1640 3}3-g3te] o)&z 24 A 1W A 23 19959
N2 SM=SMNXCHE KLH22}0|E9] '"PXe-NMR £4{

21 A = L-C. de Menorval', & &', 24 & §
I AAE 7L Qﬁ%’ﬂlﬂ, gy B nssteten,
i I SR U

Characterization of KL Zeolites with *Xe-NMR by Blocking
Intercrystalline Xenon Diffusion

J.-G. Kim, L.-C. de Menorval, R. Ryoo, and J.-H. Kim
R&D Group, KAERI-NEMAC, ENSCM URA-418 CNRS, Dept. of Chem., KAIST

A B

Fraissard$} &% Q72 (1,219 28] AS Mgl IA=-129 A=}r] 39
By (PXe- NMR spectroscopy)& FA=-129 Qxte] AAmo] bz I H
A FAu7} 264%S ngdEe] dzxr] FHEE K22 & 33F olFaE
vebdith mela ol g 71Ee AFE A 1AL EAFEA dE ol §H
1 glon}, E3] Agoler AFTFER ZAAA, FHF EX ¢ F2HY
T da olgsn ot 23y FAMx ] 3 ESYHE AL A
Ax 2] WE o2 QA3 o8 AR 2 AAY FAAT F3F H
8 ARE RAY3I), FAME FAXEE Fo]7] g8 AL B3Py Ay
2 Y= NEBIE AgEAoY o] oAl 2r7}Elel w2 NMRFH F9¢
A= F&F9 2712 g3 AA 23X FolA FHAFY d=gde 9FS
ta Ut

AT 8 4] 3] AA octamethylcyclotetrasiloxane (OMTS)Z F A=
o] AAT FAL AN A4 £ e EAH dhe] AgGHAG. B 1
JqAE olglgt 7]4L NaY AlgtolEd H)F wnd Gedd FRE /A=
KLA&olES] EAFH AL3e] B oS XRD, BET ¥ SEM9| A3}
v 8l B9ttt

A4 3

AL A8 (Uetikon AZ, AZHUE EXAR-109; KL-C) 2 4384 Alzxd
(KL-H) 27}A12] KLAIZ2olES o] &3l 3t AFZFR 0 AT E
Azd AFTL WH7 A NMR §He| 05 g AE9 Al8E W1 670 K, 107
Torr 3ol 2 h ol AFHzE 3ttt OMTSE £ Azxe 71A71 g
NMR FrA 2Fae & F71FcA A3 OMTSE ¥ § Al #2 =3
A AFAYE s

AAE-129 AAy] FH AHEPL AL M Bruker AC 250LE ©]&3f
Xe-129¢] W3] 69.19 MHzolA 3kt 38h3 o)k M= 2] gle
e 9Aate g F5E Feto ARgsigth

ALgolE FF¥E BET ZAFXE  ASAP 2000 Chemi System
(Micrometrics Instrument Corp.)& ©]&3l1e s, SEM ¥ XRD%E |83t



Theories and Applications of Chem. Eng, 1995, Vol. 1, No. 2 1643

THETA

b
; &
Na" U, "R
a3 1. KL N|=R20|EL| SEMAIXI ; 8 2. KL M@2t0|ELe| XRD THHE ;
a) KL-H, b) KL-C. a) KL-H, b) KL-C.
128
g
8
8§
e
b} a
A e R e el aeanasnseeid . g ’
| &
1ed
L\. R
S I .
[ R T T T 1 g g
) (wdd) yws rE2AUPYD
Chemi ! shuld [
12 3. OMTSE =&t & 580 Torr, 03 4. Me ool sof W2
Al20fM U2 PXe NMR AH] Bye NMR 3H8HE 0|E 2t

Eg} ; a) KL-C, b) KL-C



1642 #Hehgdte] o] 34 A1 Al 2x: 19954

ARG o] dFHE= NaY ALHolER AP A$4] EF F Algto] A
w2t Hak g 3k ojF kel A& FUFIAYE s M2 dizA, o
@2 & T4 G MFeol NaY Aol AFYT 7] 744 B}
#AA OMTS7F 2 AZUZE E012 4 Qlo] AlF& OMTSE ¢33 AYPAx
23, Addele AAze] dx @A ol o] HIAJ} AlgtAAE Aoz B £
Ak olghs WHHE KL-C Alg9] Buh A2 AF L AAe= 945 2 AT
d GAE A2 Y77t OMTSE AGHEZ olo sl ¥ & A= o}
3 9¥e A 9452 ¢ 5 Ut

4 £

B AFoA AA42] octamethylcyclotetrasiloxane (OMTS)E HA=9] 2
A FAE Ald3ted o]8-3le 2% /9 KLAESolEd 3] FA=-129 3
271 3% ERYPoE EHATE FHIAG. OMTSE 71A 719 KLAIL
ZHolE AFuUes o7t ¥ 1 4FE A9 ¢A3] "ol AR A=
e AHFHO R AP, ESo] TAE A9 F5Ago] A eSS
et o), 7TARE F7|9 AFE z2te 1A 5o TRATF ne 832 ¢
= AU

A 3 5 3
1. Ito, T. and Fraissard, ]J. In Proc. Int. Conf Zeolites, 5th, 510(1980).
2. de Menorval, L.-C,, Fraissard, J, and Ito, T.,, J. Chem. Soc. Faraday
Trans. 1, 78, 403(1982). ’
. Ryoo, R., Pak, C., and Chmelka, B.F., Zeolites, 10, 790(1990).
4. Ryoo, R., Kwak, ]J.-H., and de Menorval, L.-C., J. Phys. Chem., 98,
7101(1994).
5. Ballmoos, R. and Higgins, ].B., "Collection of Simulated XRD Powder
Patterns for Zeolites”, 2nd ed., Butterworth-Heinemann, 1990.
6. Ito, T., de Menorval, L.-C., Guerrier, E., and Fraissard, ., J Chem. Phys.
Lett, 111, 271(1984).
7. Sugimoto, M., Katsuno, H., Hayasaka, T., Hirasawa, K.-I,, and Ishikawa,
N, Appl Catal., 106, 9(1993).

w

E 1l 5 44 F-93yY (BEDo g2 ¥ A8 Edg

Item KL.-H KL-C
micropore volume (cc/g) 0.114 0.085
micropore area (m%/g) ' 258 193
external surface area(m‘/g) 353 130

BET surface area(m%/g) 294 206
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Table 1. Chemical compositions of zeolites studied in this work

Anhydrous unit

Sample Cell Composition Si/Al % Exchanged
Na-FAU(1) NagiAlgiSin103s4 1.37

Na-FAU(I) Nass5Al5455113750334 2.52

Na-FAU(IID) NagsAlegsSiiae 4Oz 340

CeNa-FAU(I) Ce144Nas78Als1Si11103s4 1.37 53
CeNa-FAU(II) Cer01Nazs 2Al5455113750384 252 56
CeNa-FAU(I) CeroNazz 6AlsgsSi14s40384 340 48

BE AH4EY. dlel 300 - 773 K 2E9%9A dAYHE CeNa-FAU Al
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