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# 2. EXPERI MENTAL DATA

e mm e e e e e e e e e oo oo oo

_chemical _formula_sum "Cl7 H23 Br2 d1 O3
_chem cal _formul a_noiety ?

_chemi cal _f ormul a_wei ght 470. 63

_chem cal _nel ting_poi nt ?

_synmetry_cell _setting ort hor hombi c
_symetry_space_group_nane_H M P 21 21 21
_synmetry_space_group_name_Hal | p_2ac_Z2ab

| oop_

_symmetry_equi v_pos_as_Xxyz
+x, +y,+z 1/ 2-x,-y,1/2+z 1/2+x,1/2-y,-z -x,1/2+y,1/2-z

_cell _Iength_a 11.607(3)
_cell _length_b 16.586(4)
_cell _Iength_c 19.907(5)
_cell _angl e_al pha 90. 00000
_cell _angl e_beta 90. 00000
_cell _angl e_gamm 90. 00000
_cell _vol ume 3832.4(17)
_cell _formula_units_Z 8

_exptl _crystal _density diffrn 1.631



_exptl _crystal _density_meas ?

_exptl _crystal _density_net hod ?
_diffrn_radiation_type "M K&’
_diffrn_radiation_wavel ength . 71073
_cell _neasurement reflns_used 6836
_cell _neasurenment _theta mn 1.9
_cell _neasurenent _theta_nax 19.4
_cell _measurenent _tenperature 153
_exptl| _absorpt _coefficient_rmnu 4,381
_exptl _crystal _description prism
_exptl _crystal _size max .21
_exptl _crystal _size md .15
_exptl _crystal _size_mn .08
_exptl _crystal _size rad ?
_exptl _crystal _col our col ourl ess

_di ffrn_neasurement _devi ce_type

éruker SMART CCD diffractoneter

_di ffrn_neasur ement _net hod "\'w scans’
_diffrn_detector_area_resol _mnmean ?
_exptl| _absorpt_correction_type mul ti-scan

_exptl| _absorpt _process_details

' SADABS: Shel drick, 1996

_exptl| _absorpt _correction_T_mn . 532
_exptl| _absorpt _correction_T_max . 894
_diffrn_reflns_nunber 44597
_refl ns_numnber _total 5377
_refl ns_Friedel _coverage . 835
_refl ns_number _gt 3719
_reflns_threshol d_expression "F > 4.00 sig(F )’
_diffrn_reflns_theta_max 29.19
_diffrn_reflns_theta full ?
_diffrn_nmeasured _fraction_theta_ nax ?
_diffrn_measured_fraction_theta full ?
_diffrn_reflns_av_R equivalents 0
_diffrn_reflns_limt_h_mn -15
_diffrn_reflns_limt_h_max 15
_diffrn_reflns_limt_k mn 0
_diffrn_reflns_limt_k_max 22

_diffrn_reflns_limt_|_mn
_diffrn_reflns_limt_|_max

_di ffrn_standards_nunber
_diffrn_standards_i nterval _count
_diffrn_standards_interval _time
_diffrn_standards_decay %

QO V-V VIVNO
\‘

_refine_ls_structure_factor_coef F



_refine_ls_R factor_gt . 041

_refine_ls_wR factor_ref .034

_refine_l s_goodness_of _fit_ref 1. 166

_refine_l s_number _reflns 3594.5

_refine_l s_number _paraneters 416

_refine_l s_weighting_schene calc
_refine_ls_weighting_details ?

_refine_|l s_hydrogen_treat ment nor ef
_refine_ls_shift/su_max . 023
_refine_diff_density mn -1.193
_refine_diff_density_max . 999
_refine_ls_extinction_nethod ?
_refine_ls_extinction_coef ?
_refine_ls_abs_structure_details "Fl ack xabs refined
_refine_ls_abs_structure_Fl ack -.020(10)

# 3. Information for the "nethods" section
o
_conputing_data_coll ection '’ Si emrens SMART ( Si enens, 1995)°
_conputing_cell _refinenment " Si emens SAINT (Sienens, 1995)°
_conputing_data_reduction " xtal ADDREF SORTRF
_conputing_structure_solution xt a
_conputing_structure_refinement "xtal CRYLSQ
_conputi ng_nol ecul ar _gr aphi cs Xt a
_conputing_publication_material "xtal BONDLA CFIO

# 4. Supplenentary data for validation and tables

| oop_
_atom_type_symbol
_atom type_description

_atom_type_oxi dati on_nunber

_atom_type_numnber _i n_cel

_atom type_scat _dispersion_rea
_atom type_scat _di spersion_i mg

_atom type_scat_source

C ? 0 136 .002 .002 ’'Int Tables Vol
H ? 0 184 0 0 ’'Int Tables Vol
Br ? 0 16 -.374 2.456 ’'Int Tables Vol
ada ? 0 8 .132 .159 ’'Int Tables Vol
O ? 0 24 .008 .006 ’'Int Tables Vol
| oop_

_atomsite_ | abe
_atomsite_fract_x
_atomsite_fract_y
_atomsite_fract_z
_atomsite_U .iso_or_equivVv
_atom site_adp_type
_atomsite_cal c_flag

_atomsite cal c_attached_atom

_atom si te_occupancy

IV Tables 2.2B and 2. 3.1’

IV Tables 2.2B and 2. 3.1’
IV Tables 2.2B and 2. 3.1’

IV Tables 2.2B and 2.3. 1’
IV Tables 2.2B and 2.3. 1’



_atom si te_di sorder_assenbly
_atom si te_di sorder_group

Cl1™ .8976(5) .7362(4) .1050(3) .027(4) Uani ? ? 1.00000 ? ?
Cl2 .9362(6) .6495(4) .1197(3) .029(4) Uani ? ? 1.00000 ? ?
Bri2 .80335(7) .59137(5) .15689(4) .0541(5) Uani ? ? 1.00000 ?
C13 1.0410(5) .6468(4) .1652(3) .030(4) Uani ? 2 1.00000 ? ?
A 13 1.09403(17) .54319(10) .16989(9) .0433(10) Uani ? ? 1.00000
Cl4 1.1354(6) .6951(4) .1294(3) .030(4) Uani ? 2 1.00000 ? 2
C15 1.1052(5) .7826(4) .1143(3) .025(4) Uani ? ? 1.00000 ? 2
C16 .9907(5) .7917(4) .0747(3) .023(4) Uani ? ? 1.00000 ? ?
Cl7 1.0194(5) .7707(4) -.0013(3) .026(4) Uani ? ? 1.00000 ? ?
OL 1.1413(4) .7606(3) -.0170(2) .036(3) Uani ? 2 1.00000 ? 2
C18 1.0812(6) .8337(4) -.0376(3) .035(4) Uani ? ? 1.00000 ? 2
C19 1.1087(5) .9099(4) -.0036(3) .033(4) Uani ? ? 1.00000 ? 2
C110 1.0435(5) .9325(4) .0472(3) .030(4) Uani ? ? 1.00000 ? ?
Br110 1.07350(7) 1.03318(5) .09029(4) .0472(4) Uani ? ? 1.00000
Cl11 .9425(5) .8812(4) .0722(3) .025(3) Uani ? ? 1.00000 ? ?
Cl12 .8892(5) .9103(4) .1381(3) .034(4) Uani ? 2 1.00000 ? 2
C113 .8460(5) .8907(4) .0191(3) .032(4) Uani ? 2 1.00000 ? 2
Cl14 .9449(6) .7123(4) -.0390(3) .038(4) Uani ? ? 1.00000 ? ?
C115 1.0201(6) .6722(4) .2372(3) .033(4) Uani ? ? 1.00000 ? ?
0116 1.0976(3) .8267(2) .1766(2) .025(2) Uani ? ? 1.00000 ? ?
C116 1.1988(6) .8567(4) .2004(3) .032(4) Uani ? ? 1.00000 ? ?
Ol17 1.2897(4) .8477(3) .1734(2) .043(3) Uani ? ? 1.00000 ? ?
C117 1.1788(7) .8985(5) .2656(4) .056(5) Uani ? ? 1.00000 ? 2
C21 .6094(6) .7384(4) .3397(3) .033(4) Uani ? ? 1.00000 ? ?
C22 .5874(6) .8252(4) .3175(3) .037(4) Uani ? ? 1.00000 ? 2
Br22 .73187(9) .86966(6) .28324(5) .0716(6) Uani ? ? 1.00000 2
C23 .5361(6) .8762(4) .3738(3) .033(4) Uani ? ? 1.00000 ? ?
023 .49250(18) .97412(11) .33861(9) .0521(12) Uani ? 2 1.00000
C24 .4245(6) .8350(4) .3946(3) .031(4) Uani ? ? 1.00000 ? ?
C25 .4375(5) .7479(4) .4160(3) .024(3) Uani ? ? 1.00000 ? ?
C26 .4993(5) .6934(4) .3637(3) .026(4) Uani ? ? 1.00000 ? ?
C27 .4117(6) .6767(4) .3057(3) .037(4) Uani ? ? 1.00000 ? ?
C28 .3221(6) .6186(4) .3218(4) .047(5) Uani ? ? 1.00000 ? ?
@ .2932(4) .7037(3) .3164(2) .042(3) Uani ? ? 1.00000 ? 2
C29 .3208(6) .5822(4) .3894(4) .044(5) Uani ? ? 1.00000 ? 2
C210 .4204(6) .5742(4) .4214(3) .033(4) Uani ? 2 1.00000 ? 2
Br210 .42168(6) .52580(4) .50812(3) .0400(4) Uani ? ? 1.00000
C211 .5323(5) .6069(4) .3922(3) .028(4) Uani ? 2 1.00000 ? 2
C212 .6334(6) .6057(4) .4410(3) .037(4) Uani ? 2 1.00000 ? 2
C213 .5693(7) .5484(4) .3347(3) .045(4) Uani ? ? 1.00000 ? 2
C214 .4484(7) .6839(5) .2325(3) .050(5) Uani ? ? 1.00000 ? 2
C215 .6182(6) .8952(4) .4314(3) .037(4) Uani ? 2 1.00000 ? 2
216 .4998(4) .7435(3) .4789(2) .027(3) Uani ? ? 1.00000 ? *?
C216 .4352(9) .7471(4) .5358(3) .045(5) Uani ? 2 1.00000 ? 2
@17 .3338(5) .7547(3) .5364(3) .058(4) Uani ? ? 1.00000 ? 2
C217 .5134(9) .7363(5) .5953(4) .066(6) Uani ? ? 1.00000 ? 2
Hlla .83329 .73561 .07557 .03800 Uiso ? ? 1.00000 ? 2

Hllb .87280 .75997 .14720 .03800 Uiso ? ? 1.00000 ? 2

Hl2 .96318 .62487 .07834 .03800 Uso ? ? 1.00000 ? ?

Hl4a 1.20401 .69494 15564 .03600 Uso ? ? 1.00000 ? 2

Hl4b 1.15202 .66871 .08725 .03600 Uso ? ? 1.00000 ? 2

HI5 1.16343 .80433 .08525 .03500 Uiso ? ? 1.00000 ? 2

HI8 1.06382 .86245 -.07834 .04500 Uso ? ? 1.00000 ? 2

H19 1.17437 .94211 -.01687 .04400 Uso ? ? 1.00000 ? 2

Hll2a .86129 .96367 .13221 .04700 Uso ? ? 1.00000 ? 2



H112b .94354 .90828 .17273 .04700 Uso ? ? 1.00000 ? 2
Hl12c .82486 .87600 .14907 .04700 Uso ? ? 1.00000 ? 2
Hl13a .81735 .94420 .01808 .04700 Uso ? ? 1.00000 ? 2
H113b .78212 .85498 .02917 .04700 Uso ? ? 1.00000 ? 2
H113c .87364 .87665 -.02467 .04700 Uso ? ? 1.00000 ? 2
Hll4a .96288 .71272 -.08603 .05900 Uso ? ? 1.00000 ? 2
Hl14b .86542 .72537 -.03375 .05900 Uso ? ? 1.00000 ? 2
Hll4c .95673 .65789 -.02294 .05900 Uso ? ? 1.00000 ? 2

Hll15a .95649 .64154 .25650 .04400 Uso ? ? 1.00000 ?. ?.
H115b .99379 .72889 .23916 .04400 Uso ? ? 1.00000 ? 2
H115c 1.08429 .66713 .26448 .04400 Ui so

? ? 1.00000 ? ?
Hll7a 1.15132 .86428 .30086 .08200 Uso ? ? 1.00000 ? 2
Hl17b 1.12830 .94429 .26278 .08200 Uso ? ? 1.00000 ? 2
Hll7c 1.25020 .92221 .28165 .08200 Uso ? ? 1.00000 ? 2

H2la .64276 .70936 .30369 .04300 Uso ? ? 1.00000 ? 2
H21b .66224 .74026 .37636 .04300 Uso ? ? 1.00000 ? 2
H22 .53044 .82537 .28151 .05200 Uso ? ? 1.00000 ? 2
H24a .39415 .86499 .43271 .04100 Uiso ? ? 1.00000 ? 2
H24b .37104 .83876 .35914 .04100 Uiso ? ? 1.00000 ? 2
H25 36149 .72560 .42002 .02900 Uso ? ? 1.00000 ? 2
H28 .29303 .57062 .30064 .05300 Uso ? ? 1.00000 ? 2
H29 . 24836 .56498 .41220 .05200 Uso ? ? 1.00000 ? 2

H212a .64840 .55182 .45661 .05500 Uso ? ? 1.00000 ? 2
H212b .61805 .63884 .47907 .05500 Uso ? ? 1.00000 ? 2
H212c .70222 .62504 .41964 .05500 Uso ? ? 1.00000 ? 2
H213a .58751 .49678 .35200 .07100 Uso ? ? 1.00000 ? 2
H213b .63594 .56961 .31208 .07100 Uso ? ? 1.00000 ? 2
H213c .50882 .54319 .30228 .07100 Uso ? ? 1.00000 ? 2
H214a .52899 .67020 .22595 .07500 Uso ? ? 1.00000 ? 2
H214b .40438 .65128 .20261 .07500 Uso ? ? 1.00000 ? 2
H214c .44369 .73842 .21776 .07500 Uso ? ? 1.00000 ? 2
H215a .68686 .91935 .41539 .05600 Uso ? ? 1.00000 ? 2
H215b .63910 .84629 .45529 .05600 Uso ? ? 1.00000 ? 2
H215¢ .58269 .93055 .46332 .05600 Uso ? ? 1.00000 ? 2
H217a .53330 .68016 .59953 .09700 Uso ? ? 1.00000 ? 2
H217b .47424 75217 .63541 .09700 Uso ? ? 1.00000 ? 2
H217c .58168 .76646 .59066 .09700 Uso ? ? 1.00000 ? 2

| oop_
_atom site_ani so_| abel
_atomsite aniso U 11
_atomsite_aniso_U 22
_atomsite_aniso_U 33
_atomsite _aniso_U 12
_atomsite_aniso_U 13
_atomsite_aniso_U 23
Cl1 .026(4) .033(4) .023(3) -.005(3) .001(3) .007(3)
Cl2 .039(4) .027(4) .022(3) -.000(3) ~-.008(3) .002(3)
Br12 .0513(5) .0477(5) .0634(6) -.0205(4) -.0226(4) .0319(5)
Cl3 .039(4) .026(4) .024(4) .002(3) -.007(3) .000(3)
a13 .0634(12) .0271(9) .0393(10) .0110(9) ~-.0185(10) -.0004(8)
Cl4 .036(4) .033(4) .020(4) .012(3) -.008(3) ~-.005(3)
Cl5 .025(4) .031(4) .020(3) -.000(3) .000(3) ~-.001(3)
Cl6 .022(3) .026(4) .022(4) .005(3) -.005(3) ~-.000(3)
Cl7 .024(3) .034(4) .021(4) .002(3) .003(3) ~-.001(3)
Ol .029(3) .052(3) .027(3) .011(2) .000(2) ~-.005(2)
Cl8 .028(4) .048(4) .028(4) .007(4) .004(3) .007(3)



C19 .025(4) .043(4) .031(4) -.003(3) .003(3) .010(4)

C110 .028(4) .025(4) .037(4) -.001(3) -.002(3) .006(3)

Br110 .0481(4) .0342(4) .0593(5) -.0116(4) -.0065(4) -.0011(4)
Cl11 .020(3) .029(4) .026(3) -.001(3) .002(3) .003(3)

Cl12 .030(4) .034(4) .038(4) .004(3) .005(3) .001(3)

C113 .026(3) .031(4) .041(4) .003(3) .002(3) .010(3)

Cl14 .047(5) .044(5) .022(4) .005(4) -.005(3) -.004(3)

C115 .043(4) .034(4) .024(4) -.003(3) -.005(3) .004(3)

Ol16 .027(2) .026(2) .023(2) -.003(2) .001(2) -.006(2)

C116 .038(4) .029(4) .030(4) .008(3) -.014(4) -.006(3)

OL17 .036(3) .044(3) .049(3) -.003(2) -.007(3) -.008(3)

C117 .061(5) .058(6) .050(5) .003(4) -.023(4) -.021(4)

C21 .040(4) .039(4) .020(4) -.006(3) .006(3) -.007(3)

C22 .047(4) .034(4) .028(4) -.012(4) .004(4) -.001(3)

Br22 .0934(7) .0634(6) .0579(6) -.0328(5) .0440(5) -.0021(5)
C23 .043(4) .031(4) .025(4) -.007(3) -.000(3) .006(3)

d23 .0842(14) .0307(10) .0413(11) -.0058(10) -.0052(11) .0096(10)
C24 .032(4) .034(4) .027(4) .003(3) -.007(3) .001(3)

C25 .024(4) .026(3) .022(3) -.006(3) -.007(3) .004(3)

C26 .035(4) .024(3) .020(3) -.001(3) -.002(3) -.002(3)

C27 .050(4) .032(4) .029(4) -.000(4) -.020(4) .000(3)

C28 .050(5) .035(4) .056(5) -.018(4) -.031(4) .008(4)

@ .039(3) .040(3) .048(3) -.004(2) -.020(2) .006(2)

C29 .042(4) .036(4) .053(5) -.015(4) -.012(4) .014(4)

C210 .040(4) .025(4) .035(4) 04(3) -.008(4) .007(3)

Br210 .0429(4) .0350(4) .0420(4) -.0013(4) .0013(4) .0130(3)
C211 .027(3) .030(4) .028(4) 004(3) -.007(3) -.003(3)

C212 .026(4) .043(5) .042(4) .004(3) -.003(3) .005(4)

C213 .061(5) .036(4) .039(4) .009(4) -.002(4) -.010(4)

C214 .083(6) .044(5) .021(4) .004(4) -.019(4) -.006(3)

C215 .042(4) .039(4) .031(4) -.012(3) .001(3) -.005(3)

@16 .034(3) .033(3) .014(2) .000(2) .002(2) -.000(2)

C216 .086(7) .026(4) .024(4) .012(5) .008(5) .002(3)

@17 .056(4) .063(4) .055(4) .021(3) .031(3) .004(3)

C217 .117(8) .061(6) .021(4) .007(6) .001(5) -.004(4)

# 5. Mol ecul ar Geonetry

| oop_

_geom bond_atomsite_|l abel _1
_geom bond_atomsite_|l abel _2
_geom bond_site_symretry_1
_geom bond_site_symetry_2
_geom bond_di st ance
_geom bond_publ _fl ag

Cll Ci2 1. 534(9)
Cll Cl6 1. 542(9)
Cll Hila .948 ?
Cll Hilb 972 2
Cl2 Bri2 1. 964(6)
Cl2 cC13 1.517(9)
Cl2 HI12 971 ?
c13 d13 1. 829(6)
Cc13 c14 . 1. 533(9)
C13 Cl15 1.515(9)

?
?

?

?

?

?

?

#<< enter YES for value to be published



Cl4
Cl4
Cl4
C15

C15
Cl6
Cl6
C17
C17
C17

C18
C18

C19

C110
C110
Cl11
Cl11
Cl12
Cl12
Cl12
C113
C113
C113
Cli4
Cli4
Cli4
C115
C115
C115
a116
Cl16
Cl16
C117
Cl17
Cl117
c21

c21

c21

c21

c22

c22

c22

23

23
c24
c24
c24
C25
C25
C25
C26
C26
c27

C15
Hl4a
H14b
Cle .
Q116
H15
C17
Cl11

C18
Cl14
C18

C19

H18

C110

H19
Br110
Cli1
Cl12
Cl113
Hl12a
H112b
H112c
H113a
H113b
H113c
Hll4a
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9 (C210 . . 1.326(10) ?
9 H29 . . .997 ?
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Q11 @13 . . 1.559(9 ?
Q12 H12a . . .963 ?
Q12 H12b . . .953 ?
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Q13 H13b . . .962 ?
13 H13c . . .958 ?
Q14 H1l4a . . .971 ?
Q14 H14b . . .952 ?
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109.0 2
107. 8
112.3 2
113.8 2
110.7 2
107.5
103.6 2
. 108.4
111.2 2
110.6 2
110.9 2
107. 9
109.0
107.0
116. 2(5)
124.1(7) 2
108.6(8) ?
127.3(7) 2
109.3 2
109.8 2
111.6 2
107.9 2
108.7) 2

-~

N ) ) N



H217b C217 H217¢ . . . 109.6 7
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