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Crystal Structure of Antimony-sorbed Indium-exchanged Zeolite A
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R Y:Aug oz 43 o]2ud & ALo]E A (In-A)E 350 CollA 6 Ft <t
(Sb)T} WA AT YA E-S EPXMA (electron-probe X-ray microanalysis)S ©]-8&3}o] #-2-3}
Aoz o]2ud d ASTo]E A (n-A)°l LEIE (ShS FHAA 22 AL 274
T 21 ColA 4337 Pm3mo 2 @44 XA IJAYPS o] &3t AASAT AEE
InsSiAlOss - (In)135(SbYes (@ = 12.111(2) A, Ry = 0.071, R, = 0.067) T A ZF 871 Q)¢
FolE, 135709 JAdw daE, 28 07709 el dAES 7HAL AT S9AE 1
(Ing-A - In, FIAIEY] 65%)°= (Ins)* FE2=E7F EAS AT A E 2 (Ing-A - (In)y(Sb),, &
AAEZY 35%)= F MY Iy’ F=E 9t 3 749 (InsSby)”" Z2]2=E7} large cavity ol A]
WA E Aot

Abstract : A single crystal of fully indium-exchanged zeolite A (In-A) was brought into contact with
antimony in a fine Pyrex capillary at 350 C for 6 days. The reaction was monitored by electron-probe
X-ray microanalysis (EPXMA). The crystal structure of antimony-sorbed indium-exchanged zeolite A has
been determined by single-crystal X-ray diffraction techniques at 21 ‘C in the cubic space group Pm 3m.
The crystal structure of IngSipAlOss - (In)iss(Sb)os (a = 12.111(2) A, R, = 0.071, and R, = 0.067)
has 8 indium cations, 1.35 indium atoms, and 0.7 antimony atoms per unit cell. Unit cell 1 (Ing-A - In,
65% of unit cells) contain the (In5)8+ cluster. In unit cell 2 (Ing-A - (In)2(Sb)2, 35% of unit cells), two

(In3)* cluster and one (In3Sby)"" cluster are found in the large cavity.
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A &eto|E9] 32kl T2} vl Tdsta vAg 5
TE £ =94 JU= (In), 2% (Ga), SFEIE (Sb),
7I=F (Cd) 59 3F ~ 55 &g vEst 7% vl
AaA A5 AAaEY o2 dAL B 0|59 FXsHE
(cluster) 52 V=7]9] WA wjge] AFAZA Ak
AE ATste B2 HERES #4l9] tiido] Holga,
AR RV FAA Y] A ZA 235 B

Rom, A&l ES o] &3 =slste] Fao] |
£52 27 Qe Aotk o5 wak ko]
- 583 7% seksEe ZujEA AaEuggt”

] HAEE7}F 10°~107/Qem] 2
B4 Ee HEAAY 2AZA A=A} AAA F3F
Azl 3Pt o]E9 conduction band<} valence band
Arole] olyA] zpe]Ql oA 7HA (band gap energy,
Egt 54 01 ~ 3 evel sigeck” ReAasoA
TAF PARE 2,3, 4,5, 6% Yxolth 153 ~ 5
% 3= NEAL 9o g T wol o] &E i 9l
o7 wieA o] AL oA 714 (band gap energy,
Eg)# electron mobility= WERAT, QIT]3-tE|Rito]
= (nSh)d AF= YA 7+4 (band gap energy, Eg)
o] 25 CollA 0.165 eVo]al, electron mobility”} 80,000
om’/Vs2H B HEASRT 2L v 24 (band
gap energy, Eg)S 7FAM F119] electron mobilityE X
oF= w2 duiA] 7+4 (band gap energy, Eg)e] WH=
A (narrow-band-gap semiconductor)©]t}." ¢1t]&-QHE] R
vol=o] AHFZE /doldTE (zinc blende structure)
£ 7Y Az 648 Aolal AFHolE 280 A
oz AR o]®%rt =AM, oA 7+2 (band gap
energy, Eg)2 Z20A 0.17 evold, =2 EH A
A AAAM 77 KoM 023 eV, 0 KolA 025 eVE YE}
‘;Hq_.l“

AT} -QFE| ELe] E (InSb) HE=A|= 77 KellA 717
7 fHog FHEoRl QAYF-UERUolE FH 9
HE FFolA ZAEHe WE XARSHH  surface
conductance’} Z7}Ech! o]AL He| o3 ATT7}
Z7}5]0 A= photoconductive effectS LERN7] w]Eo]
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TS AY-AERYe|E AFLS 53] 80 Kol
A B4 2 3~5 imoll 80%9 YAIEES 7HA
T2 B o9 2 GRELS AT Yo
2 uk okt olgd AL T 958 o
A A EFHAR ] AREEAE  phot-
voltaic 2 &4 A9l ZH3 AFZA 49 thidol
=1 Sk

olgigt QIYE<IEIRYel=E x3e Hed 74
e =
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=
T olFE, olf SRE WEA V% Ao ¥4H
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+ MIS (metal-insulator-semiconductor)
Aaxel 9584 2 vHoRE @

SefolEd BAS o]FE T AASS HeZ- A7l
Ak 7
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Ag 9 o AgolEE B oA
Ql ATe-StElRuto|l=9] FAE7I7F E AoE o
Ho =3 AlggolEY FHAEA] AgES S48}
g Ha glerz AYH TS XAV s 2
e BXSFEEY VA me B5HE 4Fe W
A2 7t Aok o9k wiea] A4ES 7 §A
s} o] =¢del et A+

S}3HE (cluste)5S A SEIO|E
© AlgpolES 727 B AV AT} 4 3
ALAQ1 wig e 9

3HA SRR, A
AZA e o] g gt Fagh

IJ3RE B AFdAe

A AgeolE A FF Wl AdElES
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2.1. TI" O|2watE MISEI0|E A BHEE| 34

Chamnell]" 0.2 FA3¥ F-Aloln T4l NapSip-
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Al;045 - 27TH,0  (Nap-A - 27TH,0)Z
(99.99%, Aldrich Chemical Co.) =80 & ]2 5k5}o]
25 (T2 o] 2udhe ALTolE A (Tl-AE Al
Z3tet o] 2mdhe g Hol oF 80 ume] A7|E 717
A 2oke] AA (Nap-A - 27H0)S Pyrex A
Poll ¥ o] ewggAS 25 TollA 42 T3t ExA)%)
S 2 o]2wge] Hrot & & Frhs)sldtt (dynamic
ion-exchange method). AF&-3F o] & EHE-H2 A A o]
29 %7} 0.1 Mo|H, o] §94¢] pHE oF 64 FAHA
o st SAo)Ak

thallium acetate

2.2. TI'ZH In°Q 2E0) Atsh-gi2lEts
olemsHos AZE Ti.A
Tlp-AE X-A 3248 2 AT
QepHog Fx7} 819 o] E‘ﬂ% ex EA#T}

elt)¥ (Samchun Chemical Co., 99.99%)2 Y& side
armeS Yo XFAgA | AZAAY. WA BAFI F
2

el W712E FAAAT 25 Cfhro =
L8 F31H Tlp-AY &AsE Aggrt o

LR AR

A &=5
ol 2591” 350 CollA 39St 1.0 x 10° torr7}
2 g7z &A3 AFEF AlFHG MM Heoz
23] TS w|g] TEEL ZE scal-off Al 3
22 dzdAo] Eogde RABS ¥} side arm A
AL dAWAt ol ZAF UlF 2 & AA7E 23
T dHolEg, 53] AR RS ZASHA UF
WA ZATS 7129 side amol EolF QYR 5%
S dAHExoR %Eqilﬂm‘:]' ]FJ ‘:’J%‘ﬂ% 0} S
o}k
3

%mﬂ%ﬂ
gd ol wlojd =A
ZolA §EdYg o7 5
(T©] 350 CeolaL Q1]
Sk, Aol 45
A AR & U5l 50 T
B¢ RS AATE WS 2
+ 759 YXE vt
259 ZolE AN RN HEA Tl TI & Ins
& 10] 350 CO]L T,7} 450 C
A BAA %9 %FJ} W3- w9} viR7EA 2 350 TE
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AdS Ade] &@w
A AAo] HeM
2.3. 3= In-AQ| ZIZE U She| S&t
7150 =29 In-A FEAHE NZL Pyrex AT
of ¥Wa ¢F 10 mLY 22} 75 (deionized water)Z Al
23ty n-A7F EQUE Pyrex ZATT} QFE[E (CERAC
incorporated Co., 99.999%)< ¥ side aim< 0] 7
A AAAZ FH In-AS] SRS AFEFTE Lo
T 2591 350 ColM 3 B 1.0 x 10° torr7} 2
Y7AR] RS T AT AAE] d2os A7
U ofgt £2 waAo] Eolde EAEES e
side arm AAZS o, ZATS 7124 side armo]
Hoj% o}—]:,]E. &L B 2oz FEHt)h ou
Agrd ARe LA e FeHA gk wold
E/Hl%{rg 45°2 71&0R 5% A7 L—*Oi @2d &
(THe] 350 C 28]aL <=
HEE 50 Chro] £52 o7 62
o} ®kgo] gsd AR A4S "k

o

2.4. Electron-Probe X-ray Microanalysis
AlS]
=R
StEj#o] F&% In-Ad] digh electron-probe X-ray
microanalysis (EPXMA)E =33} 0, ojuf AL&-3k 7]
7] Shimatzu EPMA-16002} A% energy dispersive
X-ray spectrometer (EDS)?] EDXA DX prime®] 1t}

2.5, X-M 3EAME Y HETZEN
X-A 3] Ho]E|&= rotating anode generator®} =1
monochromator7} 525 AFE 2 2AHE X-A 3)8%
] (CAD4/Turbo diffractometer) S ©]-&3}o] a2 (21 ©)
I FF (40%) oA AEH R RSt ZE )
o]E}3= MoK Al (Ku; A = 070930 A, Ku; A = 0.71359
A)s MM SRS 9MZAASE 20° < 20 < 30°
Aololl = 15709 =7} 2 reflectionS 2 HE A}
e ol&stel 7, 1 AT Pm3m FEEIHT
(cubic space group, No. 221)°] &3S 21519 (no
systematic absences).”””' 2E E|oJE& 020 scan HH O
2 FHFFAT Z reflectione YA
deg./min. in 20)Z scand}] 1 =
ol ki, h < k < 114 HoJEZ F‘QO]-CdE]_ o 27}
o] HAJE F=7F 2 370 reflection= v
sto] Al getolE AT} XA

1o I
o] §& F7tH

ARG 0 AEE 71
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347]9] BAEE ZARIAR O, A% AT A=
9] Hsk= A9 itk 2671 70° o]8le] &8k BE A
AR SPPEE ZARIATE ©lE F 1, > 30(,) ©1%
¢l HiolHE A% FxafAe] AHE3HT

7} 9AE9] atomic scattering factorS-2 International
Tables for X-ray Crystallographyol] YERd 2k8 A-8-31%
22 ', W, In', I’ Sb® 2 (Si, AD'*9 atomic
scattering factorE°] A& Atk Y37 (cubic space
group) Pm 3m- Al¥} Si Y|x|Atolol] S FA 7]
W&o AL, AP, S, 28] Site] BWEES ok
SLAD'7F AFE T GRS APAAZF A0 AHEE
om Ov FZ9 AA9xz AREHAY. QY% 5
o vl Ztzke] Y FEo] 7P 2SS FH A
o] AY % A5 7FeAdol de UE FETY AR
55 T3 Hoh &3 scattering factorEZ WO
AdsEs Sk old AMEE 449 scattering
factor= ZZA0}Y] ZRAGA +17), +27F GoleF
2 FAYAR FE8I FEEed + 1Vt AdEe
O] LZEZE In(l), In(@), 1T InG)ol X3 A=
o oS A E 'Y 'Y scattering factorE ©]-&
st (™ + 2m’)3oZ AMsled P 9| scattering
factorE AFR3lG o, 42712 AHE oA = o] LEER
< Q)0 YX|g o] LERA] o5l WA e vzHA|
2 "9 Y scattering factorS ©]-&dtd Q2m™ +
%302 At A& I 9] scattering factorS &
AZL 2L A ZAZ m6)9} (7)) A e F
S tEME 2AYEAQ MY scattering factorE AH§-
3}t B scattering factorE-2 anomalous dispersion®]]
g% HAS YL AT FrRIoRRE AAd
B2} geometry'= MolENS ARg-8ta] AAbsldeh® 2
¥ ORTEP NI & AMEat] Yehfiglow 23t 4
A Z = Table 1] YERRS]

2.6. TIZEE |ng-A - (In)1.35(Sb)o 78 =
E£PS]
AZELE  IngA - (In)13s(Sbyosoll  th3F  full-matrix

least-squares FLEE Ing-A - e e 712 A
[(SLAD, O(1), OQ), 03)] VA= Tz FHeEHEH
G 27|12 JHAE FolLEPPY s UubEl ¢
Q) large cavity Z9] 6-ring W X (0.254,

0.254, 0254)°] In(1)2. 2 FA)E In" o] ZRE A&

Table 1. Experimental conditions and
data

crystallographic

350 C, 2 days
350 C, 7 days

Dehydration, temperature & duration
Indium reaction, temperature & duration
Hydration, temperature & duration .
y'aO. ‘e petature e 25 C, 1 days
(with deionized water)

Redehydration, temperature & duration 350 C, 2 days

Anti tion, t t & o
ntimony sorption, temperature 350 C, 2 days

duration
No. of reflections with I > 30(I), m 250
No. of variables, s 49

Unit cell parameter, A 12.111(2)

Final error indexes, R," and R’ 0.071 and 0.067

Goodness of fit” 1.83

R=CIF - 1Rl 1 )ZF °"R=(CwE -|F | X

2120
wE)"

‘Goodness of fit = (Sw(F, - | Fe | Y(m - s)"*

g3l AUslE 33 27 error indexE©|
27+ Ry = 0336 18|1 R, = 04158 UERto™ I
9 ()9 Afrg= 2.06(13)Z YEIHTE ¢ ZdS o]
/3}o]  difference functionS  Al4HSE A
sodalite unit W} 91221 (0.126, 0.126, 0.126)°1 4]
A= peak’t UEIY Q)2 =9dste] AL3E s)
ot 2 AF error index®! R R 242 02692
035322 uyehgon, an Yehle In()3 )<
AfTre 44 21103 126(12)°1300 A&EHE
difference Fourier function®|A] sodalite unit®] Z=Alol|A]
et (0.0, 0.0, 0.0)¢+ (0.3100, 0.3100, 0.5)914 peak
7} e} n©)$F m(7)E EJAA BL3E A7 4
I} error indexE°] 22 R = 0195 @ R = 0278
Uebste s, olif e In(l), InR), In(6) % In(7)9]
= 27+ 3.01(10), 2.43(10), 0.60(5), L& 0.66(3)Z 1+
Bt Al o] Zdlg o] &3t difference Fourier
functiong 73+ 23 ETE <lYe-9 YXg AlREE
g 79 s A5 71F] peak [(0.0, 0.4403, 0.4780),
(0.0789, 0.4036, 0.5), &I (0.2045, 0.2045, 0.2045)]7}
yepgdth dA olFollA  8ringe] FAFZLU (0.0,
0.4403, 0.4780) peakS In(4)E E=A17 ¥ AUs=
3t A¥} error indexE°] 2+ R, = 0.1459 R, = 0.174
7b FoH, old o] In(1), In(2), In(6), In(7) R In(4)<]

A 42 248(7), 2.53(13), 0.65(@8), 0.67(4) 2

Fourier

o O-r\l-‘
pas A=
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2.14(18)2 UEtSTE AEsiA YA F peak =, In(4)
9} FAFSE 8-ringoll A FiF large cavity Zo2 E7t
$1x19] peak (0.0789, 0.4036, 0.5)9} large cavity 29
6-ring W2W 929 peak (0.2045, 0.2045, 0.2045)=
27y n(5)% )22 EUAA A E sl 24
error indexS-S R, = 00849} R, = 00822 FH3}IH L
o, old] W2 A4 FHFE In(l), InQ2), In@), In®5),
n©), n(7) ¥ mE®°l 27 2204), 2403), 1.44(4),
2.10(6), 0.66(1), 0.52(3) 2 0.68(NZ Yeldth A
A Qts 9x 99 peak (0.2752, 0.3716, 0.3716)9
UEIY peakS SH(DOZ EIAIAAN AUsE S35t
ZA3} error indexE2 R, = 00763} R, = 0.02E $H3}
Hom oo ME HA HHFE In(l), InQ2), In@),
InG5), In®6), (7, In@B) % Sb()o] zFzt 2.14(3),
2.62(3), 1.08(5), 1.54(8), 0.67(1), 0.64(5), 0.76(4), 12| 1
0.54(NZ Vel

o] RS nigoz 99 e
Z+e] QY FEo| /P 24 AN A
A5AE 7HsAe] JE OE 2539 Ay 52 1d
sle] B} &3t scattering factorEZ vl LSS
Faatgint. olmf AREE Z7+] scattering factore =
ARaete] ZRAYY +17), +27F FolF H T4
A2 PRI HL3¥ed +17lE AgEE oleE
S22 (1), @), 21 mG)ol AT AEH o

—

| QtEl 2 FE AT x 379
S0 WaiE In* 9 I’ scattering factorS ©]-88F%]

on, #2712 FAdEoixE o]2FE2E mQ)o] A
3 o]LE2 A o)Ed UEME rEIAE WS In°
] scattering factorE ©]-&3t] 2™ + )32 ANt
ale] A& ™'Y scattering factorS Z-EAZTE 2L
ot ZAZ @69 In(7) AA U= FEA i
= FAYA9 I scattering factorS AHEEIGTE ©]
13}l 23 error indexS2 22 R, = 00759 R, =
00712 FH3IFYeH In(l), In@), In@), InG), ),
In(7), In®), 2 Sb(l)e] ZtzZ 2.11(3), 2.7203),
1.03(5), 1.54(8), 0.66(1), 0.64(5), 0.76(4), L&) 0.56(8)
2 Yehhdoh =949 ZE Qdds FEd dg) 244
olld dATenHE HEAIZl A7} error indexE©]
2z Ry = 0070 281 R, = 00672 FHEHeH
Z 43} dAdM e =4 S ZE (In(1)
AX In(7)7hADe] sl oA EHTelElE A-8Al
713 ZHze] A4S 2.05, 2.60, 1.0, 1.65, 0.7, 0.7, L
23 072 dFshe 7P TPk AR 1WA A
132 35k 2 B error indexSS Ry = 0.071
7 R, = 00672 FHEGAT HE ZAHF=E IeH
=2 Table 29 TAEO o Ael®E 97 AFA

ol

R2E 9

RN )

2 AGZLE Table 39 YRS

RO

Table 2. Positional, thermal, and occupancy parameters’ of Ing-A - (In);35(Sb)os

Wyckoff Uy or Occupancy”

Atom Position Y ‘ Uio® U U» U Us Uas fixed varied
Si, A)  24(k) 0 182(3) 36792 172 122 11Q) 0 0 32 24

Oo(l) 12(h) 0 2083(14)  5000° 141(6) 54(12)  20(8) 0 0 0 12

0(2) 12(i) 0 3005(7)  3005(7) 31(7) 194) 19(4) 0 0 2(6) 12

0(3) 24(m)  1127(6) 1127(6) 3246(9) 45(4) 45(4) 66(7) 22(5)  -23(5) -23(5) 24

In(l)  8(z) 2526(4) 2526(4) 2526(4) 312) 31Q2) 312 0 0 0 205 21103)
In(2) 8(g) 1309(2) 1309(2) 1309(2) 4(1) 4(1) 4(1) 5(1) 5(1) 5(1) 2.60 2.72(3)
In(4) 12(h) 0 4364(19)  5000° 104(23) 15(13)  278(50) 0 0 0 1 1.03(5)
In(5) 24(1) 732(21) 4112(20)  5000° 105(21)  74(17) 145(23) -26(15) 0 0 1.65 1.54(8)
In(6) 1(a) 0 0 0 14(2) 14(2) 14(2) 0 0 0 0.65 0.66(1)
In(7) 12G)  3105(40) 3105(40)  5000° 183(27) 183(27) 32(20)  78(38) 0 0 0.7 0.64(5)
In(8) 8(z) 2189(13) 2189(13) 2189(13)  32(6) 32(6) 32(6) 20(7) 20(7)  20(7) 0.7  0.76(4)
Sb(1) 24(m) 2656(98) 3623(70) 3623(70)  21(6) 0.7 0.60(9)

“Positional parameters x 10* and thermal parameters x 10° are given. Numbers in parentheses are the estimated standard

deviations in the units of the least significant figure given for the corresponding parameter. The anisotropic temperature factor
is exp[-2n2a'2(U11h2+U22k2+U3312+2Ulzhk+2U13hl+2U23kl)], bIsotropic thermal parameter in units of A% “Occupancy factors
are given as the number of atoms or ions per unit cell. ‘Occupancy for (Si) = 12, occupancy for (Al) = 12. °Exactly 0.5

by symmetry.
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Table 3. Selected interatomic distances (A) and angles

(deg)*

Distance Angle
(Si,AD)-O(1)  1.628(6)  O(1)-(Si,A1)-O(2) 109.1(8)
(SL,AD)-O(2) 1.639(7)  O(1)-(Si,A1)-O(3) 113.5(6)
(Si,AD)-O(3)  1.693(6)  O(2)-(Si,Al)-O(3) 106.5(5)

0(3)-(S1,A1)-0(3) 107.4(6)
In(1)-0(3)  2.551(10) (Si,AD-O(1)-(Si,Al)  158(15)
In(1)-0(2)  3.168(8) (Si,AD-O(2)-(Si,Al)  149.7(6)
In(2)-0(3)  2.367(13) (Si,AD)-O(3)-(Si,Al)  135.8(9)
In(2)-02)  3.310(7) 0(3)-In(1)-0(3) 84.7(2)
In(4)-02)  2.92(3) 0(2)-In(1)-0(2) 108.7(2)
In(4)-0(1)  2.76(6) 0(3)-In(2)-0(3) 103.0(2)
In(5)-0(2)  2.90(3) 0(2)-In(2)-0(2) 102.1(1)
In(5)-0(1)  2.61(5) O(1)-In(4)-0(2) 55.709)
In(6)-0(3)  4.380(12) O(1)-In(5)-0(2) 57.4(8)
In(6)-0(2)  5.148(8) 0(2)-In(8)-0(2) 118.3(5)
In(8)-0O(3)  2.225(18)  O(3)-In(8)-0O(3) 109.3(3)
In(8)-02)  2.997(7)

In(2)-In(6)-In(2) 109.47(6)°
In2)-In(6)  2.746(2)  In(1)-In(7)-In(1) 143(2)
In(1)-In(7)  3.16(2) In(4)-In(7)-In(4) 146(1)
In(5)-Sb(1)  2.9(1) In(1)-In(7)-In(4) 88.2(6)
In(8)-Sb(1)  2.5(1) In(8)-Sb(1)-In(5) 110.7(3)

Sb(1)-In(5)-Sb(1) 69.5(4)

“The numbers in parentheses are the estimated standard
deviations in the units of the least significant digit given
for the corresponding parameters. 'The tetrahedral angle,

by symmetry.
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3.1. Electron-probe X-ray Microanalysis
AlEZa} 3 BN

EDS 323 yehd A}é_‘% 2

E‘rﬁﬁg 27198 &

$3 T oleupd ALeolE A

]

A

q) - o]

o~
T

0 -
0K G83KW
NK' 140 KeV
SIK 1KY
TN, 227KeV
1500 | SlKa nlasdLys M, 236KeV
MKy ML, 929Kev
2 L, 40KV
€ L, 371K
g 000 - 8oL, 380Ke
0 ok : 8K
L, BO3KeV
Solan sy
50 F
TiMa's & My
0 1 1 L il L " il i 1 i
¢ 1 2 3 4 5 & 7 B 8§ %
Kev
Fig. 1. EDS spectrum of antimony-sorbed indium-
exchanged zeolite A.
3.2. Ing-A - (In)1.35(Sb)o.72 TZ3l4d
Ing-A - (In)135(Sb)osS] ZAAETH FRoAAME A=

T % 9357 Atlg FEo] AFIHOE UG 7
Zole] 9 EASE Ao WHAEY olEe o
¥ AUE AL ROz vehgnh oled 4t
A A7) Qele FE0] BAMLSH AR ol
e Y 2 4% EmE 50 45 A %—% ]
stel FREolth BANEY 535S AUE BE
o] N2 HE 3old % 4] 52 9 Mm b

dl, o] 7ke-dl 205702 In" ©]&E(n(1)Z} 0.770¢] In™
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HA In2)9 4789 In** o] &3} In(6) 91319 1719 I’
TALA7 A8 (ng)* oIk (Fig. 29+ 3 #X)

Fig. 2. Stereoview of a sodalite unit in Ing-A - In (unit
cell 1). Tetrahedral (1115)8+ cluster is located in
this unit composed with total four In°* ions and
one In’ atom. Ellipsoids of 20% probability are

shown.
In2*
&
[N
In2* InZ*
& Y
In2*

Fig. 3. A view of tetrahedral (Ins)®* cluster located in
the sodalite unit of Ing-A -In (unit cell 1).
Ellipsoids of 20% probability are shown.
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Table 5. Distribution of In and Sb species in component “Unit Cells” of Insg-A * (In);35(Sb)os

Ing-A - In, Ing-A - (In)x(Sb)y,
I“S;:(iejb Position Charge  Unit Cell 1 (65%)  Unit Cell 2 (35%) Average
No. Charge No. Charge No. Charge
(a) As individual ions or atoms

In(1) oppsite 6—ring”’b +1 1 +1 4 +4 2.05 +2.05
In(2) oppsite 6—ringb’C +2 4 +8 0 0 2.60 +5.20
In(4) 8-ring® +1 1 +1 1 +1 1.00 +1.00
In(5) 8-ring™ +1 2 +2 1 +1 1.65 +1.65

In(6) origin® 0 1 0 0 0.65 0

In(7) oppsite 4-ring’ 0 0 0 2 07 0
In(8) oppsite 6—ring”’b +3 0 0 2 +6 0.7 +2.10

Sb(1) oppsite 6—ringa’f 0 0 0 2 0 0.7 0

2.(Sb) 0 0 2 0 0.7 0
(In) 9 +12 8 +12 9.35 +12

(b) As monoatomic and polyatomic cations

(Ins)** (@InQ2), In(6))° +8 1 +8 0 0 0.65 +5.20
(Iny)* @In(1), In(7))* +2 0 0 2 + 0.70 +1.40
I In(1)* +1 1 +1 0 0 0.65 +0.65
In' In(4)* +1 1 +1 1 +1 1.00 +1.00
In' In(5)* +1 2 +2 0 0 1.30 +1.30
ImsSby)”"  ((2Sb(1)™, In(5)™, (2In(8))™") +7 0 0 1 +7 0.35 +2.45
> (In) 9 +12 10 +12 9.35 +12

In the large cavity. "On threefold axes. °In the sodalite unit. “Off the 8-ring plane. ‘At the origin, at the center of

sodalite unit. 'Off threefold axes. fOn the 8-ring plane.
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Fig. 4. Stereoview of large cavity in Ing-A - In (unit cell
1). Ellipsoids of 20% probability are shown.
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Fig. 5. Stereoview of a sodalite unit in Ing-A - (In),(Sb),
(unit cell 2). Ellipsoids of 20% probability are
shown.

Fig. 6. Stereoveiw of large cavity in Ing-A - (In)x(Sb),
(unit cell 2). The bent In(1)-In(7)-In(1), two
(Ins)*', cluster and In(8)-Sb(1)-In(5)-Sb(1)-In(8),
(InsSby)™, cluster are shown. Ellipsoids of 20%
probability are shown.
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Fig. 7. A view of (In3Sb2)7+ cluster located in the large
cavity of Ing-A - (In),(Sb), (unit cell 2). Ellipsoids
of 20% probability are shown.
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388 AeE - olds - HFE*

Ing-A - (In);35(Sb)o- ol TS T2E F2AA F Alxkd T4}

Values of 10xFqs and 10%Fec

h k 1 F. F,’ 0(Fs) h k 1 F. F,’ o(Fs)
0 0 1 2061 2087 50 0 4 15 649 641 350
0 0 3 462 502 17 o 0 5 5 1951 1938 16 o
0 0 4 312 259 23 0 0 5 6 9221 955 19 o
0 0 5 303 304 24 o 0 5 7 678 706 24 o
0 0 6 1651 1619 14 o 0 5 9 347 391 41 o
0 0 7 1002 979 17 o 0 5 10 353 382 42 o
0 0 38 2072 2094 17 o 0 5 11 1245 1221 24 o
0 0 9 946 937 21 o 0 5 12 391 368 46 o
0 0 10 723 744 25 0 0 6 6 1462 1430 18 o
0 0 11 623 626 26 0 0 6 10 635 678 30 o
0 0 14 445 475 42 o 0 6 11 611 678 350
0 0 16 1272 1302 31 0 0 6 14 490 506 44 o
0 1 1 399 430 11 0 0 6 16 413 464 62 0
0 1 2 625 632 11 o 0 7 7 599 632 30 o
0 1 3 243 269 29 o 0 7 8 509 559 320
0 1 4 1329 1300 12 o 0 7 12 564 561 34 0
0 1 5 443 412 20 o 0 7 16 446 452 52 0
0 1 6 666 670 17 o 0 8 8 443 437 35 0
0 1 38 812 785 21 o 0 8 12 356 93 43 o
0 1 9 294 169 380 0 8 15 443 440 52 0
0 1 12 595 544 30 o 0 8 16 609 651 43 o
0 1 14 369 299 47 o 0 9 12 409 348 4 o
0 1 16 427 487 57 o 0 10 10 591 561 380
0 2 2 781 774 120 0 10 11 455 490 44 o
0 2 3 292 277 24 o 0 11 11 1313 1288 29 o
0 2 4 832 819 14 o 0 11 12 510 588 48 o
0 2 5 392 396 2 0 0 12 12 395 402 53 o
0 2 6 679 686 18 o 1 1 2 287 240 20 o
0 2 8 1005 1055 19 o 1 1 3 1237 1308 11 o
0 2 11 325 283 20 1 1 4 579 566 16 o
0 3 3 275 151 26 0 1 1 5 511 533 19 o
0 3 4 927 901 14 o 1 1 38 949 962 19 o
0 3 5 528 513 19 o 1 1 10 361 436 40 o
0 3 6 512 522 21 o 1 1 1 356 345 42 o
0 3 7 274 257 350 1 1 13 312 199 47 o
0 3 8 718 754 23 0 1 1 14 423 387 46 o
0 3 9 417 445 34 0 1 2 2 780 800 13 o
0 3 10 718 636 25 0 1 2 3 874 851 13 o
0 3 11 941 969 25 o 1 2 4 648 666 16 o
0 3 12 585 563 320 1 2 5 585 617 18 o
0 3 15 415 388 46 o 1 2 7 384 377 26 o
0 3 17 410 232 55 0 1 2 8 418 458 29 o
0 4 4 2151 2076 13 o 1 2 9 382 386 36 0
0 4 5 1148 1082 16 o 1 2 12 324 304 47 o
0 4 6 673 682 20 o 1 3 3 921 881 14 o
0 4 7 802 896 23 0 1 3 4 841 806 15 o
0 4 8 330 284 36 0 1 3 5 286 305 28 o
0 4 9 642 629 25 0 1 3 7 368 373 29 o
0 4 11 556 601 330 1 3 10 583 586 29 o
0 4 12 509 478 36 o 1 3 11 596 581 28 0
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Il g ALeolE A9 HEE FAT AT 389

h k 1 FZ F.? o(FD) h k FS’ E’ oFD)
1 3 12 516 553 36 o 2 8 10 432 393 42 o
1 4 4 664 619 18 o 3 3 3 772 782 15 0
1 4 6 609 591 21 o 3 3 4 304 302 28 0
1 415 370 299 49 o 3 35 317 282 26 o
1 4 16 434 338 48 o 3 3 6 461 442 26 o
1 4 19 511 419 50 o 3 3 7 760 758 21 o
1 5 5 509 479 23 0 3 3 8 813 829 230
1 5 7 666 644 24 o 3 3 11 530 533 310
1 5 8 457 442 2o 3 3 14 410 258 44 o
1 5 9 309 308 44 o 3 315 413 445 52 0
1 5 11 483 493 36 o 3 319 454 516 58 o
1 6 8 631 578 27 o 3 4 4 274 282 30 o
1 7 7 549 566 30 o 3 4 5 261 273 36 o
1 7 8 736 767 26 o 3 4 6 578 591 230
1 7 9 391 289 39 0 3 4 7 1213 1230 19 0
1 7 11 447 481 41 o 3 4 8 370 388 39 o
1 7 14 486 342 43 0 3 4 9 571 550 28 0
1 8 8 488 497 330 3 4 11 361 373 44 o
1 8 9 457 499 36 o 3 4 14 364 336 51 o
1 8 15 441 547 56 o 3 415 650 633 39 o
1 9 9 436 419 38 0 35 6 685 663 20
111 11 592 567 41 o 35 7 468 454 30 o
2 2 2 264 229 26 o 3 5 16 447 353 51 o
2 2 3 593 547 16 o 36 497 515 30 o
2 2 4 1507 1535 13 0 3 6 8 311 311 20
2 2 5 810 812 16 o 3 6 10 378 424 40 o
2 2 6 784 760 18 0 3 6 11 375 372 43 o
2 2 7 451 427 24 o 307 7 326 331 430
2 2 8 370 388 330 3 7 8 388 279 36 o
2 2 9 547 589 28 o 3 7 10 512 598 36 0
2 2 12 641 632 30 o 37 12 570 540 36 o
2 215 439 408 47 o 3 8 8 1186 1237 24 o
2 3 3 852 836 140 3 8 12 407 411 43 0
2 3 7 494 476 26 o 3 8 13 426 295 50 o
2 3 8 645 637 24 o 3 8 14 569 602 46 o
2 3 9 295 260 44 o 3 8 16 428 310 54 o
2 4 4 294 225 28 0 39 12 426 410 49 o
2 4 6 465 459 24 o 3 10 14 392 217 54 o
2 4 7 664 702 23 o 4 4 4 428 408 25 0
2 4 9 637 633 27 o 4 4 5 906 958 18 o
2 410 503 457 3l o 4 4 6 298 368 38 0
2 4 14 381 431 52 0 4 4 7 938 955 20
2 5 5 290 285 33 0 4 4 8 1467 1531 20 o
2 5 6 282 281 38 0 4 4 9 956 920 230
2 5 8 351 387 39 0 4 4 10 396 344 38 0
2 6 6 529 538 26 o 4 4 11 788 778 29 o
2 6 8 416 377 320 4 4 15 481 498 48 o
2 7 7 401 368 36 0 4 5 5 579 562 2o
2 7 9 460 480 35 o 4 5 326 119 36 o
2 8 8 776 797 28 o 4 5 8 581 619 30 o
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