTaB MPUPOJHOT0 0Opa3La eoauTa NPeACTaBIeH B maoa. 1.

Tabuuna 1
IIpoueHTHOE COfiepKAaHKNE OKCHIOB U DIIEMEHTOB
B COCTaBe MPHUPOTHOTO 0Opasia LeouTa
OnemeHT | Becosoii % | AtomHbIi % | Konuuecrso okcuios % | Dopmyna
Na 0.42 0.37 0.56 Na,O
Mg 0.38 0.32 0.63 MgO
Al 4.49 3.38 8.48 ALOs
Si 39.90 29.08 85.93 Si0,
K 0.75 0.39 0.90 KO
Ca 1.14 0.58 1.59 CaO
Fe 0.87 0.32 1.12 FeO
Ti 0.63 0.25 0.78 TiO,
(6] 51.42 65.32
Wror 100.00
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Puc. 2. Tudpaxrorpamma doxazura co 100% cTeneHbto KpucTauTHIHOCTH (a) U ero COM-doTorpadust (0).
B ma6n. 2 npencTaBieHsl JaHHBIE PEHTIeHO()a30BOTO aHAJH3A.
Tab6muua 2

PCHTFCHO]"pa(bI/I'-IeCKI/IC JIaHHBIC CUHTE3UPOBAHHOI'O (bomam"ra

dyee A | T | Bkl | dwwA [ dweA | Tow [ bkl [ duw A
14.28 100 111 14.28 391 10 620 391

8.74 10 220 8.75 3.77 40 533 3.77

7.46 10 311 7.46 3.57 10 444 3.57

6.19 10 400 6.19 331 20 642 331

5.68 30 331 5.68 291 10 660 2.92

5.05 10 422 5.05 2.86 30 751 2.86

4.76 20 511 4.76 2.64 10 664 2.64

4.37 40 440 4.37

d,yc — IKCTIEPUMEHTANTBHO MOTYyIEHHOE 3HAYCHHE MEKIUTOCKOCTHOTO PACCTOSHHS

Iorw — OTHOCHTEINIBHASI HHTEHCHBHOCTD TU(PAKIMOHHBIX JINHUH;

hkl — unmexcer Musiiepa, XapakTepu3yrOLIe PACIONI0KEHHE ATOMHBIX IUIOCKOCTEH B KPUCTAILIE;
dpq — BBIYHCIICHHOE 3HAYEHHE MEKIUIOCKOCTHOTO PACCTOSHHS.

Kak noka3aHo BblIlle, ONTHMaIBHOR 00JIaCTBIO CY-
mecTBoBaHus (oskasura co 100% creneHbro KpucTa-
JMYHOCTH U (ha30BOM YMCTOTOH SIBISETCS TEMIIEpaTyp-
verid uHTEpBan 100-200 °C. IIporecc B meiaoM B pac-
1BOpe Ca(OH), m3yuancs B ntuanazone 80—300 °C. Dxc-
MePUMEHTAIbHBIE PE3YJIbTAThI TIO3BOJISIIOT YTBEPIKAATh,
gto 710 100 °C cTpyKTypa HCXOAHOTO KOMIIOHEHTa MOP-
JICHUTa COXpAaHseTCs, T.e. NpPU TeMIepaType HHXe
100 °C (80-100 °C) B mpoayKTax peakiiu MPUCYTCTBO-
BaJIl MOPJEHMT, KBapll M albOUT (aHOPTUT NpeBpalla-
eTcs B abouT) (puc. 3a). A pu TeMIeparype ke BbIIIe
200 °C, t.e. B unTepBane 200-250 °C, B npoaykrax pe-
AKIMM OKA3JIUCh PUILTUIICUT+CKanouuT (puc. 30). A B
TemnepatypHoM uHTtepBaie 250-300 °C B mpoaykTax
KPHUCTAJUTU3aLUU TPUCYTCTBOBAIHN (PUILTHIICHT+CKAIO-
mut+nevnur (puc. 38). B TepmaimbHOM pacTBOpE

LiOH+LiCl mporecc u3y4ancs B TEMIIEpaTypHOM JHa-
mazore 80—400 °C. OntuMmanabHOW 00JacThIO CyIe-
CTBOBaHMsS  BBICOKOKPHUCTAJIMYECKOTO  (o’KaznuTa
okazascs TemmeparypHslii umHTepBanm 100-300 °C.
Kak oTMe4eHO BblllIe, CTPYKTYpa UCXOJHOI'O MOpJe-
Huta coxpansercs o 100 °C. Ilpu temmepartype
Boime 300 °C (300-350 °C) B mpoayKTax KpUCTAIIH-
3alMU OKA3JINCh KIMHONTWIONHT+H(poxa3uT (puc. 3r),
a B guamazoHe 350—400 °C — ampOut+ruapocona-
JUT+HKIMHONTHIIONUT (puc. 31).

WccnenoBanue BIMSHHUS KOHIEHTPALMH Tep-
MansHBIX pactBopoB Ca(OH), m LiOH+LiCl n3yua-
nock B uHTepBane 10-30% u 10-35% + 5-25% co-
OTBETCTBEHHO. [l pakTorpaMMbl IPOJYKTOB MOKa-
3aHbI Ha puc. 4.
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Puc. 3. [ludpakrorpaMMbl POTYKTOB KPUCTALTH3AIIUH, TIOTyUeHHBIX B pacTBope Ca(OH)2
B uHTepBaie Temmneparyp 80—100 °C (a), 200-250 °C (6), 250-300 °C (B);
B pactBope LiOH+LiCl B auanazone 300-350 °C (1), 350400 °C ().
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Puc. 4. lndpakrorpaMmsl IpoJyKTOB KprcTaiunzanuu npu konueHrpaunu Ca(OH)2 <10% (a),
10-15% (6), npu LiOH 10-20% (8), 30-35% (r), mpu LiCl 15-20% (x).
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Puc. 5. ludpaxrorpaMmma npogykToB KpucTammusanuu B pactBope Ca(OH)2
mipu Bpemenn oopadotku 10-50 4 (a), 50-100 g (6); 8 LIOH+LiCl mpu 50100 u (B).

OnTuMabHONW 00JIACTHIO CYIIECTBOBAHHUS BBICO-
KOKpHUcTanyeckoro Qoxasura oxazanoch 10-15%
Ca(OH), u 20-30% LiOH+LiCl. IIpu xoHUEHTpauuu
HUXe ONnTUManbHOH, T.e. Hke 10%, B pacTBOpe
Ca(OH), mnpoaykTtamMu peakUM OKa3aluCh MOpHe-
HUT+H(oXa3UT+IBOUT (puc. 4a), a B uaTepBae 15-20%
ObLT oNTydeH Gmntaricut (puc. 460). [lpu nanpHeimem
noBeimennn konuenrpanuu Ca(OH); 20-30% npoayk-
TaMM KPUCTAJUIM3AIMN OKa3aJCh CKANOIUT+H()UILTUII-
cut (20-25%) n puUIHICUT+CKAMONUT-HISHIUT (B HH-
tepBane konneHTpanui Ca(OH), 25-30%). B Tepmains-
HoM pactBope xe LiIOH+LiCl, cornacHo peHtrenoda-
30BOMY aHajm3y, npu koHueHtpauuu LiOH Hmxe 20%
(10-20%) B mpoayKTax peakiiy NPUCYTCTBOBAIH MOp-
JEHUT+aHAIBIUM+KIHHONTIIIONUT (puc. 4 (B)). Ilpn
yBenn4eHnu KoHueHTparuu Beime 30% (30-35%) mo-
JTy4aid adbOuT+HTHAPOCOAATHTHKPUCTOOATHT (puc. 4r).
Brustame ke koHmeHTparmu Muaepanu3aropa LiCl mo-
Kkazao, uto rpu 5—10% LiCl B mpotyKTax mpHCyTCTBOBAIN
MOPJEHUT+aHAIBLUMHKIIMHONTHIONUT, npu 15-20% —
KIIMHONITHJIONUTHIBOUT (puc. 41), a mpu 20-25% LiCl —
THAPOCOJATUT+aILONT+HKIIMHOI THIIONHT.

Bmmstane Bpemenn o6pabotku B pactBope Ca(OH),
n3ydeHo B mHTepBase 10-100 4. PeHTreHorpammsr mpo-
JTyKTOB KPHCTAJUIA3AIMH TPEICTABIICHBI Ha puc. 5.

OnTuManbHBIM BpEMEHEM KPUCTAILTU3AIH OKa3a-
sock 50 4. YCTaHOBJIEHO, UTO PU BPEMEHH KPHUCTAIIIH-
3aruu HUKe 50 9 (10-50 9) B mpoaykTax KprcTain3a-
LM TIPUCYTCTBOBAJIM aHATBIIM+()0Ka3UT-+HUIUTUIICUT
(puc. 5a). Ilpn BpeMeHHM KpHCTAUTM3alMK B IpPOME-
xyTke 50-100 4 B mpoxaykTax oOKasajguch (QHILIUII-
cut+hoxaszur+cKanosuT+iaedur (puc. 56). Mzyuenne
kpuctayuuzanuu B pactope LiIOH+LiCl noka3aino, uro
ONTHMAJLHBIM BPEMEHEM KpHCTAIUIN3aAlMU (oxkKazuTa

co 100% creneHbI0 KPUCTAIUIMIHOCTH SIBIIICTCS IIPOME-
xyTok 10-50 4. [Ipu Bpemenu o0paboTku Hike 10 4 B
NPOAYKTaX CHHTE3a OKa3aJiuCh MOPJCHUTHKBapI+
AQHOPTHT, T.€. NI3MEHEHUH HE MpPOM30LUI0. A TP Bpe-
MeHH 00pabotku Beimie 50 4y (50-100 1) B mpomykTax
peaKknuy MPUCYTCTBOBAIN (POKaA3UT+HATBOUTHTHIPOCO-
nmamut (puc. 5B).

BriBoaBI

BriepBrie Ha OCHOBE MHHEpAIBHOTO ChIpbs Hax-
YbIBaHA OBLI CHHTE3UPOBAH MPAKTHUECKH Ba)kKHBIH 11€0-
JUT (HOXKAZUT U U3YUYEHO BIMSHHUE TEMIIEPaTypbl, KOH-
LEHTPAIMK TEPMaJbHOI'O pacTBOpa U BpPEeMEHH oOpa-
OOTKH Ha IpoIecC KPUCTAITU3AIMH. Y CTAHOBJICHBI O~
TUMaJbHble 00JacTH CyliecTBOBaHMs (okazura co
100% cTeneHpl0 KPUCTAJUIMYHOCTH U (ha30BOM YHUCTO-
Tol B pactBopax Ca(OH), u LiOH B npucyTcTBuu 1 01-
cyrctBun MuHepanmmzatopoB CaCl, m LiCl. Dkcrmepu-
MEHTAJIbHBIE HCCIIEJOBAaHMUS IOKa3aJd, YTO LEOJIUT
¢doxazut co 100% creneHp0 KPUCTAUTUYHOCTH U (a-
30BOM YMCTOTOM OB MoydeH B pactBopax Ca(OH), n
LiOH+LiCl. DkcniepuMeHTHI IO CHHTE3y HCCIEI0BaIIN
B pactBope Ca(OH); ¢ xornentpanuei 10-30%, B Tem-
neparypHoM uHTepBasie 80-300 °C, Bpemenu oOpa-
6otku 10—100 4, a Takxe B LIOH+LiCl ¢ koHIIEHTpanuei
10-35% 1 5-25% coOTBETCTBEHHO, B IMAIIa30HE TEMIIE-
patyp 80—400 °C, Bpemenu kpuctammuzanuu 10—100 4.
OmnpeneneHbl ONTUMABHBIE YCIOBHS 00JacTH cyle-
cTBOBaHUs 1leosnTa (osxasura co 100% creneHsio Kpu-
cTanIMYHOCTH ¥ (azoBoit uncroroit: B Ca(OH); ¢ xon-
nentpanueit 10-15%, temnepartypHsiii unrepBan 100—
200 °C, Bpems obpadotku 50 u; B LIOH+LICI, ¢ koHIeH-
tpanueit LIOH 20-30%, LiCl — 10-15%, npu 100-300 °C
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u BpeMeHH kpuctamnuzanuu 10-50 u. M3menenue omn-
TUMaJbHOW 00JacTH CyliecTBoBaHus (okasura co
100% cTeneHp0 KPUCTAIIMIHOCTH U (Ha30BOH UHCTO-
TOH CIIOCOOCTBOBAIIO TIOIYICHUIO JTHOO JAPYTHX HEOJTH-
TOB U aTFOMOCHIIMKATOB, JIN0O K€ UX aCCOLHALIIH.

JUTEPATYPA

1. Kurniawan T. A., Chan G. Y. S., Lo W. H., Babel S. Physico-
chemical treatment techniques for wastewater laden with heavy
metals // Chem. Eng. J. 2006. Vol. 118. No. 1-2. Pp. 83-98.

2. Sousa F. W., Sousa M. J., Oliveira I. R. N., Oliveira A. G., Cavalcan-
te R. M., Fechine P. B. A. Evaluation of a low-cost adsorbent for re-
moval of toxic metal ions from wastewater of an electroplating facto-
ry // J. Environ. Manage. 2009. Vol. 90. No. 11. Pp. 3340-3344.

3. Contreras V. D. N., Castillon Y. P. B, Rios C. A. R, Vargas L. Y. F.
Application of faujasite synthesized from illite to the removal
of Cr’" and Ni*" from electroplating wastewater // Rev. ion.
2013. Vol. 26. No. 2. Pp. 7-16.

4. Harpunsk K., SIkoBenko A., Iarpwisik JI., Beinupaitnenko B.,
Jle6ona P., Ckyoumescka-3em6a ., baprom I1. AncopOunon-
HBIe cBoiicTBa (oxasuta // Katamus u Hedrexumus. 2000.
Ne5—6. C. 16-22.

5. TTapanyk A. A., Caaenpa X. X. A. HoBble HampaBiieHus IpH-
MEHEHHSI IPUPO/IHBIX IICOJIUTOB B KaueCTBE aCOPOCHTOB IS
paszeneHust a3e0TPOIHbIX pacTBOpoB // Dkcnosuuus «Hedtb
Tazy. 2015. Ne6(45). C. 32-33.

6. Motazedi K., Mahinpey N., Karami D. Preparation and applica-
tion of faujasite-type Y zeolite-based catalysts for coal pyroly-
sis using sodium silicate solution and colloidal silica as silicon
source // Chem. Eng. Com. 2016. Vol. 203. No. 3. Pp. 300-317.

7. Arryanto S., Arryanto Y. Synthesis of faujasite from fly ash and
its applications for hydrocracking of petroleum distillates //
Bull. Chem. React. Eng. 2007. Vol. 2. No. 2-3. Pp. 45-51.

8. Mockogckast U. @., Pomanosckuit b. B. MonekyisipHo-cuto-
BOI KaTanu3: nuoHepckue pabdorel xumukoB MI'Y // XKypnan
msnaeckoit xumun. 2019. T. 93. Nel0. C. 1455-1460.

9. [laBaneeBa H. H. CuHTe3 1 cBOMCTBa rpaHyIMPOBAaHHBIX Yilb-
TpacTaOHIIBHBIX LEONUTOB Y, HE COJEPIKAIIHUX CBS3YIOIINX Be-
IIECTB: THC. ... KaHJI. XUM. HayK. Ya, 2016. 110 c.

10.  Verboekend D., Nuttens N., Locus R., Van Aelst J., Verolme P.,
Groen J. C., Pérez-Ramirez J., Sels B. F. Synthesis, characteri-
sation, and catalytic evaluation of hierarchical faujasite zeolites:
milestones, challenges, and future directions // Chem. Soc. Rev.
2016. Vol. 45. Pp. 3331-3352.

11.  beperosas H. I'., I'epacumenxo B. B., Huxymmu B. H., babu-
yea M. A. Cunternyeckuii neonut NaX Kak KOpMOBas J0-
0aBka ISl LBITUIAT-OpoitnepoB // JKHBOTHOBOJICTBO M KOPMO-
npousBoacTso. 2019. T. 102. Ne2. C. 136-150.

12, Weymxen A. X., Tpyounun A. U., Kusunek C. B., bonnape-
Ba T. H. Arpoxumudeckue cpeacTBa ONTUMHU3AIMHA MUHEPAIb-
HOTO ITUTAHUSI PACTEHUI W SKOHOMUYECKas! OLEHKa 3P HeKTHB-
HOCTH UX nmpuMenenus. Maiikom: [Tomurpad-tOTIT, 2017. 130 c.

13.

14.

15.

16.

17.

18.

19.

20.

21.

22.

23.

24.

25.

26.

27.

I'omy6eBa O. 0. ITopHCTbIe aMIOMOCHIMKATEL CO CIOHUCTOH U
KapKacHO# CTPYKTYpOi: CHHTE3, CBOMCTBA H Pa3paboTKa KOM-
MO3UIMOHHBIX MAaTEPHAIOB HA UX OCHOBE JUISl PEIICHHS 3a1a4
ME/IMLMHBI, SKOJOIMH M KaTaju3a: JUC. ... J-pa XUM. HayK.
CII6., 2016. 438 c.

MumuH U. B. PerynupoBaHue CTpyKTYpHbIX, aACOPOLIMOHHBIX
U KaTAIUTHYECKUX CBOMCTB IICOJIMTOB IyTEM H3MEHEHMS CO-
CTaBa KapKaca: JIiC. ... A-pa XuM. Hayk. M., 1995. 375 c.
Berthomieu D., Ducéré J.-M., Goursot A. A theoretical study of
Cu(Il) sites in a faujasite-type zeolite: structures and electron
paramagnetic resonance hyperfine coupling constants // J. Phys.
Chem. B. 2002. Vol. 106. No. 30. Pp. 7483-7488.

Li Y., YuJ. New stories of zeolite structures: their descriptions,
determinations, predictions, and evaluations // Chem. Rev.
2014. Vol. 14. Pp. 7268-7316.

Olson D. H. The crystal structure of dehydrated NaX // Zeolites.
1995. Vol. 15. Pp. 439-443.

Kaduk J. A., Faber J. Crystal structure of zeolite Y as a function of
ion exchange / The Rigaku J. 1995. Vol. 12. No. 2. Pp. 14-34.
Kunecki P., Panek R., Wdowin M., Franus W. Synthesis of
faujasite (FAU) and tschernichite (LTA) type zeolites as a po-
tential direction of the development of lime Class C fly ash //
Int. J. Miner. Process. 2017. Vol. 166. Pp. 69-78.

Moneim M. A., Ezzat A. A. Synthesis of faujasite from Egyp-
tian clays: characterizations and removal of heavy metals // Ge-
omater. 2015. Vol. 5. Pp. 68-76.

Song S., Guo J. Synthesis of zeolite Y from bentonite // Zeo-
lites. 1997. Vol. 18. Pp. 84-95.

Additive-free synthesis of house-of-card faujasite zeolite by uti-
lizing aluminosilicate gel memory / Gaber S., Gaber D., Issam
I., Saeed A., Khaleel M. // Cryst. Eng. Comm. 2019. Vol. 21.
No. 11. Pp. 1685-1690.

Zhu D., Wang L., Dong F., Yan N., Huang S., Shutao X.,
Peng G., Yang M., Zhang J., Peng T., Zhongmin L. A Bottom-
up strategy for the synthesis of highly siliceous faujasite-type
zeolite // Adv. Mater. 2020. Vol. 32. No. 26. Pp. 272-289.
Ltaief O. O., Siffert S., Fourmentin S., Benzina M. Synthesis of
faujasite type zeolite from low grade Tunisian clay for the re-
moval of heavy metals from aqueous waste by batch process:
kinetic and equilibrium study // C. R. Chim. 2015. Vol. 18.
No. 10. Pp. 1123-1133.

Sanchez-Lopez P., Antinez-Garcia J., Fuentes-Moyado S., Gal-
van D. H., Petranovskii V., Chavez-Rivas F. Analysis of theo-
retical and experimental X-ray diffraction patterns for distinct
mordenite frameworks // J. Mater. Sci. 2019. Vol. 54. No. 10.
Pp. 7745-7757.

Treacy M. M. J., Higgins J. B. Collection of simulated XRD
powder patterns for zeolites. New York: Elsevier, 2001. 586 p.
Fan Q. A new method of calculating interplanar spacing: the
position-factor method // J. Appl. Crystallogr. 2012. Vol. 45.
No. 6. Pp. 1303-1308.

Hocmynuna 6 pedaxyuro 31.01.2023 2.
Ilocne oopabomku — 09.09.2023 2.



60

XUMUA

DOI: 10.33184/bulletin-bsu-2023.1.8

CRYSTALLIZATION OF ZEOLITE OF FAUJASITE BASED ON
NAKHCHIVAN MINERAL RAW MATERIALS AND INVESTIGATION
OF THE INFLUENCE OF CONDITIONS ON THE SYNTHESIS PROCESS

© G. A. Mamedova

Institute of Natural Resources, Nakhchivan branch of the Azerbaijan National Academy of Sciences
76 Heydar Aliyev Avenue, AZ 7000 Nakhchivan, Azerbaijan.
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Based on the mineral raw materials of the Nakhchivan of the Kyukyuchay deposit, the
synthesis of the practically important faujasite zeolite in solutions of Ca(OH); and LiOH, in
the presence and absence of CaCl, and LiCl mineralizers, as well as the influence of temper-
ature, concentration of thermal solutions and mineralizers, crystallization time on the process
as a whole, was studied. It was established that faujasite with a high degree of crystallinity
(100%) and phase purity was obtained in Ca(OH), and LiOH + LiCl solutions. Synthesis
experiments were studied in a solution Ca(OH), with concentration of 10-30%, in tempera-
ture range of 80-300 °C, treatment time of 10-100 hours, and also in LiOH + LiCl with
concentration of 10-35% and 5-25%, respectively, in the temperature range of 80—400 °C
and crystallization time of 10—100 hours. The optimal conditions for the region of existence
of faujasite zeolite with 100% degree of crystallinity and phase purity were determined: in
Ca(OH), solution with a concentration of 10-15%, temperature range of 100-200 °C, pro-
cessing time of 50 hours; in LiOH + LiCl solution with concentration of LiOH 20-30%,
LiCl — 10-15%, at 100-300 °C and a crystallization time of 10—-50 hours. The study of the
initial component and crystallization products was carried out by X-ray diffraction (2D
PHASER “Bruker” (Cu, K, 20 = 5-50°)), elements (Launch of Trition XL “Oxford Instru-
ment”), electron microscope (Hitachi 3000 TM) methods of analysis. The effect of tempera-
ture, thermal solutions concentration and mineralizers, and treatment time on the crystalliza-
tion process was studied. It is shown that the region of existence of faujasite with 100%
degree of crystallinity and phase purity is wide. Namely, in Ca(OH); solution with a concen-
tration of 10—15%, temperature range of 100-200 °C, processing time of 50 hours; in LiOH +
LiCl solution, with a concentration of LiOH 20-30%, LiCl — 10-15%, at 100-300 °C and a
crystallization time of 10—50 hours. It has been established that a change in the optimal con-
ditions of existence leads to the production of other structural types of zeolites or their asso-
ciations.

Keywords: faujasite, zeolite, mineral raw materials of Nakhchivan, influence of synthesis
conditions, hydrothermal crystallization, synthesis process, optimal synthesis conditions.
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