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AHHOTaUUA

B pabore mnpejcraBieHbl pe3ynbraThl peHTreHodaszoBoro aHamusa (PPA) neosnura NaP
(ctpykrypHbiii Tvn GIS), CUHTe3UpOBaHHOTO THAPOTEpPMa/JbHbIM METOZOM M3 CWIMKaTa HaTpus,
aJIFOMHMHATA HaTpHsl U TUJPOKCH/A HaTpusl. JudpakTorpaMmMa obpasija perucTpupoBaiach METOIOM
TOPOLIKOBOW PEHTTeHOBCKOHN Au(paKTOMETPUM B Pe)KUMe HerpepbiIBHOTO CKaHUpOBaHus 0-20 B
uara3oHe yrioB 20=5 — 70° c ucnons3oBanreM CuKo-uznyuenus. Tpy Hanbosiee MHTEHCUBHBIX
pediekca Habmoganuck npu 20=9.14°, 13.58° u 15.52° (d=9.668, 6.515 u 5.704 A), uro Hapszy c
JPYTUMH  UIeHTU(PULIMPOBAaHHBIMU MEXXIIJIOCKOCTHBIMU PACCTOSIHUSIMM  XOPOIIIO COTJIacyeTcsi C
3TaJIOHHBIMU JaHHBIMU AJis1 1jeonuta NaP. VIHTeHCHBHBIe pedieKChbl MPU OTHOCHUTE/NBLHO HU3KOM
ypoBHe (hOHa TMOATBEpXKJAl0T KPUCTa//IMUecKyr, a He aMop¢HY0 MpUpoAy obpasiia, Torja Kak
cooTBeTcTBytOIIMe 3HaueHUss FWHM 1.8 — 3.3° yka3bIBalOT Ha HaHOpa3MepHbIM xapakTep obsacteid
KOT'epeHTHOTO paccesiHWsl, CpPeJHUI pa3Mep KOTOPBIX, OLeHEHHbIM 1Mo ypaBHeHuto Illeppepa,
cocTaBuI OKoso 4.4 HM (guarnasoH 2.5-6.3 HM). Cnabbiii pediekc mipu 20 =~ 26.6° MokeT ObITh
CBfi3aH C He3HauuTe/lbHOW MNpUMechl0 KBapua. OTCyTCTBHe XapaKTepUCTHUUeCKUX pereKcoB,
otHocsimmxcsl K (azam NaA u NaX, ykasbiBaeT Ha Y/OBJETBOPUTE/NbHYIO (Da30BYI0 UUCTOTY
CUHTe3upoBaHHOro 1ieonta NaP, uTo MoATBepK/aeT ero MepcreKTHBHOCTb B KauecTBe aZicopOeHTa
1 IOHOOOMEeHHOT0 MaTepHaJia /ijisl OUMCTKH IMPOMBIIIIEHHBIX U KOMMYHa/IbHbIX CTOYHBIX BO/.

Abstract

This study presents X-ray diffraction (XRD) results for NaP zeolite (GIS framework type),
synthesized hydrothermally from sodium silicate, sodium aluminate, and sodium hydroxide. The
diffraction pattern was recorded by powder XRD in continuous 6-26 scanning mode over 26=5-70°
using CuKa radiation. The three most intense reflections were observed at 26=9.14°, 13.58°, and
15.52° (d=9.668, 6.515, and 5.704 A), consistent with reference data for NaP zeolite. Intense
reflections against a low background confirm the crystalline, rather than amorphous, nature of the
sample, while the corresponding FWHM values of 1.8-3.3° indicate nanoscale coherent scattering
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domains, with an average size of about 4.4 nm (range 2.5-6.3 nm) estimated by the Scherrer
equation. A weak reflection at 20~26.6° may be associated with a minor quartz impurity. The
absence of reflections attributable to the NaA and NaX phases indicates satisfactory phase purity of
the synthesized NaP zeolite, supporting its promise as an adsorbent and ion-exchange material for
treating industrial and municipal wastewater.

KmioueBbie cioBa: 1jeonut NaP, crpykrypa GIS, pentreHodasoBbiii aHamu3, P®DA,
THIPOTePMaJIbHBIA CUHTE3, KPUCTA//TMUHOCTh, ypaBHeHWe Illeppepa, pa3mep KpHCTa/I/IUTOB,
MEXXITJIOCKOCTHOE PacCTosiHUe, (ha30Basi UMCTOTA.

Keywords: NaP zeolite, GIS structure, X-ray diffraction, XRD, hydrothermal synthesis,
crystallinity, Scherrer equation, crystallite size, interplanar spacing, phase purity.

BBegeHue

LleomuTel MpefCTaB/sIOT CO0OW KpPUCTA//IMUECKHe aJlOMOCH/IMKAThl C  YIIOPsiZIOUeHHOU
MUKDOTIOPUCTOM CTPYKTYpOH, 00pa3oBaHHON CouleHéHHbIMM TeTpasapamu [SiO,] u [AIO,].
Bnarogapst BBICOKOW CeeKTMBHOCTHU, TEPMUUYECKOWM W XUMHYECKOH CTaOWIBHOCTH, a TakKXKe
CroCOOHOCTH K KAaTMOHHOMY OOMeHY, LIeO/MThI IIHUPOKO TIPUMEHSIFOTCS B a/iCOPOLIMOHHBIX,
HMOHOOOMEHHBIX U KaTaJIMTUUeCKUX MpolLieccax, a Takke B TEXHOJOTUSX OYMCTKU ra3oB U Bog [1, c.
71; 12, c. 1948; 13, c. 2610]. Cpeyt CTPYKTYPHBIX THIIOB LIEOIUTOB OCOOBIN MHTEpPEeC Mpe/ICTaB/IseT
tjeosiuT NaP, oTHocsImiics K cemerictBy GIS (rucMoHAuH), KapKac KOTOPOro o0pa3oBaH CUCTEMOM
y3KHUX KaHa/oB, 00ecreunBaroliX MOJIEKY/ISIPHO-CUTOBYIO CeJIeKTUBHOCTh T10 OTHOIIEHHIO
K MaJIbIM MOJIeKy/iaM, BK/Ttodasi BOJly U IMOKCH/, yriiepoja [4, c. 5268; 9, c. 7].

LHeomur NaP, cuHTe3upOBaHHbI, B YaCTHOCTH, W3 JieTydel 30/Ibl U  JIPYyTUX
aJIFOMOCUJTMKATHBIX OTXO/|0B, HaXOAWUT MPUMEHeHHe B Tpolieccax M3B/eueHHUsl TSDKENbIX MeTaslyioB
(Pb, Cu, Zn) ¥ MOHOB aMMOHHUS W3 BOJAHBLIX CpeJ METOIOM a[COPOIMM U MOHHOTO OOMeHa, UTO
JleflaéT  ero  TepCreKTUBHBIM — HEeIOPOTUM  afiIcOPOEHTOM  /IJii  OUUCTKU  [POMBIIIEHHBIX
1 KOMMYHaJIbHBIX CTOUHBIX BOJ [10, c. 5; 2, c. 60; 3, c. 142; 5,¢.9; 6,c. 4; 7, c. 7].

Cunte3 1eomura NaP  00bIYHO  OCYIIECTB/SIeTCS  T'MAPOTepMa/bHBIM — METOZAOM
C WCIONb30BaHWEM CUIMKaTa HATpusi, ajlloMUHAaTa HaTpusi M TUJPOKCHAA Hatpus. B xome
TH/IPOTePMa/IbHOM 00paboTKM aMOp(HBINA aTFOMOCH/IMKATHBINA T'e/lb TTOCTENIeHHO KPUCTa/TU3yeTCs
c obpa3oBaHueM 1iesieBOM (ha3bl; (a30BbIM COCTAaB U CTeTeHb KPHUCTA/UTMUHOCTH ITIPOAYKTA BO
MHOTOM OTIpeJIe/IAIOTCSl  YCJIOBUSIMU CHUHTe3a, 4TO 0O0yC/I0BIMBaeT HeoOXOJUMOCTb HaZéKHOU
ugeHtudukauu ¢assol [9, c. 5; 11, c. 19; 14, c. 6]. 3HauuTe/NbHOe BAMSIHUE HAa CTPYKTYPHbIe
xapakTepucTUKu NaP oka3biBaeT Takke BbIOOD ChIPbsl — B JIUTEPAType OMMCAHBI ajJbTePHAaTUBHbIE
MapLLIpPYThl CUHTe3a C UCI0/Ib30BaHKEM JIeTYUell 30/1bl U IPYyTUX TeXHOTeHHBbIX OTXO/I0B B KauecTBe
Oosiee AOCTYHBIX UCTOYHUKOB KpeMHUS U aymoMunus [ 14, c. 10].

PentreHoda3zoBbiii  aHamu3 (P®DA) sBiseTcss OCHOBHBIM MeTOJIOM  HAeHTU(hUKALIUU
KpPHCTa//INYeCKor CTPYKTYpbl, (pa30BOr0 COCTaBa U CTeNeHHW KPUCTA/IMUHOCTH CHHTETHYeCKUX
1[e0JIMTOB, a YypaBHeHue llleppepa mMO3BO/SieT [OMOJHUTENBHO OLIEHUTb CPEJHUI pasmep
KPUCTA/IJTUTOB TI0 YIIMPeHUto JudpakiMoHHbIX peduiekcoB [8, ¢.158; 9, c. 7]. Llenbto HacTosiiei
paboThl sIB/IsSIeTCST aHa/Mn3 AW(PaKTOrpaMMbl TUAPOTEPMAaabHO CHHTE3UPOBAHHOTO LieosuTa NaP,
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uzieHTU(UKaLMs ero (a3oBOro COCTaBa, OLleHKA CTeleHH KPUCTa/UIMYHOCTH U CpefjHero pasmepa
KPUCTA/UTUTOB, a Takke OOCy)KZeHHe  BO3MO)KHOTO  TIPUCYTCTBHSI ~ COITyTCTBYIOIIUX
KpUCTa/UTMYeCcKuXx ¢as.

Marepuasibl 1 MeTOABI

O6pas3er nieomta NaP (cTpykTypHbId Tvrl GIS) nmonydany rufiporepMaibHbBIM MeTozioM. [1jis
TIPUTOTOBJIEHUs UCXoAHOro rens 12,21 r GessogHoro cunvkara Harpus (Na,SiO,), 1,64 r
6e3popHoro amomunara Harpus (NaAlO,) m 2,40 r rugpokcuga Harpus (NaOH) pacteopsim
B 001ie#i cyiokHOCTH B 151,3 T AUCTW/IMPOBAHHOW BOJb. PacTBOpHI cMelliBaiv 0 0Opa3oBaHus
OJHOPOJHOTO a/FOMOCU/IMKATHOrO refsi. MOMSpHBIA COCTaB MCXOAHOM CMeCH B Tepecuére Ha
okcrapl  cocrapisn - AlO,:Si0,:Na,0:H,0=1:10:14:840. Tesp momemjani B  aBTOK/IAB
¢ Te/10HOBBIM BK/azbilieM U BbiZepkuBaiu rpu 100 °C B TeueHue 24 u. [locne oxnakieHus
TBEpP/bIN NPOAYKT OTAe/sIA (PUIbTPOBaHUEM, MHOTOKPATHO MPOMBIBA/INA JUCTU/ITMPOBAHHOM BOJOU
Y BBICYLLIMBAJIH.

PeHTreHoda30BbIil aHa/lM3 CUHTE3UPOBAHHOTO 0Opaslja MPOBOAWIM METOOM IOPOIIKOBOM
mudpakrometpun Ha CuKo-usnyueHun (HaripsbkeHue Ha Tpybke 40 kB, Tok 30 MA). CbéMKy
Jv(pakTorpaMMbl OCYILLIeCTB/ISIIM B PEXHWMe HempepbliBHOrO ckaHupoBaHusi Theta-2Theta
B Auara3oHe ymioB 20 ot 5.0° go 70.0° co ckopocThio ckaHupoBaHus 2.0 °/muH u 1marom 0.05°.
OO6pa6oTKa JlaHHBIX BK/IOYala CI/IKMBaHWe Mpoduss, Bbluvtanue (oua, pasgenenve Ko -Ka,
COCTaB/ISIOIIMX W AaBTOMaTUUYeCKWI TMOMCK THUKOB C KOppeKLMell CHUCTeMaTUuecKod OIIMOKH
ripubopa.

CpenHuii pa3Mep KpUCTQ/J/IMTOB OLIEHMBaiu [0 YIIMPEHUI0 OCHOBHBIX peduieKCOoB
C Ucronb3oBaHueM ypaBHeHus [lleppepa:

D=k-M(B-cosh),

rae D-cpennuit pasmep kpucrauira (HM); k=0.9; A-gmHa BonHbl CuKa-uznyuenus (0.15406
HM); [(-¢pusuueckoe yumpeHue pedrnekca Ha monyBbicoTe (FWHM, B paauanax); 8-yron
Judpakuyy (10/I0BUHA BeJIMUUHBI 20).

Pe3ynibTaThl U 00Cy)KaeHHe

@a30BbIi COCTaB U MONOKeHWe [u(pPaKIMOHHbIX MakcuMyMoB. Ha audpaxTorpamme
cuHTe3upoBaHHoOro obpasua (PucyHok 1) 3admkcrupoBaH Habop AHGPaKIMOHHBIX MAaKCHMYMOB
(Tabmuiia 1). Tpu HaubGosiee nHTeHCUBHBIX pednekca (Tabnuia 2) HabmogaroTcs mipu 20=9.14°,
13.58° 1 15.52°, 4TO COOTBETCTBYET MEXKIIOCKOCTHBIM paccTosausaM d=9.668, 6.515 u 5.704 A.

[MTonyyeHHbIN HaOOpP MEXXIIIOCKOCTHBIX pacctostHui (9.668; 6.515; 5.704; 4.511; 4.306; 3.674;
3.077 A u ap.) xapakrepen ans neoaura NaP crpykrypHoro tvna GIS m xoporo cormacyercs
C JIMTepaTypHbIMU JAaHHBIMU [/ JaHHOM a3kl [9, c. 7; 11, c. 18]. Pednexcs! npu 26=9.14°, 13.58°
u 15.52° oOpa3syror xapakrepHyto a8 NaP «IudpakiMOHHYH0 CHUTHATYpy», TO3BOJISIFOIYHO
yBEepPeHHO W/IeHTU(UIMPOBaTh OCHOBHYIO KPHUCTA/IMUecKyro ¢asy obpasra. Y3kas MOIymHMpHHA
ocHOBHbIX pedekcoB (FWHM 1.8 — 3.3°) B coueTaHUM C BBICOKOH MHTEHCHBHOCTBIO M HU3KUM
ypoBHeM (hOHa CBU/IeTE/ILCTBYET O [JOCTAaTOUHO BHICOKOW CTereHW KpUCTa//IMYHOCTH MaTepuana.
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Pucynok 1. [Tu¢ppakmoepamma cunme3supoeannozo oopasya yeoauma NaP (Theta-2Theta,

CuKa)
Ta6auya 1.
ITonHbIH nepedyeHsb AU PaKIMOHHBIX MAKCHMYMOB 00pa3ija neosmra NaP
Ne 20, ° d A UL, % FWHM, ° L, umn/c
1 6.9367 12.73283 11 0.71660 87
2 9.1399 9.66789 100 1.80800 809
3 13.5797 6.51537 64 2.43680 518
4 15.5235 5.70364 60 3.25000 485
5 19.6638 4.51106 16 - 127
6 20.6111 4.30582 18 - 149
7 24.2026 3.67438 13 - 107
8 26.5982 3.34863 12 - 100
9 28.9947 3.07707 16 - 131
10 30.7923 2.90141 10 - 80
11 31.7912 2.81249 7 - 58
12 34.0721 2.62925 11 1.86670 85
13 37.3409 2.40625 11 1.53000 86
14 39.5217 2.27835 6 1.35000 47
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Tabauya 2.
Tpu Hanbo/iee HHTeHCUMBHBIX JUPPAKHOHHBIX MAKCHMyMa
Ne 20, ° d, A V1, %
1 9.14 9.668 100
2 13.58 6.515 64
3 15.52 5.704 60

OueHka pa3mepa Kpucta/uToB (ypaBHeHue Illeppepa). [l KOMMUeCTBEHHOW OLIEHKHU
cpefHero pasmepa KpUCTa/uIMTOB Obul mipuMmeHéH Metof Illeppepa (Tabmuia 3). IlosmyueHHbIe
3HaueHWsI BapbUPYIOTCS B mpefenax 2.5-6.3 HM: HaubOosblee (#6.3 HM) — A peduiekca Tpu
20=39.52°, HaumeHbliiee (~2.5 HM) — Asi pednekca npu 20=15.52°. CpesiHee 3HaueHue TI0 BCeM
pedyiekcaM cocTaBasieT TpUOIU3UTENbHO 4.4 HM, UTO TUITUYHO [ijid HAHOKPUCTA/UTMUYeCKUX
1[e0JIUTOB, TIOJIyUeHHBIX THUApPOTepMaibHbIM MeTogoM [8, c¢. 157]. 3To cBUAeTeNbCTBYeT
0 (OpMHUPOBaHUM MeJIKOJUCTIEPCHOM KPUCTA/I/TMUeCKOM CTPYKTYPbl C DPa3BUTON TMOBEPXHOCTHIO
pazgena a3, TIOTeHI[MA/TBHO OnarompusATHOW s afCOPOLMOHHBIX W MOHOOOMEHHBIX
XapaKTepUCTUK MaTepuaria.

Ta6auya 3.
OueHka cpejHero pasmepa KpucraaiuroB Metoaom Illeppepa
Ne 20, © FWHM, ° D, HM
1 9.14 1.808 441
2 13.58 2.437 3.28
3 15.52 3.250 2.47
4 34.07 1.867 4.45
5 37.34 1.530 5.48
6 39.52 1.350 6.25

AHanu3 npUMecHBIX U comnyTcTByroumx ¢a3. Ha audpakrorpamme ormeueH cnabbiii pedekc
B obnactn 20~26.6° (I/1, =12 %, d=3.349 A), xotopelii MoxeT 6bITh OTHecéH K peduiekcy (101)
KBaplla — pacrpoCTpaHEHHOW MprUMecHOW ¢a3e MpU TUAPOTEPMaJbHOM CHUHTe3e W3 CUIMKATHBIX
ripekypcopoB. OzHako cTpykTypa GIS Takke xapakTepu3yeTcsi COOCTBeHHBIMH pedieKcaMH B 3TOU
obsacT, TIO9TOMY OfAHO3HauHOe OTHeceHWe TpeOyeT JomonHUTENbHBIX MeTonoB (MK-
CMEeKTPOCKONUU WM 37eMEHTHOTO0 aHanv3a). BbipakeHHbIX pe¢ieKCOB, XapaKTepHbIX s
comyTcTByIOUUX (a3 1jeomuToB THMa A (NaA) wiu X (NaX), Ha gudpakTorpamMmme He 06HApy>KeHO,
YTO yKa3blBaeT Ha Y/OBJETBOPUTE/NbHYIO (PA30Byl0 UWCTOTY TNPOAYKTa U 3(PPeKTUBHOCTH
BbIODAHHBIX YCIOBUI CUHTe3a.

CornocraBnieHye C JUTepaTypHbIMU JaHHbIMUA. COBOKYMHOCTb MOMYYeHHBIX CTPYKTYPHBIX
XapaKTePUCTUK-TIO/IO)KEHUe M OTHOCUTe/IbHasi WHTEHCUBHOCTb OCHOBHBIX pe(eKkcoB, y3Kas
MOJylIMDUHA JIMHUM, @ TaK)Xe OLIeHEHHBbIA HAaHOMETPOBbIM pa3Mep KpPHCTa/UIMTOB - B LieJIOM
COIJIaCyeTCsl C JJaHHBIMM, TIPeACTaB/IeHHbIMUA B paboTaX, TMOCBAIIEHHBIX CUHTE3y W CTPYKTypHOM
XapakTepucTuke Lieondta NaP 13 pasnuuHbIX BUZIOB ChIPbsi, BK/IIOUasi IPUPO/JHbIE a/TFOMOCHIUKAThI
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U Jetyuyio 3omy [14, c. 11]. DrTo TOATBEP)XZAeT BOCIPOU3BOJUMOCTh BLIOPAHHOTO
TU/IPOTePMa/IbHOTO MapllpyTa CHUHTe3a W ero TPUTOAHOCTb i HarpaBIeHHOTo MOoy4YeHuUs
(ha30BO-uMCTOrO0 HAHOKpHUCTasIYecKoro 1eonuta NaP.

3ak/IIoueHue

MeTozioM peHTreHO(}a30BOr0O aHa/lM3a yCTaHOB/IEHO, UTO TM/IPOTepMabHO CUHTe3UPOBAHHBIN
obpa3zer| rpezacTaBasieT cob60i MperuMyIeCTBeHHO OfHO(Ma3HBINA, XOPOIIO 3aKpHUCTaTH30BaHHbBIN
tieout NaP cTpykrypHoro tuna GIS. OcHoBHbIe AudpaKIMOHHbIe MakCUMYyMbI (20=9.14°, 13.58°,
15.52°) ¥ COOTBETCTBYIOL[ME WM MEXXIJIOCKOCTHbIE DPACCTOSHUSI COIVIaCYIOTCSI C 3TaJIOHHBIMU
JlaHHBIMU 711 IaHHOM (Da3bl; y3Kasi (popmMa M BbICOKasi MHTEHCUBHOCTb pe(ieKCOB TMOATBepP KAatoT
BLICOKYIO CTelleHb KPUCTA/UVTMYHOCTH Marepuana. OlleHKa CpefiHero pa3Mepa KpHUCTa/UIMTOB
MeTozioM Illeppepa roka3ana HAHOKPUCTA/UTHUECKYH0 CTPYKTYPY CO CPeJHUM pa3MepoM OKoso 4.4
HM (auana3oH 2.5-6.3 HM).

OOHapykeH c/1abblii pediuiekc, TPeIo/IoKUTENBHO CBSI3aHHBIM C MPUMECHI0 KBaplia, UTO
TpeOyeT yTOUHeHHUsl [AOTIOJHUTEJbHBIMA MeTOJaMU; BbIpaKeHHBIX peduiekcoB ¢a3 A u X He
oOHapy>KeHO, UYTO CBHJETE/NLCTBYeT 00 YIOBIeTBOPUTENHLHOW (ha30BOM UMCTOTE TIPOAYKTA.
[TonmyyeHHbIe pe3y/bTaThl TOATBEPXKJAIOT 3((eKTUBHOCTb TIPUMEHEHHOTO T'HIPOTePMasbHOTO
MeTo/la CHHTe3a /jisl 1oyiyueHusi (ha30BO-UKMCTOr0 HaHOKPUCTa/Indyeckoro 1eosnuTta NaP u co3pator
OCHOBY /I/1s1 Ja/IbHeNIIINX UCC/IeOBaHUM ero aZicOpPOIMOHHBIX 1 MOHOOOMEHHBIX CBOMCTB.
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