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*x1 (£01) .

Empirical Formula

C IM:I'l wP,Cl

CiosHoP3Bry g

C |naHauPqun

Formula Weight

1434.90

1439.40

1437.52

Crystal Color, Habit

black, prismatic

black, prismatic

black, prismatic

Crystal Dimensions

030x0.20x 0.16 mm

0.30 x 0.40 x 0.26 mm

0.40 x 0.30 x 0.22 mm

Crystal System

tetragonal

{etragonal

tetragonal

Lattice Type

[-centered

I-centered

No. of Reflections Used for Unit Cell
Delermination (26 range)

25(25.2-29.80)

25 (26.1 -29.97)

I-centered

25(26.1-29.79

Omega Scan Peak Width
at Half-hecight

0.28°

0.44

0.42"

Laltice Parameters

a=12.586(3)A
¢ =20.057(5)A

a=12.585(5A
c=20.10(D)A

a=12.583(DA
¢ =20.093(H)A

V =3177.1(8)A° V =3183(2)A° V= 3181(DA’°
Space Group 14/m (#87) I4/m (#87) 14/m (#87)
Z value 2 2 2
Deyie 1.500 g/em’ 1.502 g/em’ 1.501 glem®
Fooo 1470.00 1471.00 1467.80
m (MoKa) 1.74 em™ 4.46 cm™ 2.77 em’




*1 (F02)

Empirical Formula

CosH P, Cl

CrosHyoP3Bry 55

CLuni'I-lnP:In.Jn

Diffractometer

Rigaku AFCTR

Rigaku AFCTR

Rigaku AFCTR

Radiation

MoKa (A =0.71073 A)
graphile monochromated

MoKa (A =0.71073 A))

graphile monochromated

MoKa (A =0.71073 A)

graphite monochromated

Allenualor

Zr foil (factors = 1.00, 8.79, 8.79, 8.79)

Zr foil (factors = 1.00, 8.79, 8.79, 8.79)

Zr foil (factors = 1.00, 8.79, 8.79, 8.79)

Take-off Angle

6.0

6.0°

6.0°

R

Unique: 2393 (R;,, = 0.058)

Unique: 2961(R;,, = 0.060)

Detector Aperture 9.0 mm horizontal / 13.0 mm vertical 9.0 mm horizontal / 13.0 mm vertical 9.0 mm horizontal / 13.0 mm vertical
Crystal to Detector Distance 235 mm 235 mm 235 mm

Temperature 20.0°C 20.0°C 25.0°C

Scan Type w-20 w-28 w-26

Scan Rale 32.0/min (in @) - up to 6 scans 16.0/min (in @) - up Lo 6 scans 16.0/min (in @) - up to 3 scans

Scan Width (1.15 + 0.30 1anB) (1.73 + 0.30 1an@) (1.57 + 0.30 tan@) P
20,.. 60.0° 65.0° o 60.0°

No. of Reflections Measured Total: 2587 Total: 3183 Total: 259{_-

Unique: 2396(R;,, = 0.029)

Correclions

Lorentz-polarization
Absorplion(trans. factors: 0.8792 - 1.0000)
Secondary Extinction
(coefficient: 3.20590¢")

Lorentz-polarizalion
Absorption(trans. factors: 0.9443 - 1.0000)

Lorentz-polarization
Absorplion(trans. factors: 0.9528 - 1.0000)
Secondary Exlinction
(coefficient: 3.39683c™)
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*1 (£m3)

Empirical Formula

CowH o P,CI

CiosHgoP2Brog

C sl 40P 11050

Structure Solution

Direct Methods (MITHRIL90)

Direct Methods (SAPI91)

Direct Methods (MITHRIL90)

Reflinement Full-matrix least-squares Full-matrix least-squares Full-matrix least-squares
Funcion Minimized EW(IFJ*IF:Dz }:w[:!Fnl— ch)z E“‘UFnl'IF«:Uz
Least Squares Weights 1 __4F? 1 __4F] | __4F?

(F)  o(Fe?) o(F)  '(Fs?) G(Fa)  a(Fo?)
p-factor 0.00 0.00 0.00

Anomalous Dispersion

All non-hydrogen atoms

All non-hydrogen atoms

All non-hydrogen aloms

IE'linimum peak in Final Diff. Map

No. Observations (I>3.00a(I)) 1286 1177 1500
No. Variables 164 164 164
Reflection/Parameter Ratio 7.84 7.18 9.15
Residuals: R ; R, 0.052 ; 0.042 0.052 ; 0.027 0052;0034 |
Goodness of Fit Indicator 1.97 2,12 272
Max ShilUError in Final Cycle 0.05 1.03 0.28
Maximum peak in Final Diff. Map 0.32 ¢/N’ 0.61 /A’ 069 /A
-0.32 ¢/A’ -0.30 /A’ -0.33 /A’
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K2.

Empirical Formula

T

k)
C IQSHNPZI{I.HSZ

Formula Weight

1434.79

1443.3

Lattice Parameters

a=12.5731(9)
c =20.1415(25)A

a=12.588(2)A
c=20.134(2)A

V =3184.0A° V =3190.5(7)A’
Space Group 14/m (#87) I4/m (#87)
Z value 2 2

a) Bilowb DEEEER (LHL2 6)

b) Pénicaud b DEERFER (LHE2 5)
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3% «

WINARZ b VT —%

[(CH) PLLIC][X], (X=Cl,Br,I) ©

Cl Br A I A ¥
9143 9139 9135
9197 54 9203 64 9199 64 61
9371 228 9369 230 9367 232 230
9471 328 9469 330 9473 338 332
9552 409 9552 413 9552 417 413
9614 471 9617 478 9616 481 477
9932 789 9930 791 9932 797 792
— ==y 10148 1009 10148 1013 1011
10238 1095 10229 1090 10240 1105 1097
10360 1217 10354 1215 10356 1221 1218
10451 1308 10458 1319 10456 1321 1316
10543 1400 10537 1398 10539 1404 1401
10607 1464 10618 1479 10613 1478 1474
10686 1543 10682 1543 10686 1551 1546
10788 1645 10794 1655 10794 1659 1653

(BArid+<Tem™ )




x4, [(C¢Hs),PL[Ceo) [X], (X=CI1,Br,I) @
HIEARY b WP —F

Cl Br I i
A A A

8686 453 8686 453 8693 446 451
8578 561 8600 539 550

8493 646 8493 646 8500 639 644
8423 716 8423 716 8431 708 713
8362 777 8362 TIT 8362 777 777
8238 901 8238 901 8246 893 898
8153 - 986 8153 986 8153 986 986
8022 1117 8038 1101 8030 1109 1109
7999 1140 8007 1132 1136
7883 1256 7876 1263 7883 1256 1258
7760 1379 1379

7722 1417 1417

7698 1441 7698 1441 7691 1448 1443

(BAZiE$<Tcm™")

e



=5

s HFF UV IVOFMEB LU FEE DR

X a Br Br 1|
8. 8y 1.99986 ; 1.99941 [1.99945 ; 1.99895 [1.99956 ; 1.99968 | 1.99957 ; 1.99970
2 8y 1.99697 ; 1.99688 | 1.99719 ; 1.99752 |1.99690 ; 1.99686 | 1.99689 ; 1.99687
8.:8: 1.99666 ; 1.99661 [1.99633 ; 1.99676 [1.99677 ; 1.99671 | 1.99653 ; 1.99677

aa' 96.5 97.2 90.8 92.3

bb' 100.1 88.1 155.0 117.6

cc' 167.9 172.5 65.0 277

ba' 6.7 34.0 161.5 149.9

bb' 92.5 123.0 81.6 62.6

be' 96.2 97.1 3.7 78.4

ca' 91.3 123.0 108.4 60.0

cb’ 169.6 140.9 113.4 40.7

cc' 79.7 87.7 149.5 65.2
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=6 .

W UR Y "N e A r "Ar *TDAE | “C,, R o
(FH) | (F3) T T i) G | Fwy BIE
64
230 222 229
332 309 315 320 263| 273(h)| 258 (h)
413 451 416 427 440 424| 437 (hg) 440 (hs)
477 550 514 532 491 496 {ag} 513 (a,)
644
713 697| 710 (h)| 691 (h)
792 117 764 766 780 711\ T4 (h)| 801 (h)
898
1011 986
1097 1109 1106 1190 1099| 1099 (h))| 1154 (h,)
1136
1218 1258 1279 1258 1245| 1250 (hs) 1265 {hg)
1316 1379 1322
1401 1417 1399 1427 1440 1414| 1428 ()| 1442 (a)
1474 1443 1470 (a)| 1465 (n)
1546 1584 1594 1558| 1575 (hy)| 1644 (h,)

(LI +~<Tem™ ')

a) RFAYTRY I ARITERLEC, ,  ORILA~Y bV (k] 3)

b) PHIVT R vy AMICERLC,  ORIRA~Z PV (GCEEL 3)
c) ThI»= b ) w72 ARIZERLAC, DRIRA~R~S ML (CEK] 2)
d) TDAE:LC,,D¥EDTF~» (X3 1)

e) CyoPEEDF <> (W3 2)

f) CgoldWTHIHEIRENRIE (3HK3 3)
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KT. Coio DEY—V - 77 —FAEZEICBIT B0
IREIE— FD#k
Y—r - 77 —EAEE EXHIRE)E— FOHK

D;, BE&E 1 0&
D,, & 1 64
D,, tEi& 2 4K
S¢ & 2 9K
C, ,f#HiE 4 54K
C, & 8 7T
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fF8kl. Coo OV -V - T5—FEABELLTHEVRSDLD

I MEZE->TWEELEBOC,  OBFEERKEE, °T, WETH Y 3BILH
BLTWE, Y= - 77—DFEBIZLY), COFBLABFREREETIERZL, £
DFHBRE L L) I8 FEhDOELNEDL, CZT, EAZRITIRE—F (v—v -
TI—WEHBLRE-F) &, h EBTHL, T, I WEPS. X DEVEHEEZES
HENEFEL DT TH B0, BAEMICIIED L S M OBE~LELDTH A9 B,
PTF. ENEEBI TV I ERLT S,

Y= - 77— ERLEHCEL I LD TE SR INHUOBEEL T TELS,
TD L) g, h W) (Y- - 77 —iFHLERE) © 1, SBFCBT 28EL1F)
BTBIEIRE-oTRETHIENTESD, Tich FHOI  SHIIB) 28ELERT,

E 126, i 201 2 0L, 180G,
AR

i 128 1 28,42 208, 150
] 5 0 0 —1 1

h IREYOHRE S & B LIEFEAFHFODIRE L | OMBTEELZTITH L, 2D LI,
h BREOEEICEL > T, TOZOOMHEE (BRIE) ORJATHEME L EIC,
OEBTHIFLT EMAATIIC 25 I EXHIRL TV D, ThEMCFEINE, h _IRH)
WEYBFOCEEOREIL, COTOOMNMRMEZBEZ SR THLTHEHSEHFIIBEN
BENV) ZETHD, 2D, h KBNS L o TEOCHERED ) TR HHEOEVH
ETHoTH, TOTODOHBEFELRFOLWVITETH S, LAHoT, Cip KB
WTY— - 77 —EHL2h REICL o TEL I EDTE 5 HE IGHEOEVREE,
Et i OMBEZD»LLDC HELWVIZ EIIE 2,



INT, D HBEOEBAEELZHSZA LI ENFTEL, ROLVWEREEIL, LK
I EOBAHTHY, $4, ZOC WELHTHLLTECL IR 0TI
bz, TIZEDL ) 2EGHORIIEZRT

‘///,Ih

Dsa Dag

/\/\/\

Con = "' |

“%HHH::

FORICRENIMEDLENT, EOWMBEPEAGLIMELRDP L VW) TEEZHEL
ZITHEWVIT 2V, TOLDOFEEIRDEBY TH S,

HHEEOTITI) POMEFICE LTV, 7. I BEKBVWT3EIIHERLTY
ToBTIREEH T, - Dyy - D3 DERFROBEBEILBWTED L) EHGRT 20h, &
72, IWREYE— FHED L) CHBTEDDETRIDRT,

I T, Dy, Dy,
T,, T, . A, +E, A, +E,
h, e kL DaI +e,+e, Dal +2e,

RO BRI LA COM A1 20 SXFHERNC AR COEE 41 7.
HEHATA DS LIS L D AR LTE L ABETRED & 51 IR O REEDTEIE L
ZOBTFHRES BFREREI 2T, £ OMBEEECTELBLO TEAMEL L
TOTEMND b0 LOBITERE, D, ML D, Mk 1 3IEERO BT IRE 2
45 OTEAIMEOTRMAD 2o T, MBI 3RO BFREIAE L 2 VWO T
EABEOTREM L 2V —F . £ OMEIHHEL KBS TE L, ZOBTFRELFRE
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FHERBICEAHSEELICY—Y - T I—HRICE VHEEIFEL, LIZETL=2
OB ETHEBEL-BETREZFE - TWANDT, ELICEUTREEVH S, Lo T,
LD EVHFHREOBEICOVWTEDFmELFELI L ZHVET,

T BEICOVWTERL ), BFRERT KETH) SEICHEL TS, DR,
Y—v 77— EERRERde Lt DWHTHS, HERDP L. COT20KREHDO L
LEHIC2VTHEABRAIROMNHEDENEEIC BETHLILVHEIOLND,
T, OHFFHTHY, »2, C, 8oL LTEFLAFEDRIIEKXIIRT,

Th
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Se Dan
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BUMHFEOSWEPLEZ S, TRICEFIRELIRBOSEHOE T2 T L/,
Th Dlh 56
T “B,+” B, + B, |  ©A+E,
e, EFJax e,
t, blg + l'.l25 + bsx Dal= +e,

D, fETIE, PR L TE LALEFIREFGE TREBINETH 5, LT, 20
it BT RESEEREIC > TORELHEL 25, —FH., S METIR. A,
BFREFERREBCLLWEIRETH Y, E BFRESEERBICENTES ITEA
PEL D, E  BFHRBIHT LY -2 - 75 —GHER2EHI e THH, ZOERMPICL-
TEAMEL D ITHEOBEAEZC HETHE Z EEERP LM TE S, S, &
C . ORICHES XD LTI HFELL L VOT, BFIRE L REKED SR OKTF &R
TRIETHEDI STk B,
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Fek2. Y=Y - TI9-"HRIIVELLEAHEED
SMEEEDEICOVT

MEELICRLALIICC ;DY =V - FI—BRICL o TEALKRE L 2HIE L
LTDgys Dygn Doy Sin Cupn C,OBEWENZEZONS, TbDEHEIH
LT, BEADFMZIVFREDFEMLBESENETRELOND, TOEMEHEDHK
ThHBHH., BIZIED HERC HFMEERILVEETSHY)., Cip 20 TC AT
LWTO6ERDLLVIBELZXHbYD YL, £HT6MOSEMED, WX D2 L
Eibhb, COEZHT, FILHE->TWRLEWVIZ LB ZVWDTHEH, FlLiE
C,BETHMLEdbOVMEDZ2PEVIMVICERZICIIIDOEZFTRA+ITH
Bo ZORMWICER LD, NHULZE L BAELEABIATRTH Y., FRi
ZD/ODENGREFELD, FIT, Y=V TI—HRICIVELZEREE TS
MabDEAEIC 2LV MECHRTBALTEXD I EEUTIT ),

T, ERICULELRRFHNEBZIT) L0005, EBIZOWTOIHEIZZ I T
37T, ZEBUMETERIIRTICLED S,

EEMEHEEG (FRE) 526 hTwaET 5,

[FEGIREEMDOLIERT 2, | LI ZLDER
EEMXG= | (2, a) | AEM, a€G} PEM~DEEDEMR I %*EX 5,
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