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Table 5. Hydrogen coordinates ( x 10^4) and isotropic
displacement parameters (A^2 x 10^3) for 11.

x y z U(eq)

H(01) 7633(1) 10378(6) 4162(1) 56
H(08) 7891(2) 10289(10) 6566(2) 75
H(10) 5861(2) 10533(8) 4036(1) 68
H(12) 6325(2) 12026(7) 6114(1) 54
H(13) 5760(2) 9422(7) 5418(1) 52
H(14) 6169(2) 7025(7) 5996(2) 57
H(15) 5679(2) 8903(6) 6802(1) 52
H(16A) 6112(2) 5757(8) 6995(2) 68
H(16B) 6871(2) 6392(8) 6911(2) 68
H(17A) 7095(3) 8170(7) 7649(2) 74
H(17B) 6282(3) 8035(7) 7697(2) 74
H(21A) 7202(5) 995(10) 9289(3) 164
H(21B) 6959(5) 3022(10) 9420(3) 164
H(21C) 7766(5) 2656(10) 9387(3) 164
H(22A) 7531(4) 2259(9) 8020(3) 147
H(22B) 7664(4) 612(9) 8437(3) 147
H(22C) 8115(4) 2485(9) 8558(3) 147
H(23A) 6228(4) 2102(9) 8013(3) 145
H(23B) 5957(4) 2443(9) 8535(3) 145
H(23C) 6353(4) 554(9) 8459(3) 145
H(25) 6811(4) 7156(13) 9560(3) 118
H(26) 5850(5) 8320(17) 9855(4) 147
H(27) 4727(5) 8497(13) 9303(4) 133
H(28) 4546(3) 7413(13) 8454(3) 122
H(29) 5493(3) 6114(11) 8152(2) 94
H(31) 8232(3) 6655(10) 8146(2) 84
H(32) 9385(3) 7859(13) 8465(3) 111
H(33) 9788(3) 8596(12) 9340(3) 114
H(34) 9055(4) 7989(16) 9915(3) 136
H(35) 7925(3) 6671(13) 9614(2) 106
H(36A) 4846(4) 6832(12) 5616(3) 109
H(36B) 5232(4) 5307(12) 6025(3) 109
H(37) 4989(1) 11351(6) 5570(1) 96
H(39) 5326(3) 10753(13) 3213(2) 61(13)
H(40A) 5670(4) 13773(17) 3086(3) 164
H(40B) 5370(4) 12934(17) 2515(3) 164
H(40C) 6212(4) 13096(17) 2748(3) 164
H(41A) 5719(5) 8177(17) 2804(2) 194
H(41B) 6192(5) 9478(17) 2527(2) 194
H(41C) 5340(5) 9592(17) 2358(2) 194
H(43) 4909(2) 7394(8) 6587(2) 102
H(43A) 9900(7) 298(23) 6462(6) 99
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L45

compound 11 cif file
dataB 10053

_audit creation method SHELXL
_chemicalname systematic

chemical name common
-chemicalformulamoiety

_chemical formula structural ?
_chemicalformula analytical ?
_chemical formula sum 'C32 H42 N5 06.50 Si
_chemicalformulaweight 628.79
_chemicalmelting-point
_chemicalcompound.source

loop-
_atomjtype-symbol
_atomtype-description
_atomtpe-scat dispersionreal

atom type scat dispersion imag
_atomjtype-scatsource
'Si' 'Si' 0.2541 0.3302
'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4'
'0' '0' 0.0492 0.0322
'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4'
'N' 'N' 0.0311 0.0180
'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4'
'C' 'C' 0.0181 0.0091
'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4'
'H' 'H' 0.0000 0.0000
'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4'

symmetry-cell-setting monoclinic, C-centered
symmetry-space-group-nameH-M C2

loop-
symmetry-equiv-pos-asxyz

'x, y, z'
-x, y, -z
'x+1/2, y+1/2, z'
-x+1/2, y+1/2, -z'

_cell_1engtha 18.890(5)
cell length-b 7.082(3)

_cell_1engthc 25.815(10)
_cell angle-alpha 90.00
_cell-angle-beta 103.49(4)
_cell angle-gamma 90.00
_cell volume 3358.3(21)
_cell formula unitsZ 4
_cell measurement-temperature 293(2)
_cell measurementreflnsused ?
_cell measurement theta-min ?
_cell measurement theta max ?
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exptl crystal description ?
-exptLcrystalcolour white
exptLcrystalsize max 0.30
exptLcrystalsize mid 0.30
exptLcrystalsizemin 0.15
exptLcrystal-density-meas ?
.exptl-crystal-densitydiffm 1.242
exptLcrystal-density method ?
exptl crystalF_000 1336

_exptlabsorpt coefficient mu 1.038
exptlabsorptcorrection-type ?

.. exptLabsorptcorrectionTmin ?

.exptLabsorptcorrection_T_max ?

exptLspecialdetails

_diffmambient-temperature 293(2)
_diffmradiation wavelength 1.54184
_diffmradiationjtype CuK\a
_diffmradiationsource 'fine-focus sealed tube'
_diffrn_radiation monochromator graphite
_diffm -measurementdevice CAD4
_diffrn measurementmethod \o/2\q
_diffrn standards number 2
_diffrnstandardsintervalcount ?
_diffrn_standardsintervaltime 10000
_diffmstandards.decay_% 0.7
_diffrn_reflns_number 3463
diffrnreflnsavRequivalents 0.0000

_diffrn_refns av sigmal/netl 0.0260
diffmreflnslimit_h_min 0

_diffrn_reflnslimit_h_max 22
_diffrnrefins limit_k min 0
_diffmreflns-limit k max 8

diffrn refins limit I min -31
_diffm -reflns limitI max 30
_diffrn refinstheta-min 1.76
_diffrn_refins_thetamax 69.90
_reflns number-total 3463
_refins number observed 2883
_reflns observed criterion >3sigma(I)

_computingdatacollection ?
_computingscellrefinement ?
_computingdata_reduction ?
_computing.structuresolution 'SHELXS-86 (Sheldrick, 1990)'
_computingstructurerefinement 'SHELXL-92 (Sheldrick, 1993)'
computing-molecular.graphics ?
computing-publicationmaterial ?

_refinespecialdetails
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Refinement on FA2A for ALL reflections with FA2A>3sigma(FA2A)
or flagged by the user for potential systematic errors. Weighted R-factors
wR and all goodnesses of fit S are based on FA2A, conventional R-factors R
are based on F, with F set to zero for negative FA2A. R-factors based
on FA2A are statistically about twice as large as those based on F, and R-
factors based on ALL data will be even larger.

_refine Is structure factor coef Fsqd
_refineIs_matrixjtype full
_refineIs weighting-scheme

calc
[0.00000+1.00000exp(2.00(sin\qAl)A2A)]/

[\sA2A(FoA2)+0.0000+0.0000*P+(0. 1000P)A2A+0.0000sin\qAl]
where P = 0.33333FoA2A + 0.66667FcA2A

_atom sites solution primary direct
atom sites solutionsecondary difmap

_atom sites solution hydrogens geom
-refine 1s hydrogenjtreatment ?

_refine is extinctionmethod none
_refine Is extinction coef ?
_refine Is abs structure-details
'Flack H D (1983), Acta Cryst. A39, 876-881'

_refineis_absstructureFlack 0.02(5)
_refineis numberreflns 2883
_refine Is number-parameters 421
_refine is numberrestraints 1
_refineIsR factor all 0.0653
_refine Is R factor obs 0.0520

refine ls wR factor all 0.1543
_refinels wR factor obs 0.1385
-refine1s Lgoodnessof fit-all 1.453
-refine_1s goodnessof fit obs 1.446
_refineis restrained_S_all 1.453
_refineIs_restrained_S_obs 1.446
_refine Is shift/esd max 0.410
_refineis shift/esd mean 0.014

loop-
_atom site label
_atom-site-type-symbol
_atom site fract x
_atom site fracty

atom site fract z
_atom site_U_isoorequiv
-atomsite thermaldisplace-type
_atomsiteoccupancy
_atom sitecalcjflag
_atom site refinement-flags
_atomsitedisorder-group

N01 N 0.75355(14) 1.0382(6) 0.44715(12) 0.0464(6) Uani 1 d..
HO1 H 0.76328(14) 1.0378(6) 0.41622(12) 0.056 Uiso 1 calc R.
C02 C 0.6819(2) 1.0484(7) 0.44890(13) 0.0444(7) Uani 1 d . .
N03 N 0.65908(13) 1.0503(6) 0.49293(11) 0.0429(6) Uani 1 d..
C04 C 0.7141(2) 1.0403(7) 0.53688(13) 0.0398(6) Uani Id . .
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C05 C 0.7883(2) 1.0319(7) 0.53937(15) 0.0481(8) Uani Id. .
C06 C 0.8118(2) 1.0284(7) 0.4911(2) 0.0501(9) Uani 1 d . .
N07 N 0.8269(2) 1.0248(9) 0.59134(14) 0.0674(12) Uani 1 d. .
C08 C 0.7779(2) 1.0294(10) 0.6195(2) 0.0622(12) Uani I d..
H08 H 0.7891(2) 1.0289(10) 0.6566(2) 0.075 Uiso 1 calc R.
N09 N 0.70739(13) 1.0350(6) 0.58858(11) 0.0454(7) Uani 1d . .
N10 N 0.6309(2) 1.0561(8) 0.40155(11) 0.0569(9) Uani I d . .
H10 H 0.5861(2) 1.0533(8) 0.40357(11) 0.068 Uiso 1 calc R.
011 0 0.65821(14) 0.9924(5) 0.66275(9) 0.0559(8) Uani 1 d. .
C12 C 0.6426(2) 1.0670(7) 0.61048(13) 0.0452(8) Uani Id . .
H12 H 0.6325(2) 1.2026(7) 0.61142(13) 0.054 Uiso I calc R.
C13 C 0.5745(2) 0.9626(7) 0.57904(13) 0.0437(8) Uani 1 d . .
H13 H 0.5760(2) 0.9422(7) 0.54177(13) 0.052 Uiso I calc R.
C14 C 0.5791(2) 0.7792(7) 0.60965(15) 0.0475(8) Uani 1 d . .
H14 H 0.6169(2) 0.7025(7) 0.59955(15) 0.057 Uiso 1 calc R.
C15 C 0.6081(2) 0.8396(6) 0.66638(14) 0.0430(8) Uani 1 d . .
H15 H 0.5679(2) 0.8903(6) 0.68021(14) 0.052 Uiso 1 calc R .
C16 C 0.6446(2) 0.6814(8) 0.7029(2) 0.0568(10) Uani 1 d..
H16A H 0.6112(2) 0.5757(8) 0.6995(2) 0.068 Uiso 1 calc R.
H16B H 0.6871(2) 0.6392(8) 0.6911(2) 0.068 Uiso 1 calc R.
C17 C 0.6672(3) 0.7354(7) 0.7593(2) 0.0621(11) Uani 1 d..
H17A H 0.7095(3) 0.8170(7) 0.7649(2) 0.074 Uiso 1 calc R.
H17B H 0.6282(3) 0.8035(7) 0.7697(2) 0.074 Uiso 1 calc R.
018 0 0.6841(2) 0.5681(5) 0.79037(10) 0.0597(8) Uani 1 d . .
Sil9 Si 0.70261(6) 0.5419(2) 0.85506(4) 0.0459(3) Uani 1 d . .
C20 C 0.7067(3) 0.2787(7) 0.8653(2) 0.0640(11) Uani 1 d. .
C21 C 0.7267(5) 0.2323(10) 0.9241(3) 0.109(3) Uani I d..
H21A H 0.7202(5) 0.0995(10) 0.9289(3) 0.164 Uiso I calc R.
H21B H 0.6959(5) 0.3022(10) 0.9420(3) 0.164 Uiso 1 calc R.
H21C H 0.7766(5) 0.2656(10) 0.9387(3) 0.164 Uiso 1 calc R.
C22 C 0.7648(4) 0.1959(9) 0.8393(3) 0.098(2) Uani 1 d . .
H22A H 0.7531(4) 0.2259(9) 0.8020(3) 0.147 Uiso 1 calc R.
H22B H 0.7664(4) 0.0612(9) 0.8437(3) 0.147 Uiso 1 calc R.
H22C H 0.8115(4) 0.2485(9) 0.8558(3) 0.147 Uiso I calc R.
C23 C 0.6333(4) 0.1888(9) 0.8390(3) 0.097(2) Uani 1 d. .
H23A H 0.6228(4) 0.2102(9) 0.8013(3) 0.145 Uiso 1 calc R.
H23B H 0.5957(4) 0.2443(9) 0.8535(3) 0.145 Uiso 1 calc R.
H23C H 0.6353(4) 0.0554(9) 0.8459(3) 0.145 Uiso I calc R.
C24 C 0.6273(3) 0.6486(6) 0.8817(2) 0.0557(10) Uani 1 d. .
C25 C 0.6353(4) 0.7178(13) 0.9329(3) 0.098(2) Uani 1 d . .
H25 H 0.6811(4) 0.7156(13) 0.9560(3) 0.118 Uiso 1 calc R.
C26 C 0.5778(5) 0.7895(17) 0.9506(4) 0.123(3) Uani 1 d . .
H26 H 0.5850(5) 0.8320(17) 0.9855(4) 0.147 Uiso 1 calc R.
C27 C 0.5113(5) 0.7988(13) 0.9182(4) 0.110(3) Uani 1 d . .
H27 H 0.4727(5) 0.8497(13) 0.9303(4) 0.133 Uiso 1 calc R.
C28 C 0.5007(3) 0.7345(13) 0.8681(3) 0.102(3) Uani 1 d . .
H28 H 0.4546(3) 0.7413(13) 0.8454(3) 0.122 Uiso 1 calc R.
C29 C 0.5580(3) 0.6577(11) 0.8498(2) 0.078(2) Uani 1 d . .
H29 H 0.5493(3) 0.6114(11) 0.8152(2) 0.094 Uiso 1 calc R.
C30 C 0.7937(2) 0.6497(6) 0.8842(2) 0.0527(9) Uani 1 d . .
C31 C 0.8393(3) 0.6895(10) 0.8508(2) 0.0704(13) Uani 1 d . .
H31 H 0.8232(3) 0.6655(10) 0.8146(2) 0.084 Uiso 1 calc R.
C32 C 0.9087(3) 0.7647(13) 0.8700(3) 0.093(2) Uani 1 d . .
H32 H 0.9385(3) 0.7859(13) 0.8465(3) 0.111 Uiso 1 calc R.
C33 C 0.9330(3) 0.8067(12) 0.9215(3) 0.095(2) Uani I d . .
H33 H 0.9788(3) 0.8596(12) 0.9340(3) 0.114 Uiso 1 calc R.
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C34 C 0.8892(4) 0.7705(16) 0.9555(3) 0.113(3) Uani I d..
H34 H 0.9055(4) 0.7989(16) 0.9915(3) 0.136 Uiso 1 calc R.
C35 C 0.8209(3) 0.6920(13) 0.9372(2) 0.089(2) Uani I d . .
H35 H 0.7925(3) 0.6671(13) 0.9614(2) 0.106 Uiso 1 calc R.
C36 C 0.5104(4) 0.6634(12) 0.5983(3) 0.091(2) Uani I d..
H36A H 0.4846(4) 0.6832(12) 0.5616(3) 0.109 Uiso 1 calc R 1
H36B H 0.5232(4) 0.5307(12) 0.6025(3) 0.109 Uiso 1 calc R 1
037 0 0.51263(13) 1.0701(6) 0.58376(12) 0.0638(9) Uani 1 d . .
H37 H 0.49890(13) 1.1351(6) 0.55702(12) 0.096 Uiso 1 calc R.
C38 C 0.6429(2) 1.0677(11) 0.3516(2) 0.0687(15) Uani 1 d..
C39 C 0.5759(3) 1.0903(13) 0.3069(2) 0.088(2) Uani 1 d..
H39 H 0.5326(3) 1.0753(13) 0.3213(2) 0.061(13) Uiso 1 calc R.
C40 C 0.5752(4) 1.2854(17) 0.2833(3) 0.109(3) Uani I d . .
H40A H 0.5670(4) 1.3773(17) 0.3086(3) 0.164 Uiso 1 calc R.
H40B H 0.5370(4) 1.2934(17) 0.2515(3) 0.164 Uiso 1 calc R.
H40C H 0.6212(4) 1.3096(17) 0.2748(3) 0.164 Uiso 1 calc R.
C41 C 0.5752(5) 0.9400(17) 0.2652(2) 0.129(4) Uani 1 d . .
H41A H 0.5719(5) 0.8177(17) 0.2804(2) 0.194 Uiso 1 calc R.
H41B H 0.6192(5) 0.9478(17) 0.2527(2) 0.194 Uiso 1 calc R .
H41C H 0.5340(5) 0.9592(17) 0.2358(2) 0.194 Uiso 1 calc R.
042 0 0.7043(2) 1.0619(11) 0.34357(13) 0.095(2) Uani 1 d. .
043 0 0.4667(2) 0.7048(8) 0.6296(2) 0.068(2) Uani 0.760(11) d P 1
H43 H 0.4909(2) 0.7394(8) 0.6587(2) 0.102 Uiso 0.760(11) calc PR 1
044 0 0.87404(13) 1.0199(6) 0.48430(13) 0.0689(10) Uani 1 d. 1
01W 0 1.0000 0.8110(6) 0.5000 0.0475(8) Uani 1 d S 1
043 0 0.9899(7) 0.0180(23) 0.6146(6) 0.066(5) Uani 0.240(11) d P 2
H43A H 0.9900(7) 0.0298(23) 0.6462(6) 0.099 Uiso 0.240(11) calc PR 2

loop-
atom site aniso label

_atomsiteaniso U11
_atomsiteaniso_U_22
_atom site aniso U 33
_atom site aniso U 23
_atom-site anisoU_13
_atom site anisoU_12

N01 0.0329(12) 0.056(2) 0.056(2) 0.002(2) 0.0237(11) -0.002(2)
C02 0.0304(13) 0.054(2) 0.052(2) -0.003(2) 0.0168(12) -0.007(2)
N03 0.0273(10) 0.059(2) 0.0447(13) 0.002(2) 0.0136(10) -0.002(2)
C04 0.0288(13) 0.0434(15) 0.049(2) 0.003(2) 0.0136(12) -0.003(2)
COS 0.0275(14) 0.057(2) 0.059(2) 0.019(2) 0.0092(13) -0.005(2)
C06 0.0324(14) 0.049(2) 0.073(2) 0.018(2) 0.0212(15) 0.006(2)
N07 0.0291(13) 0.107(4) 0.064(2) 0.024(2) 0.0059(12) -0.004(2)
C08 0.032(2) 0.099(4) 0.053(2) 0.014(3) 0.0030(14) -0.011(2)
N09 0.0288(11) 0.061(2) 0.0454(13) 0.007(2) 0.0068(10) -0.005(2)
N10 0.0345(12) 0.096(3) 0.0442(14) -0.003(2) 0.0167(11) -0.010(2)
011 0.0462(13) 0.084(2) 0.0371(11) -0.0005(13) 0.0076(10) -0.0135(14)
C12 0.0373(15) 0.056(2) 0.045(2) 0.002(2) 0.0136(12) -0.002(2)
C13 0.0260(14) 0.070(2) 0.0369(15) 0.005(2) 0.0098(11) 0.001(2)
C14 0.044(2) 0.057(2) 0.045(2) 0.001(2) 0.0177(14) 0.001(2)
C15 0.0376(15) 0.056(2) 0.040(2) 0.003(2) 0.0181(13) 0.004(2)
C16 0.062(2) 0.062(2) 0.049(2) 0.001(2) 0.020(2) 0.014(2)
C17 0.091(3) 0.048(2) 0.043(2) 0.008(2) 0.008(2) 0.010(2)
018 0.086(2) 0.048(2) 0.0408(12) 0.0041(13) 0.0061(12) 0.009(2)
Sil9 0.0603(5) 0.0376(5) 0.0380(4) 0.0028(5) 0.0079(4) 0.0029(5)
C20 0.084(3) 0.043(2) 0.062(2) 0.005(2) 0.010(2) 0.004(2)
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C21 0.181(8) 0.057(3) 0.082(4) 0.024(3) 0.014(4) -0.001(4)
C22 0.117(5) 0.049(3) 0.129(6) -0.002(3) 0.031(4) 0.026(3)
C23 0.097(4) 0.053(3) 0.131(6) -0.002(4) 0.009(4) -0.015(3)
C24 0.066(2) 0.043(2) 0.060(2) 0.005(2) 0.018(2) 0.001(2)
C25 0.091(4) 0.125(6) 0.081(4) -0.036(4) 0.025(3) 0.006(4)
C26 0.123(6) 0.144(8) 0.119(6) -0.047(6) 0.064(5) 0.002(6)
C27 0.101(5) 0.095(5) 0.158(7) 0.019(5) 0.077(5) 0.023(4)
C28 0.068(3) 0.117(6) 0.129(6) 0.048(5) 0.040(4) 0.022(4)
C29 0.065(3) 0.090(4) 0.081(3) 0.021(3) 0.019(2) 0.007(3)
C30 0.062(2) 0.045(2) 0.051(2) 0.004(2) 0.011(2) 0.002(2)
C31 0.065(3) 0.083(4) 0.065(3) 0.001(3) 0.019(2) 0.003(3)
C32 0.062(3) 0.116(6) 0.100(4) 0.015(4) 0.017(3) -0.006(4)
C33 0.062(3) 0.092(5) 0.119(5) 0.002(4) -0.001(3) -0.013(3)
C34 0.094(4) 0.148(8) 0.085(4) -0.029(5) -0.005(3) -0.029(5)
C35 0.082(3) 0.124(6) 0.058(3) -0.015(3) 0.012(2) -0.026(4)
C36 0.104(4) 0.101(5) 0.077(3) -0.025(3) 0.041(3) -0.056(4)
037 0.0325(11) 0.095(3) 0.067(2) 0.031(2) 0.0185(11) 0.016(2)
C38 0.052(2) 0.111(5) 0.049(2) -0.003(3) 0.025(2) -0.023(3)
C39 0.067(3) 0.158(8) 0.041(2) 0.001(3) 0.017(2) -0.042(4)
C40 0.090(4) 0.154(8) 0.072(4) -0.007(5) -0.003(3) -0.014(5)
C41 0.161(7) 0.155(9) 0.062(3) -0.017(5) 0.007(4) -0.069(7)
042 0.055(2) 0.178(5) 0.061(2) -0.011(3) 0.0327(13) -0.027(3)
043 0.044(2) 0.084(4) 0.079(3) -0.010(3) 0.023(2) -0.012(2)
044 0.0317(11) 0.091(3) 0.091(2) 0.034(2) 0.0297(12) 0.013(2)
01W 0.039(2) 0.055(2) 0.049(2) 0.000 0.0130(14) 0.000
043 0.064(8) 0.061(10) 0.071(8) 0.009(7) 0.013(6) -0.004(7)

-geom-specialdetails

All esds (except the esd in the dihedral angle between two 1.s. planes)
are estimated using the full covariance matrix. The cell esds are taken
into account individually in the estimation of esds in distances, angles
and torsion angles; correlations between esds in cell parameters are only
used when they are defined by crystal symmetry. An approximate (isotropic)
treatment of cell esds is used for estimating esds involving L.s. planes.

loop
geom bondatomsite label_1
geom bond atom site label 2
geom bonddistance
geom bondsite symmetry_2

-geom _bondpubl flag
N01 C02 1.367(4). ?
N01 C06 1.386(5). ?
C02 N03 1.306(4). ?
C02 N10 1.369(5). ?
N03 C04 1.350(4). ?
C04 N09 1.370(4). ?
C04 C05 1.389(4). ?
C05 N07 1.370(5). ?
C05 C06 1.418(5). ?
C06 044 1.229(4). ?
N07 C08 1.304(5). ?
C0 ND9 1.394(4) . ?
N09 C12 1.481(4). ?
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N10 C38 1.362(4). ?
011 C12 1.415(4). ?
011 C15 1.455(5). ?
C12 C13 1.541(5) . ?
C13 037 1.423(5). ?
C13 C14 1.512(6). ?
C14 C15 1.501(5) . ?
C14 C36 1.506(7). ?
C15 C16 1.521(6). ?
C16 C17 1.470(6). ?
C17 018 1.425(5). ?
018 Sil9 1.635(3). ?
Sil9 C30 1.871(5). ?
Sil9 C24 1.877(5). ?
Sil9 C20 1.882(5). ?
C20 C21 1.513(8). ?
C20 C22 1.531(8). ?
C20 C23 1.533(8). ?
C24 C29 1.375(7). ?
C24 C25 1.385(7). ?
C25 C26 1.371(10). ?
C26 C27 1.338(12). ?
C27 C28 1.341(12). ?
C28 C29 1.390(9). ?
C30 C35 1.379(6). ?
C30 C31 1.381(7) . ?
C31 C32 1.394(8). ?
C32 C33 1.336(9) . ?
C33 C34 1.363(10). ?
C34 C35 1.383(9) . ?
C36 043 1.21(2) 3_455 ?
C36 043 1.315(7). ?
C38 042 1.225(5). ?
C38 C39 1.509(7). ?
C39 C40 1.509(14). ?
C39 C41 1.513(12). ?
043 C36 1.21(2) 3545 ?

loop-
geom-angleatom site label1
geom-angleatom site label_2
geom-angleatom site label_3
geom-angle
geom-angle site symmetry_1
geom-angle-site-symmetry_3
geom angle-pubLflag

C02 No1 C06 125.4(3) . . ?
N03 C02 NO1 124.0(3).. ?
N03 C02 N10 118.1(3).. ?
NO1 CO2 N10 117.9(3).. ?
C02 N03 C04 112.7(3) .. ?
N03 C04 N09 126.3(3).. ?
N03 C04 C05 127.7(3).. ?
N09 C04 C05 106.0(3) .. ?
N07 C05 C04 110.3(3)..?
N07 COS C06 131.0(3).. ?



0 1996 American Chemical Society J. Am. Chem. Soc. VI 18 Page4518 Richert Supplemental Page 49

49

C04 C05 C06 118.7(3).. ?
044 C06 NO1 119.3(4).. ?
044 C06 C05 129.2(4).. ?
NO1 C06 C05 111.5(3) .. ?
C08 N07 C05 105.1(3).. ?
N07 C08 N09 113.0(3).. ?
C04 N09 C08 105.5(3) .. ?
C04 N09 C12 129.8(3) . . ?
C08 N09 C12 123.6(3) . . ?
C38 N10 C02 127.6(3) . . ?
C12 011 C15 110.2(3).. ?
011 C12 N09 107.4(3) .. ?
011 C12 C13 106.6(3).. ?
N09 C12 C13 112.9(3) . . ?
037 C13 C14 111.3(3).. ?
037 C13 C12 107.4(4) .. ?
C14 C13 C12 101.4(3).. ?
C15 C14 C36 116.5(4).. ?
C15 C14 C13 103.2(3) .. ?
C36 C14 C13 115.1(4).. ?
011 C15 C14 104.1(3).. ?
011 C15 C16 112.3(3).. ?
C14 C15 C16 113.8(4).. ?
C17 C16 C15 114.0(4).. ?
018 C17 C16 108.5(4).. ?
C17 018 Sil9 129.5(3).. ?
018 Sil9 C30 108.8(2).. ?
018 Sil9 C24 109.2(2).. ?
C30 Si9 C24 113.2(2).. ?
018 Sil9 C20 104.3(2).. ?
C30 Si19 C20 110.1(2) . . ?
C24 Si19 C20 110.9(2). . ?
C21 C20 C22 108.7(5).. ?
C21 C20 C23 109.9(5).. ?
C22 C20 C23 108.3(5) . . ?
C21 C20 Si9 110.4(4).. ?
C22 C20 Sil9 109.2(4).. ?
C23 C20 Sil9 110.3(4).. ?
C29 C24 C25 115.5(5).. ?
C29 C24 Si19 119.8(4) . . ?
C25 C24 Sil9 124.7(4) . . ?
C26 C25 C24 122.1(7).. ?
C27 C26 C25 120.7(8).. ?
C26 C27 C28 119.6(6).. ?
C27 C28 C29 120.5(7).. ?
C24 C29 C28 121.5(6).. ?
C35 C30 C31 115.6(5) .. ?
C35 C30 Sil9 125.6(4).. ?
C31 C30 Si9 118.8(4).. ?
C30 C31 C32 122.0(5).. ?
C33 C32 C31 120.9(6).. ?
C32 C33 C34 118.7(6).. ?
C33 C34 C35 120.9(6).. ?
C30 C35 C34 121.9(6).. ?
043 C36 C14 136.7(10) 3_455 . ?
043 C36 C14 113.3(5).. ?
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042 C38 N10 122.1(4) .. ?
042 C38 C39 122.1(4).. ?
N10 C38 C39 115.8(3).. ?
C40 C39 C38 109.4(5).. ?
C40 C39 C41 111.0(6).. ?
C38 C39 C41 109.6(7).. ?

_refine diff densitymax 0.360
_refine diff density-min -0.402
_refine diff densityjrms 0.056
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Legends to Figures in Supplementary Material

Figure 1. Stereoscopic view of the crystal structure of bishomoguanosine derivative 11

(ORTEP). The major conformation (75%) of the disordered C-3"-hydroxyl group is depicted.

Ellipsoids of the non-hydrogen atoms are shown at the 50% level.

Figure 2. Increase in UV absorption of partially protected oligomers dissolved in

dichloromethane with increasing methanol content. Oligomers were dissolved in

CH 2Cl2/MeOH (2:1), which was separately shown to dissolve them fully by 1H NMR, diluted

with CH 2Cl 2 to 0.5% MeOH for the first measurement, and further methanol was added to the

desired content. a) Selected spectra of octamer 55; b) Plot of hyperchromicity at 260 nm against

methanol content for octamer 55, and tetramers 47 and 49.

Figure 3. Mass spectra of fully deprotected oligomers. a) and b) MALDI-TOF spectra (2-(4-

hydroxyphenylazo)benzoic acid matrix, 20 kV, linear, positive mode, insulin internal reference)

of ASO 2Uso 2Gso 2G tetramer 57 (a), and ASO2USO 2GSo 2Gso2USO 2 CSO2 ASO2U octamer 58

(b); parent peaks are Na*-adducts; double Na*-addition gives rise to higher mass peaks. c)

Parent peak region of electrospray ionization spectrum of 58 (direct injection of H2 0/CH3CN

solution, elution with CH 3CN/TFA 0.1% aq/methoxyethanol/i-propanol) after transformation,

yielding the average unprotonated mass.

Figure 4. UV absorbance versus temperature profile for 58. Concentration of single-stranded

oligosulfone not determined; the approximate concentration, based on an extinction

coefficient calculated from the extinction coefficients of the constituent nucleobases in natural

oligonucleotides is 2-3 p.M. Spectrum obtained in 150 mM NaCI / 10 mM Tris-HCl pH 7.

The third consecutive heating and cooling cycle (ca. 2 oC/min rate) is depicted.

Figure 5. UV absorbance versus temperature profile for 5'-rAUGGUCAU (Cruachem,

Glasgow). 1.4 gM concentration of single-stranded oligonucleotide in 150 mM NaC1 / 10 mM
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Tris-HCI pH 7. The second consecutive heating and cooling cycle (ca. 2 C/rnin rate) is

depicted.
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