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One of the most important objectives of the research of crystallization processes of zeolites is the
creation of materials with predetermined structure and composition. Based on the natural mineral
of deposit of Nakhchivan a zeolite of the potassium-containing type W was synthesized. The synthesis
was carried out in hydrothermal conditions, in a temperature range of 150-250 °C, at the variation
of the potassium hydroxide concentration in the range 1-3 N for 3-5 days. The optimum conditions
for obtaining a zeolite of type W are the temperature of 150 °C, the concentration of KOH solution of
1 N, the treatment time is 3 days. The initial sample and resulting zeolite was investigated by X-ray
diffraction, thermogravimetric, IR-spectroscopic methods and by elemental analysis. According to the

X-ray data zeolite of W crystallizes in a cubic system with a unit cell parameter a=20.1 A.
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I'maporepMajibHbIM CHHTE3 LEOJIUTA

€O cTpyKTYpOoi W

I'A. MamenoBa

Haxuvisanckoe omoenenue HAH Azepbatioscana

Hucmumym npupoonvix pecypcos

Asepbaiioocan, Az 7000, e. Haxuviean, np. letioapa Anuesa, 76

Oonotl uz nauboiee 8adNiCHbIX Yeaell UCCAeO08AHUSL NPOYECCO8 KPUCMATTUAYUU YEOTUMO8 AGNAeMCS
CO30aHUe Mamepuanos ¢ sapanee 3a0aHHbIMU CMPYKMYpou u cocmagom. Ha ocnose npupoonozo
MuHepana mecmopoxcoenus Haxuvieana 6vin cunmesuposan yeorum muna xaauticooepacawezo W.
Cunmes 6vL1 nposedeH 6 2UOPOMEPMALHBIX YCA08USX, 8 memnepamyprom unmepsaie 150—250 °C npu
sapuayuu KonyeHmpayuu 2udpokcuoa kanus 6 unmepsane 1-3 N, ¢ meuenue 3—5 cym. Onmumanvuoie
yeaosusnoaywenusyeorumamuna W—memnepamypa 150 °C, konyenmpayuspacmeopa KOH I N, epems
obpabomku 3 cym. Hcxoowwiil 0bpasey u nomyyeHHbull Yeoaum uccie008aHbl peHmMeeHoepaAPUIecKuM,
mepmozpasumempuyeckum, HK-cnekmpockonuueckum memooamu u d1eMenmHuuiM ananuzom. Ilo
OaHHbIM peHmeeHoepaguueckoeo ananusa, yeoium W kpucmaniuzyemcs 6 KyouuecKkol CUHZOHUU C

napamempom snemenmapnoii aueiiku a=20.1 A.

Kniouesvie cnosa: ecuopomepmanvhuiii cunmes, yeoaum W, npupoOoHvlid MuHepan, cmpyKkmypd,

DJleMEeHmHbLI COCMA8, C80UCMEA

BBenenue

[Momy4eHne 1eoMUTOB PA3IMYHBIX CTPYKTYPHBIX THIIOB [1] ¥ co31aHue NTMPOKOTO CIIEKTpa MO-
JIEKYJISIPHBIX CHUT [2] HA OCHOBE MECTHBIX MHHEPAJIbHBIX PECYPCOB — aKTyallbHbIE 3a7a4l B XUMUHU
LICOTUTOB. 3HAYUTEIHHOE BIUSHUE HA aJICOPOIIMOHHBIE CBOHCTBA (aACOPOLIMOHHYIO €MKOCTh, CHTO-
BOM 3 (EeKT, CENEKTUBHOCT) [IEOJINTOB OKa3bIBaeT XUMUYecKast Mogudukanus [3—6]. C ee noMoIIbI0
MOXHO BIIMSITh HA CTPYKTYpPY LEOJIMTOB M HOJy4aTh MHHEPAIBI IEOJUTOBON rpynnsl [7] ¢ TpeOye-
MBIMH ITapaMeTPaMH.

[TpenmymiecTBOM rHAPOTEPMATBHOTO METO/IA SIBIISETCS BHICOKAS CTETIEHb CMEIICHHUS PeareHToB,
OTHOCHTEJIBHO MSTKHE YCIIOBHS CHHTe3a (Temieparypa<350 °C), BO3MOKHOCTh KOHTPOJIsA (ha30BOT0
COCTaBa MOJIy4yaeMbIX MPOAYKTOB [3, 7].

Llens naHHOTO MCCIIENOBAaHUS — Pa3paboOTKa TMIAPOTEPMAJIBLHOTO METOJa CHHTE3a LEOJIUTA CO
CTPYKTypoii W M3 IpHPOAHOTO 1Ie0JIMTa MECTOpOXKAeHNsT HaxubIBaHa U U3yUeHHE €0 CTPOCHUS U

CBOMCTB.

MarepuaJibl 4 METOBI

B kauecTBe 00pa3noB ciyxmin neoiautoBsle Tyds HaxusiBana, 78,5 % KOTOpOro cocraBisieT
OCHOBHOI MuHepan mopaeHuT, 19,5 % — kBapit u 2,0 % — anoptut. O6pa3serl 1eoauTa ObLI B3AT U3

LHEOJUTCOACPIKALICTO I'OPU30HTA HAa CEBEPO-3araac p. KIOI(IO‘Iaﬁ, rae ero coacpikaHue KoiebaeTes
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B npenenax 75—80 %. OOpaselr TIIATSIBHO MPOMBIBAIN TUCTUTHPOBAHHON BOJON M CYIIUJIN MPH
150 °C B Teuenue 3 u.

I'uaporepManbHbIil CHHTE3 TPOBOMMIN B aBTOKIaBax Truiia Mopu o6semoM 18 cMm?, u3roTosiieH-
HBIX U3 Hepxkaseroniel cranu Mapku 45SMH®T, kosddpunuent 3anonnenns aprokinasoB F=0.8. Ombl-
THI 110 THIPOTEPMaJIbHOM KPUCTAIIN3ALUHU TPOBOJMIINCH O€3 NepeMelIMBaHusI PEaKIIMOHHOW MaccChl.
OTtHouieHne TBepaon dassl K xxuakoit 1:10.

DKCIEPUMEHTHI M0 THAPOTEPMAIBHOMY CHHTE3Y IeoiuTa Tuna W MPOBOIMIU B T€YeHHE 3-5
CyT, B TemreparypHoM nntepsaine 150—250 °C. B xauectBe pacTBOpHTENs A7 00pabOTKHU TBEpAOH
IIUXTHI UCTIOJIH30BAJIUCH PACTBOPHI THAPOKCHIA Kalusl pa3auyHoi koHneHTpanuu (o1 1 10 3 N). Ilo
OKOHYaHHMH HKCIIEPHMEHTA aBTOKJIAB 3aKajsijcs B MPOTOYHOM BOzE. 3aTeM IMOJIYUYEHHBIE IPOIYKTHI
oT(uIBTPOBBIBAIIH, TpoMBbIBaK 10 pH=8, cymmiu npu remneparype 80 °C u nmoaseprayiu najibHei-
LIMM UCCIIEJOBAaHUSIM.

®a30BbIi 1 XUMUYECKUN COCTaB UCXOAHOTO U KOHEUHOrO MPOAYKTOB ONpPEAENSIA PEHTIE€HO-
rpaduaeckum (2D PHASER «Bruker» (CuK, _uznydenune, 20=20—80°) u snmementHsiM (Launch of
Trition XL ditution refrigerator — Oxford instrument) meronamu ananusa. TepMorpaBUMeTpUYECKHIA
aHasnn3 obpasnos nmpooawiics Ha «Q-LepuBatorpade 1500-/» Benrepckoit pupmsr MOM B nuHa-
MHUYECKOM pexxuMe B obactu remneparyp 20-1000 °C. Pexxum cbemku: ckopocTh Harpesa 10 %/muH;
CKOpOCTH ABMKEHUsI Oymaru 2,5 Mm/mMuH; ayBcTBUTENBHOCTE JITA, TT paBHa 500 MB; kepaMudeckue
tury; 3talio — Al,O;. DneMeHTHBIN aHanu3 npoBoauin B annapare Launch of Trition XL ditution
refrigerator — Oxford instrument. HaBecky nccienyemoro obpasna roMoreHU3MpOBaIH CIUIABICHHU-
€M, 3aT€M MX 'OTOBUJIM B BHJE IPECCOBAHHBIX THCKOB AuaMeTpoM 40 MM Ha NOAJIOKKE U3 OOPHOM
KHCJIOTHL. B KauecTBe 3TaJIOHHBIX 00pa3LOB HCIOJIH30BAIN CMECh XHUMUYECKHX peakTHBOB Al,O;
u SiO,, B KaueCcTBe MCTOYHHKA BO30YKICHUS — PEHTICHOBCKYIO TPYOKY, BBICOKOE HAIPSDKEHUE 10
8 kB, renueByo nMpoayBKy, BpamaTelb 00pas3IoB, CUCTEMY CEJIEKTUBHBIX (IBTpoB Focus S, koTo-
pas ynyumaeT 3QPEeKTHBHOE pa3pelleHre U odecrneunBacT 0ojiee HU3KHE MPeaeibl 00HAPYKECHHUS.
HK-cniexTpockonmueckue uccienopanns nposommin Ha MK-cnexkrpomerpe «Nicolet IS-10» B nna-
na3oHe yacToT 400—5000 cm!. O6pasiisl MOayYEHHBIX [[COJUTOB FOTOBUIN TabieTupoBanueM ¢ KBr
Ha Bo3JyXxe B cooTHomeHnu | Mr o6pasna/400 mr KBr ¢ momomnrsio pydnoro mpecca «Spectroscopic

Creativity Pike Technologies».

PesyabTaThl M X 00Cy:KIeHHE

Ha ocHoBe »11eMeHTHOIr0 aHaln3a YCTaHOBJICH XUMHYECKHI COCTaB MOpACHUTA B HCXOAHOM 00-

pasie:
CazNaszsgAlg’gSi39,2096'34H20.

CoriacHo peHTTeHOTPa(PUUSCKOMY aHATU3Y YCTAaHOBJICHO, YTO MOPJCHUT B MCXOJHOM 00-
pasie KpUCTanIu3yeTcs B OPTOPOMOMUECKOil CHHTOHMH ¢ mapameTpamu a=18,094 A; b=20,516
A; ¢=7,524 A.

Penrtrenorpaduueckue qaHHbIe MOPOIIKA CHHTETHYECKOro neonuta K-W xoporio cornacyrorcs
C INTEepaTypPHBIMH TaHHBIMU (Ta0II. 1).

U3 Tabn. 1 BUAHO, YTO MEXKIUIOCKOCTHBIE paccTosHus (d, A) 06pa3noB n3BecTHOro Mo IUTEPa-

TYpC U CHHTC3UPOBAHHOI'O HAMU K-W COBIIAJAr0T, HO OTIIUYAOTCA MCIKAY €000l OTHOCUTEIHLHBEIMH
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Tabnuua 1. Pentrenorpaduyeckre 1aHHbIe CHHTE3UPOBAHHOTO 11e0auTa K-/ M U3BECTHOTO 110 JINTEpaType AJIs
neonurta W

Table 1. The X-ray diffraction data of the synthesized K-W zeolite and the literature data on zeolite W

JluteparypHble faHHBIE A neoauta W [§] CunrtesupoBanusiit K-W

d, A Lor d, A Lor
9,99 20 10,06 15
8,17 49 8,15 45
7,09 54 7,04 50
5,34 28 5,34 25
5,01 56 4,99 45
4,45 21 4,49 20
4,28 35 4,27 25
4,05 30 4,08 25
3,77 20 3,78 20
3,64 20 3,68 20
3,47 15 3,47 15
3,25 100 3,25 100
3,17 75 3,17 70
2,95 71 2,95 65
2,72 53 2,72 50
2,67 12 2,67 10
2,54 26 2,54 15
2,08 10 2,08 8

1,66 7 1,67 5

uHTeHCUBHOCTAMH (1,.,) AudpakiioHHbIX TuHUA. Kak H3BECTHO, XOPOIIIO OKPUCTATIIM30BAaHHBIN Ma-
TepHaJI 1aeT Y3KUE BHICOKUE TUPPAKIIHOHHBIC JIMHHIH, IIJIOX0 OKPUCTAJIIN30BAaHHBIA MaTepral — IIH-
POKHE U HU3KHUE IMHUH. Tak Kak MoJy9YeHHBIH HaMu 1eonuT K-W ManokpucTaIindeH, 3TO OKa3bIBaeT
BJIMSHHE HA HHTEHCHBHOCTD AU(PPAKIIHOHHBIX JIMHHH.

[lo maHHBIM peHTTeHOTrpahUICCKOTO aHAIH3A, IICOMUT W KPUCTAILTU3YETCS B KYOMUECKOW CHH-
rouuu ¢ napameTpom a=20.1 A, 4To X0pomo cornacyercs ¢ IMTepaTypHLIME JaHHEIMH [8, 9]. Cormac-

HO 3JIEMEHTHOMY aHaJIM3y yCTaHOBJIEHA dSMIIMpHYecKas popmyia neonauta Tuna K-W:

K10,32A110,3Si39,7064 24,32H20

Pentrenorpammbl ncxoaHoro oopasua Hax4ybsiBaHa U CHHTE3MPOBaHHOTO HA €r0 OCHOBE LIEOJIUTA
W u3obpaxeHs! Ha puc. 1.
DJIeMEHTHBIN COCTaB MPUPOIHOr0 00pasiia IeouTa IPEACTABICH Ha PUC. 2 U B Ta0JI. 2, a mpo-
LICHTHOE COZIep’KaHKe OKCHIOB B COCTaBe MoJTydeHHOro neosnnta K-W — B tabm. 3.
MertonoMm TepMorpapuueckoro aHajin3a yCTaHOBJIEHa 00JacTh JNETrHApaTallM, COACpIKaHHe
BOJIBI M TepMocTabminbHOCTE K-W. Kpussie nuddepennnansao-repmuyeckoro ananunsa (JITA) u rep-
MmorpasumeTpuu (TT') n3o6paxens! Ha puc. 3.
Ha JITA oTMmeueHBI SHAOTEPMHUYECKUN U IK30TepMUUecKnil 3pdexTsl. DHA0TepMUIECKNH
s dexT ¢ makcumyMoM 1ipu 195 °C oTHOCHTCS K Aeruaparanuu odpasia, moTepst Macchl MPH ATOM
cocrasiseT 14.8 %.
Dk3orepmuueckuii 3¢ ekt npu remneparype 680 °C, no gaHHBIM PEHTIe€HO(]A30BOro aHAIN3A,

OTHOCHUTCS K Pa3pyIICHHIO KPUCTAJITMYECKON CTPYKTYpHI eoauta W.
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Puc. 1. ludppakrorpamma rcxomgHoro oopasiia HaxubiBaHa (a) ¥ cHHTE3UpOBaHHOTO IteoauTa W (0)

Fig.1. X-ray patterns of the initial sample of Nakhchivan (a) and of synthesized zeolite W (b)

Puc. 2. DneMeHTHBIN cocTaB UCXOHOro 00pasia MecTopoxaeHust HaxubiBana

Fig. 2. Elemental composition of the initial sample of deposit of Nakhchivan



Ta6numna 2. [IpolieHTHOE comep)KaHue OKCH/IOB U 9JICMEHTOB B COCTaBE MCXOIHOr0 0Opasiia HaxubiBaHa

Table 2. Percentage content of oxides and elements in the initial sample of Nakhchivan

DieMeHT Becosoii % Atomubii % KOHH%CTOBO dopmyna
OKCHJIOB, %
Na 0,42 0,37 0,56 Na,O
Mg 0,38 0,32 0,63 MgO
Al 4,49 3,38 8,48 AlLO;
Si 40,53 29,33 86,71 SiO,
K 0,75 0,39 0,90 K0
Ca 1,14 0,58 1,59 CaO
Fe 0,87 0,32 1,12 FeO
0] 51,42 65,32
Uror 100,00

Ta6muua 3. [IporieHTHOE colepKaHNe OKCUIIOB M DJIEMEHTOB B COCTABE MOIYy4YEHHOT0 IieonnTta W

Table 3. Percentage content of oxides and elements in the synthesized zeolite W

DJIeMeHT Becogoii % ATomHuBIT % KOHH%CTOB 0 Dopmyna
okcu10B %
Mg 0,59 0,53 0,97 MgO
Al 7,98 6,16 14,9 ALO;
Si 31,06 23,76 63,09 SiO,
K 12,15 6,73 15,48 K,O
Ca 2,49 1,37 3,48 CaO
Fe 1,22 0,48 1,57 FeO
o 44,38 61,17
Htor 100,00

T,'C

Puc. 3. Kpussie ITA u TT" ueonurta K-W

Fig. 3. DTA and TG curves of zeolite K-W
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Kaxk Buano u3 kpuBoii JITA, neruapatanus mpoucxonut B mHTepBale Temmneparyp 100-300 °C.
PenTrenodasoBsrif anamms oopasma nocie SHA03¢GeKTa MmoKasa, 4T0 CTPYKTYPHBIX U3MECHCHHUH HE
Habmropaerca. JerunparupoBannsiil mpu 100-300 °C oOpa3zert MOIHOCTHIO perHAPATUPYETCS B TeUe-
Hue 10 4, T.e. meruapaTanus HOCUT OOpATUMBIN XapaKTep.

Cornacao [10], MOXHO 3aKTI0YNTh, 4TO B UK-cliekTpe mosochl MOTomeH s B ANana3oHe 4aCTOT
250-1400 cm™!' cOOTBETCTBYIOT OCHOBHBIM KOJIEOAHHUSIM aIFOMOKPEMHHEBBIX TETPAdAPOB KAPKACHON
CTPYKTYpbI 1IeonuToB. HabtogaeMple MOJIOCHI TOTJIOMIEHHUST OTHECEHBI K JIByM THIaM KoJjieOaHMii:
1 — xonebaHus, XapaKTEePU3yIOLIKe IEPBUYHbIE CTPYKTYypHBIe eanHULbl — TO,4, Toe T=Si*, AI*", u
2 — konebanus TO,-TeTpasApoB IO BHEIIHUM CBSI3IM. BTOpoii TuI Koneb6aHuii 3aBUCUT OT XapakTepa
COWICHEHUS TETPa3APOB BO BTOPUYHEIC CTPYKTYPHBIC SIUHULBI U OCOOSHHOCTEH MOIOCTEH IIe0ITH-
ToB. MK-criexTp ricxoaHoro o6pasia u noiaydernHoro neonnta K-W npencrasien Ha puc. 4.

Kax BugHO Ha puc. 4, Hanboee HHTEHCUBHBIC TIOJIOCHI TOTIIOMIeHHS HaOmonatotes mpu 1048.61
u 1049.75 cm!, onn, a takxke momoca 693.87 cm'orBeyaror kKonebanusam csazei Si—O—Si. TTonockl
noromieHuss 796.75 u 778.24 cMm!' oTHOCATCA K BaJIEHTHBIM KoieOaHusM cBsa3u Al-O, a 459.09 u
46091 cm! — x nedopmaronHbM Kojebanusam Al-0,. C HaIWYHEM [EOTMTHON BOIbI CBS3aHBI 110~
JIOCHI TIOTJIOIEeH s B nuamna3one 3100-3800 cm™!, a 1637.93, 1649.67, 2922.68 u 2922.67 cM™!' — 0II0CH!
nehopMaIOHHBIX KoJlebaHuii MOsteKyJT Boasl. [lomoca mormotnenus 2347.64 cm! (puc. 4a) 0ObsacHS-

CTCS NPUCYTCTBUEM Kap6OHaTOB B COCTaBC NpUPOAHOIO 06pa3ua. Maiass ”HTEHCHBHOCTD ITOJIOCHI
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Puc. 4. UK-cniekTp ucxonnoro obpasiia HaxusiBana (a) u noiayderHoro neonuta K-W (6)
Fig. 4. IR-spectra of the initial sample of Nakhchivan (a) and of the obtained zeolite R-W (b)
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norsomeHus 459.09 cM! CBHAETENBCTBYET O HU3KOW KPUCTAJUTMYHOCTH HOIy4YeHHOro neonuta K-W,

YTO TaK)Ke BUIHO U3 NH(PAKTOrpaMMEI TpoayKTa (puc. 10).

3ak/oueHue

BriepBele Ha OCHOBE IPUPOAHOrO 00pa3la MeCcTOpOXIeHHs HaxubiBaHa TUAPOTEPMAalIbHBIM
METOZOM ObUI CHHTE3npoBaH 1eonuT K-W. YcTaHOBIEHBI ONTUMaNIbHBIE YCIIOBUSI CHHTE3a 1I€0JINTa
K-W — temnepatypa 150 °C, xonnenTpanus pactsopa KOH 1 N, 1auTensHOCTh THAPOTEPMATIBEHOTO
cuHTEe3a 3 cyT. BolsiBneno, uro aeruaparuposannsiii npu 100-300 °C oOpaser moixyyeHHOI0 EOTUTa
MOJTHOCTBIO peruaparupyercsa B TedeHre 10 4 u MoxeT OBITh HCIOIB30BAaH B Ka4eCTBE aJICOPOCHTA U

KaTajau3aropa.
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