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CHUHTE3 HEOJIUTA X HA OCHOBE ITPUPOJJHOTI'O MUHEPAJIA HAXYBIBAHA:
BJIMAHUE PA3JIMYHBIX ®PAKTOPOB HA INTPOIECC KPUCTAJUIM3ALIUA

O I'.A. MamenoBa, I'.®. Hacupau, T.A. AnueB

BriepBrie Ha ocHOBe mpHpoAHOro MHUHEpana HaxusiBaHa ObT CHHTE3MPOBAH M HMICCIICIOBAH CHHTETHYECKHN
AHAJIOT MEPCIIEKTHBHOTO IS MTPAKTHIECKOTO UCTIONB30BaHMU HeonTa GokasuTta — X, U3y4eHO BIHMSIHHIC Pa3THIHBIX
(haKTOPOB HA CKOPOCTH M CEIEKTHBHOCTh KPHCTALIM3ANY. B KauecTBe MCXOMHOTO MaTepHaia UCIIOIb30BAIH IIPH-
poanbiii MuHepan HaxubsiBaHa — ByJIKAHUYECKOE CTEKJIO 0OcHuaMaH U3 BepIuHbl [ anblmkbik Opaybaackoro paioHa.
Kpucrammmzamus Oputa MpoBeAeHa THAPOTEPMaIbHEIM METOJIOM B aBTOKJIaBax Tuma Mopu, oosemoM 20 cM’ | KO-
s¢durmentom 3anonsenus F, pasapmv 0.8. VicXomaHbIi TPHPOAHBIN MUHEPAT U NMIPOIYKTHl Peaknuy ObLIH UCCIENO-
BaHbl peHTreHo(azoBeiM (2D PHASER «Bruker» (CuK,-uzmydenue, 26=20-80°)) 00-/1»), MK-cnekrpaibHbIM
(«Nicolete IS-10»), nepuBarorpaduueckum (NETZSCH STA 449F3 STA449F3A-0757-M), anementrbiM («Launch
of Triton XL Ditution Refrigerator», Oxford Instrument) MmeTomamu aHaTu3a ¥ CKAHUPYIOIICH IEKTPOHHOH MUKPO-
cxormeil (Hitachi TM-3000). M3y4yeHo BiHsHUE TeMIEpaTypbl, KOHLIEHTPALMH TEPMAIBLHOIO pacTBOpa ILEIOYH,
MPOJOKUTETBHOCTH KPUCTANIN3AIMY U CTaIUU «CTAapeHHE» Ha Mpoliecc cuHTe3a neointa X. ['maporepmansHas
KpUCTaJuIM3anus neoiquta X usydanach npu temneparype 80-200°C, KOHIEHTpaluy KpUCTAJUIM3AlMOHHOIO pac-
tBopa NaOH 10-30%, Bpemenu kpuctamumzanuu 10—48 4. YcTaHOBIEHO, UYTO ONTUMAIbHBIMU YCIIOBUSMH CUHTE3a
omHo(azHoro meonuta X co 100%-i CTENEeHbI0 KPUCTAJUTMYHOCTH SBJISIOTCS: KoHieHTpaims NaOH — 10-20%;
temrneparypa — 90—110°C; Bpems o0padoTku — 24 4. [TokazaHo, YTO HApyIICHHE ONTHUMAIBHBIX YCIOBUH CHHTE3a
MIPUBOJIUT K TIOHIDKEHUIO CEJIEKTUBHOCTH Mpolecca U 00pa30BaHUIO JAPYTUX LEONUTOB (aHAJIBIMM, Ia0a3uT, Qui-
JIUTICUT), aJTFOMOCHITUKATOB (IBOHUT, aHOPTHT, TUAPOCOAAIINT) HIIH JKE MX CMECEH. Y CTaHOBJICHO, YTO IIPU TeMIIepa-
Type Hike 90°C B mpoayKTax KpUCTAJUIM3AIMH OKA3aIkCh 1eonuT X U ansout, a Beie 110°C — neonur X, aHop-
THUT, aHATIBIUM, 1a0a3uT, PUIDIMICHT; PY KOHIEHTPAIMN KPUCTAIUIM3AMOHHOTO pacTBopa Hmke 10% momydaercs
HIBKOKPUCTAINTHYHBIHN 1eonut X (cTenens Kpuctammmaaoct 70%)+anmsout, a Beiue 20% — ¢uumncut, madasur,
HeosuT X, aHaJIbIIM U THIPOCOIAIINT; IIPH BPeMEHH 00paboTku Hinke 10 4 KpucTayutM3anus He HaYnHAaIach, a BBI-
me 24 4 kpucTaumu3oBaicsa aHajgbuuM. [Iponecc «crapeHus» u3ydaiad B MHTEpBaie MPOJOLKUTEIBHOCTH OT 1 110
3 CyTOK. YCTaHOBIJICHO, YTO YBEIMYCHHE MPOAOJKUTEILHOCTH «CTAPEHHS» MPUBOAUT K TOBBIIICHUIO JIMHEHHON
CKOPOCTH KPUCTAIIM3AIMHY [IeonuTa X.

Kirouessie cnoBa: meomnut, GoxaszuT, eonuT X, 00CHINaH, THAPOTEPMAIBHBIA CHHTE3, IPUPOIHBIN MUHE-
pan HaxusIBaHa.

IPUPOTHOTO IEOTHUTA THIA doxazura
((Ca,Mg,Nay)2o(H,0)240[AlssS11340384])  (IZA -

BBenenune. CBOICTBa IICOIMTOB, TaKHWE Kak
a7copOIMOHHAs CIIOCOOHOCTh, OYUCTKA BOJBI, KOa-

TYJSIWOHHAS aKTHBHOCTh, MEMOpaHHOE pa3zele-
HUE, aHTUMUKPOOHAsT aKTHBHOCTb, MPUBENN K IIH-
POKOMY UX NPUMEHEHHIO, YTO CBSI3aHO C UX IOPHUC-
TOCTBIO U CTPYKTYPHBIM Pa3HOOOpa3neM.

Heonur X sABisgeTcs OAHUM U3 INPAKTUYECKU
Ba)KHBIX MUHEPAJIOB, HIMEIOLINX IIUPOKYIO0 0071acTh
NpUMEHEHUs], HauuHas ¢ ancopOenra [1, 2] u 3a-
KaH4MBas KaranuzatopoM [3]. CuHTE3 KaTaimu3aTo-
POB Ha OCHOBE (hO’KA3UTOB SBISETCS OJHUM U3 OC-
HOBHBIX MHPOBBIX KaTaau3aTOPHBIX MPOU3BOJICTB.
Heomur X sBHSETCS CHHTETHYECKUM aHAJIOTOM

MexayHapoaHass IEOJNHTHas accouuanus) [4].
@Doka3uT SABISIETCS PEIKUM I[EOJHUTOM, HO €ro
CHUHTETHYECKHE aHaIoTH X U Y B OCHOBHOM HC-
MOJIB3YIOTCS B KauecTBe aJCOPOCHTOB M KaTallH-
3aTopoB. CuHTEeTHUEeCKHE aHaIoTH X U Y OTJIH-
4alTcs MEXIy c000W aTOMHBIM OTHOIICHUEM
Si/Al. ns neonuta X aToMHOe oTHOIeHHe Si/Al
HaxonuTcs B nHTepBane 1-1.5, a nnsg meonutra Y
€ro 3HauyeHWe BbINIC. BBICOKOE COOTHOIICHUE
Si/Al HeoOxoauMO ISl TEPMOCTAOUIBLHOCTH IIe-
OJINTOB.
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CrtpykTypa meonura X COCTOUT U3 24 TeTpadi-
pHUYECKUX KyOOOKTa’ApPHYECKUX EAMHHI (COomanu-
TOBBIE SYEWKW), OHM COEIOMHEHBl dYepe3 IIeCTH-
YTOJIHBIE TIPU3MBI (ABOMHBIC MISCTUTPAHHBIC KOJIb-
1a), o0Opasyooume TPEXMEpHYIO MOPHCTYIO CTPYK-
TYpY [5].

Wzyvas HaydHyrO JUTEpaTypy, BBUAY IIHPO-
KOH 00JIaCTH MPHMEHEHHUs IeoyiuTa X, MOXHO ¢
YBEPEHHOCTHIO CKa3aTh, YTO CYIIECTBYIOT MHOTO-
YHCIIEHHBIE HCCIIEIOBAHNUS €T0 CHHTE3a U3 Pas3sind-
HBIX UCTOYHUKOB [6], BIMSHHS yCIOBHHA CHHTE3a
Ha mpouecc, o0nacTell MPUMEHEHHUS ero B KaUyecTBe
ajcopOeHTa JIETyYHMX OPraHMYECKUX COCIUHEHUN
[7]. B paborax Baxkuma u ip. ICTOYHHUKOM CHHTE3a
neonuta X SBISIOTCS MPOMBILIUICHHBIE OTXOAHI [8],
a TakXe 3TOT MHUHepas ObLI MoNydeH U3 Oa3anpra
[9], myTem cMmermmBaHUSA pacTBOPOB ATIOMHUHATA H
cumkarta [10], u3 netyueit 3ome1 [11] 1 T.1.

B mHacrosimee BpeMsi OOHMM W3 BaXKHBIX Ha-
TIpaBJICHUN (PYHIAMEHTAIBHBIX HCCIICIOBAHUN XH-
MHUH IICOJIUTOB SIBJIAETCS pa3paboTKa HaydHBIX OC-
HOB MX CHHTE3a W paclupeHue oOmnacteil mx uc-
MTOJIb30BaHUS, B TOM YHCIIE OCOOCHHOCTH KPUCTall-
TU3aMy 1eonruTa X ¢ UCIIONB30BAaHWEM MECTHOTO
MUHEpaJIBHOTO ChIpbd. IIpoBeneHne mcciaenoBaHui
B 00J1aCTH CHHTE3a [IEOJUTOB Ha TIPUPOIHON OCHOBE
SIBJISIETCSI TIEPCIIEKTUBHOM M aKTyalbHOM 3ajaueit
XHMHH IIE0JTUTOB. MccnenoBanyst KOHIIEHTPUPYIOT B
ceOe Kak TMPaKTHYECKYl0, TaK MW HAy4YHYIO
3HaYMMOCTB, TIOCKOJNBKY, C OJHOH CTOPOHBI, 3TO
CIOCOOCTBYET MPUMEHEHHUI0 MHUHEPATBHOTO CHIPhS
ABTOHOMHOW pecmyOnuKd, a ¢ ApYroid — cosmaer
Hay4HY0 0a3y ISl JaTbHEHIINX UCCIIeOBAaHHMA, TaK
KaK OTH pe3yNbTaThl MOTYT YCOBEpIIEHCTBOBAThH
BBIJIBIDKEHHE HOBBIX CHCTEM B CHHTE3€ IICOJINTOB
Pa3NUYHBIX CTPYKTYPHBIX THIIOB. lcmons3oBanne
MIPUPOAHBIX MHHEPANOB Ui CHHTE3a I[EOJHTOB
CHIKaeT TPOU3BOJICTBEHHBIE 3aTPAThl, YTO MOXKET
CIOCOOCTBOBATh K KPYITHOMACIITAOHOMY MPOMBIIII-
JICHHOMY WX TIPOHM3BOICTBY.

B Hepanexoll mepcrieKTUBE YCOBEPIIEHCTBO-
BaHHE METOJOB CHHTE3a LEOJUTHBIX CTPYKTYp,
BBIIBIDKEHHE HOBBIX CHUCTEM B CHHTe3€ OyNeT CITo-
COOCTBOBATh OTKPBHITHIO HOBBIX MyTeH IS co3fa-
HUS OoJiee JenIeBbIX 1 d(PPEKTHBHBIX KaTalin3aTo-
POB, a7cOpOEHTOB.

YuuTeBas MPaKTHYECKYIO0 3HAYHNMOCTH II€0-
nuTa X, HaMu OblIa TOCTaBJI€HA 1IeTb €T0 CHHTE3a
Ha OCHOBE MUHEpalbHBIX pecypcoB HaxubiBana
mpu 0ojiee YMEPEHHBIX YCIOBHUSAX, B MPUCYTCTBUH
MEHBIIIETO YHCIIa XUMHUYECKHX PEareHTOB, YTOOBI
MpolecC TUAPOTEPMATIBFHON KPUCTAJUIM3AIUU CTall
0oJiee JOCTYMHBIM U IKOHOMHUYHBIM.
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Takum 00pa3oM, naHHAs MCCIEIOBATEIbCKAs
pabota mocBsiIeHa U3YYCHUIO TEXHOJIOTUN CHHTE-
3a ¢azoBourcroro neonuta X co 100%-it kpucrai-
JUYHOCTBIO C HCIOJB30BAHMEM MHHEPATBHBIX pe-
cypcoB HaxubiBaHa, HCCIIEIOBaHUIO BIHMSHUS TEM-
neparypbl, KOHLIEHTPAIlMU TEPMAIBHOTO PacTBOpa
IIEJIOYH, MTPOIODKUTEIFHOCTH IpoLiecca U «CTape-
HUSD» Ha CKOPOCTh U CEJIEKTUBHOCTH CHHTE3a, a
TaKKe YCTAHOBJICHHIO ONTHMAIBHBIX YCIOBHU MO-
JTy4eHHS IEOJHTA.

JKcnepuMeHTANbHAsA 4acTh. [IpuponHslii
MUHEpaJ — BYJIKAaHUYECKOE CTEKIIO OOCHIuaH ObLI
B3ST U3 BepiinHbl ["anbimxeik Opaybaackoro paii-
ona HaxusiBaHckoit ABTOHOMHO# PeciryOmnvku.

I'ampoTepManbHbBIil CHHTE3 MPOBOAMIN B aB-
TOKJIaBax TWUNa MOpH, U3TOTOBIIEHHBIX W3 HepkKa-
Beromel crtamu Mapku 4SMNFT, o6semom 20 oM,
mpu kod(ddunmeHTe 3anoTHEHHS aBTOKIABOB F,
paBHOM (.8. DKCIIEpUMEHTHI 110 THAPOTEPMATHLHON
KPUCTAJUIU3ALUK TIPOBOJMINCH 0€3 CO3/IaHUs TeM-
MepaTypHOTO TpagueHTa W 0e3 MepeMelInBaHus
peakimoHHOM Macchl. OTHOIIEHHE TBEPAOH (a3bl K
xkuakoit 1:5. Cunres meonura X MPOBOIUIN B KPH-
cTauM3anioHHOM pactBope NaOH.

OKCIEpUMEHTHI TI0 TUAPOTEPMAIILHOMY CHH-
Te3y 1eonuTa X MPOBOIWIH TIpH TeMiepaType 90—
110°C, xonnentpaunu NaOH — 10-20% u Bpeme-
HU 00paboTku 24 u.

Unentndukanus wCXomHOTO MHUHEpana u
CHUHTE3UPOBAHHBIX (a3 TPOBOAMIACH METOJAMU
peHTreHo(a30Boro, IepuBaTOrpaguyecKoro, sie-
MEHTHOTO aHAJIM30B, CKAaHUPYIOIIEH AJIEKTPOHHOM
MUKpPOCKOIIMU. B sKcIeprMeHTaxX HCIIOIb30BaIH
YCTAaHOBKY pEHTreHOBCKHI ananmu3atop 2D PHAS-
ER «Bruker» (CuK,-n3nyuenue, 26=20-80°). UK-
CIIEKTpaJIbHbIE HCCienoBaHus npoBodwin Ha MK-
creKTpomeTpe aBcTpuiickoil ¢pupmbl «Nicolete IS-
10» B obmactu yacror 400-5000 CM'I, HCTIOJIB3YsI
tabnetupoBanre ¢ KBr Ha Bo3ayxe mpu oTHoIIe-
HuM 1 mr rieonuta/400 mr KBr ¢ moMolipo pydHo-
ro npecca «Spectroscopic Creativity Pike Technol-
ogiesy». [lomydeHHBIH TOPOIIOK MTPeccoBaId B Ta0d-
neTku nuamerpoM 1 mMm. TepMorpaBUMeTpHUIeCKAi
ananu3 obpasnoB mpoBoamwics Ha NETZSCH STA
449F3 STA449F3A-0757-M B obmactu Temrepa-
Typ 20-1000°C. Ckanupyromas 3JIeKTpOHHas
mukpockonusi (COM) HCXOIHBIX MaTepualoB U
MIPOAYKTOB PEaKLUU MPOBOJWIACHE HA MUKPOCKOIIE
BbICOKOTO paspemenus (ysenuuenue B 30 000 pasz)
Hitachi 3000 TM. DiieMeHTHBIN aHaIN3 IMPOBOJIU-
nu B anmapare «Launch of Triton XL Ditution Re-
frigerator» (Oxford Instrument, BenmuxoOpuranus).



XUMUA

Oo0cy:xxaeHue pe3yjabTatoB. B Tabm. 1 mpu-
BCICH XUMHUUYECKHH COCTaB BYJIKAHUYCCKOI'O CTCK-
ma — obOcumuaHa. PaccMoTpeHue mNpHBEIECHHBIX
JTAHHBIX DJIEMEHTHOTO aHAJIHM3a CBHJETEIHCTBYET O
€r0 OTHOCHUTENIbHOH (Da3oBoif uncToTe. I1o JaHHBIM
peHTreHoda3oBoro aHanM3a UCCIEAYEMbIil 0Opasen
SIBIISIETCS aMOP(HBIM MaTEPHATIOM.

Taonuma 1

Xumuueckuii cocmas obcuouaua
u3 gepuiunst I anviodxcoik Opoybadckoeo paiiona

One- Macco- ATOE/I - | Kommde- ®Dop-
MEHT BBIN, % H};m’ CTBO Olf; Myna
% CHJIOB, %
Si 41.58 30.75 74.97 SiO,
Al 10.52 5.43 12.85 Al,O4
Fe (IIT) 0.61 0.49 0.79 Fe,0;
Fe (II) 0.32 0.17 0.42 FeO
Mg 0.49 0.31 0.65 MgO
Ca 0.63 0.43 0.77 CaO
Na 2.17 1.63 3.48 Na,O
K 3.01 2.08 4.96 K>,0O
S 0.10 0.06 0.17 SO,
O 40.57 58.65 0.94 H>,O
Utor 100.00 | 100.00 100.00

CoriracHO peHTreHorpaduIeCKOMy aHaJu3y,
eouT X KPUCTAIUIN3YETCS B KyOWYECKOM CHHTO-
HUU C TapaMeTpoOM dJCMCHTapHON  sSYeHKH
a = 25.02 A, uTo XOpoOmO cormacyercs ¢ aMTEpa-
TypHbIME JaHHbIMH [12]. dudpakrorpamma, MK-
CIIEKTp, TEpMOTpamMma 1 MUKpodoTorpadus cuHTe-
3UPOBAHHOTO IleonTa X MpecTaBiIeHa Ha puc. 1.

[Tomocer mormomeHuss B auama3oHe YacTOT
400-1200 cM"' COOTBETCTBYIOT OCHOBHBIM KOJIe6a-
HUSM aJTIOMOKPEMHHUEBBIX TETPadApPOB KapKaCcHOU
CTPYKTYpHI IIEOJIUTOB, TO €CTh K Pa3HOBHIHOCTSIM
cesseir Si—-O—Al, Si—O-Si, Si-0O, Si—Al [13, 14].
Kak u3BecTHO, JUIsl IEOJTUTOB XapaKTEPHBI JIBa TH-
na xonmeOaHmi: 1 TUm — KoneOaHUS, XapaKTepH-
3YIOLIME TEPBUYHBIC CTPYKTYPHBIC CIUHHIBI —
TO., rae T — karuons! Si*", A1°"; 2 Tun — kone6a-
Hus TO4-TeTpa’ApoB MO BHELIHUM CBs3sM [15].

K mepBomy THITY KOJIeOaHMIA OTHOCSTCS aHTH-
CUMMETPHUYHBIC, CHMMETPHUYHBIC M Je()OpMaIIUOH-
Hele konebanus T—O cBs3eit B odmactax 1250-950,
720-650, 500-420 cm™'. Ko BrOpoMy Ty KoieOa-
HUN OTHOCSITCS aHTUCUMMETPHYHBIC, CUMMETPUY-
HbIe KOJcOaHUS BHEIIHUX CBsI3¢H M KoJeOaHUs
IBOMHBIX Iemoyek B oOmactax 1150-1050,
820-750, 650-500 cm ™.
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B HK-cnektpe mnojiydeHHOro Ieoiura X K
pasnoBunHocTsiM Si—O-Al, Si—O-Si, Si-O, Si—Al
cBsi3ell oTHOCATCs mosockl 460 cm, 585 cm’,
770 CM'I, 790 CM'I, a takke 975 cm’. Tlomocsl B
nuamasone ot 3750 cm™ o 3450 cm”' (B Hamem
ciydae 910 3450 e u 3470 cm') oTHOCATCH K
runpokcuinbHeIM TpynmaMm Si—-OH, Si—-OH-Al u
—OH. Tlomocel B jmamasone 600-700 cm’
(B HamreM ciydae 690 cm™') otHOCHTCS K Si—-O—M,
raie M — 310 MeTail, CoCcOOHBIM K MOHHOMY 00-
MeHy (B HameM ciydae 31o Na') (puc. 1, 6).

CreneHb KPUCTALTMYHOCTU MOJYUSHHOTO Iie-
onuTa X BBIYUCISLIN 10 KpUBbIM mornorienus MK-
criekTpoB. Jlns ompeneneHusl CTENIEHW KpHUCTal-
JUYHOCTH IEOJTUTOB M3MEPEHHEM HWHTEHCHBHOCTH
MOTOKA M3JIy4YEHHUs, MPOIMOPIMOHATIBHOIO MaKCH-
MaJIPHOMY 3HAUYCHHIO MPOITyCKaHUsi o0pasia Ieo-
nuta B o6mactu 4001200 cM™', H3MEpSIOT HHTEH-
CHUBHOCTh M3JIyUCHHUS MPONOPIMOHAIBHOTO MUHH-
MaJIbHOMY 3HAa4YCHHIO MPOITyCKaHus 00pa3ia u OIl-
PENeNAIOT BENUYUHY ONTHYECKOH II0THOCTH D.

Pacuer ontryeckodl MIOTHOCTH MPOU3BOIUT-
cs 1o dopmye [16]:

D= 1ngak - 1ngin,

rae D — BennuMHa ONTHYECKON MIOTHOCTH, Toax —
IPOLIEHT MPOIYCKAaHUsI B MAKCUMYME IIPOITyCKaHUS
AHAITUTUYECKONW NOJIOCHI; Tpin — MPOLEHT MpoIyc-
KaHUsl B MUHUMYME IPOMYCKaHUS aHAIUTHYECKON
MOJIOCHI.

PaccunThbIBas HECKOJIBKO 3HAYECHWH OINTHYE-
ckoit iotHoctu (D1, Ds, Ds), 3aTem Gepem ycpen-
HeHHoe 3HaueHne D. CornacHo paBeHcTBY D = 1gZ
(tme Z — cremneHb KPUCTALTHIHOCTH) BBIYUCIISAETCS
CTeNEeHb KPHUCTAJUIM3ALMN TOJTYYEHHOTO IIEO0JINTa,
TO €CTh CTENEHb KPUCTAUIM3ALUM SIBISIETCS aHTH-
Jorapu@mMoil ONTHYECKON IIOTHOCTH.

CormacHo pe3ynbTatam jaepuBarorpaguye-
ckoro aHanmms3a (puc. 1, g), kpuBas nuddepeHun-
anpHO-TepMuueckoro aHammza ([ TA) xapakrepu-
3yeTcsi OIHUM JHAOTEPMHUYECKMM U OJHHUM 3K30-
TepMuuecKkuM dddexramu. IHAOTEPMHIESCKHN d]-
¢dext B obmactu 80-220°C ¢ makcumymom 175°C
COOTBETCTBYET AETHIpaTaluy 1eonuTa X, Ipu Ko-
TOpOil moTepss B Macce cocraBiser 8%. Dk30Tep-
MHUYECKHUH 3P PeKT B TemMIepaTypHoii odmactu 730—
900°C ¢ makcumymom 840°C OTHOCHUTCS K pa3py-
LIEHUIO CTPYKTYPBI LEOIUTa X M KPUCTAIIM3aLUU
MOJIEBOTO WIMaTa anpbuTa U Kpuctodaiura. Pent-
reHorpaMMa IIOJIyY€HHBIX MPOAYKTOB anbOuTa U
KpHCTOOATNTA TIPEICTABICHBI HA PHC. 2.
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Puc. 1. dudpaxrorpamma (a), UK-cuektp (6), Tepmorpamma () u Mukpodororpadus (2) MOTyIeHHOTO EeOTUTa
X: ATA — xpuBast quddepeHmanbHo-TepMuueckoro aHanusa; TI' — kpuBas TepMUYECKO# rpaBUMETpUU; A m —
noreps B Macce, B %; T, °C — Temneparypa, B rpanycax Lleabcus
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Puc. 2. ludpakrorpamMma mpojgykra peakmud Hocie
840°C

Kak BumHO U3 Mukpogororpaduu moaydeHHO-
ro mpoaykra (puc. 1, 2), OH peAcTaBIIeH rPaHeHHOM
MOp(OJIOTHEH MOYTH OAWHAKOBBIX Pa3MEPOB.

Kak ymoMHHAnI0Ch BBbIIIE, SKCIICPUMEHTHI 10
THUAPOTEPMAIbHOMY CHHTE3Y IeonuTa X IMPOBOIH-
m B Teuenwe 1048 u, mpm Temmeparype 80—
200°C u KOHIIEHTpAllUd KPUCTAIUIU3AIOHHOTO
pactopa NaOH 10-30%.
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ITony4eHHblE pe3yabTaThl MO3BOJSIOT YTBEP-
KIaTh, 9TO MOTydeHue (Ha30BOrO YUCTOTO MPOTYK-
Ta C BBICOKOH CTENEHbIO KPUCTAJUIMYHOCTHU OCYIIe-
CTBJIETCS B TemIieparypHoM uHTepBane 90-110°C,
IIpH KOHIIEHTPAIMN KPHUCTAILNTU3AIMOHHOTO pac-
tBopa NaOH 10-20% u BpemeHu 00padboTKu 24 u.

Bbi1o uM3ydeHo BIHMsIHUE TeMIlepaTypbl, KOH-
LEHTPAIUN KPUCTAIUIM3AIIMOHHOTO PacTBOpa, Bpe-
MEHU 00pa0OTKH M CTaJIUU «CTapEHUS» Ha IPOIIECC
KpUCTAIIM3aLUH HeoauTa X.

JudpakrorpaMmbl MIPOAYKTOB IIPH  Pasind-
HBIX YCJIOBHUSX TPEICTABICHBI HA pHC. 3.

Kak mnpencraBneHo Beille, TemIepaTypHOR
00J1aCThI0 KPUCTALTU3AIUN YUCTOTO eoauTa X cO
100% cTeneHpl0 KPUCTAJUIMIHOCTH SIBISETCS WH-
tepBan 90-110°C. Ilpu temmeparype Huxe 90°C
(8 mpenenax 80-90°C) B mpoAyKTax KpHCTaJIn3a-
MU OKa3amuch meonut X, anpout (puc. 3, a).
[Ipu temnepatype Boime 110°C (110-150°C) xpu-
CTAJUTU3YETCSl  MEOJUT  X+aHOPTUTHaHATBIIUM
(puc. 3, 0). A B nuanazone temmepatyp 150-200°C
B TPOAYKTaX KPHUCTALTU3AIUN MPHUCYTCTBOBAIH
mabasur+dumumncut (puc. 3, 6).
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Puc. 3. JludpakrorpaMma NpoayKTOB: @ — MEOJUT X+anbOuT (mpu Temmeparype Hwke 90°C, KOHIEHTpaius
NaOH nuxe 10%); 6 — neonut X+anoprut+anaisuuM (pu temmneparype 110-150°C); ¢ — maba3ut+puuimuncut
(mpu temneparype 150-200°C); ¢ — neomur X-+anagpuum-+imabdasut (nmpu koHneHTpammu NaOH 20-25%); 0 —
¢mumnent+madazut+ruapoconanut (npu korneHtpauud NaOH 25-30%); e — anansuuM (Ipu BpeMEHHU KpH-

cTajM3anuy Boiie 24 1)
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Kak ObI10 0TMEUYEHO, ONTHMAJIBHON 00J1aCThIO
KPHCTaJUTU3aLMH YUCTOTO 1Ie0NHUTa X ABJISIETCA IIe-
mourocth cpensl 10-20% NaOH. Ilpu xoHmeHTpa-
MU KPUCTALTU3aIMOHHOTO pacTBopa NaOH Hmke
10% (Tounee B mpenenax 5—10%) B mpoayKTax Kpu-
CTAJUTM3AIA TPUCYTCTBOBAIM HU3KOKPHCTAIIIHY-
HBIH TieosmT X (cTeneHs KpuctamummaHoctu 70%) u
anmpOut. IloBelmienne menodnocTd Beime 20%
(mo 30%) cnocobcTBYyeT mHONTydeHUIO cMmecu (-
JUICUTA, ada3nuTa, eonnTa X, aHalbluMa U THII-
pocomanuta. TouHee cka3arh, B HHTEpBaje MICIOY-
HocTH 20-25% B MpPOAYKTaxX KPUCTAIUIM3ALMH HpH-
CYTCTBOBIM  IEOJUT  X+aHaablUM-HI1aba3ut
(puc. 3, 2), a B mpenmenax 25-30% — Quumn-
cut+mabasut+ruapocoganut (puc. 3, 0).

CoriacHO TpeJCTaBICHHBIM BHIIIE JaHHBIM,
oOmacTpi0 KpucTayuzammu meonura X co 100%
CTENCHBIO KPUCTAJUTMYHOCTH SIBJISIETCSI BpeMsi 00pa-
60TKH 24 gaca. [Ipomecc KpuCTaIIM3aIMK U3ydaNcs
B mHTepBasie Bpemenu 1048 u. [Ipu Bpemenu oopa-
6otkn HIKe 10 4 (TO ecth B auamnazone 5—10 1),
COTJIaCHO PEHTreHO(a30BOMY aHAIM3y THpOLEecc
KpUCTAITN3aNy He HauuHaicsa. [lomHsaTHe Bpeme-
HU 00paboTkH BhIIE 24 9acoB (110 48 1) crmocooCT-
BYEeT KpHCTaJUIM3aluH aHaJdbIuMa (puc. 3, e).

[Ipomecc «crapeHus» W3ydalu B Te4eHHE 1—
3 CyT Ipu KOMHATHOM TeMmIiepaType. Y CTaHOBJIEHO,
4To 4YeM OoJbllle MPOMOJIKUTENLHOCTD Ipolecca
«CTapeHUs», TeM BHIIIE JIMHEHHAs CKOPOCTh KPH-
cramzauuu neonauta X. IIoBbIIIEHHE CKOPOCTH
BCEro Mpolecca KPUCTAIM3AMA U COKpAaIleHHe
WHAYKOUOHHOTO TMepuoJa CBUIETEILCTBYIOT 00
00pa30BaHMWU IIEHTPOB KPUCTAILIM3AIMK YK€ Ha
cTammu «crapeHus». Ha puc. 4 mnpencraBieHO
BIIMSIHUE TIPOLIECCA «CTapEHHsD» Ha KMHETHKY KpH-
cramu3auuu neonurta X npu 105°C.
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Puc. 4. BiiusHre npoaoKUTENHHOCTH CTAINH «CTa-
peHUs» Ha KHHETHKY KPHUCTAUTM3alluH IeoiuTa X
mpu 105°C: [ — 3 cyt, 2 -2 cyT, 3 — 1 cyt, 4 — 6e3
CTaJIUU «CTapEHUS»
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AHanu3 KpHUBBIX Ha pucC. 4 TOKa3bIBAeT, YTO
HCIIONB30BaHUE CTAaJUM «CTapeHUs» IO3BOJSIET
COKpaTUTh MHIYKIHMOHHBIA NEPUOJ U HPONOJDKHU-
TeNBbHOCTh KpHUcTaIIu3anuu B enom. [locne 6omee
npogomkuTensHoro craperus 100% xpucramimdg-
HOCTb LIEOJIUTA AOCTUTAETCS OBICTpee, YeM IOocIie
KpaTkocpouHoro. Tak, eciau 3-CyTOYHOE «cTape-
HHE» T03BOJISIET MONYyYUTh (Pa30BOYMCTHINA LEONUT
X co 100%-Ho¥ KpUCTaIIIMYHOCTHIO B TE€UEHHE 5 Y,
TO COKpAIllCHUE NPOJOKUTEIBHOCTU 3TON CTaIuU
70 2 uiau 1 cyT MPUBOJUT K YBEIWYSHUIO MPOJOI-
KUTEIBHOCTH KpUCTAUIM3alMM IeonuTa 10 11 u
15 4 coorBercTBeHHO. [Ipy MOTHOM OTCYTCTBUH
craguu «ctaperms» 100%-s KpUCTATUIHOCTD 11e-
OJIUTa JOCTUTAETCS TOJIBKO B TeUeHue 24 u.

BbiBoa. BriepBble Ha OCHOBE MPHUPOIHOTO
BYJIKAHMYECKOTO CTEKJa OOCHIMaHA W3 BEPIIHHEI
lameymxeix Oprybanckoro paiiona Hax4piBaHCKOM
ABTOoHOMHOW PecmyOnmku OBUT  CHHTE3WPOBAH
MIPAKTUYECKH Ba)KHBIM LEOTUT TUMA QoxkazuTta — X.

W3ydeHo BiusHUE TeMIlepaTypbl, KOHIEHTpA-
MU KPUCTAIUIM3AIMOHHOTO PAacTBOpPa, BpPEMEHH
00pabOTKM 1 CTalUN «CTApEHUSD Ha MPOIECC KPHU-
CTAJUIH3AIIHH.

YcTaHOBIEHO, YTO, OONACThIO KPHCTAJLTU3a-
muu (hazoBounctoro meonmmra X co 100% crene-
HBIO KPHUCTAUIMYHOCTH SIBIISIOTCS TEMIIeparypa
90-110°C, KoHILEHTpalusi KPUCTAILIU3ALHMOHHOTO
pactBopa NaOH 10-20%, Bpems o6paboTku 24 4.

Y CcTaHOBIIEHO, YTO COTJIACHO MOJY4YEHHBIM JIaH-
HBIM PEHTTCHO(A30BOr0 aHAIN3a, MPU TEMIIEPAType
Hke 90°C B mpoayKTax KPUCTAIIM3ALNN OKA3JIUCh
meomut X W ampouT, a Beimme 110°C momMumo KpH-
CTAJUTM3ALUH [EONUTa X TMPUCYTCTBOBAIU MPUMECH
AHOPTHTA, aHAIIBIIMA, 1a0a3uTa, (PUIUTUTICUTA.

[TokazaHo, 4TO HCIONB30BaHUE Oojiee pazdaB-
JICHHBIX KPHCTAUTM3AMOHHBIX pacTBopoB NaOH
(mmxe 10%) MPUBOOMT K CHIDKEHUIO CENIEKTHBHOCTH
Tporecca, M MpOAYKT KPUCTAINTU3AIUHA TTOMAMO HI3-
KOKPUCTAUINYHOTO I1eosmTa X (CTereHb KpUCTaILTNY-
Hoctu 70%) comepkut mpumech anpouta. [lpu mc-
MOJTE30BaHMK O0JIee KOHIIEHTPUPOBAHHOTO pacTBOpa
menoun (Beime 20%) B MPOMYKTe KPUCTAILIM3AIN
KpoMe LieosiuTa X MPHCYTCTBOBaa CMeCh (DMILTUIICH-
Ta, I1aba3uTa, aHaJIbIFIMa U THIPOCOIAINTA.

[Ipu Bpemenu o0paboTku Hmwke 10 9 Kpu-
CTAUTM3aNMsl HE HAaYWHANACh, a BEHIMIE 24 4 KpuU-
CTAJUTM30BAJICS AHAIBITUM.

[Iponecc «crapeHus» u3ydancs B TedeHue 1—
3 cyT. YCTaHOBIEHO, YTO YeM OOJIBINIE MPOIOIIKU-
TENBHOCTh TPOIECCa «CTAPSHUsS», TEM BHIIIE JIH-
HelHasi CKOPOCTh KPUCTAILTU3AINH [1e0nTa X.



XUMUA

Jlutepatypa

1. Wang Y., Wang H. Progress in the application of
X zeolite in adsorption // China petroleum processing and
petrochemical technology. 2019. V. 21. Ne 1. P. 1-6.

2. Ismael S.I. Synthesis and characterization of
zeolite X obtained from kaolin for adsorption of Zn (II)
/I Chinese journal of geochemistry. 2010. V. 29. Ne 2
P. 130-136.

3. Mockosckas U.D., Pomanosckuii 5.B. Moue-
KyJSIPHO-CHTOBOM KaTajM3: MHOHEPCKHE pabOThl XHUMHU-
koB MI'Y // Kypnan ¢usmueckoit xumun. 2019. T. 93.
Ne 10. C. 1455-1460.

4. https://europe.iza-structure.org/IZA-SC/framework.
php?STC=FAU

5. Jule A., Drobek M. Zeolite X: Type // Encyclo-
pedia of membranes. 2014. P. 1-2.

6. Ozdemir O.D., Piskin S. Zeolite X synthesis with
different sources // Materials Science. 2013. P. 181-193.

7. Zhu T., Zhang X., Han Y., Liu T., Wang B.,
Zhang Z. Preparation of zeolite X by the aluminum resi-
due from coal fly ash for the adsorption of volatile or-
ganic compounds // Frontiers in chemistry. 2019. V. 7.
P.341-351.

8. Wajima T., Hirai T., Yoshizuka K., Ikegami Y.
Synthesis of zeolite X from waste sandstone cake using
alkali fusion method // Journal of the Japan institute of
metals. 2008. V. 49. Ne 3. P. 612-618.

9. Guojun K., Haichen Sh., Pengfei Y. Synthesis
of X-zeolite from waste basalt powder and its influenc-

ing factors and synthesis mechanism // Materials. 2019.
V. 12. Ne 23. P. 3895-3903.

10. Seyed K.M., Sadighi S., Abbasi A. Synthesis
and characterization of high aluminum zeolite X from
technical grade materials // Bulletin of chemical reaction
engineering and catalysis. 2013. V. 8. Ne 1. P. 54-60.

11. Gjyli S., Korpa A., Tenegja V., Siligi D.,
Belviso C. Siliceous fly ash utilization conditions for
zeolite synthesis / Environmental sciences proceeding.
2021.V.6.P.24-31.

12. Treacy M., Higgins J. Collection of Simulated
XRD Powder Patterns for Zeolites. N.Y., 2001. 4th ed.
P. 148-155.

13. Kwakye-Awuah B., Von-Kiti E., Nkrumah I,
Erdoo Ikyreve R., Radecka I., Williams C. Parametric,
equilibrium and kinetic study of the removal of salt ions
from Ghanaian seawater by adsorption onto zeolite X //
Desalination and water treatment. 2016. P. 1-10.

14. Byrappa K. Characterization of zeolites by in-
frared spectroscopy // Asian journal of chemistry. 2007.
V. 19. Ne 6. P. 4933-4935.

15.Krol M., Mozgawa W., Jastrzbski W.,
Barczyk K. Application of IR spectra in the studies of
zeolites from D4R and D6R structural groups //
Microporous and Mesoporous Materials. 2012. V. 156.
P. 181-188.

16. Rayalu S., Udhoji J., Meshram S., Naidu R.,
Devotta S. Estimation of crystallinity in flyash-based
zeolite-A using XRD and IR spectroscopy // Current
Science. 2005. V. 89. Ne 12. P. 2147-2151.

e, (S, —

SYNTHESIS OF X ZEOLITE BASED ON NATURAL MINERAL OF NAKHCHIVAN:
THE INFLUENCE OF VARIOUS FACTORS ON THE CRYSTALLIZATION PROCESS

© G.A. Mamedova, G.F. Nasirli, T.A. Aliyev

Institute of Natural Resources (Nakhchivan),
35, prospect Heydara Aliyeva, 7000, Nakhchivan, AZ

For the first were synthesized of practically important zeolite of X on the basis of natural mineral of
Nakhchivan obsidiane volcanic glass. A sample of natural volcanic glass was taken from the peak of Gapydzhik
of Ordubad district. The hydrothermal synthesm has been carried out in Morey type autoclaves made up of
45MNFT stainless steel with a volume of 20 cm’, and with the filling coefficient of F = 0.8. The hydrothermal
crystallization experiments have been carried out generatlng a temperature gradient AT = 0 and without stirring of
the reaction mass. Solid phase to liquid phase relation is 1:5. The hydrothermal synthesis was studied at a temper-
ature of 80—200°C, a concentration of a crystallization solution of NaOH of 10-30% and a crystallization time of
10-48 hours. It is shown that the region of existence of zeolite of X with 100% crystallinity and phase purity is as
follows: NaOH concentration — 15-20%; temperature — 90—110°C; processing time — 24 hours. The effect of tem-
perature, concentration of crystallization solution, process time on crystallization was studied. It was found, that at
temperatures below 90°C zeolite X+albite appeared in crystallization products, and above 110°C — zeolite
X+anortitet+analcime+chabazite+phillipsite; when the concentration of the crystallization solution is below 10%,
low crystalline zeolite X (with 70% crystallinity)+albite, and above 20% — phillipsitetchabazite+zeolite
X+analcime+hydrosodalite crystallizes; processing time below 10 hours crystallization process does not start and
above 24 hours — analcime. The process of aging was studied in the duration interval from 1 to 3 days. It has been
determined that an increase in the aging duration leads to an increase in the linear rate of crystallization of the X
zeolite. The initial sample and the product obtained were studied by X-ray diffraction (2D PHASER «Bruker»
(CuK,, 20 = 20-80°)), IR-spectroscopy ((“Nicolete 1S-10"), thermogravimetric (NETZSCH STA 449F3
STA449F3A-0757-M), elemental («Launch of Triton XL Ditution Refrigerator», Oxford Instrument) method of
analysis and scanning electron microscopy (Hitachi TM-3000).

Keywords: zeolite, faujasite, zeolite of X, obsidian, hydrothermal synthesis, natural mineral of Nakhchivan.
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