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General synthetic procedures. Commercially available reagents and solvents were used as
purchased without further purification. Fumagillin dicyclohexylamine salt was obtained from
CEVA. Compound 3 was prepared according to the published procedure’. Analytical LC-MS
was performed on a HP-1100 system interfaced with a Finnegan LCQ Advantage electrospray
mass spectrometer, using a Phenomenex Luna C8(2) 3 micron columns with CH3CN / 0.1%
aqueous TFA elution. Preparative HPLC was performed on a Gilson system with a Phenomenex
Luna C8(2), 5 micron, 100 x 21.2 mm column at a flow rate of 24 mL/min and detection at 214
nm. As appropriate, preparative LC was performed without TFA in the eluting solvents to avoid
acid catalyzed degradation. Thin layer chromatography was performed on 250 micron EM
Science silica gel 60 plates using UV,s4 or iodine visualization. '"H and *C NMR spectra were
obtained on a Varian MercuryPlus 400 MHz spectrometer referenced to TMS at 0.0 ppm. In

general, final compound purities were 95% or greater as determined by HPLC-MS.

Synthesis of compounds 4 and 5. Compound 3 (1.0 g, 2.4 mmole) was dissolved in 30 mL
CH;3CN. To this solution was added 250 mL of 0.1 N HCI. The solution was stirred for 2 days,
and then concentrated in vacuo. The product was purified by preparative HPLC as follows:
injection quantity, ~110 mg; column, Phenomenex Luna, C8, 5 micron, 100 x 21.2mm; mobile
phases, “A” = 5 mM NH4OAc, 0.2% AcOH in H,0, “B” = 5 mM NH4OAc, 0.2% AcOH in 3:1
acetonitrile: H,O; gradient, 32-53% “B” over 20 minutes; flow, 24 mL/min; detection
wavelength, 214 nm; temperature, ambient. The yield was 144 mg of 4 (96% pure) and 78 mg of
5 (92% pure). 'H NMR of compound 4 (400 MHz, CD;OD) & 5.41 (m, 1H), 5.26 (t, 1H), 3.96
(dd, 1H), 3.77 (d, 1H), 3.69 (dd, 1H), 3.61 (d, 1H), 3.38 (s, 3H), 3.35 (m, 1H), 2.33 (m, 1H), 2.30
(m, 1H), 2.06 (m, 1H), 2.05 (m, 1H), 2.04 (m, 1H), 1.88 (dd, 1H), 1.69 (s, 3H), 1.67 (m, 2H),1.62

(s, 3H), 1.29 (s, 3H), 0.97 (d, 3H), 0.93 (d, 3H). *C NMR of compound 4 (100 MHz, CD;0D) &



175.5, 157.0, 131.6, 122.2, 85.6, 80.0, 79.3, 77.4, 77.3, 67.7, 60.2, 55.8, 51.4, 30.8, 30.0, 28.0,
25.6,24.6, 18.3, 16.8, 16.7, 15.4. HRMS for compound 4: calcd for C,,H3gN,O7+H: 443.27518.
Found: 443.27479. 'H NMR of compound 5 (400 MHz, CD;0D) & 5.30 (m, 1H), 5.24 (t, 1H),
3.98 (d, 1H), 3.64 (d, 1H), 3.52 (m, 1H), 3.50 (d, 1H), 3.32 (s, 3H), 3.28 (m, 1H), 2.34 (m, 1H),
2.20 (m, 1H), 2.08 (m, 1H), 2.02 (m, 1H), 2.01 (m, 1H), 1.97 (m, 1H), 1.79 (m, 1H), 1.71 (s,
3H), 1.62 (s, 3H), 1.53 (m, 1H), 1.25 (s, 3H), 0.99 (d, 3H), 0.96 (d, 3H). "*C NMR of compound
5 (100 MHz, CDs;OD) & 175.5, 156.9, 132.5, 122.2, 121.5, 88.5, 78.6, 78.1, 77.7, 74.1, 67.0,
60.2, 54.9, 50.0, 31.6, 30.7, 25.7, 24.6, 23.6, 18.6, 18.4, 16.8, 16.7. HRMS for compound 5:
caled for Cy,H3sN2O7+H: 443.27518. Found: 443.27447.

Synthesis of compound 6. Compound 3 (1.5g, 3.53mmole) was dissolved in 29.4 mL 1,4-
dioxane at room temperature. To the solution was added 4.0 M HCI / 1,4-dioxane (0.973mL,
3.89 mmole). The reaction was stirred at room temperature for 5 minutes, and then concentrated
in vacuo. The concentrated material was diluted into 30% CH;CN / H,O and lyophilized. Crude
product was purified by preparative HPLC as follows: injection quantity, ~160mg; column,
Phenomenex Luna, C8, 5 micron, 100 x 21.2mm; mobile phases, “A” = 100% H,0, “B” = 99%
CHsCN, 1% H,O; gradient, 34-50% “B” over 20 minutes; flow, 24 mL/min; detection
wavelength: 214 nm; temperature, ambient, with fractions frozen immediately upon collection.
The yield was 0.843 g (1.83mmole) of 99% pure material. Longer reaction time with HC1/ 1,4-
dioxane caused rapid isomerization to 7 (RRT: 0.75). 'H NMR (400 MHz, CD;0D) & 5.31 (m,
1H), 5.25 (t, 1H), 3.94 (d, 1H), 3.77 (m, 1H), 3.62 (br m, 1H), 3.50 (d, 1H), 3.34 (s, 3H), 3.03 (t,
1H), 2.43 (m, 1H), 2.18 (m, 1H), 2.05 (m, 1H), 2.02 (m, 1H), 1.97 (m, 1H), 1.82 (m, 2H), 1.74

(s, 3H), 1.69 (s, 3H), 1.44 (m, 1H), 1.41 (s, 3H), 0.98 (d, 3H), 0.95 (d, 3H). '*C NMR (100



MHz, CD;0D) 6 175.6, 157.0, 134.4, 118.3, 78.3, 67.2, 61.1, 60.4, 55.6, 50.6, 30.7, 29.3, 27.1,
24.6,23.4,18.3,16.9, 16.6. HRMS: calcd for C;,H37N,06CI+H: 461.24129. Found: 461.23927.

Oxidation of 4, 5, and 6. Starting material (0.05 mmole) was dissolved in dry DCM. To this
was added TPAP (3.5 mg, 0.01 mmole, 0.2 equiv.), followed by N-methylmorpholine oxide (11
mg, 0.095 mmole, 2 equiv.), and the solution was then stirred under nitrogen for 18 h at room
temperature. The solution was filtered through a 1 inch plug of silica gel and eluted with ether
(100 mL) and 20% methanol in ether (100 mL). The combined filtrates were concentrated and
lyophilized from acetonitrile/water.

Synthesis of compound 7. Compound 3 (0.5 g, 1.17 mmole) was dissolved in 9.8 mL 1,4-
dioxane at room temperature. To the solution was added 4.0 M HCI / 1,4-dioxane (0.7 mL, 2.8
mmole, 2.4 equivalents). The reaction was stirred at room temperature for 2 h, and then
concentrated in vacuo. The concentrated material was brought up in 33% CH;CN / H,O and
purified by preparative HPLC as follows: column, Phenomenex Luna, C8, 5 micron, 100 x
21.2mm; mobile phases, “A” = 100% H,0, “B” = 99% CH;CN, 1% H,O; gradient, 40-60%
“B” over 20 minutes; flow, 24mL/min; detection wavelength, 214nm; temperature, ambient,
with fractions frozen immediately upon collection. The yield was 0.292g (54%) of >99% pure
material. '"H NMR (400 MHz, CD;0D) & 5.37 (s, 1H), 5.3 (br s, 2H), 5.16 (s, 1H), 3.95 (d, 1H),
3.93 (d, 1H), 3.74 (br s, 1H), 3.55 (d, 1H), 3.43 (d, 1H), 3.28 (s, 3H) 3.04 (br s, 1H), 2.43 (br s,
H), 2.05 (m, 1H), 1.95 (m, 1H), 1.85 (m, 2H), 1.69 (s, 3H), 1.65 (s, 3H), 1.61 (m, 1H), 0.98 (d,
3H), 0.95 (d, 3H). "*C NMR (100 MHz, CD;0D) & 175.6, 157.0, 132.3, 120.9, 73.2, 67.3, 60.3,
51.3,32.8,30.7,28.4, 24.6,23.5, 18.3, 16.9, 16.7.

Synthesis of compound 8. Compound 7 (0.060g, 0.130mmole) was dissolved in 15mL THF.

KOtBu (0.024g, 0.209mmole) was added, and the reaction was stirred at room temperature under



dry N, gas for 30 minutes. The reaction mixture was then concentrated in vacuo,brought up in
DCM, washed with H,O, saturated NaHCO3, H,0, and brine. The organics were concentrated in
vacuo, and then brought up in ~50% CH3;CN / H,O. Crude product was purified by preparative
HPLC as follows: injection quantity, ~60mg; column, Phenomenex Luna, C8, 5 micron, 100 x
21.2mm; mobile phases, “A” = 100% H,0, “B” = 99% CH;3CN, 1% H,O; gradient, 40-60%
“B” over 20 minutes; flow, 24mL/min; detection wavelength, 214nm; temperature, ambient,
with fractions frozen immediately upon collection. The overall yield was 0.0365g (0.086mmole)
of 99% pure material. 'H NMR (400 MHz, CD;0D) 6 5.33 (s, 1H), 5.10 (t, 1H), 4.99 (s, 1H),
4.97 (s, 1H), 3.91 (d, 1H), 3.85 (t, 1H), 3.35 (dd, 1H), 3.18 (s, 3H), 2.98 (d, 1H), 2.65 (d, 1H),
2.41 (d, 1H), 2.20 (m, 1H), 2.12 (m, 2H), 1.99 (m, 1H), 1.91 (m, 1H), 1.78 (m, 1H), 1.61 (s, 3H),
1.54 (s, 3H), 1.08 (m, 1H), 0.90 (d, 3H), 0.86 (d, 3H). '*C NMR (100 MHz, CD;0D) & 175.5,
157.0, 145.3,131.9, 121.2, 111.5, 111.3, 82.3, 75.9, 68.1, 60.1, 58.4, 56.7, 50.6, 40.9, 33.8, 30.9,
28.2, 25.5, 24.6, 18.4, 16.8, 16.8. HRMS: calcd for CyH3sN,O¢tH: 425.26461. Found:

425.26301.



NMR based structure determination. One-dimensional 'H spectra were performed at
ambient temperature (~298 K). For each sample, 64-256 scans were recorded. Two-dimensional
gradient enhanced DQF-COSY, TOCSY, and ROESY experiments were obtained using an 8

ppm sweep width, with representative additional acquisition and processing parameters as

detailed below.

Spectrum | Scans | Increments Other F2 F1 Final
(States Acquisition processing processing Matrix
quadrature Parameters size
detection)

DQF- 8 2x512 Shifted sine | Shifted sine | 4K x 4K

COSY bell squared bell squared

TOCSY 8 2x512 40 ms MLEYV spin | Gaussian Gaussian 4K x 4K

lock, 2 ms trim
pulses
ROESY 32 2x512 200 ms mix time Gaussian Gaussian 4K x 4K

"H NMR Assignments of compounds 4 - 8: Proton chemical shifts of the degradants are listed
together with those of 3 in Table S1, using the numbering scheme shown in the figure. Proton
assignments were made using 2D COSY, TOCSY, and ROESY correlations. When possible,
stereospecific assignments were made for H8 and H9 by ROE correlations to H17 and Me7,

respectively; and for H14 and H15 by ROE’s between H15 and H12. Me2 could be identified by

an ROE to H3.
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O
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H2N : VHog
= H
Me18/< 19
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Table S1. 'H Chemical Shift Assignments for 3 and degradants 4 — 8 in CD3;OD, referenced
to TMS at 0.0 ppm.

Compound | 3 4 5 6 7 8
Resonance

Mel 1.67 1.62 1.62 1.69 1.65 1.54

Me2 1.75 1.69 1.71 1.74 1.69 1.61

H3 5.24 5.26 5.24 5.25 5.16 5.10
H4,5 222,231 | 2.04,2.33 2.02,2.20 2.18,2.43 2.43 2.12,2.12
H6 2.64 3.35 3.52 3.03 3.93 3.85

Me7 1.19 1.29 1.25 1.41 5.3 4.97,4.99
HS8 2.56 3.610r3.77 | 3.500r3.64 | 3.50 3.43 or 3.55 2.41

H9 2.96 3.610r3.77 | 3.500r3.64 | 3.77 3.43 or 3.55 2.65
MelO 3.40 3.38 3.32 3.34 3.28 3.18

H11 1.97 2.30 2.34 2.02 3.04 2.98

H12 3.67 3.69 3.28 3.62 3.74 3.35

H13 5.43 5.41 5.30 5.31 5.37 5.33

H14 1.96 1.88 1.97 1.82 1.8—-2.0 1.91

H15 1.80 2.06 1.53 1.82 1.8—-2.0 1.78

H16 2.14 1.67 2.01 1.97 1.8—-2.0 2.20

H17 1.04 1.67 1.79 1.44 1.61 1.08
Mel8 0.99,0.96 | 0.97,0.93 0.99, 0.96 0.98,0.95 0.98, 0.95 0.90, 0.86
H19 2.04 2.05 2.08 2.05 2.05 1.99

H20 3.94 3.96 3.98 3.94 3.95 3.91




Crystal Structure Determination of 4. Single crystals of 4 were grown via vapor diffusion of
dichloromethane and toluene. Crystals grew as very thin, colorless plates. A single plate was
selected for data collection, mounted in Paratone-N oil on the end of a glass fiber, and placed in
the N, cold stream of a Bruker Kappa APEX2 diffractometer, equipped with a CuKa IuS
microsource (MX optics). SADABS-2008/1 (Bruker,2008) was used for absorption correction.
wR2(int) was 0.1139 before and 0.0644 after correction. The ratio of minimum to maximum
transmission was 0.7481. The A/2 correction factor was 0.0015.

Solvent Treatment Details. The solvent masking procedure as implemented in Olex2 was used
to remove the electronic contribution of solvent molecules from the refinement. Only the atoms
used in the refinement model are reported in the formula here. Total solvent accessible volume /
cell = 1359.2 A® [16.8%)]. Total electron count / cell = 323.9.

Crystal Data. C»H3gN,O7, M =442 .54, triclinic, a = 20.5447(15) A, b= 20.5837(16) A, c=
23.0102) A, a=109.756(5)°, B = 90.293(5)°, y = 116.210(5)°, U= 8077.7(11) A?, T'=100.01,
space group P1 (no. 1), Z= 12, u(CuKa) = 0.665, 47508 reflections measured, 30860 unique
(Rint = 0.0874, solvent masked data) which were used in all calculations. The structure was
solved via Dual Space methods (XM, G.M. Sheldrick, Acta Cryst. (2008). A64, 112-122) and
refined with SHELXL (XL, G.M. Sheldrick, Acta Cryst. (2008). A64, 112-122). The final R1
[>26(I)] = 10.07%. The absolute configuration was assigned on the basis of known
stereocenters based on the 38952 crystal structure and is supported by the calculated absolute
structure parameter (Flack = -0.1(2)) and the Bijvoet Pair Analysis which gives Hooft y =
0.15(16).

Structure notes. The asymmetric unit contains twelve independent molecules of 4. Molecule 1

is shown in Figure 2. The remaining molecules, which adopt a range of conformations, are
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labeled identically, with letters A-K appended. The crystal structure presented here was obtained
after many attempts at crystallization and crystals grew as very thin plates that did not diffract to
high resolution. =~ While we are confident of the general connectivity and the relative and
absolute stereochemical assignments, the metric data should not be used to support precise
distances or angles.

Crystal Structure Determination of 5. Single crystals of 5 were grown via slow evaporation
from tetrahydrofuran solution. Crystals grew as colorless plates. A single plate was selected for
data collection, mounted in Paratone-N oil on the end of a glass fiber, and placed in the N, cold
stream of a Bruker Kappa APEX2 diffractometer, equipped with a CuKa IuS microsource (MX
optics). SADABS-2008/1 (Bruker,2008) was used for absorption correction. wR2(int) was
0.0627 before and 0.0472 after correction. The ratio of minimum to maximum transmission was
0.9202. The A/2 correction factor was 0.0015.

Solvent Treatment Details. The solvent masking procedure as implemented in Olex2 was used
to remove the electronic contribution of solvent molecules from the refinement. Only the atoms
used in the refinement model are reported in the formula here. Total solvent accessible volume /
cell = 1426.3 A3 [24.7%]. Total electron count / cell = 224.9.

Crystal Data. Cy;H3sN,07, M =442 .54, orthorhombic, @ = 10.7860(2) A, b = 19.7586(4) A, c =
27.0501(5) A, U= 5764.82(19) A®, T=100.0, space group P2,2,2; (no. 19), Z= 8, w(CuKa) =
0.621, 37798 reflections measured, 9930 unique (Ri, = 0.0394, solvent masked data) which were
used in all calculations. The structure was solved via Dual Space methods (XM, G.M. Sheldrick,
Acta Cryst. (2008). A64, 112-122) and refined with SHELXL (XL, G.M. Sheldrick, Acta Cryst.

(2008). A64, 112-122). The final R1 [[>20(I)] = 4.07 %. The absolute configuration was
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assigned on the basis of the calculated absolute structure parameter (Flack = 0.00(13)) and is

confirmed by the Bijvoet Pair analysis which gives Hooft y = 0.04(6).

Inhibition of MetAP-2 and HUVEC proliferation by acid degradants. Compounds 4 - 8
were tested for their ability to inhibit methionine-AMC hydrolysis in pH 7.5 HEPES buffer as
described previously. To evaluate the pH dependence of inhibition by 6, the standard assay
buffer (20 mM HEPES pH 7.5, 0.1 M KCl, 10% glycerol, 0.1 mM CoSQy, 1x complete protease
inhibitors) was compared with buffer in which 20 mM MES, pH 6.15, replaced HEPES.
Inhibition of HUVEC proliferation following the same protocol as previously'. Direct
measurements of the stability of 6 were performed by diluting 1 mg/mL solutions tenfold into 3
buffers (20 mM MES, 0.1 M KCI, pH 6.15; 50 mM phosphate, pH 6.8; 20 mM HEPES, 0.1 M
KClI, pH 7.5), and incubating at 30°C for eight hours. Aliquots were removed at 0, 1, 2, 4, and 8
hour timepoints and levels of 6 and 3 were quantitated from peak areas by LCMS, using a

Thermo LTQ-XL mass spectrometer and a formic acid / acetonitrile gradient.

Stability of 6 in rat plasma. Standards of compounds 3 and 6 were prepared at concentrations
of 1, 5, 10, 50, 100, 500, and 1000 ng/mL in rat plasma (Valley Biomedical). Additionally, two
standards of PPI-4021 in solvent (UL 95%water/5% CH;CN) were prepared at 5 and 500 ng/mL.
Duplicate aliquots (100 uL) of each standard were placed in a well of a polypropylene deep-well
96 well plate and refrigerated at 4°C for 1 hour. The samples were each treated with 100 pL
octadeuterated 3 as an internal standard (30 ng/mL in 95% water:5% CH3CN) and vortexed, then
quenched with 400 uL CH3;CN and vortexed. The samples were centrifuged (3500 rpm, 10 min,

15°C) and 400 pL of supernatant was transferred to a fresh well-plate. The samples were
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evaporated to dryness with N; (ca. 60 min, 55°C) and the residue was reconstituted in 100 uL
95%water/5% CH;CN with vortexing. The plate was covered with a CapMat piercable cover for
analysis by HPLC/MS/MS.

A milder sample preparation, incorporating no incubation time, was employed using the
following procedure to evaluate concentrations of 6 in rat plasma. No more than 1 min
processing time was allowed for analyte stock solution (2 pL) and deuterated 3 internal standard
solution (200 pL) to be added to the blank plasma (198 uL) in an Eppendorf tube, vortexed and
quenched with CH3CN (800 pL). The procedure was repeated in triplicate; then the samples
were centrifuged (14K, 10 min, ambient temperature). An aliquot of the supernatant (20 pL)
was diluted with 180 uL water in a siliconized sample vial insert. The samples were vortexed
for analysis.

HPLC/MS/MS analysis of the samples was performed using Shimadzu HPLC pumps and
a CTC Pal HTS autosampler coupled to an Applied Biosystems API 4000 mass spectrometer.
Sample injections (40 pL) were made onto a Clipeus Cg (2.1 x 30 mm) column at a 400 pL./min
flowrate with the following HPLC program (Mobile Phase A = 85:5:10 water: CH3;CN:(25 mM
ammonium acetate, pH 3.5), Mobile Phase B =90:10 CH3CN:(25 mM ammonium acetate, pH
3.5)): 1) 0.5 minute isocratic at 80% A:20% B; 2) 3.0 minute linear gradient to 10% A:90% B;
3) 0.5 minute isocratic at 10% A:90% B; 4) 0.1 minute linear gradient to 80% A:20% B; 5) 0.6
min isocratic at 80% A:20% B. The mass spectrometer was operated with multiple reaction
monitoring data acquisition switching between transitions for 3 (m/z 442.5—375.4), 6 (m/z
478.5—429.4) and deuterated 3 (m/z 450.5—383.4). Data processing was performed using

Analyst 1.2 software provided with the mass spectrometer.
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Table S2: Average concentrations of 3 found in plasma and solvent standards of 6 and 3

controls
Th;z;::litc al Detecteq
Parent Compound Conceniration Concentration
(ng/mL) of 3 (ng/mL)
3*t=1h (plasma) 1 1.02
5 4.81
10 9.52
50 51.6
100 97.7
500 545
1000 1030
6* t=1 h (solvent) 5 0.118
500 2.61
6* t=1h (plasma) 1 1.15
5 5.62
10 11.8
50 61.3
100 128
500 653
1000 1270
6 t =1 min (plasma) 1000 71.4

* average value, n =2

Table S2 lists the average concentration of 3 found in each sample of 6 standard. Compound 6
reverted quantitatively to 3 ex-vivo in rat plasma within 1 hour at 4°C, while solvent standards

demonstrated less than 3% reversion at concentrations of 5 or 500 ng/mL under identical



experimental conditions. Significant levels of reversion were still observed (<15%) after
reducing the sample processing time to 1 min. Thus, 6 rapidly reverted to 3 in plasma, even

under mild sample handling conditions.

Determination of in vivo MetAP2 inhibition.
Species and dosing. All animals were maintained following to the Praecis Pharmaceutical
Institutional Animal Care and Use Committee (IACUC) guidelines, in accordance with the
Guide for the Care and Use of Laboratory Animals as adopted by the US National Institutes of
Health. Male Sprague-Dawley rats (200-225 g) were purchased from Charles River Laboratories
(Wilmington, MA) 5 days before the study start. Food (Harlan 2018 18% Protein Rodent Diet)
and water were available at libitum. Compounds 3-8 were formulated in 11% HPCD / WFI, with
or without 10 mM NH4OAc, pH 5, to inhibit recyclization of HCI adducts prior to
administration. Dosing was performed according to the study design below, using 25G butterfly
infusion sets and 5 cc syringes for IV administration and 18G feeding needles with 3 cc syringes

for PO administration, respectively.

Conc Dose vol. Dose (mg /
Group Treatment Route
(mg/ml) (mL / kg) kg)
1 vehicle PO 0 5 0
2 3 PO 0.6 5 3
3 4 PO 0.6 5 3
4 5 PO 0.6 5 3
5 6 PO 0.3 10 3
6 7 PO 0.6 5 3
7 8 PO 0.6 5 3
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Sample collection and preparation. Blood was collected from the jugular vein of each conscious
rat (~500 uL) 2 - 4 h following administration. Approximately 24 h following compound
administration, animals were anesthetized with Isoflurane inhalant anesthetic, and blood was
collected via cardiac puncture prior to euthanizing animals with an overdose of CO,. Following
euthanasia, liver and thymus were collected from each animal. Immediately following the initial
collection of blood, samples were placed into microtainers containing EDTA. Samples were
briefly placed on a tilt table, then centrifuged at 6000 g for 8 min in an Eppendorf centrifuge
(Brinkmann Inc., Westbury, NY). Plasma (supernatant) was pipetted into 1.2 silanized
Eppendorf tubes (Corning, Corning, NY) and stored at -80°C until analysis. Immediately
following the 24 h collection, ~ 0.5 mL of each sample was placed in microtainers containing
EDTA, and processed as described above. The remaining blood samples, ~ 5 mL / rat, were
placed into 5 mL tubes containing EDTA (Becton-Dickinson), pooled by group into 50 mL
conical tubes, and placed on ice until analyzed for free MetAP2 content. Organs were

immediately frozen with liquid nitrogen and stored at -80°C until analysis.

Plasma sample analysis and free MetAP2 levels. Plasma samples were thawed at room
temperature for determination of plasma drug levels. Two hundred uL of each plasma sample
was transferred to a microcentrifuge tube to which 100 puL of a 5 ng / mL solution of 3-d8 was
added as an internal standard. Standard curve samples were prepared for each analyte in blank
rat plasma (points: 0.05, 0.2, 2, 5, 20 ng / mL). Protein was precipitated by adding 0.5 mL
acetonitrile and vortexing. The tubes were then centrifuged at 14,000 rpm for 10 min at room
temperature in a tabletop microcentrifuge. The resulting supernatants were transferred to clean
microcentrifuge tubes and dried under nitrogen for 30 min at 50°C. The samples were then

reconstituted with water to ~ 100 uL followed by vortexing and centrifugation. The resulting
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supernatants were transferred to LC autosampler vials, and 40 uL was injected into a Clipeus C8

HPLC column and separated by ~4.5 min gradient elution. LC/MS/MS analysis was achieved

using a Sciex 4000 triple quadropole mass spectrometer using multiple reaction monitoring data

acquisition including transitions appropriate for each analyst. Quantitation was performed with

Analyst 2.1 software (PE Sciex). Determination of free MetAP2 content in plasma and

homogenized tissue samples was performed by ELISA methods as described previously.”

Table S3. Plasma exposure data as determined by LC/MS/MS.

Rat # Compound Dose Exposure (ng/mL)*
Dosed 2h° 24h
1 0.94 BLQ
2 3 3.0 mg/ kg PO 1 BLQ
3 1.2 0.05
4 11.5 1.5
5 4 3.0 mg/kg PO 8.1 0.52
6 8.5 0.13
7 15.5 0.56
8 5 3.0 mg/kg PO 11.1 0.08
9 17.1 0.93
10 0.12 BLQ
11 6° 3.0 mg/ kg PO 0.16 BLQ
12 0.15 BLQ
13 6.1 BLQ
14 7 3.0 mg/ kg PO 4 BLQ
15 3 BLQ
16 1.7 BLQ
17 8 3.0 mg/kg PO 2.3 BLQ
18 2.2 BLQ

*Limit of quantitation: 0.05 — 0.1 ng/mL for all compounds except 8 (0.2 ng/mL)

°4h for compound 6

‘Quantitated as 3 only; no parent 6 detected

Quantitated as 8 only; no parent 7 detected
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CIF File for Compound 4

data 38593
_audit creation date
_audit creation method

Olex2 1.2

(compiled May 9 2012 12:37:22,
_publ contact author address
_publ contact author email
_publ contact author name
_publ contact author phone
_chemical name common
_chemical name systematic
,?
_chemical formula moiety
_chemical formula sum
_chemical formula weight
_chemical absolute configuration
_chemical melting point
loop

_atom type symbol

_atom type description

_atom type scat dispersion real
_atom type scat dispersion imag

_atom type scat source

2012-06-08

GUI svn.r4230)

- 0 )

[AS IV}

'C22 H38 N2 O7'
'C22 H38 N2 O7'
442 .54

unk
?

'C' 'C' 0.0181 0.0091 '"International Tables Vol C Tables

6.1.1.4"

'H' '"H' 0.0000 0.0000 'International Tables Vol C Tables

6.1.1.4"

'N' 'N' 0.0311 0.0180 'International Tables Vol C Tables

6.1.1.4"

'O' 'O' 0.0492 0.0322 'International Tables Vol C Tables

6.1.1.4"

_symmetry cell setting
_space_group IT number
_symmetry space group name H-M
_symmetry space group name Hall

loop
_space_group symop_ id

__space group symop operation xyz

1'%, vy, z
_cell length a
~cell length b

_cell length c
~cell angle alpha

'triclinic'

lP ll
IP ll

20.5447(15)
20.5837(16)
23.010(2)
109.756(5)

and

and

and

and
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_cell angle beta 90.293(5)

_cell angle gamma 116.210(5)
_cell volume 8077.7(11)
_cell formula units 7 12

_cell measurement reflns used 9967
_cell measurement temperature 100 (2)
_cell measurement theta max 49.88
_cell measurement theta min 3.64
_exptl absorpt coefficient mu 0.665
_exptl absorpt correction T max 0.7500
_exptl absorpt correction T min 0.5611
_exptl absorpt correction type multi-scan

_exptl absorpt process details

SADABS-2008/1 (Bruker,2008) was used for absorption correction.
wR2 (int) was 0.1139 before and 0.0644 after correction.

The Ratio of minimum to maximum transmission is 0.7481.

The \1/2 correction factor is 0.0015.

I3

_exptl crystal colour 'colourless'
_exptl crystal density diffrn 1.092

_exptl crystal density meas .

_exptl crystal density method 'not measured'
_exptl crystal description 'plate’

_exptl crystal F 000 2880

_exptl crystal size max 0.431

_exptl crystal size mid 0.213

_exptl crystal size min 0.034

_exptl special details
?

_diffrn reflns av R equivalents 0.0874

_diffrn reflns av unetI/netI 0.1464
_diffrn reflns limit h max 20
_diffrn reflns limit h min -20
_diffrn reflns limit k max 20
_diffrn reflns limit k min -20
_diffrn reflns limit 1 max 22
_diffrn reflns limit 1 min -22
_diffrn reflns number 47508
_diffrn reflns theta full 50.51
_diffrn reflns theta max 50.51
_diffrn reflns theta min 2.08
_diffrn ambient temperature 100.01

_diffrn detector area resol mean 8
_diffrn measured fraction theta full 0.987
_diffrn measured fraction theta max 0.987

_diffrn measurement device type 'Bruker Kappa APEX CCD area detector'
_diffrn measurement method "\w and \f scans'

_diffrn radiation monochromator 'MX optics'

_diffrn radiation type CuK\a

_diffrn radiation wavelength 1.54178

_diffrn radiation source microsource



_diffrn standards number
_reflns number gt

_reflns number total

_reflns threshold expression
_computing cell refinement
_computing data collection
_computing data reduction
_computing molecular graphics
O. V. Dolomanov, L. J. Bourhis,
Puschmann,

OLEX2: a complete structure solution, refinement and analysis program.

0

19499

30860

>2sigma (I)

'SAINT V7.23A (Bruker, 2005)"
'APEX2 V2.1-4 (Bruker, 2007)"
'Bruker SAINT'

R. J. Gildea, J. A. K. Howard and H.

J. Appl. Cryst. (2009). 42, 339-341.

_computing publication material
O. V. Dolomanov, L. J. Bourhis,
Puschmann,

OLEX2: a complete structure solution, refinement and analysis program.

R. J. Gildea, J. A. K. Howard and H.

J. Appl. Cryst. (2009). 42, 339-341.

_computing structure refinement
XL, G.M. Sheldrick, Acta Cryst.
(2008) . A64, 112-122

I3

_computing structure solution

XM, G.M. Sheldrick, Acta Cryst.
(2008) . A64, 112-122

_refine diff density max
_refine diff density min
refine diff density rms

_refine 1s abs structure details
881"

_refine 1s abs structure Flack
_refine 1ls extinction coef
_refine 1s extinction expression

0.597
-0.352
0.086
'Flack H D (1983), Acta Cryst. A39,

-0.1(2)
0.00111(8)

'"Fch*7=kFc[1+0.001xFc”2"\1"3"/sin (2\qg) 1"-1/4""

_refine 1ls extinction method
_refine 1s goodness of fit ref
_refine 1ls hydrogen treatment
_refine 1s matrix type
_refine ls number parameters
_refine 1s number reflns
_refine 1s number restraints
_refine 1s R factor all
_refine 1s R factor gt
_refine 1s restrained S all
_refine 1s shift/su max
_refine 1s shift/su mean
_refine 1ls structure factor coef
_refine 1s weighting details

SHELXL
0.963
mixed
full
3373
30860
7747
0.1363
0.1007
0.932
0.001
0.000
Fsqgd

876-
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'‘calc w=1/[\s"2" (Fo”2")+(0.1781P)"2"+0.0000P] where P=(Fo"2"+2Fc”"2")/3"

_refine 1s weighting scheme calc
_refine 1ls wR factor gt 0.2487
_refine 1ls wR factor ref 0.2757

_refine special details

Refinement of F"2” against ALL reflections. The weighted R-factor wR and

goodness of fit S are based on F"2”, conventional R-factors R are based

on F, with F set to zero for negative F”*2”. The threshold expression of

Fr27 > 2sigma (F*2”) is used only for calculating R-factors(gt) etc. and
is

not relevant to the choice of reflections for refinement. R-factors
based

on F"2” are statistically about twice as large as those based on F, and
R_

factors based on ALL data will be even larger.

Each crystallographically unique molecule was refined such that
chemically
equivalent bonds were restrained to be equivalent to those in Molecule 1.

Global rigid bond (esds = 0.004 0.008) and similarity (esds = 0.01 0.02)
restraints were applied to keep displacement parameters reasonable.
Despite these restraints, there are still elongated ellipsoids which
indicate

disorder that was not modeled.

Regions of diffuse residual electron density could not be modeled as
solvent

molecules. The electronic contributions of these disordered solvents
were

removed from the data via the solvent-masking procedure in Olex2.

Several hydrogen bond donors lack appropriate acceptors. It is possible

that
the acceptors would be found on solvent molecules that were removed.

4

_atom sites solution hydrogens geom
_atom sites solution primary dual
_atom sites solution secondary difmap
loop

_atom site label

_atom site type symbol
_atom site fract x
_atom site fract y
_atom site fract z

_atom site U iso or equiv
_atom site adp type
_atom site occupancy

_atom site symmetry multiplicity
_atom site calc flag

_atom site refinement flags
_atom site disorder assembly
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_atom site disorder group

01 O 0.2961(3) 0.6428(3) 0.3686(3) 0.0387(14) Uani
02 0 0.4095(3) 0.6559(3) 0.4442(3) 0.0404(15) Uani
H20 H 0.4400 0.6982 0.4418 0.061 Uiso 1 1 calc R .
03 0 0.2588(3) 0.5834(3) 0.2438(3) 0.0355(15) Uani
H30 H 0.2192 0.5815 0.2548 0.053 Uiso 1 1 calc R .
04 O 0.5087(3) 0.7087(3) 0.2973(3) 0.0343(14) Uani
05 0 0.4980(3) 0.5674(3) 0.2747(3) 0.0377(14) Uani
06 O 0.6168(3) 0.6274(4) 0.2630(3) 0.0436(17) Uani
07 O 0.4927(3) 0.4259(4) 0.0601(3) 0.0547(19) Uani
N1 N 0.5222(4) 0.5542(4) 0.1804(3) 0.0408(17) Uani
HIN H 0.4738 0.5282 0.1694 0.049 Uiso 1 1 calc R .

DU

DU
DU
DU
DU
DU

[ N =S S S
el el
Q. 0 0 0 Q

11dDU

11dDU

N2 N 0.6117(4) 0.4647(5) 0.0886(5) 0.062(3) Uani 1
H2NA H 0.6067 0.4184 0.0652 0.075 Uiso 1 1 calc R .
H2NB H 0.6552 0.5024 0.1107 0.075 Uiso 1 1 calc R .
Cl C 0.3559(3) 0.6775(4) 0.3366(3) 0.0357(15) Uani
C2 C 0.4009(3) 0.6328(4) 0.3321(4) 0.0350(15) Uani
H2 H 0.3836 0.5898 0.2897 0.042 Uiso 1 1 calc R . .
C3 C 0.4850(3) 0.6762(4) 0.3438(4) 0.0336(16) Uani
H3 H 0.5040 0.7191 0.3865 0.040 Uiso 1 1 calc R . .
C4 C 0.5146(4) 0.6181(4) 0.3400(3) 0.0377(16) Uani
H4 H 0.5694 0.6481 0.3540 0.045 Uiso 1 1 calc R . .
C5 C 0.4822(4) 0.5674(5) 0.3779(4) 0.0422(19) Uani

H5A H 0.5048 0.5992 0.4228 0.051 Uiso 1 1 calc R .
H5B H 0.4950 0.5242 0.3642 0.051 Uiso 1 1 calc R .
Co C 0.3981(4) 0.5328(4) 0.3711(5) 0.0406(19) Uani
H6A H 0.3743 0.4914 0.3287 0.049 Uiso 1 1 calc R .
H6B H 0.3811 0.5087 0.4025 0.049 Uiso 1 1 calc R .
C7 C 0.3764(4) 0.5954(4) 0.3807(3) 0.0402(16) Uani
C8 C 0.2945(4) 0.5731(4) 0.3724(5) 0.0383(18) Uani
H8A H 0.2662 0.5266 0.3334 0.046 Uiso 1 1 calc R .
H8B H 0.2731 0.5627 0.4087 0.046 Uiso 1 1 calc R .
C9 C 0.3172(4) 0.6624(4) 0.2719(3) 0.0392(18) Uani
H9 H 0.2934 0.6971 0.2803 0.047 Uiso 1 1 calc R
Cl0 C 0.3649(4) 0.6792(6) 0.2230(4) 0.049(2) Uani

11dDU

1 1dDU

H10A H 0.4121 0.7272 0.2444 0.058 Uiso 1 1 calc R .

H10B H 0.3765 0.6355 0.2039 0.058 Uiso 1 1 calc R
Cl1 C 0.3307(5) 0.6895(7) 0.1720(4) 0.062(3) Uani
H11 H 0.3106 0.7245 0.1867 0.074 Uiso 1 1 calc R .
Cl2 C 0.3232(7) 0.6604(7) 0.1123(4) 0.082(3) Uani
Cl13 C 0.3483(9) 0.6012(9) 0.0787(6) 0.107(4) Uani

1 1dDU
DU

11
11 DU

d
d

HI13A H 0.3875 0.6061 0.1071 0.161 Uiso 1 1 calc R .
H13B H 0.3672 0.6106 0.0417 0.161 Uiso 1 1 calc R .
H13C H 0.3066 0.5483 0.0654 0.161 Uiso 1 1 calc R .

Cl4 C 0.2906(9) 0.6861(10) 0.0695(7) 0.120(5) Uani

1 1dDU

H14A H 0.2375 0.6508 0.0559 0.181 Uiso 1 1 calc R .
H14B H 0.3145 0.6843 0.0326 0.181 Uiso 1 1 calc R .

H14C H 0.2991 0.7396 0.0926 0.181 Uiso 1 1 calc R
Cl5 C 0.3988(4) 0.7640(4) 0.3773(4) 0.043(2) Uani

1 1dDU

H15A H 0.3659 0.7877 0.3814 0.065 Uiso 1 1 calc R .
H15B H 0.4397 0.7897 0.3578 0.065 Uiso 1 1 calc R .

H15C H 0.4183 0.7704 0.4190 0.065 Uiso 1 1 calc R
Cle C 0.5800(4) 0.7769(5) 0.3186(5) 0.046(3) Uani

1 1dDU

H16A H 0.5971 0.7916 0.2830 0.069 Uiso 1 1 calc R .
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H16B H 0.6151 0.7653 0.3364 0.069 Uiso 1 1 calc R .
H16C H 0.5764 0.8202 0.3507 0.069 Uiso 1 1 calc R .

C1l7
Cc1s8
H18
Cl9
Cc20
H20
cz21

H21A H 0.6411 O.
H21B H 0.5789 0.
H21C H 0.5741 O.

[OR="NONON:-NON@

OO OO O oo

C22 C 0.5569(8)

H22A H 0.5288 0.
H22B H 0.5407 O.
H22C H 0.6096 O.

OlA O 0.0431(4)
O2A O -0.0278(4)

H20A H
O3A O 0.1495(3)

H30A H 0.1692 0.
.0215(3)
.1282(3)
.1094 (3)
.3693(3)
.2118(3)
HINA H 0.2360 O.

04Aa
O5A
O6A
O7A
N1A

Z O O OO0

7102 0.1507

0.6490 (4)
0.5611(5)

0

.5509(3) 0.5859(5) 0.2411(3) 0.0337(19) Uani
.5654(5) 0.5595(4) 0.1309(3) 0.0480(18) Uani
.6187 0.5938 0.1506 0.058 Uiso 1 1 calc R .
.5540(4) 0.4776(4) 0.0905(4) 0.043(2) Uani 1
.5438(6) 0.5953(5) 0.0897(4) 0.056(2) Uani 1
.4902 0.5619 0.0707 0.067 Uiso 1 1 calc R .
.5884(7) 0.5981(8) 0.0373(5) 0.073(3) Uani 1
6247 0.0553 0.109 Uiso 1 1 calc R .
6267 0.0149 0.109 Uiso 1 1 calc R .
5447 0.0081 0.109 Uiso 1 1 calc R .
0.6768(6) 0.1328(5) 0.078(4) Uani 1
6725 0.1668 0.117 Uiso 1 1 calc R .
6998 0.1086 0.117 Uiso 1 1 calc R .

0.117 Uiso 1 1 calc R .

-0.0340 0.5973 0.1154 0.122 Uiso 1 1 calc R
2964 (4) 0.059(2) Uani 1 1 d DU

O O O O O

N2A N 0.3373(4)

H2NC H 0.3821 O.
H2ND H 0.3022 O.

Ccla
C2A
H2A
C3A
H3A
C4Aa
H4A
ChA

H5AA H 0.0058 O.
H5AB H 0.0862 O.

C
C
H
C
H
C
H
C

0.
0.

0271 (4)
0532 (5)

0.6191 (4)

0.

6655 0.3226

0.4141 (4)
0.4682 (4)
0.3442 (4)
0.4992 (4)
0.4462 (4)

O O O O

o

4974 0.1524

0.3933(6)

0.

4117 0.0692
3474 0.0526

0.5695(5)
0.5414 (4)

0.
0.

0.088 Uiso 1 1 calc R .

.1728(3) 0.0542(17) Uani
.0971(3) 0.0461(15) Uani
.0629(3) 0.0532(19) Uani
.1665(4) 0.068(2) Uani 1
.1326(3) 0.0376(17) Uani

0.045 Uiso 1 1 calc R .
0779 (4) 0.071(3) Uani 1
0.085 Uiso 1 1 calc R .
0.085 Uiso 1 1 calc R .
2406 (4) 0.0624(18) Uani
1791 (3) 0.0553(18) Uani

0.1065 0.5575 0.1909 0.066 Uiso 1 1 calc R .

0.

0168 (5)

0.4551 (4)

0.

1359(4) 0.0534(18) Uani

-0.0366 0.4376 0.1226 0.064 Uiso 1 1 calc R .

0.

0517 (4)

0.4451(5)

0.

0771(4) 0.0565(18) Uani

0.0257 0.3892 0.0472 0.068 Uiso 1 1 calc R .

0.

0560 (6)

C6A C 0.0903(5)

H6AA H 0.1432 O.
H6AB H 0.0865 O.

C7A C 0.0506(4)
C8A C 0.0778(5)

H8AA H 0.1323 0.
H8AB H 0.0619 O.

CO9A C 0.0724(4)

Cl0A
H10C
H10D
CllA
H11A

T Q@D T Q
[cNeoNoNeoNe

.0567(6)

0.4989(5)

0

4823 0.0222
4941 0.0098

0.5851(6)

0.

6047 0.1042
6176 0.0671

0.5908 (5)
0.6697(5)

0

6970 0.2082
7033 0.1849

0.5800(5)

0.5057(6)

0.

.0429(4) 0.064(2) Uani 1

0.077 Uiso 1 1 calc R .
0.077 Uiso 1 1 calc R .
0889(4) 0.068(2) Uani 1
0.081 Uiso 1 1 calc R .
0.081 Uiso 1 1 calc R .

.1432(4) 0.0660(19) Uani
0.

1964 (4) 0.063(2) Uani 1
0.075 Uiso 1 1 calc R .
0.075 Uiso 1 1 calc R .

= =

R

=

[ T SRR

Q.

DU
DU

DU

DU

.2467(3) 0.0628(17) Uani 1 1 d DU
0.1193(5) 0.082(3) Uani 1 1 d DU

d DU
d DU
d DU
DU .
d DU

DU

d DU

DU
DU

d DU
DU

3002 (4) 0.058(2) Uani 1 1 d DU
HS9A H 0.0634 0.6156 0.3374 0.070 Uiso 1 1 calc R .

.0027 0.4734 0.3072 0.083 Uiso 1 1 calc R .
.0750 0.4745 0.2805 0.083 Uiso 1 1 calc R .

.0931(7)

0.5261(8)

.1444 0.5616 0.3852 0.104 Uiso 1 1 calc R .

0.3120(5) 0.069(3) Uani 1 1 d DU

0.3760(5) 0.087(3) Uani 1 1 d DU
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Cl2A
Cl3A
H13D
H13E
H13F
Cl4A
H14D
H14E
H14F
Cl5A
H15D
H15E
H15F
Cle6A
H16D
H16E
H16F
Cl7A
Cl8A
H18A
Cl9A
C20A
H20A
C21A
H21D
H21E
H21F
C22A
H22D
H22E
H22F

TITDTITCD QD@D OoDnDmoQ@DmDnDnQODDnTDO@DTDIm QO

cNoNoNoNoNoNoNoNoNoNoNoNe o]

.0691(8) 0.5052(11) 0.4208(6) 0.131(5) Uani 1 1 d DU
.1224(10) 0.5278(11) 0.4783(7) 0.148(7) Uani 1 1 d DU

.1511 0.4994 0.4671 0.222 Uiso 1 1 calc R .
.0947 0.5143 0.5107 0.222 Uiso 1 1 calc R .
.1558 0.5842 0.4944 0.222 Uiso 1 1 calc R .

0.0130(8) 0.4660(15) 0.4251(10) 0.203(10) Uani 1 1 d DU

0.0253 0.5053 0.4531 0.305 Uiso 1 1 calc R
0.0231 0.4252 0.4417 0.305 Uiso 1 1 calc R
0.0431 0.4425 0.3832 0.305 Uiso 1 1 calc R

0.0552(4) 0.5255(7) 0.2400(6) 0.068(3) Uani 1 1 d DU

0.0630 0.5266 0.2823 0.101 Uiso 1 1 calc R
0.0751 0.4711 0.2105 0.101 Uiso 1 1 calc R
0.0804 0.5504 0.2270 0.101 Uiso 1 1 calc R

0.0218(6) 0.3304(5) 0.1453(7) 0.078(4) Uani 1 1 d DU

0.0082 0.3103 0.1048 0.117 Uiso 1 1 calc R
0.0743 0.3162 0.1388 0.117 Uiso 1 1 calc R
0.0125 0.3077 0.1735 0.117 Uiso 1 1 calc R
.1469(4) 0.4137(4) 0.0954(5) 0.046(2) Uani
.2436(4) 0.3980(5) 0.1413(4) 0.0381(17) Uan
.2148 0.3430 0.1102 0.046 Uiso 1 1 calc R .
.3227(4) 0.4346(5) 0.1291(4) 0.050(2) Uani
.2440(5) 0.3989(6) 0.2085(4) 0.050(2) Uani
.2703 0.4547 0.2387 0.060 Uiso 1 1 calc R .
.2835(7) 0.3568(8) 0.2211(6) 0.080(4) Uani
.2532 0.3003 0.1983 0.120 Uiso 1 1 calc R .
.2919 0.3683 0.2662 0.120 Uiso 1 1 calc R .
.3310 0.3745 0.2069 0.120 Uiso 1 1 calc R .
.1627(5) 0.3623(7) 0.2186(5) 0.066(3) Uani
.1432 0.3990 0.2225 0.100 Uiso 1 1 calc R .
.1608 0.3513 0.2569 0.100 Uiso 1 1 calc R .
.1328 0.3135 0.1825 0.100 Uiso 1 1 calc R .

O1B O 0.6998(4) 0.0691(4) 0.1434(4) 0.0719(19) Uani
0O2B O 0.7341(5) 0.0788(6) 0.0245(5) 0.101(3) Uani 1
H20B H 0.7315 0.0356 0.0022 0.151 Uiso 1 1 calc R .
O3B O 0.6116(3) 0.1314(5) 0.2041(4) 0.060(2) Uani 1
H30B H 0.5934 0.1211 0.1674 0.091 Uiso 1 1 calc R .
.7168(4) 0.2788(4) 0.1158(4) 0.079(2) Uani 1

04B
O5B
06B
O7B
N1B

=Z O O O0O0
oo ooo

.5814(4) 0.1746(4) 0.0300(4) 0.0691(18) Uani
.6033(4) 0.2955(5) 0.0346(5) 0.080(3) Uani 1
.3681(3) 0.1852(4) 0.0920(4) 0.065(2) Uani 1
.5171(4) 0.2259(5) 0.0813(4) 0.0553(19) Uani

HINB H 0.4976 0.1831 0.0896 0.066 Uiso 1 1 calc R .
N2B N 0.3870(5) 0.2642(6) 0.0389(5) 0.080(3) Uani 1
H2NE H 0.3408 0.2387 0.0193 0.096 Uiso 1 1 calc R .
H2NF H 0.4190 0.3051 0.0317 0.096 Uiso 1 1 calc R .
.7185(4) 0.1506(5) 0.1539(4) 0.0684(19) Uani
.6750(5) 0.1434(5) 0.0949(4) 0.0680(19) Uani
.6253 0.1361 0.1043 0.082 Uiso 1 1 calc R .

.7047(5) 0.2081(5) 0.0684(4) 0.072(2) Uani 1
.7530 0.2141 0.0561 0.086 Uiso 1 1 calc R .

.6505(5) 0.1822(6) 0.0095(4) 0.079(2) Uani 1 1 d DU
.6693 0.2221 -0.0101 0.095 Uiso 1 1 calc R .
.6290(7) 0.1003(6) -0.0396(4) 0.084(3) Uani 1 1 d DU
H5BA H 0.6715 0.1017 -0.0601 0.101 Uiso 1 1 calc R

C1lB
C2B
H2B
C3B
H3B
C4B
H4B
C5B

QD Q- QI QO

O O OO OO o

1
i

1
1

1

)
Qoo

1

1

[EE.

0,

Q.

[oF

d

DU
d DU

DU
DU

DU

DU

d DU
DU

DU
DU .
d DU
DU
DU .
d DU

DU

DU
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H5BB H 0.5880 0.0854 -0.0723 0.101 Uiso 1 1 calc R

CéB C 0.6050(6) 0.0384(6) -0.0100(5) 0.093(3) Uani 1 1 d DU
H6BA H 0.5575 0.0300 0.0041 0.111 Uiso 1 1 calc R .

H6BB H 0.5981 -0.0120 -0.0416 0.111 Uiso 1 1 calc R

C7B C 0.6634(5) 0.0659(5) 0.0450(4) 0.080(2) Uani 1 1 d DU
C8B C 0.6494(5) 0.0162(5) 0.0840(4) 0.072(2) Uani 1 1 d DU
H8BA H 0.5976 -0.0050 0.0903 0.087 Uiso 1 1 calc R

H8BB H 0.6599 -0.0280 0.0633 0.087 Uiso 1 1 calc R

CO9B C 0.6898(4) 0.1781(5) 0.2147(4) 0.068(2)

HSB H 0.7109 0.1662 0.2466 0.082 Uiso 1 1 calc R .

Uani 1 1 d DU

Cl10B C 0.7101(6) 0.20640(5) 0.2445(5) 0.070(2) Uani 1 1 d DU
H10E H 0.7639 0.2956 0.2479 0.084 Uiso 1 1 calc R .
H10F H 0.06847 0.2764 0.2164 0.084 Uiso 1 1 calc R .
Cl11B C 0.6910(6) 0.2878(6) 0.3077(5) 0.073(3) Uani DU
H11B H 0.6600 0.2460 0.3197 0.087 Uiso 1 1 calc R .
Cl2B C 0.7104(7) 0.3564(6) 0.3483(5) 0.085(3) Uani DU
Cl13B C 0.7543(9) 0.4278(7) 0.3322(8) 0.124(6) Uani DU
H13G H 0.8023 0.4608 0.3605 0.185 Uiso 1 1 calc R .
H13H H 0.7272 0.4577 0.3371 0.185 Uiso 1 1 calc R .
H13TI H 0.7618 0.4109 0.2887 0.185 Uiso 1 1 calc R .
Cl4B C 0.6893(8) 0.3744(9) 0.4131(5) 0.102(4) Uani DU
H14G H 0.6535 0.3256 0.4167 0.153 Uiso 1 1 calc R .
H14H H 0.6674 0.4094 0.4190 0.153 Uiso 1 1 calc R .
H14I H 0.7335 0.3998 0.4454 0.153 Uiso 1 1 calc R .
C15B C 0.8020(4) 0.1963(7) 0.1623(6) 0.080(4) Uani DU
H15G H 0.8251 0.1823 0.1901 0.120 Uiso 1 1 calc R .
H15H H 0.8176 0.2525 0.1809 0.120 Uiso 1 1 calc R .
H15I H 0.8170 0.1836 0.1213 0.120 Uiso 1 1 calc R .
Cl6B C 0.7626(7) 0.3482(7) 0.1032(8) 0.104(4) Uani DU
H16G H 0.7346 0.3513 0.0706 0.156 Uiso 1 1 calc R .
H16H H 0.8064 0.3453 0.0889 0.156 Uiso 1 1 calc R .
H16I H 0.7778 0.3948 0.1417 0.156 Uiso 1 1 calc R .
Cl7B C 0.5694(5) 0.2364(5) 0.0466(5) 0.060(2) Uani DU
Cl18B C 0.4910(4) 0.2834(5) 0.1061(4) 0.056(2) Uani DU
H18B H 0.5169 0.3272 0.0912 0.067 Uiso 1 1 calc R .
Cl19B C 0.4083(4) 0.2412(6) 0.0789(5) 0.059(2) Uani DU
C20B C 0.5042(5) 0.3166(6) 0.1783(4) 0.066(2) Uani DU
H20B H 0.4816 0.2719 0.1926 0.080 Uiso 1 1 calc R .
C21B C 0.4675(7) 0.3675(7) 0.2017(7) 0.089(4) Uani DU
H21G H 0.4834 0.4069 0.1827 0.134 Uiso 1 1 calc R .
H21H H 0.4815 0.3937 0.2475 0.134 Uiso 1 1 calc R .
H21I H 0.4138 0.3350 0.1899 0.134 Uiso 1 1 calc R .
C22B C 0.5880(5) 0.3621(8) 0.2047(7) 0.092(4) Uani DU
H22G H 0.6074 0.3250 0.1987 0.138 Uiso 1 1 calc R .
H22H H 0.5967 0.3934 0.2496 0.138 Uiso 1 1 calc R .
H22I H 0.6130 0.3967 0.1824 0.138 Uiso 1 1 calc R .

OlC O 0.4782(3) 0.1202(3) 0.2609(3) 0.0418(14) Uani 1 1 d DU
02C O 0.3882(3) 0.1511(4) 0.3427(3) 0.0452(16) Uani 1 1 d DU
H20C H 0.4181 0.1814 0.3767 0.068 Uiso 1 1 calc R . .

03C O 0.4870(3) 0.1216(4) 0.1450(3) 0.0392(16) Uani 1 1 d DU
H30C H 0.4985 0.1597 0.1791 0.059 Uiso 1 1 calc R . .

04C O 0.2465(3) 0.0260(4) 0.1731(3) 0.0547(18) Uani 1 1 d DU
O5C O 0.2661(3) 0.1724(4) 0.1972(3) 0.0475(16) Uani d DU
06C O 0.1416(3) 0.1102(5) 0.1661(4) 0.075(2) Uani 1 DU

=
Q

26



O7C O 0.2294(3) 0.2305(4) 0.0200(4) 0.0537(19) Uani 1 1 d DU
NI1C N 0.2216(4) 0.1503(5) 0.1024(3) 0.055(2) Uani 1 1 d DU
HINC H 0.2683 0.1786 0.1017 0.066 Uiso 1 1 calc R . .

N2C N 0.1112(4) 0.1946(5) 0.0320(4) 0.054(2) Uani 1 1 d DU
H2NG H 0.1123 0.2352 0.0263 0.064 Uiso 1 1 calc R .

H2NH H 0.0706 0.1606 0.0391 0.064 Uiso 1 1 calc R . .
.4080(4) 0.0710(4) 0.2157(3) 0.0409(16) Uani 1 1 d DU

cicco

C2C C 0.3681(3) 0.1221(4) 0.2311(4) 0.0390(17) Uani 1 1 d DU
H2C H 0.3769 0.1481 0.2001 0.047 Uiso 1 1 calc R .

C3C C 0.2854(3) 0.0854(4) 0.2319(4) 0.0471(19) Uani 1 1 d DU
H3C H 0.2758 0.0616 0.2643 0.057 Uiso 1 1 calc R .

C4C C 0.2608(4) 0.1485(5) 0.2499(4) 0.0518(18) Uani 1 1 d DU
H4C H 0.2081 0.1252 0.2554 0.062 Uiso 1 1 calc R .

C5C C 0.3075(4) 0.2207(5) 0.3087(4) 0.053(2) Uani 1 1 d DU

H5CA H 0.2953 0.2074 0.3461 0.063 Uiso 1 1 calc R .

H5CB H 0.2945 0.2624 0.3112 0.063 Uiso 1 1 calc R . .

CoC C 0.3914(4) 0.2528(5) 0.3105(5) 0.053(2) Uani 1 1 d DU
H6CA H 0.4066 0.2779 0.2795 0.063 Uiso 1 1 calc R .

H6CB H 0.4186 0.2927 0.3528 0.063 Uiso 1 1 calc R . .

C7C C 0.4093(4) 0.1860(4) 0.2953(4) 0.0452(16) Uani 1 1 d DU
C8C C 0.4875(4) 0.1996(4) 0.2895(5) 0.044(2) Uani 1 1 d DU
H8CA H 0.5082 0.2294 0.2624 0.053 Uiso 1 1 calc R .

H8CB H 0.5201 0.2281 0.3312 0.053 Uiso 1 1 calc R .

C9C C 0.4284(4) 0.0526(5) 0.1493(3) 0.047(2) Uani 1 1 d DU
HO9C H 0.4482 0.0149 0.1442 0.057 Uiso 1 1 calc R .

Cl0C C 0.3675(5) 0.0161(6) 0.0924(4) 0.054(2) Uani 1 1 d DU
H10G H 0.3232 -0.0266 0.0977 0.065 Uiso 1 1 calc R

H10H H 0.3541 0.0562 0.0909 0.065 Uiso 1 1 calc R .

Cl1C C 0.3888(6) -0.0158(6) 0.0322(4) 0.071(3) Uani 1 1 d DU
H11C H 0.4227 0.0223 0.0179 0.085 Uiso 1 1 calc R .

Cl2C C 0.3684(8) -0.0868(6) -0.0036(5) 0.086(3) Uani 1 1 d DU
Cl13C C 0.3248(12) -0.1524(8) 0.0184(9) 0.146(7) Uani 1 1 d DU
H13J H 0.3199 -0.1304 0.0621 0.218 Uiso 1 1 calc R

H13K H 0.3504 -0.1835 0.0153 0.218 Uiso 1 1 calc R

H13L H 0.2756 -0.1859 -0.0081 0.218 Uiso 1 1 calc R .

Cl4C C 0.3998(10) -0.1073(10) -0.0632(7) 0.136(7) Uani 1 1 d DU
H14J H 0.4213 -0.0621 -0.0757 0.204 Uiso 1 1 calc R .

H14K H 0.3602 -0.1518 -0.0970 0.204 Uiso 1 1 calc R

H14L H 0.4380 -0.1210 -0.0552 0.204 Uiso 1 1 calc R

Cl5C C 0.3703(5) -0.0044(5) 0.2276(5) 0.045(2) Uani 1 1 d DU
H15J H 0.4049 -0.0252 0.2277 0.067 Uiso 1 1 calc R

H15K H 0.3271 -0.0428 0.1945 0.067 Uiso 1 1 calc R

H15L H 0.3546 0.0063 0.2685 0.067 Uiso 1 1 calc R .

CleC C 0.1735(4) -0.0310(6) 0.1735(7) 0.073(4) Uani 1 1 d DU
H16J H 0.1499 -0.0690 0.1306 0.109 Uiso 1 1 calc R

H16K H 0.1441 -0.0045 0.1899 0.109 Uiso 1 1 calc R

Hl6L H 0.1769 -0.0581 0.2002 0.109 Uiso 1 1 calc R

Cl7C C 0.2043(4) 0.1403(6) 0.1552(4) 0.050(2) Uani 1 1 d DU
Cl8C C 0.1675(5) 0.1171(5) 0.0452(4) 0.056(2) Uani 1 1 d DU
H18C H 0.1172 0.0873 0.0533 0.067 Uiso 1 1 calc R .

Cl9C C 0.1704(4) 0.1846(5) 0.0299(5) 0.055(2) Uani 1 1 d DU
C20C C 0.1823(6) 0.0618(5) -0.0112(4) 0.070(3) Uani 1 1 d DU
H20C H 0.2328 0.0935 -0.0180 0.084 Uiso 1 1 calc R

C21C C 0.1298(6) 0.0334(7) -0.0705(5) 0.076(3) Uani 1 1 d DU
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H21J H 0.0795 0.0010 -0.0661 0.113 Uiso 1 1 calc R

H21K H 0.1435 0.0023 -0.1058 0.113 Uiso 1 1 calc R

H21L H 0.1322 0.0784 -0.0781 0.113 Uiso 1 1 calc R

C22C C 0.1849(7) -0.0034(6) 0.0058(7) 0.089(4) Uani 1 1 d DU
H22J H 0.2305 0.0186 0.0355 0.133 Uiso 1 1 calc R . .

H22K H 0.1835 -0.0444 -0.0324 0.133 Uiso 1 1 calc R .

H22L H 0.1423 -0.0259 0.0250 0.133 Uiso 1 1 calc R .

OlD O 0.6951(3) 1.0714(3) 0.4900(3) 0.0407(14) Uani 1 1 d DU
02D O 0.7014(3) 0.9382(4) 0.4163(3) 0.0381(15) Uani 1 1 d DU
H20D H 0.7248 0.9175 0.3943 0.057 Uiso 1 1 calc R . .

03D O 0.7205(3) 1.1433(3) 0.6159(3) 0.0373(15) Uani 1 1 d DU
H30D H 0.7304 1.1766 0.5994 0.056 Uiso 1 1 calc R . .

04D O 0.6087(3) 0.8790(3) 0.5632(3) 0.0341(14) Uani 1 1 d DU
O5D O 0.7438(3) 0.8937(3) 0.5857(3) 0.0365(14) Uani 1 1 d DU
06D O 0.6810(4) 0.7782(3) 0.5988(3) 0.0472(17) Uani 1 1 d DU
O7D O 0.8303(3) 0.9505(4) 0.7965(3) 0.0481(17) Uani 1 1 d DU
N1ID N 0.7307(4) 0.8941(4) 0.6805(3) 0.0400(17) Uani 1 1 d DU
HI1D H 0.7530 0.9453 0.6918 0.048 Uiso 1 1 calc R .

N2D N 0.7926(5) 0.8229(5) 0.7710(4) 0.055(2) Uani 1 1 d DU

H2NI H 0.8330 0.8323 0.7932 0.066 Uiso 1 1 calc R .
H2NJ H 0.7582 0.7743 0.7504 0.066 Uiso 1 1 calc R . .
.6509(3) 1.0210(4) 0.5229(3) 0.0362(15) Uani 1 1 d DU

ClD C O

C2D C 0.6939(4) 0.9770(4) 0.5275(4) 0.0319(15) Uani 1 1 d DU
H2D H 0.7258 1.0054 0.5702 0.038 Uiso 1 1 calc R . .

C3D C 0.6534(4) 0.8903(4) 0.5168(4) 0.0315(15) Uani 1 1 d DU
H3D H 0.6214 0.8600 0.4742 0.038 Uiso 1 1 calc R . .

C4D C 0.7098(4) 0.8610(5) 0.5208(3) 0.0339(16) Uani 1 1 d DU
H4D H 0.6823 0.8028 0.5074 0.041 Uiso 1 1 calc R . .

C5D C 0.7694(4) 0.8805(5) 0.4803(4) 0.0390(19) Uani 1 1 d DU

H5DA H 0.8083 0.8688 0.4920 0.047 Uiso 1 1 calc R .

H5DB H 0.7473 0.8477 0.4355 0.047 Uiso 1 1 calc R . .

CoD C 0.8038(4) 0.9673(5) 0.4898(5) 0.0418(19) Uani 1 1 d DU
H6DA H 0.8326 1.0001 0.5330 0.050 Uiso 1 1 calc R .

H6DB H 0.8380 0.9777 0.4601 0.050 Uiso 1 1 calc R . .

C7D C 0.7451(4) 0.9885(4) 0.4795(3) 0.0389(15) Uani 1 1 d DU
C8D C 0.7663(4) 1.0723(4) 0.4881(5) 0.0416(19) Uani 1 1 d DU
H8DA H 0.8017 1.1102 0.5277 0.050 Uiso 1 1 calc R .

H8DB H 0.7877 1.0848 0.4524 0.050 Uiso 1 1 calc R . .

C9D C 0.6487(4) 1.0783(4) 0.5859(3) 0.0348(17) Uani 1 1 d DU
H9D H 0.6171 1.1001 0.5761 0.042 Uiso 1 1 calc R .

Cl10D C 0.6167(5) 1.0432(5) 0.06344(4) 0.046(2) Uani 1 1 d DU
H10I H 0.5746 0.9903 0.6124 0.055 Uiso 1 1 calc R .

H10J H 0.6547 1.0374 0.6555 0.055 Uiso 1 1 calc R .

Cl1lD C 0.5912(6) 1.0914(6) 0.6827(4) 0.056(2) Uani 1 1 d DU
H11D H 0.5602 1.1063 0.6657 0.068 Uiso 1 1 calc R .

Cl2D C 0.6028(7) 1.1166(8) 0.7424(4) 0.080(3) Uani 1 1 d DU
Cl3D C 0.6524(8) 1.1006(10) 0.7782(6) 0.105(4) Uani 1 1 d DU
H13M H 0.6227 1.0524 0.7853 0.157 Uiso 1 1 calc R .

H13N H 0.6768 1.1444 0.8187 0.157 Uiso 1 1 calc R .

H130 H 0.6897 1.0947 0.7537 0.157 Uiso 1 1 calc R . .

Cl1l4D C 0.5698(10) 1.1644(10) 0.7856(6) 0.116(5) Uani 1 1 d DU
H14M H 0.5550 1.1902 0.7634 0.173 Uiso 1 1 calc R .

H14N H 0.6067 1.2040 0.8233 0.173 Uiso 1 1 calc R .

H140 H 0.5265 1.1295 0.7978 0.173 Uiso 1 1 calc R .



C15D
H15M
H15N
H150
CleD
H16M
H16N
H160
C1l7D
C18D
H18D
Cl19D
C20D
H20D
C21D
H21M
H21IN
H210
C22D
H22M
H22N
H220

T T ITDT QDD DD QOOQ@D Q00D T ID QT DT
cNeoNeoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNe!

.5746(4) 0.9689(5) 0.4817(5) O.
.5554 1.0016 0.4737 0.069 Uiso
.5413 0.9375 0.5033 0.069 Uiso
.5779 0.9342 0.4418 0.069 Uiso
.5468(4) 0.8016(4) 0.5424(5) 0.
.5132 0.7941 0.5075 0.051 Uiso
.5205 0.7954 0.5772 0.051 Uiso
.5644 0.7627 0.5284 0.051 Uiso
.7169(5) 0.8504(4) 0.6199(3) 0.
.7114(4) 0.8629(6) 0.7296(3) O.
.6808 0.8047 0.7094 0.055 Uiso
.7834(4) 0.8820(5) 0.7684(4) 0.
.6675(5) 0.8965(7) 0.7736(4) 0.
.6979 0.9548 0.7918 0.071 Uiso
.6529(6) 0.8690(7) 0.8274(5) 0.
.6227 0.8120 0.8108 0.095 Uiso
.6266 0.8933 0.8543 0.095 Uiso
.6999 0.8838 0.8519 0.095 Uiso
.5949(5) 0.8765(8) 0.7347(6) O.
.6062 0.8985 0.7022 0.109 Uiso
.5676 0.8986 0.7624 0.109 Uiso
.5648 0.8195 0.7149 0.109 Uiso
OlE O 0.1981(3) 0.7162(4) 0.7055(3) 0.0633(18)

046(2) Uani 1
1 1 calc R .
1 1 calc R .
1 1 calc R .
034(2) Uani 1
1 1 calc R .
1 1 calc R .
1 1 calc R .
0343 (18) Uani
0455(17) Uani
1 1 calc R .
049(2) Uani 1
059(2) Uani 1
1 1 calc R .
063(3) Uani 1
1 1 calc R .
1 1 calc R .
1 1 calc R .
073(3) Uani 1
1 1 calc R .
1 1 calc R .
1 1 calc R .

o o

DU

DU

DU
DU

DU

DU

Uani 1 1 d DU

O2E O 0.1468(5) 0.6919(5) 0.8160(4) 0.074(2) Uani 1 1 d DU

H20E H 0.
0.1523(4) 0.7928(4) 0.6494(4) 0.0538(19)
0.1551 0.8176 0.6876 0.081 Uiso 1 1 calc R .
0244 (3) 0.6999(4) 0.7272(3) 0.
0.0564(3) 0.8506(4) 0.8229(3) 0.0556(106)
0604 (4) 0.8346(4) 0.8183(4) 0.
0.0802(4) 1.0680(4) 0.7741(4) 0.059(2) Uani 1 1 d DU
0.0270(4) 0.9144(4) 0.7785(4) 0.0501(18)

O3E
H3E
O4E
O5E
O6E
O7E
N1E

2 0000 mOo

-0.

-0.

1799 0.7005 0.8435 0.111 Uiso

1 1 calc R .

Uani 1 1 d DU

0594 (18) Uani 1 1 d DU

Uani 1 1 d DU

060(2) Uani 1 1 d DU

HINE H 0.0731 0.9317 0.7729 0.060 Uiso 1 1 calc R .
059(3) Uani 1 1 d DU
H2EK H 0.0113 1.1150 0.8500 0.070 Uiso 1 1 calc R .
H2EL H -0.0534 1.0343 0.8372 0.070 Uiso 1 1 calc R

N2E N -0.

ClE C 0.
C2E C O.
H2E H O.
C3E C 0.

0106(4) 1.0639(5) 0.8296(4) O.

H5 H 0.0190 0.6683 0.7824 0.067 Uiso 1
C4E C 0.0368(5) 0.7808(5) 0.8366(4) 0.0581(19) Uani 1

H4E H -0.
C5E C 0.0989(5)
HSEA H O.
HS5EB H 0.

0113 0.7644 0.8518 0.070 Uiso

0874 0.7534 0.8965 0.074 Uiso
1027 0.8425 0.9255 0.074 Uiso

1183(4) 0.6915(4) 0.6930(3) 0.0570(17) Uani 1
1055(4) 0.7439(5) 0.7529(3) 0.0529(18) Uani 1
1172 0.7939 0.7475 0.064 Uiso 1 1 calc R .

0310(4) 0.7170(5) 0.7747(4) 0.056(2) Uani 1 1

1 calc R

1 1 calc R .

0.8001(7) 0.8865(4) 0.062(2) Uani 1 1

1 1 calc R .
1 1 calc R .

CeE C 0.1735(5) 0.8262(6) 0.8630(4) 0.063(2) Uani 1 1

H6EA H 0.
H6EB H O.
C7TE C 0.1670(4) 0.7628(5) 0.8033(4) 0.0594(18) Uani
C8E C 0.2310(4) 0.7754(6) 0.7682(4) 0.066(2) Uani 1
H8EA H 0.
H8EB H O.

1867 0.8748 0.8556 0.076 Uiso
2130 0.8371 0.8953 0.076 Uiso

2539 0.8285 0.7672 0.079 Uiso
2690 0.7684 0.7881 0.079 Uiso

1 1 calc R .
1 1 calc R .

=

1 1 calc R .
1 1 calc R .

CO9E C 0.1100(4) 0.7106(5) 0.6351(4) 0.055(2) Uani 1 1

[

Uani 1 1 d DU

d DU

DU

DU

DU

d DU
DU

DU
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HOE H 0.1319 0.6843 0.6027 0.067 Uiso 1 1 calc R .

ClO0E C 0.0315(4) 0.6825(6) 0.6044(4) 0.056(2) Uani 1 1 d DU
HI10K H 0.0005 0.6278 0.6004 0.067 Uiso 1 1 calc R .

H10L H 0.0113 0.7148 0.6321 0.067 Uiso 1 1 calc R .

Cll1E C 0.0264(5) 0.6865(7) 0.5417(4) 0.061(2) Uani 1 1 d DU
HI11E H 0.0726 0.7090 0.5292 0.073 Uiso 1 1 calc R .

Cl2E C -0.0291(5) 0.6649(7) 0.5015(5) 0.068(3) Uani 1 1 d DU
Cl3E C -0.1043(5) 0.6287(9) 0.5188(6) 0.084(4) Uani 1 1 d DU
H13P H -0.0983 0.6343 0.5628 0.126 Uiso 1 1 calc R

H13Q0 H -0.1314 0.5731 0.4917 0.126 Uiso 1 1 calc R

HI3R H -0.1318 0.6554 0.5131 0.126 Uiso 1 1 calc R

Cl4E C -0.0278(8) 0.6683(9) 0.4363(5) 0.090(4) Uani 1 1 d DU
H14P H 0.0234 0.6971 0.4317 0.135 Uiso 1 1 calc R .

H14Q H -0.0554 0.6950 0.4308 0.135 Uiso 1 1 calc R

H14R H -0.0505 0.6150 0.4043 0.135 Uiso 1 1 calc R

Cl5E C 0.0771(6) 0.6044(5) 0.6793(6) 0.063(3) Uani 1 1 d DU
H15P H 0.1113 0.5824 0.6700 0.094 Uiso 1 1 calc R .

H15Q0 H 0.0371 0.5786 0.6431 0.094 Uiso 1 1 calc R .

HI15R H 0.0564 0.5961 0.7160 0.094 Uiso 1 1 calc R .

Cl6E C -0.0987(5) 0.6579(7) 0.7366(6) 0.068(3) Uani 1 1 d DU
HlepP H -0.1340 0.6443 0.7003 0.101 Uiso 1 1 calc R

H16Q H -0.1073 0.6910 0.7746 0.101 Uiso 1 1 calc R

HI16R H -0.1053 0.6100 0.7415 0.101 Uiso 1 1 calc R

Cl7E C 0.0020(4) 0.8638(6) 0.8064(5) 0.053(2) Uani 1 1 d DU
Cl8E C -0.0175(4) 0.9428(4) 0.7565(4) 0.0463(18) Uani 1 1 d DU
HI18E H -0.0665 0.9218 0.7696 0.056 Uiso 1 1 calc R

Cl9E C 0.0210(4) 1.0316(4) 0.7876(5) 0.053(2) Uani 1 1 d DU
C20E C -0.0301(5) 0.9156(5) 0.6841(4) 0.054(2) Uani 1 1 d DU
H20E H 0.0189 0.9338 0.6706 0.065 Uiso 1 1 calc R .

C21E C -0.0716(6) 0.9519(7) 0.6640(6) 0.072(3) Uani 1 1 d DU
H21P H -0.1165 0.9405 0.6821 0.108 Uiso 1 1 calc R

H21Q H -0.0848 0.9300 0.6181 0.108 Uiso 1 1 calc R

H21R H -0.0403 1.0087 0.6788 0.108 Uiso 1 1 calc R .

C22E C -0.0731(6) 0.8243(5) 0.6540(5) 0.064(3) Uani 1 1 d DU
H22p H -0.0492 0.8027 0.6734 0.096 Uiso 1 1 calc R

H22Q H -0.0729 0.8066 0.6088 0.096 Uiso 1 1 calc R

H22R H -0.1241 0.8062 0.6610 0.096 Uiso 1 1 calc R .

OlF O 0.6785(4) 0.6665(4) 0.6851(3) 0.0709(19) Uani 1 1 d DU
O2F O 0.5881(4) 0.6260(4) 0.5721(4) 0.059(2) Uani 1 1 d DU

H20F H 0.6164 0.6739 0.5815 0.089 Uiso 1 1 calc R . .
O3F O 0.5874(7) 0.5001(5) 0.7331(5) 0.126(4) Uani 1 1 d DU
H30F H 0.5515 0.5043 0.7477 0.189 Uiso 1 1 calc R .

O4F O 0.4827(5) 0.4322(5) 0.6220(4) 0.092(3) Uani 1 1 d DU .
O5F O 0.5442(3) 0.3798(3) 0.5222(3) 0.0545(17) Uani 1 1 d DU
O6F O 0.4432(3) 0.2727(4) 0.4586(3) 0.0531(19) Uani 1 1 d DU
O7F O 0.5967(3) 0.1503(4) 0.4592(3) 0.0429(17) Uani 1 1 d DU
N1F N 0.5353(4) 0.2639(4) 0.5047(4) 0.0446(18) Uani 1 1 d DU
HINF H 0.5808 0.2899 0.5259 0.054 Uiso 1 1 calc R . .

N2F N 0.5096(4) 0.1139(4) 0.3784(3) 0.0352(18) Uani 1 1 d DU
H2NM H 0.5309 0.0929 0.3505 0.042 Uiso 1 1 calc R .

H2NN H 0.4684 0.1130 0.3662 0.042 Uiso 1 1 calc R .

ClF C 0.6120(5) 0.5966(5) 0.6840(4) 0.074(2) Uani 1 1 d DU
C2F C 0.5940(4) 0.5361(4) 0.0164(4) 0.059(2) Uani 1 1 d DU

H2F H 0.6200 0.5048 0.6158 0.070 Uiso 1 1 calc R .
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C3F C 0.5133(5) 0.4790(5) 0.5859(4) 0.070(2) Uani 1 1 d DU
H3F H 0.4857 0.5086 0.5854 0.084 Uiso 1 1 calc R .

C4F C 0.5101(5) 0.4280(5) 0.5184(4) 0.0627(19) Uani 1 1 d DU
H4F H 0.4577 0.3936 0.4963 0.075 Uiso 1 1 calc R .

C5F C 0.5541(5) 0.4758(5) 0.4811(4) 0.060(2) Uani 1 1 d DU

HS5FA H 0.5275 0.5018 0.4711 0.072 Uiso 1 1 calc R .

H5FB H 0.5566 0.4397 0.4408 0.072 Uiso 1 1 calc R .

CoF C 0.6333(5) 0.5385(5) 0.5152(4) 0.056(2) Uani 1 1 d DU
H6FA H 0.6634 0.5129 0.5185 0.067 Uiso 1 1 calc R .
H6FB H 0.6562 0.5718 0.4910 0.067 Uiso 1 1 calc R .
C7F C 0.6312(4) 0.5875(4) 0.5793(3) 0.0502(17) Uani
C8F C 0.7022(4) 0.6474(6) 0.6252(4) 0.068(2) Uani 1
H8FA H 0.7361 0.6252 0.6257 0.082 Uiso 1 1 calc R .
H8FB H 0.7273 0.6943 0.6145 0.082 Uiso 1 1 calc R .
COF C 0.6405(7) 0.5737(6) 0.7328(5) 0.116(3) Uani 1 1 d DU
HOF H 0.6850 0.5684 0.7201 0.139 Uiso 1 1 calc R .

=
[t

d DU
DU

=
Q.

Cl10F C 0.6636(12) 0.6336(8) 0.8000(6) 0.151(5) Uani 1 1 d DU
H10N H 0.6997 0.6855 0.8005 0.181 Uiso 1 1 calc R .
H10M H 0.6198 0.6378 0.8145 0.181 Uiso 1 1 calc R .
Cl1F C 0.6967(12) 0.6136(11) 0.8442(8) 0.180(5) Uani 1 1 d DU
H11F H 0.6659 0.5647 0.8472 0.215 Uiso 1 1 calc R .
Cl2F C 0.7607(12) 0.6523(12) 0.8789(10) 0.197(6) Uani 1 1 d4d DU
C13F C 0.8054(15) 0.7390(12) 0.8919(12) 0.206(9) Uani 1 1 d DU
H13S H 0.7997 0.7481 0.8535 0.308 Uiso 1 1 calc R .
H13T H 0.8575 0.7564 0.9059 0.308 Uiso 1 1 calc R .
H13U H 0.7876 0.7685 0.9248 0.308 Uiso 1 1 calc R . .
Cl4F C 0.7751(17) 0.6274(15) 0.9314(11) 0.239(10) Uani 1 1 d DU
H14S H 0.7453 0.5706 0.9185 0.358 Uiso 1 1 calc R .
H14T H 0.7617 0.6538 0.9698 0.358 Uiso 1 1 calc R .
H14U H 0.8275 0.6418 0.9396 0.358 Uiso 1 1 calc R . .
C15F C 0.5549(7) 0.6231(8) 0.7037(7) 0.099(4) Uani 1 1 d DU
H15S H 0.5795 0.6773 0.7341 0.148 Uiso 1 1 calc R .
H15T H 0.5204 0.5894 0.7230 0.148 Uiso 1 1 calc R .
H15U H 0.5279 0.6199 0.6667 0.148 Uiso 1 1 calc R .
CloF C 0.4046(6) 0.3794(7) 0.6011(8) 0.119(6) Uani 1 1 d DU
H16S H 0.3943 0.3514 0.5555 0.179 Uiso 1 1 calc R .
H16T H 0.3772 0.4094 0.6120 0.179 Uiso 1 1 calc R .
H16U H 0.3892 0.3417 0.6217 0.179 Uiso 1 1 calc R .
Cl17F C 0.5028(4) 0.3028(4) 0.4930(4) 0.0411(19) Uani 1 1 d DU
Cl18F C 0.4964(5) 0.1789(4) 0.4830(4) 0.0411(18) Uani 1 1 d DU
H18F H 0.4470 0.1602 0.4584 0.049 Uiso 1 1 calc R .
Cl19F C 0.5390(4) 0.1465(5) 0.4381(3) 0.0325(17) Uani 1 1 d DU
C20F C 0.4835(5) 0.1489(5) 0.5370(4) 0.045(2) Uani 1 1 d DU
H20F H 0.5328 0.1644 0.5599 0.054 Uiso 1 1 calc R .
C21F C 0.4398(6) 0.00609(5) 0.5122(5) 0.055(3) Uani 1 1 d DU
H21S H 0.3880 0.0448 0.4981 0.082 Uiso 1 1 calc R .
H21T H 0.4435 0.0425 0.5455 0.082 Uiso 1 1 calc R .
H21U H 0.4596 0.0384 0.4767 0.082 Uiso 1 1 calc R .
C22F C 0.4464(6) 0.1894(6) 0.5836(5) 0.054(3) Uani 1 1 d DU
H22S H 0.4652 0.2433 0.5862 0.081 Uiso 1 1 calc R .
H22T H 0.4576 0.1897 0.6252 0.081 Uiso 1 1 calc R .

HO

H22U .3929 0.1607 0.5689 0.081 Uiso 1 1 calc R .
0l1G O 0.7465(4) 0.5971(5) 0.1726(4) 0.0647(18) Uani 1 1 d DU
02G O 0.7619(3) 0.7240(4) 0.2806(4) 0.059(2) Uani 1 1 d DU



H20G H 0.7180 0.6929 0.2622 0.088 Uiso 1 1 calc R .
03G O 0.9252(4) 0.6700(7) 0.1205(4) 0.086(3) Uani 1 1 d DU
H30G H 0.9429 0.7100 0.1540 0.129 Uiso 1 1 calc R .

04G O 0.9667(4) 0.8037(5) 0.2245(4) 0.077(2) Uani 1 1 d DU .
O5G O 0.9959(3) 0.7826(4) 0.3328(4) 0.0517(17) Uani 1 1 d DU
06G O 1.0840(3) 0.8994(4) 0.4023(4) 0.0474(18) Uani 1 1 d DU
07G O 1.2081(3) 0.7468(4) 0.4016(3) 0.0398(16) Uani 1 1 d DU
N1G N 1.1076(4) 0.7991(5) 0.3553(4) 0.0426(18) Uani 1 1 d DU

HING H 1.0879 0.7488 0.3323 0.051 Uiso 1 1 calc R . .

N2G N 1.2234(4) 0.8535(5) 0.4830(4) 0.0386(19) Uani 1 1 d DU
H2NO H 1.2347 0.8372 0.5104 0.046 Uiso 1 1 calc R .

H2NP H 1.2225 0.8984 0.4959 0.046 Uiso 1 1 calc R . .
.8167(5) 0.6620(7) 0.1708(5) 0.069(2) Uani 1 1 d DU

CilG Cc O

C2G C 0.8616(5) 0.7021(6) 0.2383(5) 0.060(2) Uani 1 1 d DU
H2G H 0.8917 0.6756 0.2405 0.072 Uiso 1 1 calc R .

C3G C 0.9129(5) 0.7901(7) 0.2662(5) 0.065(2) Uani 1 1 d DU
H3G H 0.8840 0.8180 0.2645 0.078 Uiso 1 1 calc R .

C4G C 0.9471(5) 0.8165(7) 0.3341(5) 0.0581(19) Uani 1 1 d DU
H4G H 0.9752 0.8749 0.3539 0.070 Uiso 1 1 calc R .

C5G C 0.8892(5) 0.7843(6) 0.3720(5) 0.058(2) Uani 1 1 d DU

H5GA H 0.9150 0.7950 0.4132 0.070 Uiso 1 1 calc R .

H5GB H 0.8606 0.8136 0.3801 0.070 Uiso 1 1 calc R . .

C6G C 0.8354(5) 0.6980(6) 0.3426(5) 0.053(2) Uani 1 1 d DU
H6GA H 0.8613 0.6669 0.3411 0.064 Uiso 1 1 calc R .

H6GB H 0.7962 0.6843 0.3678 0.064 Uiso 1 1 calc R . .

C7G C 0.8024(5) 0.6801(6) 0.2777(5) 0.0512(18) Uani 1 1 d DU
C8G C 0.7532(6) 0.5946(6) 0.2347(5) 0.061(2) Uani 1 DU
H8GA H 0.7764 0.5618 0.2359 0.073 Uiso 1 1 calc R .

H8GB H 0.7043 0.5736 0.2471 0.073 Uiso 1 1 calc R .

C9G C 0.8538(6) 0.6172(8) 0.1238(5) 0.080(3) Uani 1 1 d DU
HSG H 0.8590 0.5811 0.1413 0.096 Uiso 1 1 calc R .

J
[oF

C10G C 0.8087(7) 0.5672(8) 0.0564(6) 0.086(3) Uani 1 1 d DU
H100 H 0.7557 0.5443 0.0592 0.104 Uiso 1 1 calc R .

H10P H 0.8175 0.6028 0.0338 0.104 Uiso 1 1 calc R .

Cl1G C 0.8236(9) 0.5008(9) 0.0162(7) 0.104(4) Uani 1 1 d DU
H11G H 0.8745 0.5149 0.0213 0.125 Uiso 1 1 calc R .

Cl2G C 0.7833(8) 0.4309(9) -0.0226(7) 0.101(3) Uani 1 1 d DU
C13G C 0.8099(11) 0.3719(11) -0.0529(9) 0.130(5) Uani 1 1 d DU
H13V H 0.8304 0.3803 -0.0896 0.195 Uiso 1 1 calc R

H13W H 0.7684 0.3189 -0.0661 0.195 Uiso 1 1 calc R

H13X H 0.8481 0.3782 -0.0226 0.195 Uiso 1 1 calc R

Cl4G C 0.6994(8) 0.3950(12) -0.0435(9) 0.124(5) Uani 1 1 d DU
H14Vv H 0.6734 0.3540 -0.0271 0.187 Uiso 1 1 calc R

H14W H 0.6870 0.3724 -0.0895 0.187 Uiso 1 1 calc R

H14X H 0.6844 0.4359 -0.0273 0.187 Uiso 1 1 calc R

C15G C 0.7955(7) 0.7093(8) 0.1449(6) 0.068(3) Uani 1 1 d DU
H15V H 0.7426 0.6804 0.1275 0.102 Uiso 1 1 calc R .

H15W H 0.8234 0.7192 0.1117 0.102 Uiso 1 1 calc R .

H15X H 0.8068 0.7593 0.1786 0.102 Uiso 1 1 calc R .

CleG C 1.0117(7) 0.8825(8) 0.2363(8) 0.098(4) Uani 1 1 d DU
H16V H 0.9942 0.8966 0.2051 0.147 Uiso 1 1 calc R .

Hl16W H 1.0625 0.8921 0.2337 0.147 Uiso 1 1 calc R .

H16X H 1.0100 0.9143 0.2784 0.147 Uiso 1 1 calc R .

Cl7G C 1.0627(4) 0.8325(5) 0.3680(5) 0.0341(18) Uani 1 1 d DU



C1l8G
H18G
Cl9G
C20G
H20G
C21G
H21V
H21W
H21X
C22G
H22V
H22W
H22X

OlH O 0.1848(3)
O2H O 0.1760(3)

T ToDOQO@DDTDT Q@D OQ0O@O

PR R RRRPRR R R R R

.1874 (4)

.2079(5)
.2306(5)

.3137(5)

0.8427 (6)

0.8109(5)
0.8436(6)

0.8928 (6)

0.3782(4) O.
.1996 0.8982 0.4034 0.045 Uiso
0.4232(4) O.
0.3248(5) 0.
.2206 0.7886 0.3010 0.051 Uiso
0.3498(6) O.
.3289 0.9474 0.3561 0.078 Uiso
.3401 0.8728 0.3195 0.078 Uiso
.3252 0.8898 0.3899 0.078 Uiso

0371(17) Uani
1 1 calc R .
0337(18) Uani
043(2) Uani 1
1 1 calc R .
052(3) Uani 1
1 1 calc R .
1 1 calc R .
1 1 calc R .

d DU
DU

DU

052(3) Uani 1 1 d
1 1 calc R .

1 1 calc R .

1 1 calc R . .
0463 (15) Uani 1 1 d
0426 (16) Uani 1 1 d

.2044 (6) 0.8692(7) 0.2799(5) 0.
.1505 0.8387 0.2676 0.078 Uiso
.2270 0.8608 0.2425 0.078 Uiso
.2185 0.9249 0.3003 0.078 Uiso
-0.0859(3) 0.5995(3) 0.
-0.0141(4) 0.5190(3) O.

DU

DU
DU

H20H H 0.1507 -0.0206 0.4868 0.064 Uiso 1 1 calc R

O3H O 0.1528(3)

-0.0648(4) 0.7159(3) 0.0422(16) Uani 1 1 d DU

H30H H 0.1411 -0.1106 0.6911 0.063 Uiso 1 1 calc R

O4H
O5H
O6H
O7H
N1H

ClH
C2H
H2H
C3H
H3H
C4H
H4H
C5H

=Z O O O0O0
oo ooo

[ON=-Nel N QN
cNeNoNoNoNoNoNa!

.2629(3)
L1222 (3)
.1752 (4)
.0153(3)
.1233(4) 0.
HINH H 0.0999 0.1679 0.7699
N2H N 0.0539(5)
H2NQ H 0.0117 0.3393 0.8362
H2NR H 0.0898 0.3774 0.8236
L2241 (4)
.1788(4)

.1697(3) 0.6914 (3
.1445(3) 0.6703(

) 0.0542(18) Uani

3) 0.0538(18) Uani
.2763(4) .7016(4) 0.060(2) Uani 1
.2248 (4) .8431(3) 0.0484(18) Uani
2141 (4) .7672(3) 0.0503(19) Uani
0.060 Uiso 1 1 calc R .
8308 (5) 0.059(2) Uani 1
0.071 Uiso 1 1 calc R .
0.071 Uiso 1 1 calc R .
0.6451(3) 0.0447(16) Uani 1 1 4 DU
0.6320(4) 0.0433(17) Uani 1 1 d DU

d DU
d DU
DU .
d DU
d DU

oo oo
oo oo

R
N O ==

0.3388(5) 0.

J
[oF

DU

-0.0045 (4)
0.0337(4)

.1454 0.0333 0.6635 0.052 Uiso 1 1 calc R .

L2174 (4)

0.1165(4) 0.6326(4) 0.0449(18) Uani 1 1 d DU

.2492 0.1174 0.5998 0.054 Uiso 1 1 calc R .

.1590(4)

0.1378(5) 0.6157(4) 0.0519(18) Uani 1 1 d DU

.1836 0.1894 0.6108 0.062 Uiso 1 1 calc R .

.0999(5)

0.0767(5) 0.5580(4) 0.053(2) Uani 1 1 d DU

H5HA H 0.1214 0.0782 0.5198 0.063 Uiso 1 1 calc R .
H5HB H 0.0594 0.0903 0.5569 0.063 Uiso 1 1 calc R .

C6H C 0.0676(4)

C7H C 0.1304(4)
C8H C 0.1134(4)

CO9H C 0.2248(4)

Cl0H
H100Q
H10R
Cl1lH
H11H
Cl2H
Cl3H

-0.0068(5) 0.5569(5) 0.050(2) Uani 1 1 d DU
HO6HA H 0.0373 -0.0122 0.5899 0.060 Uiso 1 1 calc R
H6HB H 0.0358 -0.0450 0.5157 0.060 Uiso 1 1 calc R
-0.0224(4) 0.5682(3) 0.0456(16) Uani 1 1 d DU
-0.1004(4) 0.5719(4) 0.0402(18) Uani 1 1 d DU
H8HA H 0.0764 -0.1144 0.5989 0.048 Uiso 1 1 calc R
H8HB H 0.0951 -0.1428 0.5297 0.048 Uiso 1 1 calc R
-0.0115(5) 0.7094(3) 0.048(2) Uani 1 1 d DU
H9H H 0.2578 -0.0350 0.7114 0.057 Uiso 1 1 calc R .
.2529(6) 0.0630(5) 0.7682(4) 0.066(3) Uani 1 1 d DU
.2946 0.1060 0.7607 0.079 Uiso 1 1 calc R .
.2131 0.0777 0.7765 0.079 Uiso 1 1 calc R .
.2779(6) 0.0536(8) 0.8242(5) 0.083(3) Uani 1 1 d DU
.2415 0.0118 0.8334 0.099 Uiso 1 1 calc R .
.3391(6) 0.0915(8) 0.8617(6) 0.100(4) Uani 1 1 d DU .
.3961(9) 0.1692(10) 0.8603(10) 0.147(7) Uani 1 1 d DU
.3765 0.1805 0.8281 0.220 Uiso 1 1 calc R .

H13Y

T OO O T
cNeoNeoNoNoNeoNoNa!
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H13Z H 0.4413 0.1663 0.8504 0.220 Uiso 1 1 calc R .

H13 H 0.4072 0.2110 0.9014 0.220 Uiso 1 1 calc R .

Cl4H C 0.3540(9)
H14Y H 0.3524 0.1098 0.9564 0.170 Uiso 1 1 calc R .
H147Z H 0.4028 0.0748 0.9199 0.170 Uiso 1 1 calc R .

0.0721(10) 0.9175(7)

0.113(5)

H14 H 0.3163 0.0192 0.9118 0.170 Uiso 1 1 calc R .

C15H C 0.3022(4) 0.0306(6) 0.6312(5) 0.052(3) Uani

H15Y H 0.3255 -0.0010 0.6342 0.078 Uiso 1 1 calc R

H15Z H 0.3312 0.0843 0.6619 0.078 Uiso 1 1 calc R .
H151 H 0.2999 0.0310 0.5888 0.078 Uiso 1 1 calc R .
CloH C 0.3200(6) 0.2425(5) 0.6905(6) 0.074(4) Uani

Hl6Y H 0.3513 0.2316 0.6608 0.111 Uiso 1 1 calc R .
H16Z H 0.3501 0.2755 0.7326 0.111 Uiso 1 1 calc R .
H161 H 0.2972 0.2696 0.6776 0.111 Uiso 1 1 calc R .
Cl7H C 0.1431(5) 0.2168(4) 0.7129(4) 0.049(2) Uani

Cl18H C 0.1378(4) 0.2829(5) 0.8228(4) 0.051(2) Uani

H18H H 0.1689 0.3308 0.8140 0.062 Uiso 1 1 calc R .
Cl19H C 0.0632(4) 0.2802(5) 0.8333(5) 0.046(2) Uani

C20H C 0.1782(5) 0.2874(6) 0.8820(4) 0.060(2) Uani

H20H H 0.1445 0.2406 0.8911 0.072 Uiso 1 1 calc R .
C21H C 0.1908(7) 0.3585(7) 0.9387(4) 0.067(3) Uani

H21Y H 0.2227 0.4060 0.9314 0.100 Uiso 1 1 calc R .
H21Z H 0.2147 0.3584 0.9757 0.100 Uiso 1 1 calc R .
H211 H 0.1434 0.3573 0.9459 0.100 Uiso 1 1 calc R .
C22H C 0.2501(5) 0.2821(8) 0.8714(6) 0.081(4) Uani

H22Y H 0.2434 0.2462 0.8284 0.122 Uiso 1 1 calc R .
H22Z H 0.2621 0.2626 0.9011 0.122 Uiso 1 1 calc R .
H221 H 0.2904 0.3341 0.8781 0.122 Uiso 1 1 calc R .
01T O 0.6633(4) 0.3587(5) 0.6050(4) 0.0757(19) Uani
02I O 0.7244(6) 0.4712(5) 0.7326(5) 0.101(3) Uani 1
H20I H 0.7080 0.4868 0.7648 0.152 Uiso 1 1 calc R .
03I O 0.7025(4) 0.2369(4) 0.56011(4) 0.061(2) Uani 1
H30I H 0.6825 0.2420 0.5930 0.092 Uiso 1 1 calc R .
04T O 0.8778(3) 0.3942(4) 0.6839(4) 0.0646(19) Uani
O5I O 0.7978(4) 0.3113(4) 0.7596(3) 0.0569(17) Uani
06I O 0.9098(4) 0.3351(4) 0.8006(4) 0.0064(2) Uani 1
071 O 0.7775(4) 0.0493(4) 0.6947(4) 0.057(2) Uani 1
NI1ITI N 0.8274(4) 0.2168(4) 0.7288(3) 0.0392(17) Uani
HINI H 0.7809 0.1878 0.7098 0.047 Uiso 1 1 calc R .
N2I N 0.8701(4) 0.0967(5) 0.7741(4) 0.055(2) Uani 1
H2NS H 0.8501 0.0530 0.7810 0.066 Uiso 1 1 calc R .
H2NT H 0.9122 0.1360 0.7974 0.066 Uiso 1 1 calc R .
ClI C 0.7414(4) 0.3772(5) 0.6139(4) 0.0709(19) Uani
C2I C 0.7530(4) 0.3686(6) 0.6763(4) 0.0650(19) Uani
H2I H 0.7360 0.3116 0.6655 0.078 Uiso 1 1 calc R .

C3I C 0.8280(4) 0.4116(6) 0.7191(4) 0.066(2) Uani 1
H3I H 0.8452 0.4689 0.7318 0.079 Uiso 1 1 calc R .

C4I C 0.8198(5) 0.3941(5) 0.7788(4) 0.068(2) Uani 1
H4I H 0.8684 0.4256 0.8081 0.082 Uiso 1 1 calc R .

C5I C 0.7602(6) 0.4082(8) 0.8135(4) 0.085(3) Uani 1
H5IA H 0.7544 0.3895 0.8485 0.102 Uiso 1 1 calc R .
H5IB H 0.7754 0.4649 0.8313 0.102 Uiso 1 1 calc R .
C6I C 0.6864(5) 0.3639(7) 0.7673(5) 0.083(3) Uani 1
H6IA H 0.6682 0.3069 0.7536 0.100 Uiso 1 1 calc R .

R

=0 0 Q.

Q.

Uani 1 1 d DU

DU

DU

DU
DU

DU
DU

DU

DU

d DU
DU

DU
d DU
d DU
DU
DU .
d DU

DU

DU
DU

DU

DU
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H6IB H 0.6493 0.3765 0.7886 0.100 Uiso
C7I C 0.6959(5) 0.3864(5) 0.7114(4) O.
C8I C 0.6305(5) 0.3455(7) 0.6583(4) 0.079(3) Uani 1 1 d DU
H8IA H 0.6029 0.2888 0.6498 0.095 Uiso
H8IB H 0.5965 0.3683 0.6683 0.095 Uiso
C9I C 0.7430(5) 0.3122(4) 0.5562(5) 0.069(2) Uani 1 1 d DU
HO9T H 0.7161 0.3101 0.5187 0.082 Uiso 1 1 calc R .

Cl0I
H10S
H10T
Cl1lrz
H11I
Cl21I
Cl3I
H132
H133
H134
Cl4r
H142
H143
H144
Cl5I
H152
H153
H154
CleI
H162
H163
H164
Cl71
Cl8I
H18T
CloI
C20I
H20I
C21I
H212
H213
H214
C221I
H222
H223
H224

TITDTITDQ@D D TZTOzDO0rDo0@Dn DD TTOD D@D D oD OO0O@D QDT
cNeoNeoNeoNeoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoNoloNoNoNeoNe]

.8190(5) 0.3230(7) 0.5420(6) O.

.8505 0.3777 0.5458 0.096 Uiso
.8431 0.3128 0.5727 0.096 Uiso

.8111(7) 0.2686(8) 0.4777(6) 0.

.7623 0.2425 0.4545 0.126 Uiso
.8543(8) 0.2487(12) 0.4464(7)

.9311(9) 0.2760(15) 0.4791(10)
.9676 0.3122 0.4626 0.266 Uiso
.9395 0.2308 0.4714 0.266 Uiso
.9359 0.3027 0.5243 0.266 Uiso
.8328(10) 0.1960(14) 0.3769(7)
.8299 0.1455 0.3721 0.285 Uiso
.8700 0.2209 0.3542 0.285 Uiso
.7847 0.1875 0.3599 0.285 Uiso

.7864 (7) 0.4580(5) 0.6123(7) O.

.7676 0.4593 0.5737 0.140 Uiso
.8382 0.4698 0.6133 0.140 Uiso
.7825 0.4971 0.6488 0.140 Uiso

.9547(5) 0.4435(8) 0.7112(7) O.

.9839 0.4218 0.6861 0.134 Uiso
.9629 0.4463 0.7542 0.134 Uiso
.9699 0.4962 0.7120 0.134 Uiso

.8502(4) 0.2907(4) 0.7647(5) 0.
.8761(4) 0.1809(4) 0.7191(4) O.

.9223 0.2164 0.7514 0.052 Uiso

.8368(4) 0.1033(4) 0.7286(4) 0.
.8968(5) 0.1669(5) 0.6531(4) 0.

.8505 0.1311 0.6209 0.058 Uiso

.9469(6) 0.1293(7) 0.6441(6) 0.

.9944 0.1660 0.6726 0.111 Uiso
.9548 0.1159 0.6006 0.111 Uiso
.9238 0.0817 0.6533 0.111 Uiso

.9355(7) 0.2461(6) 0.6440(6) O.

.9048 0.2724 0.6537 0.101 Uiso
.9425 0.2363 0.6003 0.101 Uiso
.9836 0.2795 0.6721 0.101 Uiso

0l1J O 0.1572(3) 0.4554(3) 0.7900(3) O.
02J O 0.2659(4) 0.4330(5) 0.7212(5) 0.
H20J H 0.2394 0.3846 0.7111 0.108 Uiso
03J O 0.2447(4) 0.6672(4) 0.8740(4) O.
H30J H 0.2851 0.6703 0.8644 0.100 Uiso

04J O 0.3553(4) 0.6733(4) 0.8061(4) O.
05J O 0.3139(4) 0.6454(4) 0.6822(3) 0.
06J O 0.4069(4) 0.6921(4) 0.6301(4) O.
07J O 0.2370(3) 0.7728(4) 0.5611(3) O.
N1J N 0.3141(4) 0.7242(4) 0.6364(4) 0.
HINJ H 0.2710 0.7154 0.6476 0.056 Uiso

1 1 calc R .

081(2) Uani 1 1 d DU

1 1 calc R .
1 1 calc R .

1 1 calc R .
1 1 calc R .

1 1 calc R .

080(3) Uani 1 1 d DU

105(4) Uani 1 1 d DU

0.143(5) Uani 1 1 d DU

1 calc R .
1l calc R .
1 calc R .

1 calc R .
1 calc R .
1 calc R .
094 (4) Uani 1
1 1 calc R .
1 1 calc R .
1 1 calc R .
089(4) Uani 1
1 1 calc R .
1 1 calc R .
1 1 calc R .
045(2) Uani 1
0435(17) Uani
1 1 calc R .
045(2) Uani 1
049(2) Uani 1
1 1 calc R .
074 (3) Uani 1
1 1 calc R .
1 1 calc R .
1 1 calc R .
067(3) Uani 1
1 1 calc R .
1 1 calc R .
1 1 calc R .
0556 (17) Uani
072 (2) Uani 1
1 1 calc R .
067(2) Uani 1
1 1 calc R .
0661 (19) Uani
0550 (16) Uani
055(2) Uani 1
0456 (17) Uani
0463 (18) Uani
1 1 calc R .

PR PR OR PR O

[t

[

[

R

[t

Q.

Qe

[y

.177(8) Uani 1 1 d DU

.190(10) Uani 1 1 d DU

DU

DU

DU .
d DU

DU
DU

DU

DU

d DU
DU

DU

d DU
d DU
DU .
d DU
d DU
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N2J N 0.2967 (4)
H2NU H 0.2641 0.7120 0.4599
H2NV H 0.3345 0.7154 0.4859
.2230(4)
.2511(4)

ClJg
Cc2J
H2J
C3J
H3J
cag
H4J
CbJ

QD QD Q@ QO

OO OO OO oo

0.7248(5) 0.4922(3) 0.

0.
0.

0.
0.

0.5332(4)
0.5486 (4)

8158 (3)
7572 (4)

.2251 0.5744 0.7449 0.065 Uiso

.3333(4)

0.5977(5) 0.7599(4) 0.

.3613 0.5738 0.7725 0.072 Uiso

.3445(5)

0.5982(5) 0.6941(4) 0.

.3987 0.6246 0.6944 0.068 Uiso

.3105(5)
H5JA H 0.3378 0.
H5JB H 0.3152 O.
CeJ C 0.2284(5)
H6JA H 0.1993 0.
H6eJB H 0.2091 O.
C73 C 0.2212(4)
C8J C 0.1455(4)
H8JA H 0.1116 O.
H8JB H 0.1244 0.
C9J C 0.1892(5)

0.5180(5) 0.
4900 0.6457
5241 0.6006
0.4689(6) 0.
4925 0.6322
4151 0.6107
0.4667(4) 0.7068(4)
0.4275(5) 0.7220(4)
4425 0.7059
3699 0.7032
0.5873(4) O

6415(5) O.

6424 (4) O.

0.
0.

.8492(4) O.

046 (2) Uani 1

0.055 Uiso 1 1 calc R .
0.055 Uiso 1 1 calc R .

0528 (17) Uani
0542 (19) Uani
1 1 calc R .
060 (2) Uani 1
1 1 calc R .
0566 (19) Uani
1 1 calc R .
066 (2) Uani 1

0.079 Uiso 1 1 calc R .
0.079 Uiso 1 1 calc R .

064 (2) Uani 1

0.077 Uiso 1 1 calc R .
0.077 Uiso 1 1 calc R .

0570(18) Uani
055(2) Uani 1

0.066 Uiso 1 1 calc R .
0.066 Uiso 1 1 calc R .

059(2) Uani 1

HSJ H 0.1516 0.5812 0.8173 0.071 Uiso 1 1 calc R .

Cl0J
H10U
H10V
Cl1g
H11J
Cl2J
Cl3J
H135
H136
H137
Cl4Jg
H145
H146
H147
Cl5J
H155
H156
H157
CleJd
H165
H166
H167
Cl7J
Cl8J
H18J
Cl9J
C204J
H20J
C21J
H215
H216
H217

TIDoDOQ@DnQODnOQOODnDoDQEDmDoDODoDTDToO@DDID QD@D

OO OO oo

L1521 (7)
.1093 0.5178 0.8869 0.086 Uiso
.1874 0.5711 0.9331 0.086 Uiso
.1262 (6)
.1645 0.6783 0.9637 0.085 Uiso
.0608 (5)
-0.0064(7)

0.5709(6) 0.9036(5)

0.6274(6) 0.9392(5)

0.6187 (6)
0.5404(7)

0.9422 (6)
0.9069(8)

0.

0.

0.

072 (3)
1 1 calc R .
1 1 calc R .
1 1 calc R .

0.117(6)

0.0092 0.5047 0.8781 0.176 Uiso 1 1 calc R .
-0.0403 0.5477 0.8829 0.176 Uiso 1 1 calc R
-0.0313 0.5181 0.9369 0.176 Uiso 1 1 calc R

[cNoNoNoNoNoNoNoBoNoNoNoNoNoRoNoNolNoNolololNo]

.0420(7)
.0857 0.7231 1.0161 0.137 Uiso
.0019 0.6577 1.0056 0.137 Uiso
.0264 0.7034 0.9589 0.137 Uiso
.2768 (6)
.2545 0.5243 0.8963 0.104 Uiso
.3218 0.5835 0.8749 0.104 Uiso
.2891 0.4911 0.8385 0.104 Uiso
.4342(5)
.4470 0.7553 0.7932 0.165 Uiso
.4611 0.6958 0.8150 0.165 Uiso
.4476 0.7628 0.8648 0.165 Uiso
.3487(5)
.3466 (4)
.3890 0.7733 0.5880 0.052 Uiso
.2891 (4)
.3762 (5)
.3345 0.8750 0.6660 0.065 Uiso
.4100 (6)
.4633 0.9342 0.6166 0.098 Uiso
.4012 0.9619 0.6259 0.098 Uiso
.3876 0.8854 0.5669 0.098 Uiso

0.6814(7) 0.9845(7)

0.5330(7) 0.8603(5)
0.7261(8)

0.8210(9)

0.6869(6)
0.7795 (4)

0.6482(5)
0.6053(4) O
0.7582(5)
0.8666 (4)

0.5497(3)
0.6494 (4)

0.9164(6) 0.6114(6)

0.

0.

0.

0.

0.
0.

0.

091 (4) Uani
1 1 calc R .
1 1 calc R .
1 1 calc R .
069 (3) Uani
1 1 calc R .
1 1 calc R .
1 1 calc R .
110(5) Uani
1 1 calc R .
1 1 calc R .
1 1 calc R .
0493 (19) Uani
.0434(18) Uani
1 1 calc R .

045(2) Uani 1
054 (2) Uani 1
1 1 calc R .

065(3) Uani 1
1 1 calc R .

1 1 calc R .

1 1 calc R .

1

=

1

=

=

[

d

DU

DU

DU

d DU
DU

DU

Uani 1 1 d DU

071(3) Uani 1 1 d DU

074(3) Uani 1 1 d DU
Uani 1 1 d DU

DU

DU

DU

DU
DU

DU
DU

DU
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C22J
H225
H226
H227

T T Q

O O O O

.4349(7) 0.8885(8) 0.7046(5) 0.084(4) Uani 1 1 d DU

.4170 0.8474 0.7217 0.126 Uiso 1 1 calc R .
.4439 0.9382 0.7375 0.126 Uiso 1 1 calc R .
.4808 0.8939 0.6896 0.126 Uiso 1 1 calc R .

OlK O 0.9817(3) 0.0960(4) 0.0720(3) 0.0545(16) Uani 1 1 d DU
O2K O 0.9937(4) 0.0145(5) 0.1472(5) 0.078(3) Uani 1 1 d DU

H20K H 1.0282 0.0367 0.1781 0.118 Uiso 1 1 calc R .
O3K O 0.7903(3) -0.0250(5) -0.0132(4) 0.073(2) Uani 1 1 d DU
H30K H 0.7869 -0.0609 -0.0019 0.110 Uiso 1 1 calc R
.7756(4) -0.1139(5) 0.0572(4) 0.084(2) Uani 1 1 d DU

04K
O5K
06K
O7K
N1K

=Z OO OO0
oo o oo

.7660(3) -0.0346(4) 0.1768(4) 0.0607(17) Uani 1 1 d DU

.7081(4) -0.1084(4) 0.2321(4) 0.060(2) Uani 1 1 d DU
.6109(4) 0.0799(4) 0.2988(3) 0.0443(17) Uani 1 1 d DU

.6739(4) -0.0227(5) 0.2203(4) 0.0488(18) Uani 1 1 d DU

HINK H 0.6846 0.0149 0.2062 0.059 Uiso 1 1 calc R .
N2K N 0.6429(4) 0.0400(5) 0.3659(3) 0.0412(19) Uani 1 1 d DU
H2NW H 0.6478 0.0816 0.3976 0.049 Uiso 1 1 calc R .
H2NX H 0.6514 0.0048 0.3730 0.049 Uiso 1 1 calc R .
.9127(4) 0.0213(4) 0.0460(3) 0.0565(18) Uani 1 1 d DU
.8825(4) 0.0099(5) 0.1049(4) 0.057(2) Uani 1 1 d DU

.8508 0.0362 0.1153 0.069 Uiso 1 1 calc R .
.8381(4) -0.0720(5) 0.1050(4) 0.066(2) Uani 1 1 d DU
.8693 -0.0990 0.0958 0.080 Uiso 1 1 calc R .
.8189(4) -0.0657(6) 0.1703(4) 0.063(2) Uani 1 1 d DU
.7945 -0.1190 0.1720 0.075 Uiso 1 1 calc R .
.8838(5) -0.0109(6) 0.2247(5) 0.068(2) Uani 1 1 d DU
H5KA H 0.9153 -0.0358 0.2254 0.082 Uiso 1 1 calc R
HS5KB H 0.8649 -0.0029 0.2646 0.082 Uiso 1 1 calc R
CoK C 0.9309(5) 0.0690(5) 0.2203(4) 0.070(2) Uani 1 1 d DU
HO6KA H 0.9029 0.0989 0.2281 0.084 Uiso 1 1 calc R .
H6KB H 0.9763 0.0993 0.2527 0.084 Uiso 1 1 calc R .
C7K C 0.9507(4) 0.0573(5) 0.1564(4) 0.0611(18) Uani
C8K C 0.9919(5) 0.1281(5) 0.1394(4) 0.057(2) Uani 1
H8KA H 0.9709 0.1647 0.1536 0.068 Uiso 1 1 calc R .
H8KB H 1.0449 0.1562 0.1584 0.068 Uiso 1 1 calc R .
C9K C 0.8643(4) 0.0381(6) 0.0078(4) 0.062(2) Uani 1
H9K H 0.8611 0.0847 0.0373 0.074 Uiso 1 1 calc R .

C1lK
C2K
H2K
C3K
H3K
C4K
H4K
C5K

Cl0K
H10wW
H10X
Cl1K
HI11K
Cl2K
Cl3K
H138
H139
H130
Cl4K
H148
H149
H140
C1l5K
H158
H159

[oN-Nel N NON@]
cNeNoNoNoNoNoNa!

TITQ@D@D DD DD QOO Q@I

[cNoNoNoNoNoNoNoBoloNoNoNoNolNololNo)

.8925(6) 0.0580(7) -0.0479(5) 0.071(2) Uani
.9445 0.0995 -0.0343 0.086 Uiso 1 1 calc R
.8912 0.0111 -0.0804 0.086 Uiso 1 1 calc R
.8490(6) 0.0852(6) -0.0763(6) 0.077(3) Uani
.8022 0.0450 -0.1006 0.092 Uiso 1 1 calc R
.8645(6) 0.1537(6) -0.0732(6) 0.077(3) Uani
.9342(6) 0.2257(7) -0.0338(7) 0.102(5) Uani
.9243 0.2500 0.0074 0.152 Uiso 1 1 calc R .
.9512 0.2630 -0.0548 0.152 Uiso 1 1 calc R
.9724 0.2110 -0.0282 0.152 Uiso 1 1 calc R
.8102(7) 0.1686(9) -0.1061(7) 0.094(4) Uani
.7732 0.1191 -0.1381 0.141 Uiso 1 1 calc R
.8372 0.2054 -0.1261 0.141 Uiso 1 1 calc R
.7856 0.1907 -0.0750 0.141 Uiso 1 1 calc R
.9321(6) -0.0410(6) 0.0066(6) 0.073(3) Uani

.9567 -0.0258 -0.0265 0.109 Uiso 1 1 calc R .

.8869 -0.0910 -0.0124 0.109 Uiso 1 1 calc R

d DU
DU

DU

37



H150 H 0.9652 -0.0464 0.0333 0.109 Uiso 1 1 calc R .
CleK C 0.7323(8) -0.1965(6) 0.0438(9) 0.119(5) Uani 1 1 d DU .
H168 H 0.7593 -0.2240 0.0226 0.179 Uiso 1 1 calc R .
H169 H 0.6852 -0.2170 0.0165 0.179 Uiso 1 1 calc R .
H160 H 0.7229 -0.2045 0.0832 0.179 Uiso 1 1 calc R .
Cl7K C 0.7144(5) -0.0602(6) 0.2102(6) 0.057(2) Uani 1 1 d DU
Cl8K C 0.6128(4) -0.0423(5) 0.2539(3) 0.0432(19) Uani 1 1 d DU
H18K H 0.6140 -0.0798 0.2718 0.052 Uiso 1 1 calc R .
Cl9K C 0.6229(4) 0.0305(4) 0.3086(3) 0.0360(18) Uani 1 1 d DU
C20K C 0.5355(4) -0.0826(5) 0.2112(4) 0.048(2) Uani 1 1 d DU .
H20K H 0.5308 -0.0461 0.1940 0.058 Uiso 1 1 calc R .
C21K C 0.4781(5) -0.1047(6) 0.2522(5) 0.060(3) Uani 1 1 d DU .
H218 H 0.4856 -0.1376 0.2710 0.08%9 Uiso 1 1 calc R .
H219 H 0.4286 -0.1336 0.2264 0.08%9 Uiso 1 1 calc R .
H210 H 0.4831 -0.0571 0.2855 0.089 Uiso 1 1 calc R .
C22K C 0.5254(7) -0.1577(6) 0.1572(5) 0.076(4) Uani 1 1 d DU .
H228 H 0.5609 -0.1435 0.1297 0.115 Uiso 1 1 calc R .
H229 H 0.4751 -0.1858 0.1329 0.115 Uiso 1 1 calc R .
H220 H 0.5336 -0.1913 0.1747 0.115 Uiso 1 1 calc R .
loop
_atom site aniso label
_atom site aniso U 11
_atom site aniso U 22
_atom site aniso U 33
_atom site aniso U 23
_atom site aniso U 13
_atom site aniso U 12
01 0.034(3) 0.036(3) 0.054(4) 0.019(3) 0.020(3) 0.022(3)
02 0.022(3) 0.033(4) 0.051(4) 0.019(3) 0.006(3) -0.002(3)
03 0.025(3) 0.045(3) 0.042(4) 0.021(3) 0.015(3) 0.018(3)
04 0.018(3) 0.035(3) 0.053(4) 0.025(3) 0.009(3) 0.009(2)
05 0.024(3) 0.039(3) 0.055(3) 0.025(3) 0.022(3) 0.013(3)
06 0.015(3) 0.061(5) 0.059(5) 0.029(4) 0.011(3) 0.017(3)
07 0.041(3) 0.061(4) 0.059(5) 0.022(4) 0.014(3) 0.021(3)
N1 0.024(4) 0.048(4) 0.053(3) 0.019(3) 0.016(3) 0.019(3)
N2 0.029(4) 0.068(6) 0.093(7) 0.040(6) 0.028(5) 0.019(4)
Cl 0.028(3) 0.035(3) 0.054(4) 0.024(3) 0.016(3) 0.017(3)
C2 0.023(3) 0.035(4) 0.054(4) 0.023(3) 0.014(3) 0.015(3)
C3 0.020(3) 0.041(4) 0.048(4) 0.025(3) 0.008(3) 0.016(3)
C4 0.031(4) 0.041(4) 0.053(4) 0.024(3) 0.018(3) 0.023(3)
C5 0.042(4) 0.044(5) 0.052(5) 0.026(4) 0.019(4) 0.024(4)
C6 0.041(4) 0.047(4) 0.042(5) 0.026(4) 0.018(4) 0.021(3)
C7 0.030(3) 0.042(4) 0.050(4) 0.024(3) 0.008(3) 0.013(3)
C8 0.030(3) 0.035(4) 0.052(5) 0.024(4) 0.014(3) 0.012(3)
CS9 0.023(4) 0.043(4) 0.055(4) 0.023(4) 0.012(3) 0.016(3)
C10 0.023(4) 0.062(5) 0.057(5) 0.033(4) 0.007(3) 0.008(4)
Cl1 0.038¢(5) 0.072(6) 0.068(5) 0.046(5) 0.001(4) 0.006(5)
Cl2 0.063(6) 0.093(7) 0.067(5) 0.055(5) 0.001(5) 0.001(5)
C13 0.114(11) 0.109(11) 0.063(9) 0.033(8) 0.002(8) 0.023(8)
Cl4 0.106(10) 0.150(12) 0.081(9) 0.070(9) -0.023(8) 0.020(9)
Cl15 0.021(5) 0.042(4) 0.065(7) 0.016(4) 0.001(4) 0.016(4)
Cl6 0.013(4) 0.050(6) 0.066(7) 0.028(5) 0.005(4) 0.003(3)
Cl7 0.018(3) 0.039(4) 0.053(4) 0.023(4) 0.017(3) 0.017(3)
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Cl8 0.041(4) 0.053(4) 0.053(4) 0.029(3) 0.019(3) 0.018(3)
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C21F 0.057(7) 0.050(4) 0.080(8) 0.043(5) 0.036(6) 0.030(5)
C22F 0.063(7) 0.061(6) 0.064(7) 0.037(6) 0.036(5) 0.040(6)
01G 0.041(3) 0.081(4) 0.084(4) 0.034(4) 0.029(3) 0.037(3)
02G 0.019(3) 0.054(4) 0.113(6) 0.038(5) 0.021(4) 0.021(3)
03G 0.051(4) 0.167(9) 0.076(6) 0.068(6) 0.037(4) 0.066(4)
04G 0.024(4) 0.117(5) 0.129(5) 0.094(5) 0.027(3) 0.032(4)
05G 0.018(3) 0.048(4) 0.092(5) 0.031(3) 0.008(3) 0.015(2)
06G 0.008(3) 0.043(3) 0.096(6) 0.027(4) 0.002(3) 0.016(3)
07G 0.032(4) 0.049(4) 0.048(4) 0.018(3) 0.007(3) 0.028(3)
N1G 0.016(3) 0.051(4) 0.061(5) 0.021(4) 0.010(3) 0.016(3)
N2G 0.036(5) 0.039(5) 0.053(4) 0.026(4) 0.019(4) 0.021(4)
ClG 0.048(4) 0.097(5) 0.082(4) 0.050(4) 0.029(3) 0.039(3)
C2G 0.026(4) 0.087(4) 0.088(4) 0.051(4) 0.026(3) 0.030(3)
C3G 0.022(4) 0.089(4) 0.110(5) 0.065(4) 0.022(3) 0.027(3)
C4G 0.016(4) 0.068(4) 0.105(4) 0.045(4) 0.018(3) 0.023(3)
C5G 0.027(4) 0.065(5) 0.094(5) 0.044(4) 0.016(4) 0.021(4)
CoG 0.022(4) 0.066(5) 0.084(5) 0.038(4) 0.024(4) 0.023(3)
C7G 0.024(4) 0.065(4) 0.084(4) 0.040(4) 0.025(3) 0.028(3)
C8G 0.041(5) 0.065(4) 0.087(5) 0.033(4) 0.027(4) 0.030(4)
C9G 0.058(5) 0.132(6) 0.084(5) 0.061(5) 0.039(4) 0.059(4)
Cl10G 0.070(5) 0.144(7) 0.083(5) 0.057(5) 0.043(4) 0.071(5)
Cl1G 0.098(7) 0.146(8) 0.104(7) 0.055(6) 0.040(6) 0.083(6)
Cl2G 0.116(7) 0.142(8) 0.096(8) 0.066(6) 0.031(6) 0.087(7)
Cl3G 0.149(12) 0.147(11) 0.138(13) 0.065(9) 0.067(10) 0.097(10)
Cl4G 0.116(8) 0.166(13) 0.108(12) 0.053(10) 0.026(8) 0.080(9)
C15G 0.064(7) 0.088(8) 0.059(7) 0.032(6) 0.014(6) 0.039(6)
Cl6G 0.037(7) 0.119(7) 0.163(12) 0.095(9) 0.030(7) 0.027(6)



Cl7G 0.018(3) 0.038(4) 0.058(5) 0.033(3) 0.009(3) 0.012(3)
Cl18G 0.018(3) 0.044(4) 0.053(4) 0.029(4) 0.010(3) 0.010(3)
Cl19G 0.019(4) 0.040(4) 0.050(4) 0.025(3) 0.015(4) 0.015(4)
C20G 0.031(3) 0.053(5) 0.052(5) 0.033(4) 0.013(3) 0.016(4)
C21G 0.030(4) 0.048(6) 0.078(8) 0.026(6) 0.020(4) 0.017(5)
C22G 0.050(6) 0.056(7) 0.065(7) 0.042(6) 0.015(5) 0.024(5)
OlH 0.039(3) 0.047(3) 0.061(4) 0.027(3) 0.018(3) 0.021(3)
O2H 0.046(4) 0.044(4) 0.042(4) 0.013(4) 0.012(3) 0.027(4)
O3H 0.036(3) 0.043(4) 0.057(5) 0.022(4) 0.027(3) 0.024(3)
O4H 0.056(4) 0.031(3) 0.065(4) 0.015(3) 0.021(3) 0.013(3)
O5H 0.041(4) 0.034(3) 0.075(4) 0.008(3) 0.027(3) 0.017(3)
O6H 0.057(5) 0.044(4) 0.086(6) 0.031(4) 0.020(4) 0.027(4)
O7H 0.026(3) 0.043(4) 0.073(5) 0.024(4) 0.012(3) 0.012(3)
N1H 0.044(4) 0.038(4) 0.071(4) 0.018(3) 0.021(4) 0.023(4)
N2H 0.044(5) 0.040(5) 0.091(7) 0.020(5) 0.012(5) 0.022(4)
ClH 0.038(3) 0.042(3) 0.066(4) 0.027(3) 0.020(3) 0.023(3)
C2H 0.043(4) 0.040(3) 0.052(4) 0.020(3) 0.015(3) 0.023(3)
C3H 0.045(4) 0.037(3) 0.058(4) 0.021(3) 0.024(3) 0.022(3)
C4H 0.052(4) 0.043(4) 0.070(4) 0.022(4) 0.027(3) 0.030(3)
C5H 0.051(5) 0.056(4) 0.064(5) 0.027(4) 0.025(3) 0.033(4)
CoH 0.041(4) 0.055(4) 0.060(5) 0.024(4) 0.016(4) 0.025(4)
C7H 0.037(4) 0.052(4) 0.051(4) 0.021(3) 0.016(3) 0.022(3)
C8H 0.032(4) 0.045(4) 0.047(5) 0.011(3) 0.026(3) 0.026(3)
CS9H 0.032(4) 0.059(5) 0.067(4) 0.032(3) 0.023(4) 0.027(3)
Cl0H 0.051(5) 0.072(5) 0.065(5) 0.031(4) 0.030(4) 0.018(4)
Cl1H 0.075(6) 0.097(7) 0.068(6) 0.040(5) 0.028(4) 0.026(5)
Cl2H 0.073(6) 0.129(8) 0.092(7) 0.047(6) 0.024(5) 0.039(6)
Cl3H 0.082(10) 0.162(13) 0.155(14) 0.080(11) 0.003(10) 0.009(8)
Cl4H 0.106(10) 0.145(12) 0.093(10) 0.046(9) 0.017(8) 0.062(10)
Cl5H 0.044(4) 0.043(6) 0.072(7) 0.022(5) 0.029(5) 0.023(4)
CleH 0.066(7) 0.032(5) 0.101(9) 0.01l6(6) 0.035(6) 0.010(4)
Cl7H 0.045(5) 0.035(3) 0.072(5) 0.016(3) 0.019(4) 0.026(4)
Cl8H 0.034(4) 0.047(4) 0.066(4) 0.013(3) 0.014(4) 0.019(4)
Cl9H 0.031(4) 0.032(4) 0.067(6) 0.014(4) 0.015(4) 0.013(3)
C20H 0.038(4) 0.053(5) 0.075(5) 0.023(4) 0.006(4) 0.012(4)
C21H 0.064(7) 0.074(7) 0.066(6) 0.020(5) -0.015(6) 0.040(6)
C22H 0.038(6) 0.079(9) 0.092(9) 0.002(7) -0.009(6) 0.022(6)
OlI 0.076(4) 0.067(4) 0.096(5) 0.031(4) -0.008(3) 0.043(4)
02T 0.138(8) 0.086(4) 0.092(7) -0.001(5) -0.009(6) 0.089(5)
03I 0.065(5) 0.043(4) 0.085(6) 0.034(4) 0.005(4) 0.025(4)
04T 0.054(3) 0.043(4) 0.087(5) 0.021(4) 0.002(3) 0.018¢(3)
O5I 0.055(4) 0.050(3) 0.074(5) 0.023(3) 0.000(3) 0.033(3)
O6I 0.052(4) 0.049(4) 0.078(6) 0.008(4) -0.019(3) 0.026(4)
O7I 0.053(4) 0.035(4) 0.072(5) 0.018(4) -0.008(3) 0.014(3)
N1I 0.031(4) 0.037(3) 0.048(4) 0.016(3) -0.001(3) 0.015(3)
N2I 0.045(5) 0.055(6) 0.067(6) 0.036(5) 0.005(4) 0.016(5)
ClI 0.072(4) 0.048(4) 0.104(5) 0.032(4) 0.001(4) 0.035(4)
C2I 0.071(4) 0.042(4) 0.092(4) 0.020(4) 0.004(3) 0.039(4)
C3I 0.071(4) 0.037(4) 0.092(5) 0.019(4) 0.003(3) 0.032(4)
C4I 0.077(4) 0.054(4) 0.082(5) 0.014(4) 0.007(4) 0.047(4)
C5I 0.089(5) 0.090(6) 0.082(6) 0.006(5) 0.004(4) 0.066(5)
C6I 0.086(5) 0.098(6) 0.079(5) 0.011(5) 0.008(4) 0.072(5)
C7I 0.085(4) 0.081(4) 0.088(5) 0.013(4) 0.000(3) 0.062(4)
C8I 0.081(5) 0.078(5) 0.094(6) 0.025(5) -0.001(4) 0.056(5)



C9I 0.069(5) 0.050(4) 0.098(5) 0.042(4) 0.017(4) 0.028(4)
Cl10I 0.075(5) 0.074(6) 0.108(7) 0.053(5) 0.029(5) 0.035(5)
Cl1I 0.088¢(7) 0.102(8) 0.107(7) 0.048(6) 0.038(6) 0.024(6)
Cl2I 0.094(7) 0.142(9) 0.126(9) 0.018(7) 0.041(6) 0.023(7)
Cl13I 0.119(10) 0.185(16) 0.184(15) 0.039(14) 0.021(10) 0.058(12)
Cl41 0.116(12) 0.175(16) 0.136(11) -0.007(11) 0.052(9) -0.001(12)
C15I 0.106(8) 0.049(5) 0.120(11) 0.039(6) -0.007(8) 0.027(6)
CleI 0.052(4) 0.072(8) 0.137(11) 0.066(8) -0.004(6) 0.004 (6)
Cl7I 0.039(4) 0.035(4) 0.063(5) 0.023(4) -0.002(4) 0.016(3)
Cl8I 0.037(4) 0.038(4) 0.051(4) 0.014(3) 0.002(3) 0.017(3)
Cl9I 0.041(5) 0.038(4) 0.056(5) 0.016(4) 0.001(3) 0.019(3)
C20I 0.035(5) 0.052(5) 0.053(5) 0.018(4) 0.005(4) 0.016(4)
C21I 0.059(7) 0.091(8) 0.082(9) 0.027(7) 0.020(6) 0.048(6)
C22I 0.065(7) 0.052(6) 0.065(8) 0.021(6) 0.028(6) 0.012(6)
0l1J 0.046(3) 0.042(3) 0.080(4) 0.028(3) 0.016(3) 0.017(3)
02J 0.048(4) 0.058(5) 0.127(7) 0.047(5) 0.020(5) 0.031(4)
03J 0.066(5) 0.049(3) 0.101(7) 0.032(4) 0.019(4) 0.037(3)
04J 0.058(4) 0.045(3) 0.091(5) 0.039(3) 0.007(4) 0.011(3)
O5J 0.051(4) 0.054(4) 0.083(5) 0.040(3) 0.019(3) 0.033(3)
06J 0.048(4) 0.063(5) 0.079(6) 0.030(4) 0.026(4) 0.043(4)
O07J 0.030(3) 0.060(5) 0.061(5) 0.034(4) 0.021(3) 0.025(3)
N1J 0.041(4) 0.059(4) 0.066(5) 0.038(4) 0.026(4) 0.035(3)
N2J 0.022(4) 0.052(5) 0.055(4) 0.024(4) 0.016(4) 0.008(4)
ClJ 0.049(4) 0.041(3) 0.078(4) 0.030(3) 0.010(3) 0.025(3)
C2J 0.050(4) 0.042(3) 0.082(4) 0.036(3) 0.011(3) 0.022(3)
C3J 0.052(4) 0.051(4) 0.093(5) 0.040(3) 0.017(4) 0.028(3)
C4J 0.053(4) 0.048(4) 0.094(5) 0.039(3) 0.027(4) 0.036(3)
C5J 0.056(4) 0.061(5) 0.093(5) 0.031(4) 0.018(5) 0.036(4)
CeJ 0.059(4) 0.057(5) 0.088(5) 0.030(4) 0.023(4) 0.035(4)
C7J 0.050(4) 0.048(4) 0.088(4) 0.029(3) 0.022(4) 0.033(3)
C8J 0.049(4) 0.041(4) 0.081(4) 0.021(4) 0.017(4) 0.027(4)
C9J 0.070(5) 0.046(4) 0.084(5) 0.034(4) 0.015(4) 0.038(3)
Cl0J 0.083(6) 0.057(5) 0.082(6) 0.029(5) 0.023(4) 0.036(4)
Cl1lJ 0.076(5) 0.061(5) 0.081(6) 0.030(5) 0.023(5) 0.035(4)
Cl2J 0.067(5) 0.059(5) 0.096(7) 0.039(5) 0.017(5) 0.024(4)
Cl3J 0.084(7) 0.091¢(8) 0.120(12) 0.021(8) 0.006(9) 0.009(6)
Cl4J 0.062(8) 0.081(8) 0.123(11) 0.037(7) 0.036(7) 0.029(6)
Cl5J 0.068(7) 0.064(7) 0.091(8) 0.043(7) 0.001(5) 0.033(5)
CleJ 0.062(5) 0.079(8) 0.151(13) 0.038(8) 0.003(8) 0.006(6)
Cl7J 0.041(4) 0.060(5) 0.071(5) 0.036(4) 0.021(4) 0.035(4)
Cl8J 0.036(4) 0.053(4) 0.061(4) 0.033(3) 0.022(3) 0.029(4)
Cl19J 0.033(4) 0.057(5) 0.056(4) 0.034(4) 0.025(3) 0.022(4)
C20J 0.036(5) 0.053(4) 0.078(6) 0.026(4) 0.010(4) 0.024(4)
C21J 0.041(6) 0.059(6) 0.112(9) 0.043(6) 0.028(6) 0.029(6)
C22J 0.070(8) 0.077(8) 0.089(8) 0.012(6) -0.013(6) 0.037(7)
OlK 0.039(3) 0.056(4) 0.077(4) 0.032(3) 0.018(3) 0.025(3)
O2K 0.038(4) 0.090(6) 0.150(8) 0.077(6) 0.039(4) 0.042(4)
O3K 0.039(3) 0.086(6) 0.087(6) 0.019(5) 0.018(4) 0.032(3)
O4K 0.039(4) 0.082(5) 0.110(5) 0.031(5) 0.017(3) 0.014(4)
O5K 0.046(4) 0.070(4) 0.097(5) 0.048(4) 0.026(3) 0.041(3)
O6K 0.035(4) 0.061(5) 0.110(6) 0.054(5) 0.021(4) 0.029(4)
O7K 0.048(4) 0.048(4) 0.051(4) 0.035(4) 0.021(3) 0.023(3)
N1K 0.045(4) 0.057(4) 0.068(5) 0.038(4) 0.022(3) 0.034(3)
N2K 0.047(5) 0.046(5) 0.037(4) 0.024(4) 0.019(4) 0.022(4)



ClK 0.037(4) 0.058(4) 0.081(4) 0.023(3) 0.021(3) 0.030(3)
C2K 0.031(4) 0.066(4) 0.089(4) 0.036(4) 0.023(3) 0.030(3)
C3K 0.031(4) 0.071(4) 0.104(5) 0.039(4) 0.026(3) 0.025(3)
C4K 0.037(4) 0.072(5) 0.106(5) 0.049(4) 0.026(3) 0.037(3)
CbK 0.048(5) 0.082(5) 0.105(5) 0.055(5) 0.020(4) 0.040(4)
CoK 0.046(5) 0.082(5) 0.097(5) 0.050(5) 0.015(4) 0.032(4)
C7K 0.042(4) 0.069(4) 0.096(4) 0.049(4) 0.015(3) 0.033(3)
C8K 0.042(5) 0.059(5) 0.078(4) 0.034(4) 0.013(4) 0.025(4)
CO9K 0.045(4) 0.068(5) 0.074(5) 0.021(4) 0.015(4) 0.033(3)
Cl10K 0.051(5) 0.086(6) 0.066(6) 0.020(5) 0.009(4) 0.029(4)
Cl1lK 0.061(6) 0.083(5) 0.071(6) 0.028(5) 0.003(5) 0.023(5)
Cl2K 0.060(5) 0.078(6) 0.078(7) 0.023(6) 0.019(5) 0.025(5)
Cl3K 0.055(7) 0.082(8) 0.113(11) 0.008(8) 0.024(6) 0.020(6)
Cl4K 0.094(8) 0.085(9) 0.092(10) 0.016(8) 0.018(7) 0.057(8)
C15K 0.058(7) 0.051(6) 0.119(9) 0.032(6) 0.051(7) 0.033(5)
Cl6K 0.066(9) 0.087(6) 0.164(13) 0.046(9) 0.003(8) 0.004(7)
Cl7K 0.046(4) 0.065(5) 0.089(6) 0.046(4) 0.021(4) 0.037(4)
Cl8K 0.035(3) 0.052(4) 0.050(4) 0.022(3) 0.012(3) 0.025(3)
Cl9K 0.026(4) 0.042(4) 0.042(4) 0.028(3) 0.013(4) 0.008(4)
C20K 0.044(4) 0.051(5) 0.055(5) 0.019(4) 0.006(3) 0.028(4)
C21K 0.035(5) 0.039(6) 0.089(8) 0.024(6) 0.014(5) 0.005(5)
C22K 0.083(8) 0.067(7) 0.060(7) 0.002(5) -0.010(6) 0.036(7)

_geom_special details

All esds (except the esd in the dihedral angle between two l.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 _bond atom site label 1
_geom _bond atom site label 2
_geom _bond distance
_geom _bond site symmetry 2
_geom _bond publ flag

Ol C1 1.468(7) . »

01 C8 1.453(7) . »

02 H20 0.8400 . ?

02 C7 1.469(7) . 2

03 H30 0.8400 . ?

03 C9 1.435(7)

04 C3 1.426(7) . 7

04 Cle 1.438(7) . 2

05 C4 1.444(7) . 7

05 C17 1.329(6)
06 C17 1.223(7)
07 C19 1.230(7) .
N1 HIN 0.8800 . ?
N1 C17 1.328(7)
N1 C18 1.450(7)
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N2
N2
N2
Cl
C1l
C1l
C2
C2
C2
C3
C3
Cc4
c4
C5
C5
C5
Co
cé
Co
C7
C8
C8
C9
C9
C10
C1l0
Cl10
Cl1
Cl1
Cl2
Cl2
Cl3
C1l3
Cl3
Cl4
Ccl4
Cl4
Cl5
Cl5
Cl5
Clé6
Cle
Clé6
Ccl8
Cc1s8
Ccl8
c20
Cc20
Cc20
cz21
cz1
cz21
C22
C22

H2NA 0.8800

H2NB 0.8800 .
Cl9 1.323(7)
C2 1.548(7)
C9 1.549(7) .
Cl5 1.517(8)
H2 1.0000 . 7
C3 1.525(7)
C7 1.530(7) .
H3 1.0000 . ?
C4 1.541(7) .
H4 1.0000 . ?
C5 1.516(7)
H5A 0.9900
H5B 0.9900 .
Cé6 1.533(8)
H6A 0.9900
H6B 0.9900 .
C7 1.494(7)
C8 1.526(7)
H8A 0.9900
H8B 0.9900

H9 1.0000 . 7
Cl0 1.525(8)

H10A 0.9900
H10B 0.9900
Cll 1.485(8)
H11 0.9500

Cl2 1.276(8)
Cl3 1.509(9)
Cl4 1.535(9)
H13A 0.9800
H13B 0.9800
H13C 0.9800
H14A 0.9800
H14B 0.9800
H14C 0.9800
H15A 0.9800
H15B 0.9800
H15C 0.9800
H16A 0.9800
H16B 0.9800
H16C 0.9800
H18 1.0000

Cl9 1.533(7)
C20 1.547(8)
H20 1.0000

C21 1.518(8)
C22 1.532(8)
H21A 0.9800
H21B 0.9800
H21C 0.9800
H22A 0.9800
H22B 0.9800

?

LR N B S S S LAV LV B LN R S R A
.

[AS ALV NIV NIV NN
.
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C22 H22C 0.9800 . ?
OlA C1A 1.473(8)

OlA C8A 1.451(8) . 7
O2A H20A 0.8400 . 7
O2A C7A 1.470(8) . 2
O3A H30A 0.8400 . ?
O3A CY9A 1.445(8)

O4A C3A 1.413(8) . 7
O4A C1l6A 1.436(8) . 2
ObA C4A 1.447(7) . 2

OSA C17A 1.324(7)

O6A C17A 1.224(7)

O7A C19A 1.231(7) .
N1A HINA 0.8800 . ?
N1A C17A 1.332(7)

N1A C18A 1.469(7)

NZ2A H2NC 0.8800

N2A H2ND 0.8800 :
N2A CI19A 1.324(8) . ?

ClA C2A 1.534(8)
ClA CO9A 1.550(8) . 7
ClA C15A 1.522(8) . ?

C2A H2A 1.0000 . 7
C2A C3A 1.526(8)

C2A CT7A 1.529(8) .
C3A H3A 1.0000 . ?
C3A C4A 1.531(8) . »
C4A H4A 1.0000 . ?
C4A C5A 1.535(8) . ?

C5A H5AA 0.9900

C5A H5AB 0.9900 . 7
C5A C6A 1.543(9) . »
C6A H6AA 0.9900

C6A H6AB 0.9900 .
C6A CT7A 1.496(8)

C7A C8A 1.514(8) . 7
C8A HB8AA 0.9900 . »
C8A H8AB 0.9900 . ?
CO9A H9A 1.0000 . 2
COA C10A 1.537(8) . 2

Cl10A H10C 0.9900

Cl10A H10D 0.9900 . »
Cl0A C11A 1.482(9) . 2
Cl1A H11A 0.9500 . »
Cl1A C12A 1.267(9) . ?
Cl2A C13A 1.513(10)
Cl2A C14A 1.537(10) .
C13A H13D 0.9800 ?
C13A HI13E 0.9800 ?
C1l3A HI13F 0.9800 ?
Cl4A H14D 0.9800 ?
Cl4A HI14E 0.9800 ?
Cl4A HI14F 0.9800 ?
C15A H15D 0.9800 ?



Cl5A
Cl5A
Cle6A
Cle6A
Cle6A
Cl8A
Cl8A
Cl8A
C20A
C20A
C20A
C21A
C21A
C21A
C22A
C22A
C22A
OlB
01B
02B
02B
O3B
O3B
04B
04B
O5B
O5B
0O6B
O7B
N1B
N1B
N1B
N2B
N2B
N2B
C1lB
ClB
ClB
C2B
C2B
C2B
C3B
C3B
C4B
C4B
C5B
C5B
C5B
CeB
CeB
CeB
C7B
C8B
C8B

HI15E 0.9800
H15F 0.9800
H16D 0.9800
H16E 0.9800
H16F 0.9800
HI18A 1.0000 .
Cl9A 1.534(8)
C20A 1.541(8)
H20A 1.0000
C21A 1.509(8)
C22A 1.557(8)
H21D 0.9800
H21E 0.9800
H21F 0.9800
H22D 0.9800
H22E 0.9800
H22F 0.9800

ClB 1.476(8)
C8B 1.453(8)
H20B 0.8400
C7B 1.469(8)
H30B 0.8400
CS9B 1.429(7)
C3B 1.406(8)

Cl6B 1.449(8)

C4B 1.457(8)

Cl7B 1

Cl7B 1.234(7)
Cl9B 1.224(7)
HINB 0.8800
Cl7B 1.327(7)
C1l8B 1.457(8)
H2NE 0.8800
H2NF 0.8800
Cl19B 1.318(8)
C2B 1.549(8)

CS9B 1.547(8)

.333(7)‘

Cl5B 1.520(8)

H2B 1.0000
C3B 1.532(8)
C7B 1.532(8)
H3B 1.0000
C4B 1.528(8)
H4B 1.0000
C5B 1.537(9)
H5BA 0.9900

H5BB 0.9900

CéB 1.538(9)

H6BA 0.9900
H6BB 0.9900

C7B 1.504(8)

C8B 1.515(8)
H8BA 0.9900
H8BB 0.9900

?
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CSB HO9B 1.0000 . ?
C9B C10B 1.515(8) . ?

Cl10B HI1OE 0.9900
Cl0B H1O0F 0.9900 . 7
Cl0B C11B 1.484(9) . ?
Cl1lB H11B 0.9500 . »
Cl1lB C12B 1.279(9) . ?
Cl2B C13B 1.520(10) . ?
Cl2B C14B 1.524(10) . ?
C13B H13G 0.9800 ?
C1l3B H13H 0.9800 ?
C13B H13I 0.9800 ?
Cl4B H14G 0.9800 ?
C1l4B H14H 0.9800 ?
C14B H14I 0.9800 ?
C1l5B H15G 0.9800 ?
C15B H15H 0.9800 ?
Cl15B H15I 0.9800 ?
CléeB H16G 0.9800 ?
Cl6B H16H 0.9800 ?
Cl6eB H16I 0.9800 ?
Cl8B H18B 1.0000 . ?
C1l8B C19B 1.533(8)
Cl8B C20B 1.539(8) .
C20B H20B 1.0000 . 7
C20B C21B 1.508(9)
C20B C22B 1.546(9) .
C21B H21G 0.9800 ?
C21B H21H 0.9800 ?
C21B H21I 0.9800 ?
C22B H22G 0.9800 ?
C22B H22H 0.9800 ?
C22B H22I 0.9800 ?
OlC C1C 1.474(7) ?

2

OlC C8C 1.461(7) .
02C H20C 0.8400 . ?
02C C7C 1.468(8) . »
O3C H30C 0.8400 . ?
03C C9C 1.436(7)

O4C C3C 1.404(7) . 7
04C Cle6C 1.441(7) . 2
O5C C4C 1.442(7) . 2

O5C C17C 1.341(7)

O6C C17C 1.230(7)

O7C C19C 1.245(7) .
N1C HINC 0.8800 . ?
N1C C17C 1.324(7)

N1C C18C 1.462(8)

N2C H2NG 0.8800

N2C H2NH 0.8800 :
N2C C19C 1.319(8) . ?

ClC C2C 1.553(8)
ClC C9C 1.552(8) . 7
ClC C15C 1.522(8) . 2



Cc2C H2C 1.0000 . ?
C2C C3C 1.528(8)

C2C C7C 1.523(8) .
C3C H3C 1.0000 . 2
C3C C4C 1.526(8) . »
C4C H4C 1.0000 . ?
C4C C5C 1.527(8) . »
C5C H5CA 0.9900 ?

C5C H5CB 0.9900 . 7
C5C C6C 1.544(8) . »
C6C H6CA 0.9900

CeC H6CB 0.9900 .

CeC C7C 1.507(8)

C7C C8C 1.518(8) . ~
C8C H8CA 0.9900 . »
C8C H8CB 0.9900 . ?
C9C HO9C 1.0000 . ?
C9C C10C 1.526(8) . 2

Cl10C H10G 0.9900
Cl0C H1O0H 0.9900 . 7
Cl0C C11C 1.480(9) . ?
CliC H11C 0.9500 . »
Clic cl2C 1.277(9) . 2
Cl2C C13C 1.5089(10)
Cl2C C14C 1.527(10) .
C13C H13J 0.9800 ?
C1l3C HI13K 0.9800 ?
C13C H13L 0.9800 ?
Cl4C H14J 0.9800 ?
Cl4C HI14K 0.9800 ?
Cl4C H14L 0.9800 ?
C15C H15J 0.9800 ?
C15C H15K 0.9800 ?
C15C HI15L 0.9800 ?
CleC H16J 0.9800 ?
Cl6C H16K 0.9800 ?
CleC H1eL 0.9800 ?
Cl8C H18C 1.0000 . 7
Cl8C C19C 1.522(8)
Cl8C C20C 1.544(8) .
C20C H20C 1.0000 . 7
C20C Cc21C 1.501(9)
C20C C22C 1.541(9) .
C21C H21J 0.9800 ?
C21C H21K 0.9800 ?
C21C H21L 0.9800 ?
C22C H22J 0.9800 ?
C22C H22K 0.9800 ?
C22C H22L 0.9800 ?
OlD C1D 1.478(7) ?
2

OlD C8D 1.457(7) .
02D H20D 0.8400 . ?
02D C7D 1.464(7) . »
O3D H30D 0.8400 . ?



O3D CO9D 1.436 (7
04D C3D 1.424 (7
04D Cl6D 1.441(7) . 2
O5D C4D 1.437 (7 ?
O5D C17D 1.329(
06D C17D 1.236(7)
O7D C19D 1.229(7)
N1D HID 0.8800 . 2
N1D C17D 1.326(7)
N1D C18D 1.454(7) . ?
N2D H2NI 0.8800

N2D H2NJ 0.8800 . ?
N2D C19D 1.329(8) . ?
ClD C2D 1.543(7) . ?
ClD CO9D 1.544(8) . »
ClD C15D 1.523(8) . 2

[AS IRV}
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C2D H2D 1.0000 . ?
C2D C3D 1.526(8)

C2D C7D 1.535(8) .
C3D H3D 1.0000 . 2
C3D C4D 1.539(8) . »
C4D H4D 1.0000 . ?
C4D C5D 1.535(8) . ?
C5D H5DA 0.9900 ?

C5D H5DB 0.9900 . 7
C5D C6D 1.535(8) . »
Ce6D H6DA 0.9900

CeD H6DB 0.9900 .

CeD C7D 1.495(8)

C7D C8D 1.519(8) . 7
C8D H8DA 0.9900 . ?
C8D H8DB 0.9900 . ?
CSD HO9D 1.0000 . 7
C9D C10D 1.526(8) . 2

C10D H10I 0.9900

Cl0D H10J 0.9900 . ?
Cl0D C11D 1.489(8) . ?
Cl1D H11D 0.9500 . ?
Cl1lD C12D 1.272(9) . ?
Cl2D C13D 1.515(10)
Cl2D C14D 1.533(10) .
C13D H13M 0.9800 ?
C13D HI3N 0.9800 ?
C13D H130 0.9800 ?
C1l4D H14M 0.9800 ?
C14D HI14N 0.9800 ?
C14D H140 0.9800 ?
C15D H15M 0.9800 ?
C15D H15N 0.9800 ?
C15D H150 0.9800 ?
CleD H16M 0.9800 ?
Cl6D H16N 0.9800 ?
CleD H160 0.9800 ?
C18D H18D 1.0000 ?



C18D C19D 1.543(8)
C1l8D C20D 1.551¢(8) .
C20D H20D 1.0000 . ?
C20D C21D 1.507(9)
C20D C22D 1.546(9) .
C21D H21M 0.9800 ?
C21D H2IN 0.9800 ?
C21D H210 0.9800 ?
C22D H22M 0.9800 ?
C22D H22N 0.9800 ?
C22D H220 0.9800 ?
OlE C1E 1.480(7) ?
?

OlE C8E 1.447(8) .
O2E H20E 0.8400 . ?
O2E CT7E 1.465(8) . »
O3E H3E 0.8400 . ?
O3E CO9E 1.431(8)

O4E C3E 1.410(8) . 7
O4E Cl6E 1.446(8) . 2
OSE C4E 1.457(8) . »

OBE C17E 1.342(7)

O6E C17E 1.231(7)

O7E C19E 1.222(7) .
N1E HINE 0.8800 . ?
N1E Cl7E 1.321(7)

N1E C18E 1.450(7)

N2E H2EK 0.8800

NZ2E H2EL 0.8800 :
N2E Cl9E 1.322(8) . ?

ClE C2E 1.543(8)

ClE CO9E 1.540(8) . 7
ClE CI15E 1.518¢(8) . »
C2E H2E 1.0000 . ?
C2E C3E 1.533(8) . ?
C2E C7E 1.529(8) . »
C3E H5 1.0000 . 2
C3E C4E 1.536(8) . »
C4E H4E 1.0000 . 7
C4E C5E 1.528(8) . ?
C5E H5EA 0.9900 . ?
C5E H5EB 0.9900 . ?
C5E C6E 1.552(8) . »
C6E H6EA 0.9900 ?
C6E H6EB 0.9900 .
CeE CT7E 1.497(8)

C7E C8E 1.515(8)

C8E H8EA 0.9900

C8E H8EB 0.9900 . 7
CSE HO9E 1.0000 . ?
CO9E CIOE 1.523(8) . 2
Cl10E H1O0K 0.9900 . »
Cl10E H1O0L 0.9900 . ?
Cl10E C11E 1.477(9)
Cl1lE H11lE 0.9500 . ?



Cl1E
Cl2E
Cl2E
Cl3E
Cl3E
Cl3E
Cl4E
Cl4E
Cl4E
Cl5E
Cl5E
Cl5E
Cle6E
Cle6E
Cle6E
Cl8E
Cl8E
Cl8E
C20E
C20E
C20E
C21E
C21E
C21E
C22E
C22E
C22E
OlF
OlF
O2F
O2F
O3F
O3F
O4Fr
O4F
O5F
O5F
O6F
O7F
N1F
N1F
N1F
N2F
N2F
N2F
ClF
ClF
ClF
C2F
C2F
C2F
C3F
C3F
C4Fr

Cl2E
Cl3E
Cl4E
H13P
H130Q
H13R
H14P
H14Q
H14R
H15P
H150
H15R
Hle6P
H16Q
H16R
H18E
Cl9E
C20E
H20E
C21E
C22E
H21P
H21Q
H21R
H22P
H22Q
H22R
Clr 1
C8F 1

OO O OO FHFPFPRPRPPODOOOODODOOOOOO R RFER

0.

4
4

.273(9)
.513(9)
.525(9)
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.0000 .
.520(8)
.546(8)
.0000
.514(8)
.562(9)
.9800
.9800
.9800
.9800
.9800
9800
75(8)
50(8)

H20F 0.8400
C7F 1.463(7)
H30F 0.8400
COF 1.425(9)
C3F 1.423(8) .
CleF 1.444(9)
C4F 1.465(8) .
.331(7)
.224(7)
.237(7)
.8800
.334(7)
.456(7)
.8800
.8800
.308(7)
C2F 1.543(8)
COF 1.555(8) .
C15F 1.511(8)
.0
.5
.5
.0
.5
.0

Cl1l7F
Cl7F
Cl9F
HINF
Cl7F
Cl8F
H2NM
H2NN
Cl9F

H2F
C3F
CTF
H3F
C4F
H4F

L T = SR e

HFOORRFEOR R~

000 . ?

28(8)
30(8)
000 . ?
34 (8)
000 . ?
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C4Fr
C5F
C5F
C5F
CoF
CoF
CeéF
CT7F
C8F
C8F
COF
COF
Cl0F
Cl0F
Cl0F
Cl1F¥
CllF
Cl2F
Cl2F
Cl3F
Cl3F
Cl3F
Cl4Fr
Cl4F
Cl4Fr
Cl5F
Cl5F
Cl5F
CleF
CleF
CleF
Cl8F
Cl8F
Cl8F
C20F
C20F
C20F
C21F
C21F
C21F
C22F
C22F
C22F
01G
01G
02G
02G
03G
03G
04G
04G
05G
05G
06G

C5F 1.523(8)
H5FA 0.9900
H5FB 0.9900 .
CeF 1.541(8)
H6FA 0.9900
H6FB 0.9900 .
C7F 1.492(8)
C8F 1.510(8)
H8FA 0.9900
H8FB 0.9900

HOF 1.0000

Cl10F 1.524(9)

H10N
H10M
CllF
H11F
Cl2F
Cl3F
Cl4Fr
H13S
H13T
H13U
H14s
H14T
H14U
H15S
H15T
H15U0
H16S
H16T
H16U
H18F
Cl9F
C20F
H20F
C21F
C22F
H21S
H21T
H21U
H22S
H22T
H22U
ClG 1.
C8G 1.

OO OO OO HPFRPPRPRPODOOODODODODOObOOORHRr PP ORr OO

.9900
.9900
.481(10)
.9500
.279(10)
.518 (11
.538(10)
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.0000 .
.530(8)
.541(8)
.0000
.507(8)
.545(8)
.9800
.9800
.9800
.9800
.9800
0.

9800

483 (11)
456 (12)
H20G 0.8400
C7G 1.462(11)
H30G 0.8400
CS9G 1.410(12)
C3G 1.463(11)
CleG 1.391(13)
C4G 1.448(11)
Cl7G 1.333(10)
Cl7G 1.200(10)

?

?

)

?

?
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07G
N1G
N1G
N1G
N2G
N2G
N2G
ClG
ClG
ClG
C2G
C2G
C2G
C3G
C3G
C4G
C4G
C5G
C5G
C5G
Co6G
Co6G
CceG
C7G
C8G
C8G
CoG
C9G
Cl0G
Cl0G
Cl0G
Cl1G
ClicG
Cl2G
Cl2G
Cl3G
Cl3G
Cl3G
Cl4G
Cl4G
Cl4G
Cl5G
C1l5G
Cl5G
CleG
CleG
CleG
Cl8G
Cl8G
C1l8G
C20G
C20G
C20G
C21G

Cl9G
HING
Cl7G
Cl8G
H2NO
H2NP
Cl9G

FOoOOR RO

.245(10) . ?
.8800 . ?
.357(10)
.462(10) . 2
.8800

.8800 . 2
.302(10) . 2
C2G 1.546(13)

C9G 1.598(13) . =

Cl5G 1.503(13) . ?
H2G 1.0000 . »
C3G 1.526(13) . 2
C7G 1.520(11) . =
H3G 1.0000 . »
C4G 1.517(13) . 2
H4G 1.0000 . ?
C5G 1.524(12) . »
H5GA 0.9900 ?
H5GB 0.9900 ?

CeG 1.510(13) . =
H6GA 0.9900 . ?

H6GB 0.9900

)

C7G 1.491(12)

C8G 1.529(12)

H8GA 0.9900

H8GB 0.9900 . ?
HO9G 1.0000 . »
Cl0G 1.546(14) . »

H100
H10P
CliG
H11G
Cl2G
Cl3G
Cl4G
H13V
H13W
H13X
H14V
H14W
H14X
H15V
H15W
H15X
H16V
H16W
H16X
H18G
Cl9G
C20G
H20G
C21G
C22G
H21V

ORFRPrPFRPRPRPRPPPOOOODODOOOOOOOO0OORrRrRP,RPrORFr OO

.9900

.9900 . 2
.527(15) . 2
.9500 . 2
.276(15)
.508(16)
.541(16) . ?
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.9800
.0000 . 7
.541(11) .
.519(11)
.0000 . 2
.530(12)
.499(12)
.9800 . 2
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C21G
C21G
C22G
C22G
C22G
OlH
OlH
O2H
O2H
O3H
O3H
O4H
0O4H
O5H
O5H
O6H
O7H
N1H
N1H
N1H
N2H
N2H
N2H
ClH
ClH
ClH
C2H
C2H
C2H
C3H
C3H
C4H
C4H
C5H
C5H
C5H
Co6H
Ce6H
Ce6H
CTH
C8H
C8H
CSH
CSH
Cl0H
Cl0H
Cl0H
Cl1lH
CllH
Cl2H
Cl2H
Cl3H
Cl3H
Cl3H

H21w
H21X

.9800
.9800
H22Vv 0.9800
H22W 0.9800
H22X 0.9800
ClH 1.472(7)
C8H 1.455(7)
H20H 0.8400

C7H 1.479(7)
H30H 0.8400

CSOH 1.447(7)
C3H 1.409(7)

O O O O

Cl6H 1.446(8)

C4H 1.469(7)

Cl7H 1

Cl7H 1.226(7)
Cl9H 1.226(7)
HINH 0.8800
Cl7H 1.328(7)
Cl8H 1.459(8)
H2NQ 0.8800
H2NR 0.8800
Cl9H 1.323(8)
C2H 1.542(8)

CO9H 1.535(8)

.344(7).

Cl15H 1.528(8) .
?

H2H 1.0000
C3H 1.523(8)
C7H 1.519(8)
H3H 1.0000
C4H 1.537(8)
H4H 1.0000
C5H 1.524(8)
H5HA 0.9900
H5HB 0.9900

C6H 1.536(8)

H6HA 0.9900
H6HB 0.9900

C7H 1.500(8)

C8H 1.518(8)

H8HA 0.9900
H8HB 0.9900 ?
HOH 1.0000 ?
Cl0H 1.523(8)
H10Q 0.9900
HI1I0R 0.9900
Cl1H 1.487(9)
H11H 0.9500
Cl2H 1.266(9)
Cl3H 1.521(10)
Cl4H 1.533(10)
H13Y 0.9800
H13Z 0.9800 .
H13 0.9800 ?
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Cl4H
Cl4H
Cl4H
Cl5H
Cl5H
Cl5H
CleH
CleH
CleH
Cl8H
Cl8H
Cl8H
C20H
C20H
C20H
C21H
C21H
C21H
C22H
C22H
C22H
Ol1I
OlI
021
021
03I
03I
041
041
O5I
O51I
061
071
N1T
N1I
N1T
N2I
N2I
N2I
ClI
ClI
ClI
Cc2I
c2I
Cc2I
C3I
C3I
C41
C4I
C5I
C5I
C5I
CoelI
CelI

H14Y 0.9800
H14Zz 0.9800
H14 0.9800
H15Y 0.9800
H15Z 0.9800
H151 0.9800
H16Y 0.9800
H16Z 0.9800
H161 0.9800
H18H 1.0000 .
Cl9H 1.532(8)
C20H 1.546(8)
H20H 1.0000
C21H 1.510(9)
C22H 1.544(9)
H21Y 0.9800
H21Z 0.9800
H211 0.9800
H22Y 0.9800
H227z 0.9800
H221 0.9800
ClI 1.471(8)
C8I 1.450(8)
H20I 0.8400

C7I 1.465(8)
H30I 0.8400
C9I 1.444(8)
C3I 1.403(8) .
Cle6I 1.438(8)
C4I 1.453(8)

Cl71
Cl71
Cl91
HINI
Cl71
Cl8I
H2NS
H2NT
Cl9I

HFOOR RO~

.339(7)
.228(7)
.239(7)
.8800
.315(7)
.464(7)
.8800
.8800
.323(8)

C2I 1.534(8)

CO9I 1.547(8) .
C15I 1.519(8) .
.0000 .

H2T 1

C3I 1.523(8)
C7I 1.534(8) .
H3I 1.0000 . 2
C4I 1.525(8) .
H4T 1.0000 . ?
C5I 1.545(8)
H5IA 0.9900

H5IB 0.9900 .
C6I 1.538(9)

H6IA 0.9900

H6IB 0.9900

2
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CoI C7I 1.494(8) . »
C7I C8I 1.515(8) . ?
C8I H8IA 0.9900 . ?
C8I H8IB 0.9900 . ?
C9I HO9I 1.0000 . 7
C9I C10I 1.530(9) . 2

Cl10I H10S 0.9900
Cl10I H1O0T 0.9900 . »
Cl10I C11TI 1.480(9) . 2
Cl1I H11I 0.9500 . »
Cl1lI C12I 1.266(9) . ?
Cl2I C13I 1.512(10) . 2
Cl2I C14I 1.525(10) . ?
C13I H132 0.9800 ?
C13I H133 0.9800 ?
C13I H134 0.9800 ?
Cl41 H142 0.9800 ?
Cl4I H143 0.9800 ?
Cl14TI H144 0.9800 ?
C15I H152 0.9800 ?
C15I H153 0.9800 ?
C15I H154 0.9800 ?
Cle6I H1le2 0.9800 ?
CleI H163 0.9800 ?
Cle6I Hle4 0.9800 ?
Cl18I H18I 1.0000 . 2
Cl18I C19I 1.533(8)
Cl8I C20I 1.546(8) .
C20I H20I 1.0000 . 7
C20I C21I 1.516(8)
C20I C22I 1.557(8) .
C21I H212 0.9800 ?
C21TI H213 0.9800 ?
C21I H214 0.9800 ?
C22I H222 0.9800 ?
C22I H223 0.9800 ?
C22I H224 0.9800 ?
01lJ C1J 1.476(7) ?

?

0l1J C8J 1.451(8) .
02J H20J 0.8400 . ?
02J C7J 1.466(8) . ?
03J H30J 0.8400 . ?
03J C9J 1.426(8)

04J C3J 1.418(8) . 7
04J Cl6J 1.452(8) . »
O5J C4J 1.459(7) . »

O05J C17J 1.331(7)
06J C17J 1.239(7)
O7J C19J0 1.240(7) .
N1J HINJ 0.8800 . ?
N1J C17J 1.338(7)
N1J C18J 1.460(7)
N2J H2NU 0.8800 ?
N2J H2NV 0.8800 ?



N2J C19J 1.315(7) . ?
ClJ C2J 1.544(8) . »
ClJ C9J 1.557(8) . »
ClJ C15J 1.505(8) . 2

C2J H2J 1.0000 . »
C2J C3J 1.526(8)

C2J C7J 1.523(8) .
C3J H3J 1.0000 . ?
C3J C4J 1.537(8) . »
C4J H4J 1.0000 . »
C4J C5J 1.517(8) . »

C5J H5JA 0.9900

C5J H5JB 0.9900 . 7
C5J C6J 1.542(8) . »
CeJ H6JA 0.9900

Ce6J H6JB 0.9900 .
CeJ C7J 1.503(8)

C7J C8J 1.509(8) . <
C8J H8JA 0.9900 . »
C8J H8JB 0.9900 . ?
C9J HO9J 1.0000 . ?
C9J C10J 1.526(8) . 2

C10J H10U 0.9900
Cl10J H1O0V 0.9900 . »
Cl0J C11J 1.487(9) . »
Cl1J H11J 0.9500 . »
CllJ C12J 1.281(9) . ?
Cl2J C13J 1.517(10)
Cl2J C14J 1.535(9) . 2
Cl3J H135 0.9800 ?
Cl13J H136 0.9800 ?
C1l3J H137 0.9800 ?
Cl4J H145 0.9800 ?
Cl4J H1l46 0.9800 ?
Cl4J H147 0.9800 ?
C15J H155 0.9800 ?
C15J H156 0.9800 ?
C1l5J H157 0.9800 ?
Cle6J H165 0.9800 ?
CleJ H1le6 0.9800 ?
Cle6J H1e7 0.9800 ?
Cl8J H18J 1.0000 . ?
C1l8J C19J 1.541(8)
Cl8J C20J 1.555(8) .
C20J H20J 1.0000 . 7
C20J C21J 1.510(9)
C20J C22J 1.545(9) .
C21J H215 0.9800 ?
C21J H216 0.9800 ?
C21J H217 0.9800 ?
C22J H225 0.9800 ?
C22J H226 0.9800 ?
C22J H227 0.9800 ?
OlK C1K 1.475(7) ?



O1K
02K
O2K
O3K
O3K
04K
04K
O5K
O5K
O6K
O7K
N1K
N1K
N1K
N2K
N2K
N2K
ClK
ClK
ClK
C2K
C2K
C2K
C3K
C3K
C4K
C4K
C5K
C5K
C5K
Co6K
Ce6K
Co6K
CT7K
C8K
C8K
COK
COK
Cl0K
Cl0K
Cl0K
Cl1iK
Cl1K
Cl2K
Cl2K
Cl3K
Cl3K
C1l3K
Cl4K
Cl4K
Cl4K
C1l5K
Cl5K
C1l5K

C8K 1.437(8)
H20K 0.8400

C7K 1.470(8)

H30K 0.8400

CO9K 1.434(8)

C3K 1.404(8)

Cl6K 1.443(9)

C4K 1.473(8)

Cl7K 1

Cl7K 1.217(7)
Cl9K 1.232(7)
HINK 0.8800
Cl7K 1.338(7)
Cl8K 1.451(7)
H2NwW 0.8800
H2NX 0.8800
Cl9K 1.302(7)
C2K 1.542(8)

CO9K 1.544(8)

.335(7)‘

Cl5K 1.513(8)

H2K 1.0000
C3K 1.522(8)
C7K 1.521(8)
H3K 1.0000
C4K 1.533(8)
H4K 1.0000
C5K 1.522(8)
H5KA 0.9900
H5KB 0.9900 .
C6K 1.535(9)

H6KA 0.9900
H6KB 0.9900

C7K 1.496(8)

C8K 1.515(8)
H8KA 0.9900

?

?

H8KB 0.9900 ?
HO9K 1.0000 ?
Cl0K 1.516(8)
H10W 0.9900 ?
H10X 0.9900 ?
Cl1K 1.488(9)
HI11K 0.9500 ?
Cl2K 1.277(9) . ?
Cl3K 1.508(10) . »
Cl4K 1.535(10) . ?
H138 0.9800 ?
H139 0.9800 ?
H130 0.9800 ?
H148 0.9800 ?
H149 0.9800 ?
H140 0.9800 ?
H158 0.9800 ?
H159 0.9800 ?
H150 0.9800 ?

60



Cl6K H168 0.9800 ?
Cl6K H169 0.9800 ?
Cl6K H160 0.9800 ?
C18K HI8K 1.0000 . ?
C18K CI19K 1.524(8)
C1l8K C20K 1.563(8) .
C20K H20K 1.0000 . ?
C20K C21K 1.522(8)
C20K C22K 1.545(9) .
C21K H218 0.9800 ?
C21K H219 0.9800 ?
C21K H210 0.9800 ?
C22K H228 0.9800 ?
C22K H229 0.9800 ?
C22K H220 0.9800 ?
loop

_geom_angle atom site label 1
_geom_angle atom site label 2
_geom_angle atom site label 3
_geom_angle
_geom_angle site symmetry 1
_geom_angle site symmetry 3
_geom_angle publ flag

C8 Ol C1 109.6(5) . . »

C7 02 H20 109.5 . . 2

C9 03 H30 109.5 . . 2

C3 04 Cl6 112.9(6) . . ?

Cl7 O5 C4 117.3(6) . . 2

Cl7 N1 HIN 117.8 . . 2

Cl7 N1 C18 124.3(6) . . ?

Cl18 N1 HIN 117.8 . . 2

H2NA N2 H2NB 120.0 . . 2

Cl19 N2 H2NA 120.0
C19 N2 H2NB 120.0
01 C1 C2 104.4(4)
01 C1 C9 105.3(5) .
01 C1 C15 106.5(6) . . 2
C2 Cl C9 113.6(6) . . »
Cl5 Cl1 C2 113.6(6) . . ?
Cl5 C1 C9 112.4(6) . . ?
Cl C2 H2 107.8 . . 2

C3 C2 C1 120.6(6) . . 2
C3 C2 H2 107.8 . . 2

C3 C2 C7 108.7(5)

C7 C2 C1 103.5(5) . .

C7 C2 H2 107.8 . . 2

04 C3 C2 109.3(5) . . 2
04 C3 H3 109.6 . . ?

04 C3 C4 109.8(5) . . »
C2 C3 H3 109.6 . . 7

C2 C3 C4 109.0(5) . . 2
C4 C3 H3 109.6 . . ?

05 C4 C3 106.7(6) . . 2

[AC IV IR IV RN



05
05
C3
C5
C5
Cc4
c4
Cc4

c4
c4
c4
c4
c4
C5
C5
C5

H4
C5
H4
C3
H4

108.7
108.2(6)
108.7 .
115.7(5)
108.7

H5A 108.9

H5
Cé

B 108.9
113.2(6)

H5A C5 H5B 107.8
Cé6 C5 HLA 108.9
Cé6 C5 H5B 108.9
C5 C6 H6A 109.7
C5 C6 H6B 109.7
H6A C6 H6B 108.2

C7
C7
C7
02
02
02
Co
Co
C8
o1
ol
o1
C7
C7

Co
Cé6
Co
Cc7
c7
c7
c7
c7
c7
c8
C8
c8
C8
c8

110.0(6).

C5

H6A 109.7
H6B 109.7 .
C2 109.5(6)
Cée 110.1(6)
C8 105.9(6)
C2 110.8(6)
C8 118.9(6)
C2 101.0(5)
C7 101.8(5)
H8A 111.4
H8B 111.4
H8A 111.4
H8B 111.4

H8A C8 H8B 109.3

03 C9 C1 110.8(5)
03 C9 H9 106.6

03 C9 C10 107.8(6)
Cl C9 H9 106.6

Cl0 C9 Cl 117.8(6)
Cl0 C9 HS 106.6

C9 C10 HI1IOA 108.6
C9 C10 HI1OB 108.6
H10A C10 H10B 107.6
C10
C10
C10
Cl1
Cl1
Cl1
Cl2
Cl2
Cl2
Cl3
C1l3
Cl3
HI13A C13 H13B 109.5
H13A C13 H13C 109.5
H13B C13 H13C 109.5
Cl2 C14 H14A 109.5

Cl1
Cl1
Cl1
C10
Cl2
Cl2
Cl1
Cl1
C1l3
Cl2
Cl2
Cl2

C9 114.5(7)
HI10A 108.6
H10B 108.6
H11 113.
Cl0 132.
H11 113.
Cl3 123.
Cl4 122.
Cl4 114.
H13A 109.5
H13B 109.5
H13C 109.5

(9

O~ O W Ww W

(9
(9
(9

?

?

) ) ) D) e

?

)

)

)
)
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Cl2 C14 H14B 109.5
Cl2 C14 H14C 109.5
H14A C14 H14B 109.5
H14A C14 H14C 109.
H14B C14 H14C 109.5
Cl C15 HI5A 109.5
Cl C15 H15B 109.5
Cl C15 H1I5C 109.5 .
H15A C15 H15B 109.5
HI15A C15 H15C 109.
H15B C15 H15C 109.5
04 Cl6 HI16A 109.5
04 Cl6 H16B 109.5
04 Clé6 H1e6C 109.5 .
H16A Cl6 H16B 109.5
H16A Cl6 H16C 109.
H16B Cl6 H16C 109.5

06 C17 05 125.0(6)

O6 C17 N1 124.6(6)

N1 C17 05 110.5(6) .
N1 C18 H18 108.6 . . ?
N1 C18 C19 109.0(6)

N1 C18 C20 111.5(6)
Cl9 C18 H18 108.6

Cl9 C18 C20 110.3(6)
C20 C18 H18 108.6

07 C19 N2 121.3(7)

07 C19 C18 120.2(7)

N2 C19 C18 118.4(7)
Cl8 C20 H20 109.0 . .
C21 C20 C18 110.2(7)
C21 C20 H20 109.0 . .
C21 C20 C22 112.2(8)
C22 C20 C18 107.4(7)
C22 C20 H20 1089.0 . .
C20 C21 H21A 109.5 .
C20 C21 H21B 109.5

C20 C21 H21C 109.5
H21A C21 H21B 109.5
H21A C21 H21C 109.5
H21B C21 H21C 109.5
C20 C22 H22ZA 109.5

C20 C22 H22B 109.5

C20 C22 H22C 109.5
H22A C22 H22B 109.5
H22A C22 H22C 109.5
H22B C22 H22C 109.5
C8A OlA Cl1A 112.3(6)
C7A O2A H20A 109.5

CO9A O3A H30A 109.5

C3A O4A Cl6A 116.0(8)
Cl17A O5A C4A 119.0(6)
Cl7A N1A HINA 119.5
Cl7A N1A C18A 121.1(6)

(&)}

(€]

(&)}



Cl18A N1A HINA 119.
H2NC N2A H2ND 120.
C19A N2A H2NC 120.
C19A N2A H2ND 120.

OlA C1A COA 105.8(
OlA C1lA C15A 106.5
C2A C1A COA 115.0(
Cl5A ClA C2A 1le6.1
Cl15A C1lA C9A 110.3
106.
121.
106.
110.
105.
106.
106.
108.
11l6.
108.
109.
108.
107.
110.
103.
110.
115.
110.

cla
C3A
C3A
C3A
CT7A
CT7A
O4A
O4A
O4A
C2A
C2A
C4A
O5A
O5A
O5A
C3A
C3A
C5A
C4A
C4A
C4A

CT7A
CT7A
CT7A
O2A
02A
O2A
C6A
C6A
c8a
ola
ola
ola
CT7A
CT7A

C2A
C2A
C2A
C2A
C2A
C2A
C3A
C3A
C3A
C3A
C3A
C3A
C4A
C4A
C4A
C4A
C4A
C4A
ChA
ChA
C5A

C6A
C6A
C6A
CT7A
CT7A
CT7A
CT7A
CT7A
CT7A
c8a
C8A
c8a
C8A
c8a

H2A
cla
H2A
CT7A
cla
H2A
C2a
H3A
c4a
H3A
c4a
H3A
C3A
H4A
ChA
H4A
ChA
H4A

5
0
0
0
OlA CIA C2A 101.8(5
6
(
6
(
(

)
)
7
)
7
7

3.
3(6)
3

0

)

)
)

H5AA 109.4 .
H5AB 109.4
CoA 111.1(7)
H5AA C5A H5AB 108.0
C6A C5A H5AA 109.4
C6A C5A H5AB 109.4
C5A C6A H6AA 109.8
C5A C6A H6AB 109.8
H6AA C6A H6AB 108.2 .
C5A 109.5(7)
H6AA 109.8
H6AB 109.8

C2A
C6A
C8A
C2a
C8A
C2a
CT7A

106.
108.
108.
113.
118.
100.
102.

O 00 ~J L N Ul
(eI NEN N NENEENEEN|

)
)
)
)
)
)
)

H8AA 111.2
H8AB 111.2
H8AA 111.2
H8AB 111.2
H8AA C8A H8AB 109.1 .
O3A CY9A CI1A 107.4(6)
O3A CY9A HOA 107.8

D 0 0 0 e
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O3A CO9A C10A 108.4(7)
ClA CY9A HOSA 107.8 . . ?

Cl10A CO9A CI1A 117.3(7)
Cl0A CO9A H9A 107.8

CSA C10A H10C 109.5
CSA C10A H10D 109.5

H10C
CllA
Clla
CliA
Cl0A
Cl2A
Cl2A
Cllia
CllA
Cl3A
Cl2A
Cl2A
Cl2A
H13D
H13D
H13E
Cl2A
Cl2A
Cl2A
H14D
H14D
H14E

Cl0A
Cl0A
Cl0A
Cl0A
Clilia
Clla
Clilia
Cl2a
Cl2Aa
Cl2a
Cl3A
Cl3Aa
Cl3A
Cl3a
Cl3A
Cl3A
Cl4Aa
Cl4A
Cl4Aa
Cl4A
Cl4Aa
Cl4A

H10D 108.1
CSA 110.7(8)
H10C 109.5
H10D 109.5
H11A 113.8
Cl10A 132.4(11)
H11A 113.8

Cl3A 120.1(10)

Cl4A 124.1(11)
Cl4A 115.4(10)
H13D 109.5

H13E 109.
H13F 109.
H13E 1009.
H13F 1009.
H13F 1009.
H14D 1009.
H14E 1009.
H14F 1009.
H14E 1009.
H14F 1009.
H14F 1009.

o1 o1 oo o o1 o1 O o1 OOl

ClA C15A H15D 109.5
ClA C15A H15E 109.5
ClA C15A H15F 109.5
H15D C15A H15E 109.5
H15D C15A H15F 109.5
H15E C15A H15F 109.5
O4A C1l6A H16D 109.5
O4A C1l6A H16E 109.5
O4A C1l6A H16F 109.5
H16D C1l6A H16E 109.5
H16D C1l6A H16F 109.5
H16E Cl6A H16F 109.5

O5A
O6A
O6A
N1A
N1A
N1A

Cl7A
C1l7A
Cl7A
Cl8A
Cl8A
Cl8A

N1A 110.1(6)
O5A 123.8(7)
N1A 126.1(7)
H18A 109.9

Cl9A 105.6(6)
C20A 110.9(6)

Cl19A C18A H18A 109.9
C19A C18A C20A 110.5(6)
C20A C18A H18A 109.9
O7A C19A N2A 123.2(7)
O7A C19A C18A 120.0(7)
N2A C19A C18A 116.8(7)
Cl18A C20A H20A 108.3
C1l8A C20A C22A 108.2(7)

BSOS
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C21A
C21A
C21A
C22A
C20A
C20A
C20A
H21D
H21D
H21E
C20A
C20A
C20A
H22D
H22D
H22E

C20A
C20A
C20A
C20A
C21A
C21A
C21A
C21A
C21A
C21A
C22A
C22A
C22A
C22A
C22A
C22A

cl8a
H20A
C22A
H20A
H21D
H21E
H21F
H21E
H21F
H21F
H22D
H22E
H22F
H22E
H22F
H22F

112.2
108.3
111.5
108.3
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5

)

C8B 0O1B C1B 110.0 (6
C7B 02B H20B 109.5
C9B O3B H30B 109.5

C3B 04B C1l6B 114.6
C4B 118.6

Cl7B
Cl7B
Cl7B
C18B
H2NE
C19B
C19B

O1B C1B C2B 104.0 (
O1lB C1B C9B 104.2(
OlB C1B C15B 107.3
CS9B C1B C2B 113.0(
C1l5B C1B C2B 115.0
Cl5B C1B C9B 112.1
106.
121.
106.
103.
106.
110.
108.
108.
114.
108.
108.
108.
106.
110.
103.
110.
115.
110.

C1lB
C3B
C3B
C7B
C7B
C7B
04B
04B
04B
C2B
C4B
C4B
O5B
O5B
O5B
C3B
C3B
C5B
C4B
C4B
C4B

O5B
N1B
N1B
N1B
N2B
N2B
N2B

C2B
C2B
C2B
C2B
C2B
C2B
C3B
C3B
C3B
C3B
C3B
C3B
C4B
C4B
C4B
C4B
C4B
C4B
C5B
C5B
C5B

HINB 1
Cl8B 1
HINB 1
H2NFE 1
H2NE 1
H2NF 1

H2B
C1lB
H2B
C1lB
H2B
C3B
C2B
H3B
C4B
H3B
C2B
H3B
C3B
H4B
C5B
H4B
C5B
H4B

(9)
(7)
19.2
21.6
19.2
20.0
20.0
20.0
6)
6)
(7)

6)
(7)
(7)

9

H5BA 1009. 2
H5BB 109.2
CeB 111.9(8)

(7

(7)

(8)

)
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HS5BA C5B H5BB 107.9

C6B C5B H5BA 109.2
Ce6B C5B H5BB 109.2
C5B C6B H6BA 109.8
C5B C6B H6BB 109.8

H6BA C6B H6BB 108.3

C7B
C7B
C7B
02B
02B
02B
CeB
CeB
C8B
OlB
01B
OlB
C7B
C7B

H8BA C8B H8BB 108.9
O3B C9B C1B 109.2(6)

[AS IV IRV REIN]

C6B C5B 109.3(7)
C6B H6BA 109.8
C6B H6BB 109.8

C7B C2B
C7B C6B
C7B C8B
C7B C2B
C7B C8B
C7B C2B
C8B C7B

107.
110.
107.
111.
118.
101.
104.

O N oYy O oy o

C8B H8BA 110.8
C8B H8BB 110.8
C8B H8BA 110.8
C8B H8BB 110.8

O3B C9B H9B 106.4

O3B CO9B C10B 109.7(7)

ClB C9B H9B 106.4

Cl0B CO9B C1B 118.1(7)

Cl0B CO9B H9B 106.4

CS9B C10B H1OE 108.6
C9B C10B H1O0F 108.6

H10E
Cl1B
Cl1B
Cl1B
C10B
Cl2B
Cl2B
Cl1B
Cl1B
C1l3B
Cl2B
Cl2B
Cl2B
H13G
H13G
H13H
Cl2B
Cl2B
Cl2B
H14G
H14G
H14H

ClB C15B H15G 109.5
ClB C15B H15H 109.5
ClB C15B H15I 109.5

Oy O 1 1 J 0

)
)
)
)
)
)
)

WD 0 D ) e

Cl10B HI1OF 107.6

Cl0B C9B 114.5(7)
Cl10B HI10E
Cl0B HI1OF
Cl1B HI11B
Cl1B C10B
Cl1B HI11B
Cl2B C13B
Cl2B C14B
Cl2B C14B
Cl3B H13G
Cl3B HI13H
Cl3B H13I
Cl3B HI13H
Cl3B H13I
Cl3B H13I
Cl4B H14G
Cl4B H14H
Cl4B H14I
Cl4B H14H
Cl4B H14I
Cl4B H14I

108.
108.
115.
129.
115.
120.
125.
114.
1009.
109.
1009.
109.
1009.
109.
1009.
1009.
109.
1009.
109.
1009.

6
6
3

o1 o1 oo oo OO o1 OOl

LS I R O AV AV ARV

[ASRRIVERIV)

D 0 ) 0 ) 0 ) 0 ) ) ) s e

?



H15G C15B H15H 109.5
H15G C15B H15I 109.5
H15H C15B H15I 109.5
04B C16B H16G 109.5
04B C1l6B H16H 109.5
04B C1l6B H16I 109.5
H16G C16B H16H 109.5
H16G Cl6B H16I 109.5 . . 7
H16H Cl16B H16I 109.5 . . ?
O6B C17B 05B 126.3(7) ?
O6B C17B N1B 125.1(8) . . ?
N1B C17B O5B 108.5(6) . . ?
N1B C18B H18B 109.3 . . ?

N1B C18B C19B 106.3(7)

N1B C18B C20B 111.9(7) . . ?
Cl9B C18B H18B 109.3 . . ?
Cl9B C18B C20B 110.6(7) . . ?
C20B C18B H18B 109.3 . . ?
O7B C19B N2B 124.9(8) . . 2
O7B C19B C18B 117.9(7)

N2B C19B C18B 116.9(7) . .
Cl8B C20B H20B 108.4 . . ?
C1l8B C20B C22B 109.7(8)

C21B C20B C18B 110.1(8) . .
C21B C20B H20B 108.4 . . ?
C21B C20B C22B 111.7(9) . . ?
C22B C20B H20B 108.4
C20B C21B H21G 109.5
C20B C21B H21H 109.5
C20B C21B H21T 109.5
H21G C21B HZ21H 109.5
H21G C21B H21TI 109.5
H21H C21B H21T 109.5
C20B C22B H22G 109.5
C20B C22B H22H 109.5
C20B C22B H22T 109.5
H22G C22B H22H 109.5
H22G C22B H22I 109.5
H22H C22B H22I 109.5
C8C 0O1C Cl1C 108.5(5)

C7C 02C H20C 109.5

C9C 03C H30C 109.5 . . 2
C3C 04C CleC 115.0(7) . . ?
Cl7C O5C C4C 117.7(6) ?
Cl7C N1C HINC 118
Cl7C N1C C18C 123
Cl8C NI1C HINC 118
H2NG N2C H2NH 120
Cl19C N2C H2ZNG 120
Cl19C N2C H2NH 120
O0lC C1C C2C 103.7(5)

01lC Cl1C C9C 106.5(5) :
0lC C1C C15C 105.8(6) . . ?
C9C Cl1C C2C 115.5(6)
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Cl5C C1C C2C 115.3(6)
Cl5C C1C C9C 109.0¢(6)
ClC C2C H2C 107.2 . .
C3C C2C C1C 120.6(6)
C3C C2C H2C 107.2 . .
C7C C2C Cl1C 105.2(5)
C7C C2C H2C 107.2 . .
C7C C2C C3C 108.9(6)
04C C3C C2C 109.7(6)
0O4C C3C H3C 108.4 . .
04C C3C C4C 111.9(6)
C2C C3C H3C 108.4 . .
C4C C3C C2C 109.9(6)
C4C C3C H3C 108.4 . .
O5C C4C C3C 105.5(6)
O5C C4C H4C 109.3 . .
O5C C4C C5C 108.4(7)
C3C C4C H4C 109.3 . .
C3C C4C C5C 115.0(6)
C5C C4C H4C 109.3 . .
C4C C5C H5CA 108.8 .
C4C C5C H5CB 108.8
C4C C5C C6C 113.7(7)
H5CA C5C H5CB 107.7
Ce6C C5C H5CA 108.8
CeC C5C H5CB 108.8
C5C C6C H6CA 109.9
C5C C6C H6CB 109.9
H6CA C6C H6CB 108.3 .
C7C C6C C5C 108.8(6)
C7C C6C H6CA 109.9
C7C Ce6C H6CB 109.9
02C C7C Cc2C 108.
02C C7C Ce6C 109.
02C C7C C8C 106.
CeC C7C C2C 112.
CeC C7C C8C 120.
C8C C7C Cc2C 100.
0lC C8C C7C 103.
OlC C8C H8CA 111.2
OlC C8C H8CB 111.2
C7C C8C H8CA 111.2
C7C C8C H8CB 111.2
H8CA C8C H8CB 109.1
03C C9C C1C 110.6(6)
O3C C9C HOSC 106.7

O3C C9C C10C 107.3(6)
C1C C9C HO9C 106.7
Cl10C CO9C C1C 118.4(6)
Cl0C C9C HSC 106.7
C9C C1l0C H10G 108.9
C9C C10C HI10H 108.9
H10G C10C H10H 107.7
CllC C1l0C C9C 113.3(7)
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clic
Cclic
cloc
cl2c
clzac
clic
Cclic
Cl3cC
cl2c
clzc
cl2c
H13J
H13J
H13K
clzc
cl2c
clzc
H14J
H14J
H14K

ClC C15C H15J 109.5
ClC C15C H15K 109.5
ClC C15C HI5L 109.5

clo0cC
clocC
Cclic
Cclic
Cclic
cl2c
cl2cC
cl2c
Cl3cC
Cl3C
Cl3cC
Cl3C
Cl3cC
Cl3cC
Ccl4cC
Cl4c
Ccl4cC
Ccl4c
Ccl4cC
Ccl4c

H10G
H10H
H11C
cloc
H11C
Cl3cC
Cl4c
cl4c
H13J
H13K
H13L
H13K
H13L
H13L
H14J
H14K
H14L
H14K
H14L
H14L

108.
108.
115.
129.
115.
120.
121.
117.
109.
1009.
109.
1009.
109.
109.
1009.
109.
1009.
109.
1009.
109.

9
9

ul

g1 o or o o1 o OO ol o1

H15J C15C H15K 109.5
H15J C15C H15L 109.5
H15K C15C H15L 109.5

04C Cl6C H1eJ 109.5
04C Cl6C H16K 109.5
04C Cl6C H1eL 109.5

H16J C1l6C H16K 109.5
H16J Cle6C H16L 109.5
H16K C1l6C H16L 109.5
O5C 124.2(
N1C 126.0(
O5C 109.7(6)

06C
o6C
N1C
N1C
N1C
N1C

cl8cC
czic
czic
czic
cz2c
cz22cC
cz0c
c20cC
cz0c
H21J

cl7c
Cl7cC
cl7c
cl8cC
clsc
cl8cC

cz0cC
c20C
c20C
cz0cC
c20C
cz0cC
c21cC
c21cC
c21cC
c21cC

H18C 108.9

7)
7)

Cl9C 107.9(7)
C20C 112.7(7)
Cl9C C18C H18C 108.9
Cl9C C18C C20C 109.6(7)
C20C C18C H18C 108.9
O7C C19C N2C 123.0(7)
07C C19C C18C 118.9(7)
N2C C19C C18C 117.9(7)

H20C
clsc
H20C
c22cC
clsc
H20C
H21J
H21K
H21L
H21K

106.
111.
106.
114.
1009.
106.
1009.
109.
1009.
109.
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H21J C21C H21L 109.5
H21K C21C H21L 109.5
C20C C22C H22J 109.5
C20C C22C H22K 109.5
C20C C22C H22L 109.5
H22J C22C H22K 109.5
H22J C22C H22L 109.5
H22K C22C H22L 109.5
C8D 01D C1D 109.8(5)
C7D 02D H20D 109.
CS9D O3D H30D 109.
C3D 04D CleD 112.
Cl7D O5D C4D 118.
Cl7D N1D H1D 118.0 . . ?
Cl7D N1D C18D 124.1(7) . . 2
Cl18D N1D H1D 118.0 . . ?
H2NI N2D H2NJ 120.0 :
Cl19D N2D H2NI 120.0 . . ?
Cl19D N2D HZNJ 120.0 . . ?
OlD C1D C2D 103.3(5)

OlD C1D CS9D 104.7(5) . . ?
01D C1D C15D 105.8(6) . . 7
C2D C1D C9D 115.8(6) . . ?
Cl5D C1D C2D 114.4(6) . . ?
Cl5D C1D C9D 111.4(6) . . ?
ClD C2D H2D 107.4 . . ?

C3D C2D C1D 120.8(6) . . ?
C3D C2D H2D 107.4 . . ?

C3D C2D C7D 108.9(5)

C7D C2D C1D 104.3(5) . .

C7D C2D H2D 107.4 . . ?

04D C3D C2D 109.7(6) . . ?
04D C3D H3D 109.3 . . ?

04D C3D C4D 109.6(5) . . ?
C2D C3D H3D 109.3 . . ?

C2D C3D C4D 109.6(5) . . ?
C4D C3D H3D 109.3 . . ?

O5D C4D C3D 107.3(6) . . ?
O5D C4D H4D 108.0 . . ?

O5D C4D C5D 109.8(6) . . ?
C3D C4D H4D 108.0 . . ?

C5D C4D C3D 115.4(5) . . ?
C5D C4D H4D 108.0 . . ?

C4D C5D H5DA 109.6 .

C4D C5D H5DB 109.6 .2
H5DA C5D H5DB 108.1 . . ?
CeD C5D C4D 110.4(6) . . ?
CeD C5D H5DA 109.6
CeD C5D H5DB 109.6
C5D C6D H6DA 109.5
C5D C6D H6DB 109.5 .
H6DA C6D H6DB 108.1 . . ?
C7D C6D C5D 110.5(6) . . ?
C7D C6D H6DA 109.5 . . ?
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C7D C6D H6DB 109.
02D C7D C2D 108.
02D C7D CeD 109.
02D C7D C8D 107.
CeD C7D C2D 110.
CeD C7D C8D 119.
C8D C7D C2D 100.
OlD C8D C7D 101.
OlD C8D H8DA 111.5
OlD C8D H8DB 111.5
C7D C8D H8DA 111.5
C7D C8D H8DB 111.5
H8DA C8D H8DB 109.3
O3D C9D C1D 112.0(5)
O3D C9D HSD 107.0
O3D C9D C10D 107.3(6)
Cl1D C9D HSD 107.0
Cl10D CO9D C1D 116.1(6)
Cl10D C9D H9D 107.0
CS9D C10D H10I 108.9
CSD C10D H10J 108.9
H10I C10D H10J 107.8
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3 00 D W N
U1 U1 oy OO O OY O

Cl1D C10D C9D 113.2(7)

Cl1D C10D H10I 108.9
Cl1lD C10D H10J 108.9
Cl0D C11D H11D 113.7

Cl2D C11D C10D 132.5(9)

Cl2D C11D H11D 113.7

Cl1lD C12D C13D 121.4(9) .
Cl1D C12D C14D 125.7(10)

Cl3D C12D C14D 112.
Cl2D C13D H13M 109.
Cl2D C13D HI3N 109.
Cl2D C13D H130 109.
H13M C13D H1I3N 109.
H13M C13D H130 109.
H13N C13D H130 109.
Cl2D C14D H14M 109.
Cl2D C14D H14N 109.
Cl2D C14D H140 109.
H14M C14D H14N 109.
H14M C14D H140 109.
H14N C14D H140 109.
ClD C15D H15M 109.5
ClD C15D H15N 109.5
ClD C15D H150 109.5
H15M C15D H15N 109.5
H15M C15D H150 109.5
H15N C15D H150 109.5
04D C16D H1e6M 109.5
04D C1l6D H16N 109.5
04D C16D H160 109.5
H16M Cle6D H16N 109.5
H16M C16D H160 109.5
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H16N Cl6D H160 109.5
05D 125.3
N1D 122.9

06D
06D
N1D
N1D
N1D
N1D

C18D
C21D
C21D
C21D
C22D
C22D
C20D
C20D
C20D
H21M
H21M
H21N
C20D
C20D
C20D
H22M
H22M
H22N

Cl7E
Cl7E
Cl7E
Cl8E
H2EK
Cl9E
Cl9E

ClE
C3E
C3E
CTE
CTE
CTE

C1l7D
C17D
C1l7D
C18D
C18D
C18D

Cc20
C20
Cc20
C20
Cc20
C20
c21
c21
c21
c21
c21
c21
C22
C22
C22
C22
C22
C22

O5E
N1E
N1E
N1E
N2E
N2E
N2E

C2E
C2E
C2E
C2E
C2E
C2E

O5D 111.8(

(7)
(6)
6)

H18D 108.7
C19D 108.1(6)
C20D 113.1(6)
Cl19D C18D H18D 108.7
C1l9D C18D C20D 109.5(6)
C20D C18D H18D 108.7
O7D C19D N2D 121.7(7)
O7D C19D C18D 119.9(7)
N2D C19D C18D 118.3(7)
D H20D
D C18D
D H20D
D C22D
D C18D
D H20D
D H21M
D H21N
D H210
D H21N
D H210
D H210
D H22M
D H22N
D H220
D H22N
D H220
D H220
C8E OlE Cl1E 109.9 (6
C7E O2E H20E 109.5
CO9E O3E H3E 109.5
C3E O4E Cle6E 114.2
C4E 118.5
HINE 1
Cl8E 1
HINE 1
H2EL 1
H2EK 1
H2EL 1
OlE ClE C2E 104.2(
OlE C1E CO9E 102.9(
OlE C1lE C15E 107.4
COE C1lE C2E 113.2(
Cl5E ClE C2E 115.2
Cl5E C1E C9E 112.6

H2E
ClE
H2E
ClE
H2E
C3E

106.
121.
106.
102.
106.
111.

107.

112

107.

111.
109.

107.
109.
1009.
1009.
109.
1009.
109.
1009.
109.
1009.
109.
109.
1009.

18.
23.
18.
20.
20.
20.

7

.9(7).

7

Z(é).

(7)

5
5
5
5
5
5
5
5
5
5
5
5
5
5
)

)
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)

(7
(6
3
5
3
0
0
0
S)
6)
(7
6)
(7
(7
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O4E
O4E
O4E
C2E
C2E
C4E
O5E
O5E
O5E
C3E
C5E
C5E
C4E
C4E
C4E

Co6E C5E H5EA 109.5
C6E C5E H5EB 109.5
C5E C6E H6EA 109.8
CSE C6E H6EB 109.8

C3E C2E 109.5(6) .
C3E H5 108.6 . . ?
C3E C4E 112.0(6) .
C3E H5 108.6 . . ?
C3E C4E 109.3(6) .
C3E H5 108.6 . . ?
C4E C3E 106.1(6) . .
C4E H4E 110.7 . . 2
C4E C5E 107.6(7) . .
C4E H4E 110.7 . . 2
C4E C3E 110.9(6) . .
C4E H4E 110.7 . . 2
CS5E HS5EA 109.5 .
CS5E H5EB 109.5

C5E C6E 110.6(7)
HS5EA CS5E HS5EB 108.1

H6EA C6E H6EB 108.2 .
CeE C5E 109.5(7)
C6E H6EA 109.8
C6E H6EB 109.8

CTE
CTE
CTE
O2E
O2E
O2E
C6E
C6E
C8E
OlE
OlE
OlE
CTE
CTE

O3E CO9E Cl1E 110.7(6)
O3E C9E HOE 106.6
O3E C9E C10E 109.1(7)
ClE C9E HO9E 106.6

C7E C2E 107.
C7E C6E 108.
C7E C8E 108.
C7E C2E 110.
C7E C8E 120.
C7E C2E 101.
C8E CT7E 104.
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C8E H8EA 110.9
C8E H8EB 110.9
C8E H8EA 110.9
C8E HB8EB 110.9
H8EA C8E H8EB 108.9

Cl0E COE ClE 116.6(6)
Cl10E CO9E H9E 106.6
CO9E C1l0E H1O0K 108.9
CO9E C10E H1O0L 108.9

H10K
Cl1E
Cl1E
CllE
Cl10E
Cl2E
Cl2E
CllE
Cl1lE
Cl3E

Cl0E
Cl0E
Cl0E
Cl0E
CllE
Cl1E
CllE
Cl2E
Cl2E
Cl2E

H10L 107.7
CO9E 113.6(7)
H10K 108.9
H10L 108.9
H11E 114.4
CI10E 131.3(9)
H11E 114.4

D 0 0 0 e

Cl3E 116.7(8)

Cl4E 126.5(9)
Cl4E 116.6(9)
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Cl2E C13E H13P 109.
Cl2E C13E H130Q 109.
Cl2E C13E H1I3R 109.
H13P C13E H130Q 109.
H13P C13E HI1I3R 109.
H13Q C13E H1I3R 109.
Cl2E C14E H14P 109.
Cl2E C14E H140Q 109.
Cl2E C14E H14R 109.
H14P C14E H14Q 109.
H14P C1l4E H14R 109.
H14Q C14E H14R 109.
ClE C15E H15P 109.5
ClE C15E H150 109.5
ClE C15E H15R 109.5
H15P C15E H150 109.5
H15P C15E H15R 109.5
H15Q0 C15E H15R 109.5
O4E Cl6E H1l6P 109.5
O4E C1l6E H160Q 109.5
O4E Cl6E H16R 109.5
Hl16P Cl6E H16Q 109.5
H16P Cl6E H16R 109.5
H16Q Cl6E H16R 109.5
O6E C17E O5E 123.9(7)
O6E C17E N1E 126.4(7)
N1E C1l7E O5E 109.6(6)
N1E C18E H18E 108.6
N1E C18E C19E 108.4(7)
N1E C18E C20E 111.4(6)
Cl9E C18E HI18E 108.6
Cl9E C18E C20E 111.1(7)
C20E C18E H18E 108.6
O7E C1l9E N2E 124.5(7)
O7E C19E C18E 118.0(7)
N2E C1l9E C18E 117.5(7)
Cl8E C20E H20E 108.8

o1 o1 oo o o1 OO oo o1

Cl8E C20E C22E 109.4(7)

C21E C20E C18E 109.3(7)
C21E C20E H20E 108.8

C21E C20E C22E 111.
C22E C20E HZ0E 108.
C20E C21E H21P 109.
C20E C21E H21Q 109.
C20E C21E H21R 109.
H21P C21E H21Q 109.
H21P C21E HZ21R 109.
H21Q C21E H21R 109.
C20E C22E H22P 109.
C20E C22E H220Q 109.
C20E C22E HZ22R 109.
H22P C22E H220Q 109.
H22P C22E H22R 109.
H22Q C22E H22R 109.
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C8F OlF C1F 108.5(6)
C7F O2F H20F 109.5
CO9F O3F H3O0F 109.5

C3F O4F CleF 113.7
C4F 1l6.1

Cl7F
Cl7F
Cl7F
Cl8F
H2NM
Cl9F
Cl9F

OlF C1F C2F 104.5(
OlF C1F COF 102.3(
OlF C1F C15F 106.0
C2F C1F COF 112.1(
Cl5F C1F C2F 116.3
Cl5F C1F C9F 113.9
C2F
C2F
C2F
C2F
C2F
C2F
C3F
C3F
C3F
C3F
C3F
C3F
C4F
C4Fr
C4F
C4Fr
C4F
C4Fr
C5F
C5F
C5F

ClF
C3F
C3F
C3F
CT7F
CTF
O4F
O4Fr
O4F
C2F
C2F
C4Fr
O5F
O5F
O5F
C3F
C5F
C5F
C4Fr
C4Fr
C4Fr

CTF
CT7F
CT7F
O2F
O2F
O2F
CéFr
CeéF
C8F
OlF

O5F
N1F
N1F
N1F
N2F
N2F
N2F

CeF
Co6F
Co6F
CTF
CTF
CTF
CTF
CTF
CTF
C8F

HINF
Cl8F
HINF
H2NN
H2NM
H2NN

(9)
(6)
119.6
120.8
119.6
120.0
120.0
120.0
6)
7)
(7)

7)
(8)
(8)

H2F 107.9
ClF 118.9(7)
H2F 107.9

C7F 110.8(6)

ClF 102.9(5)
H2F 107.9

C2F 107.8(7)

H3F 109.9

C4Fr 110.6(7)

H3F 109.9

C4F 108.7(6)

H3F 109.9

C3F 107.5(7)

H4F 109.9

CS5F 106.7(7)

H4F 109.9

C3F 112.8(6)

H4F 109.9
HSFA 108. 7
H5FB 108.7
CeF 114.1(7)
HSFA COSF HS5FB 107.6
CoF C5F H5FA 108.7
Ce6F C5F HS5FB 108.7
C5F C6F H6FA 109.8
CS5F C6F H6FB 109.8
H6FA C6F H6FB 108.2

C5F 109.5(7)

H6FA 109.8
H6FB 109.8

C2F 109.1(
CoF 107.9(
C8F 109.2(¢
C2F 110.2(
C8F 120.0(
C2F 99.9(6
C7F 103.7(
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OlF C8F H8FA 111.
OlF C8F H8FB 111.
C7F C8F H8FA 111.
C7F C8F H8FB 111.

O O O O
Do) ) Y

H8FA C8F H8FB 109.0
O3F COF C1F 112.0(8)

O3F CO9F HOF 107.4 . . ?
O3F CO9F CI10F 107.9(10)
ClF CO9F HOF 107.4 . . ?

Cl10F COF C1F 114.5(8)

Cl0F COF HOF 107.4 . . ?

CO9F C10F HION 109.0
CO9F C10F H1OM 109.0

H10N
CllF
Cl1F¥
CllF
Cl0F
Cl2F
Cl2F
CllF
CllF
Cl3F
Cl2F
Cl2F
Cl2F
H13S
H13S
H13T
Cl2F
Cl2F
Cl2F
H14S
H14s
H14T

Cl0F
Cl0F
Cl0F
Cl0F
Cl1lF
CllF
Cl1lF
Cl2F
Cl2F
Cl2F
Cl3F
Cl3F
Cl3F
Cl3F
Cl3F
Cl3F
Cl4Fr
Cl4Fr
Cl4Fr
Cl4Fr
Cl4Fr
Cl4Fr

H10M 107.8

COF 113.0(11)
H10N 109.0
H10M 109.0
H11F 115.2
Cl10F 129.5(14)
H11F 115.2 . .
C13F 119.0(13)
Cl4F 118.6(14)
Cl4F 115.1(12)
H13S 109.5
H13T 1009.
H13U 109.
H13T 1009.
H13U 109.
H13U 109.
H14S 1009.
H14T 1009.
H14U 1009.
H14T 1009.
H14U 1009.
H14U 109.

o1 o1 oo o o1 OO o1 o1 Ol

ClF C15F H15s 109.5
ClF C15F H15T 109.5
ClF C15F H15U 109.5
H15S C15F H15T 109.5
H15S C15F H15U 109.5
H15T C15F H15U 109.5
O4F Cl6F H16Ss 109.5
O4F C1l6F H16T 109.5
O4F Cl6F H16U 109.5
H16S Cl6F H16T 109.5
H16S Cle6F H16U 109.5
H16T Cle6F H16U 109.5

O5F
O6F
O6F
N1F
N1F
N1F

Cl7F
Cl7F
Cl7F
Cl8F
Cl8F
Cl8F

N1F 111.6(6)
O5F 123.3(7)
N1F 125.1(7)
H18F 107.7

Cl9F 108.3(6)
C20F 113.1(6)

Cl19F C18F H18F 107.7

(RS IV IV
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Cl19F C18F C20F 112.1(6)
C20F C18F H18F 107.7
O7F C19F N2F 124.1(7)
O7F C19F C18F 119.9(7)
N2F C19F C18F 116.0(7)

Cl8F
Cl8F
C21F
C21F
C21F
C22F
C20F
C20F
C20F
H21S
H21S
H21T
C20F
C20F
C20F
H22S
H22S
H22T

C20F
C20F
C20F
C20F
C20F
C20F
C21F
C21F
C21F
C21F
C21F
C21F
C22F
C22F
C22F
C22F
C22F
C22F

H20F
C22F
Cl8F
H20F
C22F
H20F
H21S
H21T
H21U
H21T
H21U
H21U
H22S
H22T
H22U
H22T
H22U
H22U

107.9

109.4(é).

111.1(7)
107.9
112.7
107.9
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5

7)

C8G 01G C1G 107.1¢(
C7G 02G H20G 109.5
C9G 03G H30G 109.5

CleG
Cl7G
Cl7G
Cl7G
Ccl8G
H2NO
Cl9G
Cl9G

01G C1G C2G 105.2(
01G C1G C9G 103.0¢(
01lG C1G C15G 106.2
C2G C1G C9G 110.2¢(
Cl5G C1G C2G 118.2
Cl5G C1G C9G 112.5
C2G H
C2G C
C2G H
C2G C
C2G H
C2G C
C3G C
C3G H
C3G C
C3G H
C3G C
C3G H
C4G C
C4G H

ClG
C3G
C3G
C7G
C7G
C7G
04G
04G
04G
C2G
C4G
C4G
05G
05G

04G
05G
N1G
N1G
N1G
N2G
N2G
N2G

C3G 1
C4G 1
HING
Cl8G
HING
H2NP
H2NO
H2NP

2G 10
1G 12
2G 10
1G 10
2G 10
3G 11
2G 10
3G 10
4G 11
3G 10
2G 11
3G 10
3G 10
4G 11

13.5(10)
14.5(7)

118.
123.
118.
120.
120.
120.

4
1
4
0
0
0
7)
8)
(8)
8)
(10)
(9)
7.5 ..
0.7(9)

7.5 . .7

3.0(7)

7.5 . .7

0.0(8)
4.7(9)

9.0 . . 2

4.0(8)

9.0 . .

1.0(8)

9.0 . . 2

6.4(8)

0.6 . . 2

(8)
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05G
C3G
C3G
C5G
C4G
C4G

Co6G
ceG
Co6G
C5G
C5G

C7G
C7G
C7G
02G
02G
02G
C2G
Co6G
Co6G
01G
01G
01G
C7G
C7G

C4G
C4G
C4G
C4G
C5G
C5G

C5G
C5G
C5G
CceG
Co6G

CceG
Co6G
CeG
C7G
CT7G
C7G
CT7G
C7G
C7G
C8G
C8G
C8G
C8G
C8G

03G C9G HO9G 107.4

03G C9G C10G 108.5(9)

ClG C9G HOSG 107.4

Cl0G CO9G C1G 114.7(9)

Cl0G CO9G H9G 107.4

C9G C10G H100 107.9
C9G C10G H10P 107.9
H10P 107.
C9G 117.7
107.
107.
112.
134.
112.
125.
123.
111.
1009.
109.
1009.
109.
1009.
109.
1009.
109.

H100
Cl1G
Cl1G
ClicG
Cl0G
Cl2aG
Cl2G
ClicG
Cl1G
Cl3G
Cl2aG
Cl2G
Cl2aG
H13V
H13V
H13W
Cl2G
Cl2G

Cl0G
Cl0G
Cl0G
Cl0G
CliG
CliG
CliaG
Cl2G
Cl2G
Cl2G
Cl3G
Cl3G
Cl3G
Cl3G
Cl3G
Cl3G
Cl4G
Cl4G

H100
H10P
H11G
Cl0G
H11G
Cl3G
Cl4G
Cl4G
H13V
H13W
H13X
H13W
H13X
H13X
H14Vv
H14w

C5G 106.7(8)
H4G 110.6 .
C5G 111.7(8)

H4G 110.6

H5GA 108.2
H5GB 108.2
HS5GA C5G H5GB 107.4 .
C4G 116.2(9)

H5GA 108.2
H5GB 108.2
H6GA 110.0
H6GB 110.0
H6GA C6G H6GB 108.4 .
C5G 108.4(9)

H6GA 110.0
H6GB 110.0
C2G
CceG
C8G
C8G 99.
C2G
C8G
C7G
H8GA 111.0
H8GB 111.0
H8GA 111.0
H8GB 111.0
H8GA C8G H8GB 109.0

03G C9G C1G 111.2(10)
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Cl2G C14G H14X 109.
H14Vv C14G H14w 109.
H14Vv C14G H14X 109.
H14wW C14G H14X 109.
ClG C15G H15V 109.5
ClG C15G H15w 109.5
ClG C15G H15X 109.5
H15vV C15G H15W 109.5
H15V C15G H15X 109.5
H15W C15G H15X 109.5
04G Cl6G Hlev 109.5
04G C1l6G Hlew 109.5
04G Cl6G H1eX 109.5
H16V C1l6G Hl1e6w 109.5
Hl1ev CleG H16X 109.5
H16W C16G H16X 109.5
O5G C17G N1G 109.7(8)
06G C1l7G 0O5G 127.0(8)
06G C17G N1G 123.0(8)
N1G C18G H18G 107.2
N1G C18G C19G 109.3(7)
N1G C18G C20G 112.1(7)
Cl9G C18G H18G 107.2
C20G C18G H18G 107.2
C20G C18G C19G 113.6(7)
007G C19G N2G 123.4(8)
07G C19G C18G 119.7(8)
N2G C19G C18G 116.9(8)
Cl8G C20G H20G 107.2 .
Cl8G C20G C21G 111.3(8)
C21G C20G H20G 107.2 . .
C22G C20G C18G 111.2(8)
C22G C20G H20G 107.2
C22G C20G C21G 112.4
C20G C21G HZ21v 109.5
C20G C21G H21w 109.5
C20G C21G H21X 109.5
H21v C21G H21w 109.5
H21v C21G H21X 109.5
H21w C21G H21X 109.5
5
5
5
5
5
5
)

(G2 G INC BNE) ]

C20G C22G H22V 109.
C20G C22G H22w 109.
C20G C22G H22X 109.
H22Vv C22G H22W 109.
H22V C22G H22X 109.
H22W C22G H22X 109.
C8H Ol1lH CI1H 108.6(5
C7H O2H H20H 109.5
CO9H O3H H30H 109.5
C3H O4H CleH 114.2(7)
Cl7H O5H C4H 117.3(6)
Cl7H N1H HINH 118.0
Cl7H N1H C18H 124.0(7)
C1l8H N1H HINH 118.0
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H2NQ N2H HZNR 120.0 . . ?
Cl19H N2H H2NQ 120.0 . . ?
Cl19H N2H HZNR 120.0 . . ?
OlH C1H C2H 104.2(5) . . ?
OlH C1H CO9H 104.6(5) . . ?
OlH C1H C15H 106.6(6) . . ?
CO9H C1H C2H 116.0(6) . . ?
Cl5H C1H C2H 113.2(6) . . ?
Cl5H C1H C9H 111.0(6) . . ?
ClH C2H H2H 107.2 . . ?

C3H C2H CI1H 120.5(6) . . ?
C3H C2H H2H 107.2 . . ?

C7H C2H C1H 104.7(5) . . ?
C7H C2H H2H 107.2 . . ?

C7H C2H C3H 109.4 (6)

O4H C3H C2H 110.4(6) . .
O4H C3H H3H 108.4 . . ?

O4H C3H C4H 112.1(6) . . ?
C2H C3H H3H 108.4 . . ?

C2H C3H C4H 109.1(6) . . ?
C4H C3H H3H 108.4 . . ?

ObH C4H C3H 103.8(6) . . ?
O5H C4H H4H 110.0 . . ?

ObH C4H C5H 107.4(6) . . ?
C3H C4H H4H 110.0 . . ?

C5H C4H C3H 115.6(6) . . ?
C5H C4H H4H 110.0 . . ?

C4H C5H H5HA 108.9 . . ?
C4H C5H H5HB 108.9 .2
C4H C5H C6H 113.3(7) . . ?
H5HA C5H HSHB 107.7 . . ?
C6H C5H H5HA 108.9
CoH C5H H5HB 108.9
C5H C6H H6HA 110.0
C5H C6H H6HB 110.0 .
H6HA C6H H6HB 108.4 . . ?
C7H C6H C5H 108.4(6) . . ?
C7H C6H H6HA 110.0

C7H C6H H6HB 110.0

O2H C7H C2H 108.
O2H C7H C6H 110.
O2H C7H C8H 106.
CeéH C7H C2H 111.
CoH C7H C8H 118.
C8H C7H C2H 100.
OlH C8H C7H 102.
OlH C8H H8HA 111.2
OlH C8H H8HB 111.2
C7H C8H H8HA 111.2
C7H C8H H8HB 111.2
H8HA C8H H8HB 109.1 . . ?
O3H C9H C1H 112.1(6) . . ?
O3H C9H HO9H 106.5 . . ?

O3H C9H C10H 106.4(6) . . ?
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ClH CO9H HO9H 106.5 . . ?
Cl10H CO9H C1H 118.3(7)

Cl10H CO9H H9H 106.5

C9H C10H H100Q 109.2
CO9H C10H HIOR 109.2

H100Q
Cl1lH
CllH
Cl1lH
Cl0H
Cl2H
Cl2H
Cl1lH
Cl1lH
Cl3H
Cl2H
Cl2H
Cl2H
H13Y
H13Y
H137Z
Cl2H
Cl2H
Cl2H
H14Y
H14Y
H147Z

Cl0H
Cl0H
Cl0H
Cl0H
CllH
Cl1H
CllH
Cl2H
Cl2H
Cl2H
Cl3H
Cl3H
Cl3H
Cl3H
Cl3H
Cl3H
Cl4H
Cl4H
Cl4H
Cl4H
Cl4H
Cl4H

H10R
CY9H
H10Q
H10R
H11H
Cl0H
H11H
Cl3H
Cl4H
Cl4H
H13Y
H137Z
H13
H137Z
H13
H13
H14Y
H147Z
H14
H147%Z
H14
H14

ClH C15H H15Y
ClH C15H H15Z
ClH C15H H151
H15Y C15H H15Z 109.5
H15Y C15H H151 109.5
H15Z C15H H151 109.5
O4H C1l6H HleY 109.5
O4H Cl6H H16Zz 109.5
O4H C1l6H Hle6l 109.5
Hl1e6Y Cle6H H16Z 109.5
H16Y Cl6H H161 109.5
H16Z Cl6H H161 109.5

O6H
O6H
N1H
N1H
N1H
N1H

C1l7H
Cl7H
Cl7H
Cl8H
Cl8H
Cl8H

O5H 1
N1H 1
O5H 1
H18H
Cl9H
C20H

107.9
112.2(8)
109.2
109.2
114.3
131.4(10)
114.3

119.1(10)

123.3(10)
116.5(10)
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
1009.
109.
1009.
109.
109.

o O o o1 1

23.3(7)
25.9(7)
10.8(6)
108.6
107.1(6)
113.2(7)

Cl19H C18H H18H 108.6
Cl19H C18H C20H 110.6(7)
C20H C18H H18H 108.6
O7H C19H N2H 123.1(7)
O7H C19H C18H 119.8(7)
N2H C19H C18H 117.1(7)
Cl8H C20H H20H 106.7
C21H C20H C18H 111.7(7)
C21H C20H H20H 106.7
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C21H
C22H
C22H
C20H
C20H
C20H
H21Y
H21Y
H217Z
C20H
C20H
C20H
H22Y
H22Y
H227

C20H
C20H
C20H
C21H
C21H
C21H
C21H
C21H
C21H
C22H
C22H
C22H
C22H
C22H
C22H

C22H
Cl8H
H20H
H21Y
H217Z
H211
H217Z
H211
H211
H22Y
H227
H221
H227
H221
H221

112.

112.

106.
109.
1009.
1009.
109.

1(8)
4
7
5
5
5
5
109.5
5
5
5
5
5
5
5
)

(8)

109.
1009.
109.
1009.
109.
109.
1009.

C8I O1lI C1I 111.4(6
C7I 02I H20TI 109.5
C9I 03I H30I 109.5

C3I 04I CleI 116.2

Cl71
Cl71
Cl71
Cl8I
H2NS
Cl9I
Clo9zI

OlI C1I C2I 103.0¢(
OlI C1I COI 102.4(
OlI C1I C15I 107.3
C2I C1I CO9I 113.5¢(
Cl5I C1I C2I 116.7
Cl5I C1I C9I 112.2
5.9 . .72

ClI
C3I
C3I
C3I
C71
CT71
041
041
041
C2I
Cc2I
C41
O5I
051
051
C3I
C3I
C5I
C41
C41

O5I
N1T
N1T
N1I
N2I
N21I
N21I

C2I H
C2I C
C2I H
C2I C
C2I C
C2I H
C3I C
C3I H
C3I C
C3I H
C3I C
C3I H
C41 C
C4I H
C41 C
C4I H
C41 C
C4I H

C41 1
HINT
Cl81I
HINI
H2NT
H2NS
H2NT

2T 10
11T 12
2T 10
71 11
1T 10
21 10
21 10
3T 10
41 11
3T 10
41 10
3T 10
3I 10
41 10
5I 10
41 10
5I 11
41 10

(8)
18.2(06)
118.6
122.7
118.6
120.0
120.0
120.0

6)
6)
(7)
7)

(8)
(7)

2.9(7)

5.9 . .72

1.1(6)
3.9(6)

5.9 . .7

8.2(7)

7.3 . .07

6.7(7)

7.3 . .07

9.7(7)

7.3 . .07

6.4(7)

9.4 . . 2

6.9(7)

9.4 . . 2

5.1(7)

9.4 .2

C5I HS5IA 1009. 8
C5I H5IB 109.8
H5IA C5I HS5IB 108.2 .
CeI C5I C4I 109.5(7)

(7)
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Co6I C5I H5IA 109.
CeI C5I H5IB 109.
C5I C6I H6IA 109.
C5I C6I H6IB 109. .2
H6IA C6I H6IB 108.1 . . ?
C7I C6I C5I 110.3(8)

C7I C6I H6IA 109.6

C7I C6I H6IB 109.6

02I C7I C2I 105.
02I C7I CeI 108.
02I C7I C8I 109.
CeI C7I C2T 112.
CeI C7I C8I 118.
C8I C7I C2I 100.
OlI C8I C7I 104.
Ol1I C8I H8IA 110.9
OlI C8I H8IB 110.9
C7I C8I H8IA 110.9
C7I C8I H8IB 110.9
H8IA C8I H8IB 109.0 . . ?
O3I CO9I CI1TI 110.4(7)

03I CO9I HO9T 106.7 . . ?
O3I C9I C10I 108.9(7)

ClI C9I HO9T 106.7 . . ?
Cl0I CO9I C1I 116.9(7)
Cl0I CO9I H9T 106.7 . . ?
C9I C10I H10S 109.7

C9I C10I H1O0T 109.7 . . ?
H10S C10I H10T 108.2

Cl1I C10I C9I 109.9(8)
Cl1I C10I H10s 109.7

Cl1I C10I H10T 109.7

Cl0I C11I HI11I 112.6

Cl2I C11I C10I 134.7(11)
Cl2I C11I HI11lT 112.6 . .
Cl1I C12I C13T 119.3(11)
Cl1I C12I C141 123.6(11)
Cl3I C12I C141 117.1(11)
Cl2I C13I H132 109.
Cl2I C13I H133 109.
Cl2I C13I H134 109.
H132 C13I H133 109.
H132 C13I H134 109.
H133 C13I H134 109.
Cl2I C14I H142 109.
Cl2I C14I H143 109.
Cl2I C14I H144 109.
H142 C14I H143 109.
H142 C14I H144 109.
H143 C14I H144 109.
ClI C15I H152 109.5
ClI C15I H153 109.5
ClI C15I H154 109.5
H152 C15I H153 109.5

o) Oy @O
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H152 C15I H154 109.5
H153 C15I H154 109.5
041 Cl6I H162 109.5
04I C16I H163 109.5
O4I C1l6I H164 109.5
H162 Cl6I H163 109.5
H162 C1l6I H164 109.5
H163 Cl6I H164 109.5

061
061
N1T
N1I
N1T
N1T

Ccl8I
Ccl8I
C21I
C211I
C21I
C221I
C20I
C20I
C20I
H212
H212
H213
C201I
C20I
C201I
H222
H222
H223

Cl71
Cl71
Cl71
Cl8I
Cl8I
Cl8I

C201I
C201I
C201I
C201I
C201I
C201I
C211I
C211
C211I
C211I
C211
C211I
C221
C221I
C221
C221I
C221
C221

O5I 1
N1T 1
O5I 1

23.1
26.0
10.8

(7)
(7)
(6)

H18I 108.7
Cl9I 108.2(6)
C20I 112.0(6)
Cl19I C18I H18T 108.7
Cl19I C18I C20I 110.4(6)
C20I C18I H18T 108.7
O7I C19I N2I 122.0(7)
O7I C19I C18I 121.4(7)
N2I C19I C18I 116.6(7)

H20I
C221
Cl8I
H20I
C221
H20I
H212
H213
H214
H213
H214
H214
H222
H223
H224
H223
H224
H224

108
109
111
108
110

.7

.6(7)

L1(7)
.7

.0(8)

108.
109.
1009.
109.
109.
1009.
109.
1009.
109.
1009.
109.
1009.
109.

5
5
5
5
5
5
5
5
5
5
5
5
5

C8J 01J C1J 108.7(5)
C7J 02J H20J 109.5
C9J 03J H30J 109.5
C3J 04J CleJ 115.3(8)
C4J 116.3(6)

Cl7J
C1l7J
Cl7J
Cc18J
H2NU
Cl94J
C19J

05J
N1J
N1J
N1J
N2J
N2J
N2J

HINJ
Cl8J
HINJ
H2NV
H2NU
H2NV

119.
121.
119.
120.
120.
120.

01J ClJ C2J 104.3(
01J C1J C9J 102.2(
01J ClJ C15J 109.8
C2J C1J C9J 110.8(
Cl5J C1J Cc2J 115.6

1
0
0
0
S)
6) .
(7)
6)
(7

)

4 . .
(6)
4
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Cl5J C1J C9J 113.0(7) . . 2

ClJ C2J H2J 107.1 . . ?
C3J C2J C1J 120.1(6) . . ?
C3J C2J H2J 107.1 . . ?
C7J C2J Cl1J 103.5(5) . . 7
C7J C2J H2J 107.1 . . ?

C7J C2J C3J 111.2(6)
04J C3J C2J 107.1(6) . .
04J C3J H3J 109.5 . . ?

04J C3J C4J 113.1(6) . . ?
C2J C3J H3J 109.5 . . »
C2J C3J C4J 108.0(6) . . ?
C4J C3J H3J 109.5 . . »
05J C4J C3J 107.6(6) . . ?
O5J C4J H4J 108.1 . . ?
05J C4J C5J 109.9(7) . . ?
C3J C4J H4J 108.1 . . ?
C5J C4J C3J 114.9(7) . . ?
C5J C4J H4J 108.1 .2

C4J C5J H5JA 109.3 .

C4J C5J H5JB 109.3 . 7
C4J C5J CeJ 111.7(7) . . 7
H5JA C5J H5JB 107.9 . . ?
Co6J C5J H5JA 109.3
CeJ C5J H5JB 109.3
C5J C6J H6JA 109.9
C5J C6J H6JB 109.9 .
H6JA C6J HeJB 108.3 . . ?
C7J Ce6J C5J 108.8(7) . . ?
C7J C6J H6JA 109.9

C7J C6J H6JB 109.9

02J C7J C2J 106.
02J C7J CeJ 108.
02J C7J C8J 109.
CeJ C7J C2J 111.
CeJ C7J C8J 119.
Cc8J C7J C2J 100.
01lJ C8J C7J 104.
01lJ C8J H8JA 110.8
0l1lJ C8J H8JB 110.8
C7J C8J H8JA 110.8
C7J C8J H8JB 110.8
H8JA C8J H8JB 108.9 . . ?
03J C9J C1J 110.5(6) . . ?
03J C9J H9J 108.1 . . ?

03J C9J C10J 106.6(7) . . 7
ClJ C9J H9J 108.1 . . ?

Cl0J C9J C1J 115.2(6) . . ?
Cl10J C9J H9J 108.1 . . ?

C9J C10J H1O0U 108.5

C9J C10J H1O0V 108.5 . . ?
H10U C10J H10V 107.5 . . ?
Cl1J C10J C9J 115.0(8) . . 2
CllJ C10J H10U 108.5 . . ?

O N oYoOYy Woy O
O Oy 1 oY Oy O
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Cl1J C10J H1O0V 108.5
Cl0J C11J H11J 114.7
Cl2J C11J C10J 130.7(10)
Cl2J C11J H11J 114.7

Cl1lJ C12J C13J 121.1(9)

Cl1lJ C12J C14J 125.0(9)
Cl3J Cl1l2J C14J 113.
Cl2J C13J H135 109.
Cl2J C13J H136 109.
Cl2J C13J H137 109.
H135 C13J H136 109.
H135 C13J H137 109.
H136 C13J H137 109.
Cl2J C14J H145 109.
Cl2J C14J H146 109.
Cl2J C14J H147 109.
H145 C14J H146 109.
H145 C14J H147 109.
H146 C14J H147 109.
ClJ C15J H155 109.5
ClJ C15J H156 109.5
ClJ C15J H157 109.5
H155 C15J H156 108.5
H155 C15J H157 109.5
H156 C15J H157 109.5
04J Cl6J H165 109.5
04J Cl6J Hle6 109.5
04J Cl6J H167 109.5
H165 Cl6J H166 108.5
H165 Cl16J H167 109.5
Hl166 Cl6J H167 109.5
O5J C17J N1J 111.9(6)
O6J C17J 05J 124.7(7)
O6J C17J N1J 123.4(7)
N1J C18J H18J 107.8
N1J C18J C19J 109.1(6)
N1J C18J C20J 114.2(6)
Cl9J C18J H18J 107.8
Cl9J C18J C20J 109.8(6)
C20J C18J H18J 107.8
07J C19J N2J 122.7(7)
O7J C19J C18J 118.3(7)
N2J C19J C18J 119.0(7)
Cl8J C20J H20J 109.6

o1 o1 oo OO O OO OO O

C21J C20J C18J 108.0(7)

C21J C20J H20J 109.6

C21J C20J C22J 110.1(8)

C22J C20J C18J 109.9
C22J C20J H20J 109.6
C20J C21J H215 108.5
C20J C21J H216 109.5
C20J C21J H217 109.5
H215 C21J H216 109.5
H215 C21J H217 109.5
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H216
C20J
C204J
C20J
H225
H225
H226

C21J
C22J
C22J
C22J
C22J
C22J
C22J

H217
H225
H226
H227
H226
H227
H227

109.5
109.5
109.5
109.5
109.5
109.5
109.5

)

C8K O1lK CI1K 110.3(5
C7K O2K H20K 109.5
CO9K O3K H30K 109.5

C3K 04K CleK 116.9

C1l7K
Cl7K
Cl7K
Cl8K
H2NW
Cl9K
C19K

OlK C1K C2K 103.3(
OlK C1K C9K 103.9¢(
OlK C1K C15K 107.8
C2K C1K CO9K 111.9(
Cl5K C1K C2K 114.7
Cl5K C1K C9K 113.9

C1lK
C3K
C3K
C7K
CT7K
CT7K
04K
04K
04K
C2K
C2K
C4K
O5K
O5K
O5K
C3K
C5K
C5K
C4K
C4K
C4K

C7K C6K C5K 109.6(7)

O5K
N1K
N1K
N1K
N2K
N2K
N2K

C2K H
C2K C
C2K H
C2K C
C2K H
C2K C
C3K C
C3K H
C3K C
C3K H
C3K C
C3K H
C4K C
C4K H
C4K C
C4K H
C4K C
C4K H

C4K 1
HINK
Cl8K
HINK
H2NX
H2NW
H2NX

2K 10
1K 12
2K 10
1K 10
2K 10
3K 11
2K 10
3K 10
4K 11
3K 10
4K 10
3K 10
3K 10
4K 10
5K 10
4K 10
3K 11
4K 10

(9)
15.3(6)
119.0
121.9
119.0
120.0
120.0

0
5
6
(
6
(
(

120.

)
)
6)
)
7)
7)
7.2

0.4(%)
7.2

3.8(5).

7.2

O.B(é).

8.8(7)
8.6

3.0(é).

8.6

9.2(%).

8.6

5.0(é).

9.5

8.1(%).

9.5

5.0(%)‘

9.5

C5K H5KA 109. O
C5K H5KB 109.0
C5K C6K 112.8(7)
H5KA C5K H5KB 107.8
Co6K C5K H5KA 109.0
C6K C5K H5KB 109.0
C5K C6K H6KA 109.7
C5K C6K H6KB 109.7
H6KA C6K H6KB 108.2

C7K C6K H6KA 109.7
C7K C6K H6KB 109.7

(7

)

DD ) ) ) ) ) Y

.
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O2K CT7K C2K 108.
O2K C7K C6K 108.
O2K C7K C8K 108.
CeK C7K C2K 111.
CoK CT7K C8K 119.
C8K CT7K C2K 100.
OlK C8K C7K 104.
OlK C8K H8KA 110.9
OlK C8K H8KB 110.9
C7K C8K H8KA 110.9
C7K C8K H8KB 110.9
H8KA C8K HB8KB 109.0
O3K C9K C1K 111.5(7)
O3K C9K HO9K 106.5
O3K CO9K C10K 108.5(7)
ClK C9K HO9K 106.5
Cl0K CO9K C1K 116.7(6)
Cl0K CO9K H9K 106.5
CO9K C10K H10w 108.9
CO9K C1l0K H10X 108.9
H10wW C1l0K H10X 107.7

R 01O 30 NG
OOy oy oy 1

)
)
)
)
)
)
)

Cl1K C10K C9K 113.4(8)

Cl1K C10K H10wW 108.9
Cl1K C10K H10X 108.9
Cl0K C11K HI11K 114.7

WD 0 0 ) e

?

Cl2K C11K C10K 130.5(10)

Cl2K C11K HI11K 114.7

Cl1K C12K C13K 122.7(10)

Cl1K C12K C1l4K 121.7(9)

Cl3K C12K C1l4K 115.
Cl2K C13K H138 109.
Cl2K C13K H139 109.
Cl2K C13K H130 109.
H138 C13K H139 109.
H138 C13K H130 109.
H139 C13K H130 109.
Cl2K C14K H148 109.
Cl2K C14K H149 109.
Cl2K C14K H140 109.
H148 C14K H149 109.
H148 C14K H140 109.
H149 C14K H140 109.
ClK C15K H158 109.5
ClK C15K H159 109.5
ClK C15K H150 109.5
H158 C15K H159 109.5
H158 C15K H150 109.5
H159 C15K H150 109.5
O4K C1l6K H168 109.5
O4K C16K H169 109.5
O4K C1l6K H160 109.5
H168 C1l6K H169 109.5
H168 Cl6K H160 109.5
H169 C1l6K H160 109.5

o1 o1 oo o1 OO oo o o1 01O

LS R R N AV AR V]
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O5K
06K
06K
N1K
N1K
N1K

Cl8K
C21K
C21K
C21K
C22K
C22K
C20K
C20K
C20K
H218
H218
H219
C20K
C20K
C20K
H228
H228
H229

Cl7K N1K 111.9¢(
O5K 123.8(
Cl7K N1K 124.2(
H18K 107.5
Cl9K 110.2(6)
C20K 113.6(6)
Cl19K C18K H18K 107.5
Cl19K C18K C20K 110.2(6)
C20K C18K H18K 107.5
O7K C19K N2K 120.0(7)
O7K C1l9K C18K 120.0(7)
N2K C19K C18K 120.0(7)
110.4 .
9(7)

C1l7K

Cl8K
Cl8K
Cl8K

C20K
C20K
C20K
C20K
C20K
C20K
C21K
C21K
C21K
C21K
C21K
C21K
C22K
C22K
C22K
C22K
C22K
C22K

loop
_geom_hbond atom site label D
_geom_hbond atom site label H
_geom_hbond atom site label A

_geom_hbond distance DH
_geom_hbond distance HA
_geom_hbond distance DA

H20K
Cl8K
H20K
C22K
Cl8K
H20K
H218
H219
H210
H219
H210
H210
H228
H229
H220
H229
H220
H220

106
110
109
109

110.
1009.
109.
1009.
1009.
109.
1009.
109.
1009.
109.
1009.
109.
109.

6)
7)
7)

4

w

(7)

g1 o O O O O OO OO O 01 DD

_geom hbond angle DHA
_geom_hbond site symmetry A

03 H30 O3A 0.84 2.02 2.816(8) 158.9

N1 HIN O7A 0.88 1.95 2.804(9) 162.2

N2 H2NB O1G 0.88 2.05 2.924(12) 170.3

03G 0.84 1.99 2.797(13) 161.6 1 455
07G 0.84 1.87 2.663(10) 157.1 1_455
03 0.88 2.13 2.853(9) 139.4

02A
O3A
N1A
N2A
02B
O3B
N1B
N2B
N2B
0z2C
N1C

H20A
H30A
HINA
H2ND
H20B
H30B
HINB
H2NE
H2NF
H20C
HINC

o7C 0.
O3K 0.
0o3C 0.
03C 0.
o7C 0.
07 0.88 2.11 2.923(
O6F 0.84 2.02 2.759
07B 0.88 2.01 2.802

88
84
84
88
88

DN D DN DN

.04
.04
.25
.03
.22

(8)

DDNDDNDDN DN

LR I N S O S O A I B vV ]
.

.882(11) 158.8

.754(12) 141.9
.786(9) 122.0
.846(9) 153.5
.991(11) 146.2
12) 152.4
(10) 146.2
(10) 148.6



N2C H2NG O6A 0.88 2.14 2.933(11) 149.¢6

N2C H2NH O1K 0.88 2.06 2.927(10) 169.6 1 455
O3D H30D 03I 0.84 2.00 2.777(9) 152.5 1 565
N1D HID O7I 0.88 1.95 2.794(10) 161.4 1 565
N2D H2NJ Ol1F 0.88 2.09 2.958(11) 167.6

O2E H20E 03J 0.84 1.96 2.724(11) 149.7

O3E H3E O3H 0.84 2.31 2.806(9) 118.5 1 565
N1E HINE O3H 0.88 2.10 2.901(9) 151.8 1 565
N2E H2EL O7D 0.88 2.19 2.958(10) 145.2 1 455
O2F H20F 06D 0.84 1.85 2.691(9) 177.1

N1F HINF O1I 0.88 2.07 2.901(10) 156.1

N2F H2NM O7K 0.88 2.09 2.939(9) 161.0

02G H20G 06 0.84 1.92 2.686(8) 151.1 .

O3G H30G 04G 0.84 1.91 2.734(15) 168.1 .

N1G HING OI1A 0.88 2.13 2.945(11) 154.8 1 655
N2G H2NO 07J 0.88 2.05 2.914(10) 165.1 1 655
OZ2H H20H 06G 0.84 2.05 2.775(10) 144.9 1 445
O3H H30H O3E 0.84 2.01 2.806(9) 157.4 1 545
N1H HINH O7E 0.88 1.95 2.798(10) 161.2 1 545
N2H H2NR O1J 0.88 2.00 2.861(10) 167.9

NII HINI O3D 0.88 2.16 2.865(9) 136.4 1 545
N2I H2NS O7D 0.88 2.12 2.979(10) 164.9 1 545
N2I H2NT O7H 0.88 2.05 2.924(10) 173.6 1 655
02J H20J O6H 0.84 1.96 2.789(10) 170.8

03J H30J 04J 0.84 1.97 2.746(11) 153.0

N1J HINJ OlE 0.88 2.01 2.846(9) 157.9

O3K H30K 04K 0.84 1.97 2.754(13) 155.7

N1K HINK O1B 0.88 2.05 2.891(10) 159.3

loop
_geom_torsion atom site label 1
_geom_torsion atom site label 2
_geom_torsion atom site label 3
_geom_torsion atom site label 4
_geom_torsion
_geom_torsion site symmetry 1
_geom_torsion site symmetry 2
_geom_torsion site symmetry 3
_geom_torsion site symmetry 4
_geom_torsion publ flag

01 C1 C2 C3 -139.3(6) . . . . 7?2
01 C1L C2 C7 -17.6(7)

01 C1 C9 03 -44.9(7) e
01 Cl1 C9 C10 -169.6(7) . . . . 2

02 Cc7 Cc8 01 70.3(7) . . . .72
03 C9 C10 C11 73.4(10) . . . . 2
04 C3 C4 05 -48.3(7) . . . . ?
04 C3 C4 C5 -168.8(7) . . . . 2
O5 C4 C5 Ce6 -74.8(8) . . . . 7?2
N1 C18 C19 O7 64.0(10) . . . . 2

N1 C18 C19 N2 -117.1(9) .

N1 C18 C20 C21 -178.5(8)

N1 C18 C20 Cc22 59.0(10) . . .
Cl 01 Cc8 C7 34.4¢(8) . . . . 72
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Cl C2 C3 04 -63.2(
Cl C2 C3 C4 176.8¢(
Cl Cc2 C7 02 -73. 8(
Cl C2 C7 C6 164.6(
Cl C2 C7 C8 37.6(7)

Cl C9 C10 C11 -160.4(8)

C2 Cl1 C9 03 68.7(7)

C2 C1 C9 C10 -56.0(9)

C2 C3 C4 05 71.3(7)

C2 C3 C4 C5 -49.1(9)

C2 C7 C8 01 -43.9(7)

C3 C2 C7 02 55.5(7) .

C3 C2 C7 C6 -66.1(8)

C3 C2 C7 C8 166.9(6)

C3 C4 C5 Co6 44.8(10) .

C4 05 C17 06 21.3(12)

C4 05 C17 N1 -157.4(7)

C4 C5 C6 C7 -48.9(10)

C5 C6 C7 02 -61.1(8)

C5 C6 C7 C2 60.2(8)

C5 C6 C7 C8 176.6(7)

Co C7 C8 Ol -165.3(7)

C7 C2 C3 04 177.7(6)

C7 C2 C3 C4 57.7(7)

C8 01 C1 C2 -10.5(7)

C8 01 C1 C9 109.4(7)

C8 01 C1 C15 -131.0¢(7)

C9 Cl1 C2 C3 106.5(7)

C9 Cl C2 C7 -131.8(6) .
C9 C10 Cl11 C1l2 -131.4(13)
Cl0 C11 Cl1l2 C13 2(2) .o
Cl0 C11 Cl1l2 C14 -174.9(11)
Cl5 C1 C2 C3 -23.7(9)

Cl5 C1 C2 C7 97.9(7)

Cl5 C1 CS 03 -160.5(6)

Cl5 Cl C9 Cl10 74.8(9)

Cle 04 C3 C2 153.3(7)

Cl6 04 C3 C4 -87.1(8)

Cl7 05 C4 C3 95.9(7)

Cl7 05 C4 C5 -139.0(7)

Cl7 N1 C18 C19 114.1(9)
Cl7 N1 C18 C20 -123.9(9)
Cl8 N1 C17 05 -176.5(7)
Cl8 N1 C17 06 4.8(14)

Cl9 C18 C20 C21 -57.2(10)
Cl9 C18 C20 C22 -179.7(8)
C20 C18 C19 07 -58.7(10)
C20 C18 C19 N2 120.1(9)
Ol1A C1A C2A C3A -149.4(7)
OlA C1lA C2A C7A -23.3(8)
OlA C1A COSA O3A -67.6(8)
OlA C1lA COSA C10A 170.2(7)
O2A CT7A C8A OlA 72.6(8) .
O3A CY9A C10A Cl11A 69.1(11)

8)
6)
6)
6)
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O4A
O4A
O5A
N1A
N1A
N1A
N1A
ClA
cla
ClA
cla
ClA
cla
cla
C2A
C2A
C2A
C2A
C2A
C3A
C3A
C3A
C3A
C4A
C4Aa
C4A
ChA
C5A
ChA
C6A
CT7A
CT7A
C8A
C8A
C8A
CO9A
CO9A
CO9A
Cl0A
Cl0A
Cl5A
Cl5A
Cl5A
Cl5A
Cle6A
Cle6A
C1l7A
Cl7A
C1l7A
Cl7A
Cl8A
Cl8A
Cl19A
Cl9A

C3A
C3A
C4A
Cl8A
Cl8A
Cl8A
Cl8A
OlA
C2A
C2A
C2A
C2A
C2A
CO9A
ClA
cla
C3A
C3A
CT7A
C2A
C2A
C2A
C4A
O5A
O5A
C5A
C6A
Co6A
C6A
CT7A
C2A
C2A
OlA
ola
OlA
cla
ClA
Cl0A

Cl1A CI12A C13A 171.7(1l06)

C4A O5A -56.5(9)

C4A C5A -171.6(7)

C5A C6A -66.9(9)
Cl9A O7A 69.2(11)
Cl19A N2A -111.5(10)
C20A C21A -174.1(8)
C20A C22A 62.5(9)

C8A CT7TA 26.4(9)

C3A 0O4A -56.0(9

C3A C4A 177.4(7

C7A 0O2A -73.9(8

C7A C6A 166.7(7

C7A C8A 38.9(8)

Cl0A C11A -169.1(9)

CO9A O3A 43.9(9)

CO9A C1l0A -78.3(9)

C4A O5A 64.3(8)

C4A C5A -50.7(9)

C8A 0OlA -38.9(8)

C7A O2A 58.7(8)

C7A C6A -60.7(9)

C7A C8A 171.5(7) .

C5A C6A 50.2(10) .

Cl7A O6A 20.6(14)

Cl7A N1A -160.5(7)

Co6A C7A -51.9(10)

C7A 02A -59.3(9)

C7A C2A 58.8(9)

C7A C8A 176.5(7)

C8A OlA -162.9(7)

C3A 04A -179.8(6)

C3A C4A 53.5(8)

ClA C2A -2.0(8)

ClA CY9A 118.6(7)

ClA C15A -124.1(8)

C2A C3A 96.7(9)

C2A CT7A -137.1(7)
Cl1A C12A 127.0(19)

)
)
)
)

Cl1A CI12A C1l4A -16(3)

Cla
cla
Cla
cla
O4A
O4A
O5A
O5A
N1A
N1A
N1A
N1A

Cl18A C20A C21A -57.4(10)

C2A C3A -34.2(11)
C2A C7A 91.9(9)
COA O3A 177.6(8)
CO9A C10A 55.4(10)
C3A C2A 168.3(8)
C3A C4A -69.2(10)
C4A C3A 94.9(9)
C4A COLHA -142.3(8)
C18A CI19A 129.1(9)
Cl8A C20A -111.2(9)
Cl7A O5A 177.3(7)
Cl7A O6A -3.8(15)

C18A C20A C22A 179.2(8)

[AS ALV EIVENIV]
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C20A C18A C19A O7A -50.7(12)
C20A C18A C19A N2A 128.6(10)

01B
OlB
01B
01B
02B
O3B
04B
04B
O5B
N1B
N1B
N1B
N1B
ClB
ClB
C1lB
ClB
C1lB
ClB
ClB
C2B
C2B
C2B
C2B
C2B
C3B
C3B
C3B
C3B
C4B
C4B
C4B
C5B
C5B
C5B
CeB
C7B
C7B
C8B
C8B
C8B
C9B
C9B
C9B
C10B
C10B
C1l5B
C1l5B
Cl5B
C1l5B
CleB
Cl6B

C1lB
ClB
C1lB
C1lB
C7B
C9B
C3B
C3B
C4B

C2B
C2B
C9B
C9B
C8B
C1l0B
C4B
C4B
C5B

C3B -148.3(7)
C7B -23.9(7)
O3B -62.6(8)
Cl0B 171.2(8)
O1lB 74.2(9)
Cl1B 63.6(12)
O5B -58.8(9)
C5B -172.8(7)
C6B -65.8(10)

C18B C19B O7B 61.4(12)

Cl8B C19B N2B -113.1(11)
Cl8B C20B C21B -172.5(8)
Cl8B C20B C22B 64.1(10)

OlB
C2B
C2B
C2B
C2B
C2B
C9B
ClB
ClB
C3B
C3B
C7B
C2B
C2B
C2B
C4B
O5B
O5B
C5B
CeB
CeB
CeB
C7B
C2B
C2B
OlB
01B
OlB
ClB
ClB

C8B
C3B
C3B
C7B
C7B
C7B
C10B
C9B
C9B
C4B
C4B
C8B
C7B
C7B
C7B
C5B
Cl7B
Cl7B
CeB
C7B
C7B
C7B
C8B
C3B
C3B
ClB
ClB
ClB
C2B
C2B

C7B 24.6(9)
04B -57.0(10)
C4B 178.2(7)
02B -74.8(8)
CeB 164.7(7)
C8B 38.0(7)
Cl1B -170.5(8)
O3B 49.7(9)
Cl0B -76.5(9)
O5B 62.7(8)
C5B -51.3(10)
01B -38.5(8)
02B 56.5(8)
C6B -64.0(9)
C8B 169.2(7)
CeB 49.7(11)
O6B 16.2(17)
N1B -160.7(8)
C7B -51.9(12)
02B -59.2(11)
C2B 59.8(10)
C8B 176.3(8)
0O1B -160.1(8)
04B -178.3(7)
C4B 56.9(9)
C2B -0.2(8)
CS9B 118.5(7)
Cl5B -122.5(8)
C3B 99.3(9)
C7B -136.3(7)

Cl0B C11B C12B 168.4(13)
Cl1B C12B C13B 5(2)

Cl1B C12B C14B -178.0(12)

ClB
ClB
ClB
ClB
04B
04B

C2B
C2B
C9B
C9B
C3B
C3B

C3B -31.3(11)
C7B 93.1(9)
O3B -178.3(8)
Cl0B 55.5(11)
C2B 164.3(8) .
C4B -74.4(11)
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Cl7B
Cl7B
Cl7B
Cl7B
C1l8B
C1l8B
C19B
Cl19B
C20B
C20B
olcC
olcC
olcC
olcC
02C
03C
04cC
o4cC
O5C
N1C
N1C
N1C
N1C
cilc
C1lc
cilc
C1lc
clc
C1lc
C1lc
czc
c2c
czc
c2c
czc
C3C
C3C
C3C
C3C
c4cC
c4c
c4cC
CsC
C5C
CsC
ceC
cicC
cicC
csc
cs8c
csc
coc
csc
coc

O5B
O5B
N1B
N1B
N1B
N1B
Cl8
Ccl8
Cl8
Ccl8
C1lc
cilc
C1lc
C1lc
cicC
coc
C3C
C3C
c4cC
cl8c
clsc
clsc
cl8c
olcC
cac
czc
ca2c
czc
ca2c
coc
cilc
C1lc
C3C
C3C
cicC
c2c
czc
c2c
c4c
05C
05C
CsC
cecC
ceC
ceC
cicC
czc
c2c
olcC
olcC
olc
C1lc
clc
cloc

C4B C3B 91.0(10)
C4B C5B -147.2(9)
Cl8B C19B 120.1(10)

Cl8B C20B -119.0(10)

Cl7B O5B -179.2(8)
Cl7B 06B 3.8(18)
B C20B C21B -54.1(10)
B C20B C22B -177.5(8)
B C19B 0O7B -60.3(12)
B C19B N2B 125.2(10)
C2C C3C -138.8(7)
C2C C7C -15.4(7)
C9C 03C -43.9(8)
C9C C1l0C -168.2(7)
C8C 01C 68.3(8)
Cl0C C11C 67.7(10)
C4C 05C -52.5(8)
C4C C5C -171.9(7)
C5C C6C -71.5(9)
Cl9C 0O7C 59.9(12)
Cl9C N2C -115.5(10)
C20C C21C -175.6(9)
C20C C22C 55.9(10)
C8C C7C 36.4(8)
C3C 04C -58.0(9
C3C C4C 178.6(6
C7C 02C -74.7(6
C7C C6C 165.0(6
C7C C8C 36.2(7)
Cl0C C1l1C -166.4(8)
C9C 03C 70.6(8)
C9C Cl0C -53.7(9)
C4C 05C 69.6(7)
C4C C5C -49.8(9)
C8C 0O1C -44.0(8)
C7C 02C 55.9(7)
C7C Co6C -64.4(8)
C7C C8C 1l66.7(6) .
C5C C6C 46.3(10) .
Cl7C 0O6C 21.4(14)
Cl7C N1C -162.2(7)
CeC C7C -48.6(10)
C7C 02C -61.0(9)
C7C C2C 58.7(9)
C7C C8C 176.0(8)
C8C 0O1C -167.5(7)
C3C 04C -179.6(6)
C3C C4C 57.0(8)
ClC c2C -12.9(7)
ClC C9C 109.4(7)
ClC C15C -134.7(7)
C2C C3C 105.1(8)
C2C C7C -131.5(6)
CllC Cl2C 106.6(16)

)
)
)
)
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Cl0C C1l1C Cl2C C13C -10(3)
Cl0C C1l1C Cl1l2C Cl4C -177.5(14)
Cl5C ClC C2C C3C -23.6(10)
Cl5C C1C Cc2C C7C 99.8(7)

Cl15C C1C C9C 03C -157.6(7)
Cl5C C1C C9C c10C 78.1(9)

Cl6C 0O4C C3C C2C 158.6(8)

CleC 04C C3C Cc4C -79.1(10)
Cl7C O5C C4C C3C 97.5(8)

Cl7C O5C C4C C5C -138.9(8)
Cl7C N1C C18C C19C 118.7(10) .
Cl7C NI1C C18C C20C -120.2(10)
Cl8C NI1C C17C 0O5C 175.0(8)
Cl8C NI1C Cl1l7C 06C -8.7(17) .
Cl9C C18C C20C C21C -55.4(11)
Cl19C C18C C20C C22C 176.0(8)
C20C C18C C19C 07C -63.1(12)
C20C C18C C19C N2C 121.5(10)
OlD C1D C2D C3D -139.4(6)

OlD C1D C2D C7D -16.6(7)

OlD C1D CS9D 03D -47.0(7)

OlD C1D C9D C10D -170.7(6)

02D C7D C8D 01D 69.1(7)

O3D CY9D C10D C11D 74.7(10)

04D C3D C4D O5D -48.4(7)

04D C3D C4D C5D -171.2(6)

O5D C4D C5D C6D -73.1(8)

N1D C18D C19D O7D 60.8(11)

N1D C18D C19D N2D -119.8(9)
N1D C18D C20D C21D -175.4(8)
N1D C18D C20D C22D 60.1(11)
ClD O1D C8D C7D 36.3(8)
ClD C2D C3D 04D -62.7(9
ClD C2D C3D C4D 177.0(6
ClD C2D C7D 02D -74.7(6
ClD C2D C7D C6D 165.4 (6
ClD C2D C7D C8D 37.8(7)
ClD C9D C10D C11D -159.3(8)
C2D C1D C9D 03D 66.0(7)

C2D C1D C9D C10D -57.6(8)
C2D C3D C4D 05D 72.0(7)

C2D C3D C4D C5D -50.8(9)
C2D C7D C8D 01D -44.7(7)
C3D C2D C7D 02D 55.5(7) .
C3D C2D C7D C6D -64.3(8)
C3D C2D C7D C8D 168.1(6)
C3D C4D C5D C6D 48.3(9)

C4D O5D C17D 06D 22.7(12)
C4D O5D C17D NI1D -154.8(7)
C4D C5D C6D C7D -52.9(9)
C5D C6D C7D 02D -57.4(8)
C5D C6D C7D C2D 62.2(9)

C5D C6D C7D C8D 178.4(7)
CeD C7D C8D 01D -165.8(7)

)
)
)
)

[AS ALV VR EV]



C7D C2D C3D 04D 176.8(6)

C7D C2D C3D C4D 56.5(8)

C8D 01D C1D C2D -12.3(8)

C8D O1D C1D CO9D 109.4(7)

C8D 01D C1D C15D -132.8(7)
C9D C1D C2D C3D 106.8(7)

C9D C1D C2D C7D -130.5(6)
CS9D C10D C11D C12D -130.5(14)
Cl0D C11D C12D C13D 2(2)
Cl10D C11D C12D C14D -178.1(13)
C15D C1D C2D C3D -24.9(9)
C15D C1D C2D C7D 97.9(7)
C15D C1D C9D 03D -160.9(6)
C15D C1D C9D C10D 75.5(9)
CleD 04D C3D C2D 154.5(6)
CleD 04D C3D C4D -85.2(8)
Cl17D O5D C4D C3D 95.9(7)
Cl7D O5D C4D C5D -138.0(7)
Cl7D N1D C18D C19D 110.3(9)
Cl7D N1D C18D C20D -128.3(9)
C18D N1D C17D O5D -176.6(7)
C18D N1D C17D 06D 5.7(13)
Cl19D C18D C20D C21D -54.8(11)
Cl19D C18D C20D C22D -179.3(8)
C20D C18D C19D 07D -62.8(11)
C20D C18D C19D N2D 116.6(10)
OlE C1lE C2E C3E -151.6(7)
OlE C1lE C2E CT7E -26.8(7)

OlE C1lE CO9E O3E -62.0(8)

OlE C1lE CO9E C1l0E 172.5(7)
O2E CT7E C8E OlE 73.7(9)

O3E CY9E C10E Cl1E 67.0(11)
O4E C3E C4E O5E -61.6(8)

O4E C3E C4E C5E -178.1(7)
O5E C4E C5E C6E -58.4(10)
N1E C18E C19E O7E 66.2(11)
N1E CI18E CI1SE N2E -110.9(10)
N1E C18E C20E C21E -175.6(8)
N1E C18E C20E C22E 61.9(9)
ClE OlE C8E CT7E 22.9(9)

ClE C2E C3E O4E -58.9(10)
ClE C2E C3E C4E 178.1(6)

ClE C2E C7E O2E -73.3(7)

ClE C2E C7TE C6E 168.9(7)

ClE C2E C7E C8E 40.1(8)

ClE CO9E Cl0OE Cl1E -166.7(8)
C2E C1lE CO9E O3E 49.8(9)

C2E C1lE CO9E C1l0E -75.7(9)
C2E C3E C4E O5E 60.0(8)

C2E C3E C4E C5E -56.6(9)

C2E CT7E C8E OlE -39.0(9)

C3E C2E C7E O2E 58.4(8) .
C3E C2E CTE C6E -59.4(9)

C3E C2E C7E C8E 171.8(7)



C3E C4E C5E C6E 57.2(10)

C4E O5E C17E O6E 21.1(16)

C4E O5E C17E NI1E -161.6(8)

C4E C5E C6E C7E -57.8(11)

C5E C6E CT7E O2E -58.9(9)

C5E C6E C7E C2E 58.5(9)

CSE C6E C7E C8E 176.3(8)

CoE CT7E C8E OlE -161.6(8)

C7E C2E C3E O4E -179.8(7)

C7E C2E C3E C4E 57.1(9)

C8E OlE ClE C2E 2.7(9)

C8E OlE CI1E CO9E 121.0(7)

C8E OlE ClE C15E -120.0(8)

CO9E ClE C2E C3E 97.4(8)

CO9E C1lE C2E C7E -137.8(6)

CO9E C1l0E Cl1E CI12E 176.2(13)
Cl0E C1l1E C12E CI13E 0(2)

Cl0E Cl1E C12E Cl4E -176.7(12)
Cl5E ClE CZ2E C3E -34.3(10)
Cl5E C1lE C2E C7E 90.5(8)

Cl5E C1lE C9E O3E -177.3(7)
Cl5E C1lE C9E CI10E 57.2(10)
Cl6E O4E C3E C2E 167.0(8) .
Cl6E O4E C3E C4E -71.5(10)
Cl7E OSE C4E C3E 92.9(9) .
Cl7E OS5E C4E C5E -148.3(8) .
Cl7E N1E C18E CI19E 123.0(10)
Cl7E N1E C18E C20E -114.5(10)
Cl8E N1E C1l7E O5E -178.1(8)
Cl8E N1E Cl7E O6E -0.9(18)
Cl19E C18E C20E C21E -54.7(10)
Cl9E C18E C20E C22E -177.2(7)
C20E C18E C19E O7E -56.5(12)
C20E C18E C19E N2E 126.5(10)
OlF C1F C2F C3F -145.8(7)

OlF C1F C2F C7F -23.0(8)

OlF C1F COF O3F -171.7(10)

OlF C1lF COF C10F 65.1(13)

O2F C7F C8F OlF 70.1(9)

O3F CO9F CI10F CI11F 59.9(19)

O4F C3F C4F OS5F -52.5(9)

O4F C3F C4F C5F -169.8(8)

OSF C4F C5F C6F -68.4(9)

N1F C18F CI1SF O7F 76.0(9)

N1F C18F C19F N2F -105.9(8)
N1F C18F C20F C21F 177.2(7)
N1F C18F C20F C22F 52.2(10)
ClF OlF C8F C7F 31.1(9)
ClF C2F C3F O4F -62.4(9
ClF C2F C3F C4F 177.6(6
ClF C2F CTF O2F -73.8(7
ClF C2F CTF C6F 167.9(7
ClF C2F CTF C8F 40.7(8)
ClF CO9F C10F Cl1F -174.7(15)

)
)
)
)
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C2F
C2F
C2F
C2F
C2F
C3F
C3F
C3F
C3F
C4F
C4Fr
C4F
C5F
C5F
C5F
CeF
CT7F
CTF
C8F
C8F
C8F
COF
COF
COF
Cl0F
Cl0F
Cl5F
Cl5F
Cl5F
Cl5F
CleF
CleF
Cl1l7F
Cl7F
Cl7F
Cl7F
Cl8F
Cl8F
Cl9F
Cl9F
C20F
C20F
01G
01G
01G
01G
02G
03G
04G
04G
05G
N1G
N1G
N1G

ClF
ClF
C3F
C3F
CTF
C2F
C2F
C2F
C4F
O5F
O5F
C5F
CeF
CeF
CoF
CTF
C2F
C2F
OlF
OlF
OlF
ClF
ClF
Cl0F
Cl1l
Cl1l
ClF
ClF
ClF
ClF
O4F
O4F
O5F
O5F
N1F
N1F
N1F
N1F
Cl8
Ccl8
Cl8
Ccl8
ClG
ClG
ClG
ClG
C7G
CoG
C3G
C3G
C4G
Cl8G
Cl8G
Cl8G

COF O3F -60.2(12) .
COF C10F 176.6(12)

C4F O5F 65.7(8
C4F C5F -51.6(
C8F OlF -44.3(
C7F O2F 54.3(8

)

9)

8

) .
C7F C6F -64.0(8)

7)

0

)

C7F C8F 168.8(
CS5F Co6F 49.4(10)
Cl7F O6F 8.5(14) .
Cl7F N1F -173.2(7)
CeF CT7F -51.8(10)
C7F O2F -61.1(9)
C7F C2F 57.9(9)
C7F C8F 173.0(8)
C8F OlF -164.6(7)
C3F O4F 178.8(7)
C3F C4F 58.8(8)
ClF C2F -4.7(9)
ClF COF 112.3(8)
ClF C15F -128.1(9)
C2F C3F 104.1(9)
C2F CT7F -133.0(8)
Cl1F C12F 121 (3)
F C12F C13F 17(4) .
F C12F Cl4F 166 (2)
C2F C3F -29.3(10)
C2F CT7F 93.5(9)
COF O3F 74.4(12)
COF C10F -48.8(15)
C3F C2F 175.3(9)
C3F C4F -65.9(11)
C4F C3F 123.9(8)
C4F COF -114.8(9)
Cl8F CI19F 118.8(9)
Cl8F C20F -116.3(9)
Cl7F O5F 173.5(7)
Cl7F O6F -8.2(14)
F C20F C21F -60.0(9)
F C20F C22F 175.0(8)
F C19F O7F -49.5(10)
F C19F N2F 128.5(8)
C2G C3G -146.5(8)
C2G C7G -23.5(10)
C9G 03G -174.7(9)
CS9G C10G 61.7(12)
C8G 01G 68.0(9)
Cl0G C11G 77.2(15)
C4G 05G -50.5(11)
C4G C5G -166.6(9)
C5G C6G -68.1(11)
Cl9G O7G 74.6(10)

Cl9G N2G -104.5(9)

C20G C21G 177.2(8)

[AS IRV}
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N1G
ClG
ClG
ClG
ClG
ClG
ClG
ClG
C2G
C2G
C2G
C2G
C2G
C3G
C3G
C3G
C3G
C4G
C4G
C4G
C5G
C5G
C5G
Co6G
C7G
C7G
C8G
C8G
C8G
CoG
C9G
CoG
Cl0G
Cl0G
Cl5G
C1l5G
Cl5G
C1l5G
CleG
CleG
Cl7G
Cl7G
Cl7G
Cl7G
C1l8G
Cl8G
Cl9G
Cl9G
C20G
C20G

Cl8G
01G
C2G
C2G
C2G
C2G
C2G
CoG
ClG
ClG
C3G
C3G
C7G
C2G
C2G
C2G
C4G
05G
05G
C5G
Co6G
Co6G
CeG
C7G
C2G
C2G
01G
01G
01G
ClG
ClG
Cl0G
Cl1l
Cl1l
ClG
ClG
ClG
ClG
04G
04G
05G
O5G
N1G
N1G
N1G
N1G
Ccl8
Cl8
Ccl8
Cl8

C20G C22G 51.1(11)
C8G C7G 32.2(9)
C3G 04G -60.2(11)
C3G C4G 176.4(8)
C7G 02G -72.3(10)
C7G C6G 167.1(9)
C7G C8G 41.4(10)
Cl0G C11G -157.9(12)
C9G 03G -63.0(12)
C9G C10G 173.5(10)
C4G 05G 67.4(9)
C4G C5G -48.7(11)
C8G 01G -45.8(9)
C7G 02G 57.6(10)
C7G C6G -63.1(11)
C7G C8G 171.3(8)
C5G C6G 47.9(12)
Cl7G 06G 4.6(14)
Cl7G N1G -169.6(7)
C6G C7G -51.9(11)
C7G 02G -61.8(9)
C7G C2G 58.6(11)
C7G C8G 172.4(8)
C8G 01G -166.0(7)
C3G 04G -179.8(8)
C3G C4G 56.8(11)
ClG C2G -5.3(10)
ClG C9G 110.1(9)
ClG C15G -131.5(9)
C2G C3G 103.1(11)
C2G C7G -133.9(9)

Cl1G C12G 140(2)

G Cl2G C13G -173.7(17)

G Cl2G C14G 5(3)
C2G C3G -28.2(13)
C2G C7G 94.8(10)
C9G 03G 71.3(12)
CO9G C1l0G -52.2(14)
C3G C2G 170.3(9)
C3G C4G -68.2(12)
C4G C3G 132.6(8)
C4G C5G -108.0(9)
Cl8G C19G 116.1(10)
Cl8G C20G -117.0(10)
Cl7G O5G 169.5(8)
Cl7G 06G -5.0(14)
G C20G C21G -58.2(11)
G C20G C22G 175.7(8)
G Cl9G 07G -51.5(11)
G C19G N2G 129.5(9)

OlH C1H C2H C3H -139.2(7)
OlH C1H C2H C7H -15.7(7)
OlH C1H CS9H O3H -47.8(8)
OlH C1H CS9H C10H -172.2(7)
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O2H
O3H
O4H
0O4H
O5H
N1H
N1H
N1H
N1H
ClH
ClH
ClH
ClH
ClH
ClH
ClH
C2H
C2H
C2H
C2H
C2H
C3H
C3H
C3H
C3H
C4H
C4H
C4H
C5H
C5H
C5H
Ce6H
CT7H
CTH
C8H
C8H
C8H
CSH
CSH
CSH
Cl0H
Cl0H
Cl5H
Cl5H
Cl5H
Cl5H
CleH
Cle6H
C1l7H
Cl7H
C1l7H
Cl7H
Cl8H
Cl8H

CT7H
CSH
C3H
C3H
C4H

C8H
Cl0H
C4H
C4H
C5H

OlH 70.1(7)
Cl1H 75.0(10)
O5H -53.4(8)
C5H -170.6(7)
CoH -69.3(9)

Cl18H C19H O7H 60.8(11)

Cl8H C19H N2H -118.7(10)
Cl8H C20H C21H -178.8(8)
Cl8H C20H C22H 54.2(11)

OlH
C2H
C2H
C2H
C2H
C2H
CSH
ClH
ClH
C3H
C3H
CT7H
C2H
C2H
C2H
C4H
O5H
O5H
C5H
Ce6H
Ce6H
Co6H
CTH
C2H
C2H
OlH
OlH
OlH
ClH
ClH

Cl0H C11H C12H 123.6(17)

C8H
C3H
C3H
CT7H
CT7H
CT7H
Cl0H
CSH
CSH
C4H
C4H
C8H
CT7H
CT7H
CT7H
C5H
Cl7H
Cl7H
Co6H
CT7H
CT7H
CT7H
C8H
C3H
C3H
ClH
ClH
ClH
C2H
C2H

C7H 35.4(7)
O4H -58.6(9)
C4H 177.8(6)
O2H -75.4(7)
C6H 163.0(6)
C8H 36.1(7) .
Cl1H -157.9(8)
O3H 66.4(8)
Cl0H -58.0(9)
O5H 69.1(7)
C5H -48.1(9)
OlH -43.5(7)
O2H 55.0(7) .
C6H -66.5(8)
C8H 166.5(6) .
CeH 45.9(10) .
O6H 19.8(14)
N1H -161.1(7)
C7H -50.4(10)
O2H -59.4(9)
C2H 61.4(9)
C8H 177.6(7)
OlH -165.1(7)
O4H -179.8(6)
C4H 56.6(8)
C2H -12.2(7)
CS9H 110.1(6)
Cl5H -132.2(7)
C3H 106.4(8)
C7H -130.1(6)

Cl1H C12H C13H 13(3)

Cl1H C12H C14H -179.9(14)

ClH
ClH
ClH
ClH
O4H
0O4H
O5H
O5H
N1H
N1H
N1H
N1H

C2H
C2H
C9H
C9H
C3H
C3H
C4H
C4H
Ccl8
Cl8
Cl7
Cc1l7

C3H -23.8(10)
C7H 99.8(8)
O3H -162.5(7)
Cl0H 73.2(9)
C2H 159.7(8)
C4H -78.5(10)
C3H 99.5(8)
C5H -137.7(8)
H C19H 111.4(10)

H C20H -126.5(10)

H O5H -179.7(7)
H O6H -0.7(16)

ARV NIV BN
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Cl19H C18H C20H C21H -58.7(1
Cl19H C18H C20H C22H 174.3(8
C20H C18H C19H O7H -63.0(11
C20H C18H C19H N2H 117.5(10

Ol1I
Ol1I
OlI
Ol1I
021
03I
041
041
O5I
N1T
N1I
N1T
N1I
ClI
ClI
ClI
ClI
ClI
ClI
ClI
Cc2I
Cc21I
Cc2I
Cc2I
Cc2I
C3I
C3I
C3I
C3I
C41
C4I
C41
C5I
C5I
C5I
CoelI
CT71
C71
C8I
Cc8I
C8I
CoI
CoI
CoI
Cl0I
Cl0I
Cl5I
C1l5T
Cl5I
C1l5T

ClI
ClI
ClI
ClI
CT71
CoI1
C3I
C3I
C41

Cl8I C20I C21I -179.7(8)

C2I
C2I
CoI
CoI1
C8I

C3I
C71
03I

-154.3(8)
-27.3(8)
-67.9(9)

Cl0I 167.0(8)

OlI

74.0(10)

Cl10I C11I 69.1(13)
C4I O5I -57.3(10)
C4I C5I -175.5(8)
C5I C6I -65.2(11)
Cl8I C19I O7I 61.5(11)
Cl8I C19I N2I -119.5(9)

Cl8I C20I C22I 58.5(10)

OlI
C2I
c2I
C2I
C2I
c2I
Co9I1
ClI
ClI
C3I
C3I
C71
c2I
C2I
c21I
C41
O5I
O5I
C5I
CéI
CelI
CelI
C71
c2I
C2I
OlI
OlI
OlI
ClI
ClI

C8I
C3I
C3I
C71
C71
C71

Cl0I C11I -165.1(10)

CoI
CoI
C41
C4I
C8I
CT71
C71
C71
C5I

CT71
041
C41
021
CéI
C8I

03I

21.5(10)
-55.0(10)
176.7(7)
-74.0(8)
167.2(8)
39.9(8)

42.4(10)

Cl0I -82.7(10)

O5I
C5I
OlI
021
CoelI
Cc8I
CoelI

66.1(8)
-52.0(10)
-37.3(9)
60.0(9)
-58.7(10)
173.9(8)
52.7(12)

Cl7I O6I 22.5(14)
Cl7I N1I -160.4(8)

CelI
C71
C71
C71
C8I
C3I
C3I
ClI
ClI
ClI
C2I
C2I

C71
021
Cc2I
Cc8I
OlI
041
C4I
Cc2I
CoI

-54.5(12)
-57.9(10)
59.1(10)
176.3(8)
-160.3(9)
-178.8(7)
52.9(9)
3.8(9)
121.8(8)

Cl5I -119.9(9)

C3I
C71

95.7(9)
-137.3(7)

Cl0I C11I C12I -171(2)
Cl1TI C12T C13I 9(4)
Cl1I C12I C141I -173(2)

C3I -37.0(12)

C7I 89.9(9)

ClI
ClI
ClI
ClI

C2I
C2I
C9I
CoI

03T

177.3(9)

Cl0I 52.2(12)

0
)
)
)
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CleI
CleI
Cl71
Cl71
Cl71
Cl71
Cl8I
Cl8I
Cl9I
Clo9zI
C20I
C20I
olJ
olJ
0l1lJ
olJg
023
03J
04J
04J
05J
N1J
N1J
N1J
N1J
ClJ
ClJg
ClJ
ClJg
ClJg
ClJ
ClJg
Cc2J
c2J
Cc2J
c2J
Cc2J
C3J
C3J
C3J
C3J
Cc4J
cag
Cc4J
C5J
C5J
C5J
ceJd
C7J3
Cc7J
c8J
c8J
c8J
Co9J

041
041
O51I
O5I
N1I
N1I
N1T
N1I
Cl8
Ccl8
Cl8
Ccls8
ClJg
ClJg
ClJd
ClJg
C7J
Co9J
C3J
C3J
Cc4J

C3I C2I 165.3(8)
C3I C41I -70.4(11)
C4I C3I 96.8(9)
C4I C5I -139.7(8)
Cl18I C19I 131.9(9)
Cl8I C20I -106.2(10)
Cl7I O5I 172.4(7)
Cl7I O6I -10.6(16)
I C20I C21I -59.0(10)
I C20I C22I 179.2(8)
I C19I O7I -61.4(11)
I C19I N2I 117.5(9)
C2J C3J -149.1(7)
C2J C7J -24.4(7)
CS9J 03J -176.1(7)
C9J C10J 63.0(9)
C8J 01J 70.3(9)
Cl0J C11J 51.5(12)
C4J 050 -47.8(9)
C4J C5J -170.6(7)
C5J C6J -69.2(10)

Cl8J C19J 0O7J 73.5(10)
Cl8J C19J N2J -106.0(9)
Cl8J C20J C21J 178.2(7)
Cl8J C20J C22J 58.1(10)

0lJ
c2J
Cc2J
c2J
c2J
Cc2J
Co9J
ClJ
ClJg
C3J
C3J
C7J
c2J
c2J
Cc2J
cag
05J
05J
C5J
ceJd
CeJd
CeJd
C7J
Cc2J
Cc2J
0lJ
0olJg
0lJ
ClJg

C8J C7J 27.4(8)
C3J 040 -61.4(9
C3J C4J0 176.5(
C7J 023 -73.9(
C7J C6J 167.6(
C7J C8J 39.9(7
Cl0J C11J 174.5(9)
C9J 03J -65.6(9)
C9J C10J 173.6(8)
C4J 05J 70.6(8)
C4J C5J -52.2(9
C8J 01J -41.5(8
C7J 02J 56.4(8)
C7J C6J -62.1(9
C7J C8J 170.2(7
C5J Ce6J 52.3(11
Cl7J 06J -5.1(1
Cl7J N1J 176.0(
CeJd C7J -53.4(1
C7J 02J -58.4(9
C7J C2J 58.9(9)
C7J C8J 175.3(8) .
C8J 01J -163.7(7)
C3J 040 177.7(7)
C3J C4J 55.6(8)
ClJd C2J -1.5(8)
ClJ C9J 113.9(7)
ClJd C15J -126.0(8)
C2J C3J 101.7(8)
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C9J C1J C2J C7J -133.6(7)
C9J C10J C1l1J C12J 110.2(16)
Cl1lJ Cl12J C13J 2(2)

Cl0J
Cl0dJ
Cl5J
Cl5J
C1l5J
Cl5J
Cled
Cled
Cl7J
Cl17J
Cl7J
Cl7J
Cl8J
Cl8J
Cl9J
Cl94J
C20J
C204J
O1K
O1K
O1lK
O1K
02K
O3K
04K
04K
O5K
N1K
N1K
N1K
N1K
C1lK
ClK
C1lK
ClK
C1lK
C1lK
ClK
C2K
C2K
C2K
C2K
C2K
C3K
C3K
C3K
C3K
C4K
C4K
C4K
C5K
C5K

CllJ C1l2J C14J 176.0(13)

ClJd
ClJd
ClJd
ClJd
04J
04J
05J
05J
N1J
N1J
N1J
N1J

Cl8J C20J C21J -58.9(9) .
Cl8J C20J C22J -179.0(8)
Cl8J C19J 07J -52.3(10)

Cl8
ClK
ClK
C1lK
ClK
CT7K
COK
C3K
C3K
C4K
Cl8K
Cl8K
C1l8K
Cl8K
O1lK
C2K
C2K
C2K
C2K
C2K
COK
C1lK
ClK
C3K
C3K
CT7K
C2K
C2K
C2K
C4K
O5K
O5K
C5K
Co6K
Ce6K

C2J C3J -28.5(10)
C2J C7J 96.2(8)
C9J 03J 65.9(9)
C9J C10J -54.9(11)
C3J C2J 172.8(10)
C3J C4J -68.3(12)
C4J C3J 145.6(8)
C4J C5J -88.7(10)
Cl8J C19J 129.0(9)

Cl8J C20J -107.7(10)

Cl7J O5J 173.7(8)
Cl7J 06J -5.2(17)

J C19J N2J 128.2(9)
C2K C3K -148.3(7)
C2K CT7TK -24.3(7)
CO9K O3K -171.1(7)
C9K C1l0K 63.5(10)
C8K OlK 73.2(8)
Cl0K C1l1K 61.9(12)
C4K O5K -52.6(9)
C4K C5K -171.3(8)
C5K C6K -68.9(9)
Cl19K O7K 75.5(9)
Cl19K N2K -105.6(9)
C20K C21K 175.7(7)
C20K C22K 57.5(10)
C8K CT7K 26.7(9)
C3K 04K -59.3(9
C3K C4K 176.9(6
C7K O2K -74.2(7
C7K C6K 166.7(7
C7K C8K 39.5(8)
Cl0K Cl11K -171.2(9)
C9K O3K -60.3(9)
CO9K C10K 174.4(8)
C4K O5K 68.6(8)
C4K C5K -50.1(9)
C8K OlK -40.5(8)
C7K 02K 56.1(8) .
C7K C6K -63.0(9)
C7K C8K 169.8(7)
CbK C6K 48.1(11) .
Cl7K O6K -3.1(17)
Cl7K NI1K 172.7(9)
CeK CT7K -50.6(11)
C7K 02K -60.8(9)
C7K C2K 58.6(9)

)
)
)
)
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C5K C6K C7K C8K 174.9(8) . . . . 2

C6K C7K C8K OlK -162.7(7) . . . . 2
C7K C2K C3K 04K 179.8(7) . . . . 2

C7K C2K C3K C4K 56.1(8)

C8K OlK CIl1K C2K -1.3(8) .7

C8K OlK CIK CO9K 115.6(7) . . . . 2

C8K OlK C1K C15K -123.2(8) . . . . ?
CO9K C1K C2K C3K 100.5¢(8) . . . . 2

C9K C1K C2K C7K -135.5(7) . . . . 2
C9K C10K C1l1K C12K 105.3(16) . . . . ?
Cl0K C1l1K C12K C13K -4(2) . . . . 2
Cl0K C11K C12K Cl14K -179.3(12) . . . . ?
Cl5K C1K C2K C3K -31.2(10) . . . . ?
C15K C1K C2K C7K 92.8(8)

Cl15K C1K C9K O3K 71.9(9) .7
Cl5K C1K C9K C1O0K -53.5(11) . . . . ?
CleK 04K C3K C2K 171.2(11) .. 7
Cl6K O4K C3K C4K -67.4(13) . . . . ?
Cl7K O5K C4K C3K 146.6(9) . . . . 2
Cl7K O5K C4K C5K -90.2(10) . . . . ?
Cl7K N1K C18K CI19K 125.5(10) . . . . ?
Cl7K N1K C18K C20K -110.3(11) . . . . 2
Cl8K N1K C1l7K O5K 178.0(9)

Cl18K NI1K Cl7K O6K -6.2(18) .. 7
Cl9K C18K C20K C21K -60.0(9) . . . . ?

Cl9K C18K C20K C22K -178.2(8) . . . . 7
C20K C18K Cl19K O7K -50.6(10) . . . . ?
C20K C18K C19K N2K 128.2(8) . . . . ?

_smtbx masks special details

I3

The solvent masking procedure as implemented in Olex2 was used to remove
the

electronic contribution of solvent molecules from the refinement. Only
the

atoms used in the refinement model are reported in the formula here.

Total solvent accessible volume / cell = 1359.2 Ang”3" [16.8%]
Total electron count / cell = 323.9

loop
_smtbx masks void nr
_smtbx masks void average x
_smtbx masks void average y
_smtbx masks void average z
_smtbx masks void volume
_smtbx masks void count electrons
_smtbx masks void content
1 0.113 0.241 0.427 634.3 177.0 2
2 -0.044 0.378 0.927 7.3 0.0 2
3 0.041 0.790 0.037 147.0 45.5 7
4 0.489 0.462 0.885 452.9 157.4 7
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5 0.728 0.650 0.435 117.6 9.1 2

_local xraynumber 38593

_local nunumber GSK2974843A
_local nu authors 'Dr. Amy A. Sarjeant'
_local nu project name 'unknown'
_local nu project code '16841, 17768'
_local nu labbook chem N23696-3
_local nu labbook xray NUGSK01l 044

_local nu labbook crystalization NUGSKO1 044
_local nu crystal solvent 'dichloromethane, toluene'
_local nu crystal method 'vapor diffusion'
_local nu quality factor '4'

_local nu refine 1ls nonh xyz 'freely refined'
_local nu refine 1s nonh u 'anisotropic'
_local nu refine 1s h carbon xyz 'riding'

_local nu refine 1s h carbon u 'riding'
_local nu refine 1s h hetero xyz 'riding'
_local nu refine 1s h hetero u 'riding'

_local nu refine 1s disord occ 'n.a.'
_local nu refine 1ls disord xyz 'n.a.'
_local nu refine 1s disord u 'n.a.'

_vrf THETMO1l 38593

PROBLEM: The value of sine(theta_max)/wavelength is less than 0.550
RESPONSE: Despite long exposure times, no significant intensity was
observed

beyond approximately 1.0 Ang. resolution.

4

_vrf PLAT023 38593

PROBLEM: Resolution (too) Low [sin(theta)/Lambda < 0.6].. 50.51 Deg.
RESPONSE: Despite long exposure times, no significant intensity was
observed

beyond approximately 1.0 Ang. resolution.

4

_vrf PLAT213 38593

PROBLEM: Atom 048# has ADP max/min Ratio ..... 8.0 prola
RESPONSE: Indicative of disorder that was not modeled by splitting atomic
positions.

4

_vrf PLAT414 38593

PROBLEM: Short Intra D-H..H-X H30B .. H2B .. 1.66 Ang.
RESPONSE: All hydrogen atoms were refined with riding models. Due to the
poor

quality of data, these short H-H distances should be considered with care.

_vrf PLAT417 38593

4
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PROBLEM: Short Inter D-H..H-D H3E .. H30H .. 1.60 Ang.
RESPONSE: All hydrogen atoms were refined with riding models. Due to the
poor

quality of data, these short H-H distances should be considered with care.

I3

_vrf PLAT602 38593

PROBLEM: VERY LARGE Solvent Accessible VOID(S) in Structure !
RESPONSE: The solvent-masking procedure in Olex2 was used to remove
electronic

contributions from disordered solvent molecules.

I3
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CIF File for Compound 5

data 38592
_audit creation date
_audit creation method

Olex2 1.2

(compiled May 9 2012 12:37:22,
_publ contact author address
_publ contact author email
_publ contact author name
_publ contact author phone
_chemical name common
_chemical name systematic

I3

2012-06-06

GUI svn.r4230)

- 0 )

[AS IV}

[(35,3aS,4S,5R,7aS)-7a-hydroxy-3-[ (1R) -1-hydroxy-4-methyl-pent-3-enyl]-4-

methoxy-3-methyl-1,3a,4,5,6, 7-hexahydroisobenzofuran-5-yl]

carbamoyl-
2-methyl-propyl]carbamate

_chemical formula moiety
_chemical formula sum
_chemical formula weight
_chemical absolute configuration
_chemical melting point
loop

_atom type symbol

_atom type description

_atom type scat dispersion real
_atom type scat dispersion imag

_atom type scat source

'C22 H38 N2 O7'
'C22 H38 N2 O7'

442 .54
ad

?

'C' 'C' 0.0181 0.0091 '"International Tables

6.1.1.4"

'H' '"H' 0.0000 0.0000 '"International Tables

6.1.1.4"

'N' 'N' 0.0311 0.0180 'International Tables

6.1.1.4"

'O' 'O' 0.0492 0.0322 'International Tables

6.1.1.4"

_space group crystal system
_space_group IT number
__space_group name H-M alt
__space_group_ name Hall
loop

_space_group symop_ id

__space group symop operation xyz

1'%, vy, z
2 '-x+1/2, -y, z+1/2'
3 '"x+1/2, -y+1/2, -z'
4 '-x, y+1/2, -z+1/2"'

Vol

Vol

Vol

Vol

'orthorhombic'

19

'P 21 21 21"

'P 2ac 2ab'

C Tables

C Tables

C Tables

C Tables

N-[ (1R)-1-

and

and

and

and

108



~cell length a

_cell length b

~cell length c

_cell angle alpha
_cell angle beta
_cell angle gamma
_cell volume

_cell formula units 7

_cell measurement reflns used

_cell measurement temperature
_cell measurement theta max
_cell measurement theta min
_exptl absorpt coefficient mu

_exptl absorpt correction T max
_exptl absorpt correction T min
_exptl absorpt correction type
_exptl absorpt process details

SADABS-2008/1 (Bruker,2008) was used for absorption correction.

10.7860(2)
19.7586 (4)
27.0501 (5)
90.00
90.00
90.00
5764.82(19)
8

9936

100 (2)
65.81

3.27

0.621
0.7528
0.6927
multi-scan

wR2 (int) was 0.0627 before and 0.0472 after correction.
The Ratio of minimum to maximum transmission is 0.9202.
The \1/2 correction factor is 0.0015.

I3

_exptl crystal colour

_exptl crystal colour primary

_exptl crystal density diffrn
_exptl crystal density meas

_exptl crystal density method

_exptl crystal description
_exptl crystal F 000
_exptl crystal size max
_exptl crystal size mid
_exptl crystal size min
_exptl special details

,?

4

_diffrn reflns av R equivalents

_diffrn reflns av_unetI/netI
_diffrn reflns limit h max
_diffrn reflns limit h min
_diffrn reflns limit k max
_diffrn reflns limit k min
_diffrn reflns limit 1 max
_diffrn reflns limit 1 min
_diffrn reflns number
_diffrn reflns theta full
_diffrn reflns theta max
_diffrn reflns theta min
_diffrn ambient temperature

_diffrn detector area resol mean

colourless
colourless
1.020

'not measured'
plate

1920

0.298

0.267

0.06

0.0394
0.0337
12

-12

23

-23

28

-31
37798
66.42
66.42
1.63
100.0
8

_diffrn measured fraction theta full 0.982
_diffrn measured fraction theta max 0.982
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_diffrn measurement device type
_diffrn measurement method
_diffrn radiation monochromator
_diffrn radiation type

_diffrn radiation wavelength
_diffrn source

_diffrn standards number
_reflns number gt

_reflns number total

_reflns threshold expression
_computing cell refinement
_computing data collection
_computing data reduction
_computing molecular graphics
O. V. Dolomanov, L.
Puschmann,

OLEX2:

J. Bourhis,

R. J. Gildea,

a complete structure solution,

'Bruker Kappa APEX CCD area detector'
'"\w and \f scans'

'Quazar optics'

CuK\a

1.54178
microsource

0

8490

9930
>2sigma (I)
'SAINT V7.23A
'APEX2 V2.1-4
'Bruker SAINT'

(Bruker,
(Bruker,

2005) "
2007) "

J. A. K. Howard and H.

refinement and analysis program.

J. Bppl. Cryst. (2009). 42, 339-341.

_computing publication material

I3

O. V. Dolomanov, L. J. Bourhis, R. J.
Puschmann,
OLEX2: a complete structure solution,

Gildea, J. A. K. Howard and H.

refinement and analysis program.

J. Bppl. Cryst. (2009). 42, 339-341.

_computing structure refinement
XL, G.M. Sheldrick, Acta Cryst.
(2008) . A64, 112-122

4

_computing structure solution

XM, G.M. Sheldrick, Acta Cryst.
(2008) . Aob4d, 112-122

_refine diff density max
_refine diff density min
_refine diff density rms
_refine 1ls abs structure details
881"

_refine 1s abs structure Flack
_refine 1ls extinction coef
_refine 1ls extinction method
_refine 1ls goodness of fit ref
_refine 1s hydrogen treatment
_refine 1s matrix type
_refine 1s number parameters
_refine 1s number reflns
_refine 1s number restraints
_refine 1s R factor all
_refine 1s R factor gt
_refine 1s restrained S all

0.197
-0.142
0.034
'Flack H D (1983),

Acta Cryst. A39,

0.00(13)
?

none
1.058
mixed
full
6l1
9930

1
0.0481
0.0407
1.058

876-
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_refine 1s shift/su max 0.000

_refine 1s shift/su mean 0.000

_refine 1s structure factor coef Fsqgd

_refine 1s weighting details

'‘calc w=1/[\s"2" (Fo"2")+(0.0631P)"2"+0.2858P] where P=(Fo"2"+2Fc”"2")/3"

_refine 1ls weighting scheme calc
_refine 1s wR factor gt 0.10064
_refine 1ls wR factor ref 0.1097

_refine special details

Refinement of F"2” against ALL reflections. The weighted R-factor wR and

goodness of fit S are based on F"2”, conventional R-factors R are based

on F, with F set to zero for negative F*"2”. The threshold expression of

F~2” > 2sigma (F*2”) is used only for calculating R-factors(gt) etc. and
is

not relevant to the choice of reflections for refinement. R-factors
based

on F"2” are statistically about twice as large as those based on F, and
R_

factors based on ALL data will be even larger.

Coordinates and displacement parameters for the Hydrogen atoms on N2A
were

freely refined, but the N-H distances subjected to similarity restraints

(SADI) .

_atom sites solution hydrogens geom
_atom sites solution primary dual
_atom sites solution secondary difmap
loop

_atom site label

_atom site type symbol
_atom site fract x
_atom site fract y
_atom site fract z

_atom site U iso or equiv
_atom site adp type
_atom site occupancy

_atom site symmetry multiplicity
_atom site calc flag

_atom site refinement flags
_atom site disorder assembly
_atom site disorder group

0l O 0.11268(11) 0.54296(7) 0.27554(4) 0.0314(3) Uani 1 1 d
02 0 0.31292(12) 0.45175(8) 0.27616(5) 0.0323(3) Uani 1 1 d
H2 H 0.332(3) 0.4952(14) 0.2647(10) 0.063(8) Uiso 1 1 d .
03 0 0.35618(12) 0.58351(7) 0.25411(5) 0.0323(3) Uani 1 1 d
H3 H 0.332(3) 0.5888(14) 0.2258(11) 0.063(9) Uiso 1 1 d . .
04 0 0.26752(15) 0.58001(8) 0.42165(5) 0.0421(4) Uani 1 1 d
05 0 0.36939(12) 0.44800(8) 0.42549(5) 0.0350(3) Uani 1 1 d
06 O 0.37996(14) 0.47595(8) 0.50691(5) 0.0446(4) Uani 1 1 d
07 O 0.79057(15) 0.40055(9) 0.47206(5) 0.0471(4) Uani 1 1 d .
N1 N 0.55317(16) 0.46200(10) 0.46017(6) 0.0363(4) Uani 1 1 d
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H1 H 0.5825(19) 0.4563(10) 0.4328(8) 0.026(5) Uiso 1 1 d . .
N2 N 0.76542(19) 0.41653(11) 0.55356(7) 0.0402(4) Uani 1 1 d
H2B H 0.731(2) 0.4364(11) 0.5724(9) 0.032(7) Uiso 1 1 d

H2C H 0.818(2) 0.3843(11) 0.5564(7) 0.025(5) Uiso 1 1 d ..
Cl C 0.18367(17) 0.58054(11) 0.31209(7) 0.0314(4) Uani 1 1 d .
C2 C 0.24956(17) 0.52582(10) 0.34426(6) 0.0278(4) Uani 1 1 d .
H2D H 0.3408 0.5348 0.3435 0.033 Uiso 1 1 calc R . .

C3 C 0.20705(18) 0.52415(11) 0.39874(7) 0.0351(5) Uani 1 1 d .
H3B H 0.1155 0.5320 0.3999 0.042 Uiso 1 1 calc R . .

C4 C 0.23551(18) 0.45747(11) 0.42425(7) 0.0361(5) Uani 1 1 d .
H4 H 0.2028 0.4588 0.4588 0.043 Uiso 1 1 calc R

C5 C 0.17802(19) 0.39883(12) 0.39707(7) 0.0385(5) Uani 1 1 d .
H5A H 0.0871 0.4051 0.3953 0.046 Uiso 1 1 calc R .

H5B H 0.1948 0.3563 0.4152 0.046 Uiso 1 1 calc R . .

Co6 C 0.23109(19) 0.39374(11) 0.34474(7) 0.0354(5) Uani 1 1 d .
H6A H 0.3189 0.3794 0.3469 0.042 Uiso 1 1 calc R .

H6B H 0.1854 0.3582 0.3265 0.042 Uiso 1 1 calc R . .

C7 C 0.22418(17) 0.45940(11) 0.31540(7) 0.0313(4) Uani 1 1 d
C8 C 0.09919(18) 0.47499(11) 0.29304(7) 0.0338(4) Uani 1 1 d .
H8A H 0.0801 0.4436 0.2655 0.041 Uiso 1 1 calc R .

H8B H 0.0327 0.4719 0.3182 0.041 Uiso 1 1 calc R . .

C9 C 0.09055(18) 0.62653(11) 0.33895(7) 0.0346(5) Uani 1 1 d .
H9A H 0.0597 0.6610 0.3160 0.052 Uiso 1 1 calc R .

HO9B H 0.1316 0.6486 0.3669 0.052 Uiso 1 1 calc R .

HO9C H 0.0210 0.5993 0.3510 0.052 Uiso 1 1 calc R .

Cl0 C 0.27522(17) 0.62490(10) 0.28253(7) 0.0308(4) Uani 1 1 d
H10 H 0.2260 0.6535 0.2591 0.037 Uiso 1 1 calc R .

Cll C 0.35141(18) 0.67208(11) 0.31529(8) 0.0371(5) Uani 1 1 d
H11C H 0.2948 0.7040 0.3322 0.045 Uiso 1 1 calc R .

H11D H 0.3938 0.6450 0.3410 0.045 Uiso 1 1 calc R .

Cl2 C 0.44645(19) 0.71160(10) 0.28689(8) 0.0363(5) Uani 1 1 d
H12 H 0.4385 0.7125 0.2519 0.044 Uiso 1 1 calc R .

Cl3 C 0.54099(19) 0.74554(10) 0.30660(8) 0.0391(5) Uani 1 1 d
Cl4 C 0.6312(2) 0.78395(12) 0.27481(10) 0.0495(6) Uani 1 1 d
H14D H 0.6118 0.7761 0.2399 0.074 Uiso 1 1 calc R .

H14E H 0.7157 0.7683 0.2817 0.074 Uiso 1 1 calc R .

H14F H 0.6249 0.8324 0.2821 0.074 Uiso 1 1 calc R .

Cl5 C 0.5658(2) 0.74736(13) 0.36152(9) 0.0543(6) Uani 1 1 d
H15D H 0.5448 0.7922 0.3745 0.081 Uiso 1 1 calc R .

H15E H 0.6537 0.7381 0.3676 0.081 Uiso 1 1 calc R .

H15F H 0.5151 0.7130 0.3780 0.081 Uiso 1 1 calc R .

Cle C 0.2062(3) 0.60319(15) 0.46531(8) 0.0606(7) Uani 1 1 d
H16D H 0.1205 0.6154 0.4573 0.091 Uiso 1 1 calc R .

H16E H 0.2497 0.6429 0.4784 0.091 Uiso 1 1 calc R .

H16F H 0.2065 0.5671 0.4902 0.091 Uiso 1 1 calc R .

Cl7 C 0.43182(19) 0.46415(11) 0.46739(7) 0.0347(5) Uani 1 1 d
Cl8 C 0.64203(19) 0.48467(11) 0.49727(7) 0.0350(5) Uani 1 1 d
H18 H 0.5962 0.4931 0.5288 0.042 Uiso 1 1 calc R .

Cl9 C 0.73673(19) 0.42995(11) 0.50648(7) 0.0347(5) Uani 1 1 d
C20 C 0.7031(2) 0.55138(13) 0.48099(8) 0.0447(5) Uani 1 1 d
H20 H 0.7384 0.5443 0.4472 0.054 Uiso 1 1 calc R .

C21 C 0.6072(3) 0.60798(14) 0.47750(10) 0.0651(8) Uani 1 1 d

H21D H 0.5780 0.6196 0.5107 0.098 Uiso 1 1 calc R .
H21E H 0.5371 0.5928 0.4573 0.098 Uiso 1 1 calc R .
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H21F H 0.6451 0.6479 0.4622 0.098 Uiso 1 1 calc R .

C22 C 0.8095(3) 0.57129(15) 0.51518(9) 0.0605(7) Uani 1 1 d
H22D H 0.7773 0.5792 0.5486 0.091 Uiso 1 1 calc R .

H22E H 0.8487 0.6127 0.5028 0.091 Uiso 1 1 calc R .

H22F H 0.8708 0.5347 0.5161 0.091 Uiso 1 1 calc R .

OlA O 0.88798(11) 0.54285(7) 0.85609(4) 0.0291(3) Uani 1 1 d .
O2A O 0.68510(12) 0.45343(8) 0.85254(5) 0.0318(3) Uani 1 1 d
H2A H 0.661(2) 0.4915(12) 0.8679(8) 0.038(6) Uiso 1 1 4 . . .
O3A O 0.64386(12) 0.58352(7) 0.87849(5) 0.0335(3) Uani 1 1 d
H3A H 0.657(2) 0.5863(13) 0.9086(10) 0.049(7) Uiso 1 1 d .

O4A O 0.73205(14) 0.58985(8) 0.71159(5) 0.0399(3) Uani 1 1 d .
O5A O 0.62801(11) 0.45831(7) 0.70477(4) 0.0331(3) Uani 1 1 d .
O6A O 0.61223(12) 0.48754(7) 0.62356(5) 0.0344(3) Uani 1 1 d .
O7A O 0.20904(15) 0.39260(10) 0.66033(5) 0.0566(5) Uani 1 1 d
NI1IA N 0.44311(15) 0.46416(9) 0.67056(6) 0.0324(4) Uani 1 1 d .
H1A H 0.420(2) 0.4542(11) 0.7001(9) 0.039(6) Uiso 1 1 4 . . .
N2A N 0.2564(3) 0.39583(19) 0.58038(8) 0.1030(14) Uani 1 1 d D
H2AA H 0.210(3) 0.3611(13) 0.5749(11) 0.076(10) Uiso 1 1 d D
H2AB H 0.275(4) 0.4200(18) 0.5556(12) 0.116(14) Uiso 1 1 4 D .
ClA C 0.81741(16) 0.58365(10) 0.82087(7) 0.0268(4) Uani 1 1 d
C2A C 0.75024(16) 0.53067(10) 0.78714(6) 0.0261(4) Uani 1 1 d
H2AC H 0.6593 0.5404 0.7884 0.031 Uiso 1 1 calc R . .

C3A C 0.79128(17) 0.53322(10) 0.73242(6) 0.0312(4) Uani 1 1 d
H3AA H 0.8829 0.5408 0.7313 0.037 Uiso 1 1 calc R . .

C4A C 0.76160(18) 0.46786(11) 0.70475(7) 0.0371(5) Uani 1 1 d
H4A H 0.7925 0.4710 0.6700 0.044 Uiso 1 1 calc R . .

C5A C 0.81867(19) 0.40755(11) 0.73000(8) 0.0377(5) Uani 1 1 d
H5AA H 0.9096 0.4138 0.7323 0.045 Uiso 1 1 calc R .

H5AB H 0.8025 0.3663 0.7102 0.045 Uiso 1 1 calc R . .

CoA C 0.76454(18) 0.39883(10) 0.78176(7) 0.0355(5) Uani 1 1 d
H6AA H 0.8091 0.3617 0.7987 0.043 Uiso 1 1 calc R .

H6AB H 0.6765 0.3853 0.7788 0.043 Uiso 1 1 calc R . .

C7TA C 0.77273(16) 0.46263(10) 0.81349(7) 0.0291(4) Uani 1 1 d
C8A C 0.89885(17) 0.47612(10) 0.83596(7) 0.0309(4) Uani 1 1 d
H8AA H 0.9180 0.4428 0.8622 0.037 Uiso 1 1 calc R .

H8AB H 0.9646 0.4743 0.8105 0.037 Uiso 1 1 calc R . .

C9A C 0.91115(18) 0.62936(10) 0.79536(7) 0.0329(4) Uani 1 1 d
H9AA H 0.9396 0.6641 0.8186 0.049 Uiso 1 1 calc R .

HO9AB H 0.8722 0.6511 0.7667 0.049 Uiso 1 1 calc R .

HO9AC H 0.9821 0.6023 0.7843 0.049 Uiso 1 1 calc R .

Cl10A C 0.72936(18) 0.62609(10) 0.85250(7) 0.0312(4) Uani 1 1 d
H10A H 0.7799 0.6513 0.8774 0.037 Uiso 1 1 calc R .

Cl1A C 0.6544(2) 0.67786(12) 0.82251(7) 0.0396(5) Uani 1 1 d
H11A H 0.7121 0.7093 0.8057 0.048 Uiso 1 1 calc R .

H11B H 0.6063 0.6539 0.7967 0.048 Uiso 1 1 calc R .

Cl2A C 0.5673(2) 0.71769(11) 0.85446(8) 0.0424(5) Uani 1 1 d .
H12A H 0.5733 0.7111 0.8892 0.051 Uiso 1 1 calc R .

C13A C 0.48290(19) 0.76117(11) 0.83871(8) 0.0382(5) Uani 1 1 d
Cl4A C 0.3991(3) 0.79720(14) 0.87457(11) 0.0672(8) Uani 1 1 d
H14A H 0.4146 0.8460 0.8729 0.101 Uiso 1 1 calc R .

H14B H 0.4157 0.7810 0.9082 0.101 Uiso 1 1 calc R .

H14C H 0.3124 0.7881 0.8660 0.101 Uiso 1 1 calc R .

Cl15A C 0.4651(2) 0.77800(14) 0.78603(9) 0.0556(7) Uani 1 1 d .
H15A H 0.3807 0.7659 0.7760 0.083 Uiso 1 1 calc R .
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H15B H 0.5249 0.7526 0.7660 0.083 Uiso 1 1 calc R .
H15C H 0.4780 0.8266 0.7811 0.083 Uiso 1 1 calc R . .
Cl6A C 0.7902(3) 0.61580(13) 0.66828(8) 0.0525(6) Uani 1 1 d
H16A H 0.7858 0.5820 0.6419 0.079 Uiso 1 1 calc R .
H16B H 0.8772 0.6261 0.6755 0.079 Uiso 1 1 calc R .
H16C H 0.7476 0.6571 0.6577 0.079 Uiso 1 1 calc R . .
Cl7A C 0.56518(18) 0.47209(10) 0.66312(7) 0.0302(4) Uani 1 1 4d .
C18A C 0.35153(18) 0.47893(11) 0.63247(7) 0.0345(5) Uani 1 1 d
H18A H 0.3962 0.4872 0.6006 0.041 Uiso 1 1 calc R .
Cl9A C 0.2673(2) 0.41808(13) 0.62578(7) 0.0453(6) Uani 1 1 d
C20A C 0.2779(2) 0.54300(14) 0.64568(8) 0.0549(7) Uani 1 1 d
H20A H 0.2451 0.5376 0.6800 0.066 Uiso 1 1 calc R .
C21A C 0.3626(4) 0.60436(14) 0.64490(11) 0.0794(10) Uani 1 1 d
H21A H 0.4334 0.5964 0.6668 0.119 Uiso 1 1 calc R .
H21B H 0.3166 0.6442 0.6563 0.119 Uiso 1 1 calc R .
H21C H 0.3923 0.6120 0.6111 0.119 Uiso 1 1 calc R . .
C22A C 0.1666(3) 0.5515(2) 0.61039(10) 0.0907(13) Uani 1 1 d .
H22A H 0.1967 0.5552 0.5763 0.136 Uiso 1 1 calc R .
H22B H 0.1207 0.5926 0.6192 0.136 Uiso 1 1 calc R .
H22C H 0.1118 0.5121 0.6133 0.136 Uiso 1 1 calc R .
loop

_atom site aniso label

_atom site aniso U 11

_atom site aniso U 22

_atom site aniso U 33

_atom site aniso U 23

_atom site aniso U 13

_atom 51te_anlso U 12
0l 0.0236(6) 0.0448(8) 0.0259(6) 0.0005(6) -0.0045(5) -0.0028(6)
02 0.0308(7) 0.0423(8) 0.0240(7) -0.0035(6) 0.0041(5) -0.0010¢(6)
03 0.0245(7) 0.0459(9) 0.0266(7) -0.0013(6) -0.0014(6) -0.0049(6)
04 0.0502(9) 0.0523(9) 0.0238(7) -0.0071(6) -0.0042(7) 0.0018¢(8)
05 0.0272(7) 0.0561(9) 0.0218(6) 0.0017(6) -0.0009(5) 0.0018¢(6)
06 0.0396(8) 0.0736(11) 0.0207(7) -0.0009(7) 0.0057(6) -0.0026(8)
07 0.0518(9) 0.0630(11) 0.0264(7) -0.0033(7) 0.0058(7) 0.0180¢(8)
N1 0.0344(9) 0.0550(12) 0.0194(8) -0.0016(8) -0.0002(7) 0.0009(8)
N2 0.0426(11) 0.0529(12) 0.0250(10) 0.0006(9) 0.0023(9) 0.0124(10)
Cl 0.0246(9) 0.0444(12) 0.0253(10) -0.0004(9) -0.0032(8) 0.0008(9)
C2 0.0198(8) 0.0397(11) 0.0238(9) 0.0009(8) 0.0016(7) -0.0015(8)
C3 0.0282(10) 0.0520(13) 0.0250(10) -0.0038(9) -0.0012(8) 0.0030(9)
C4 0.0299(10) 0.0556(13) 0.0229(9) 0.0044(9) 0.0029(8) 0.0018(10)
C5 0.0316(10) 0.0514(14) 0.0325(11) 0.0083(9) -0.0026(9) -0.0018¢(10)
C6 0.0306(10) 0.0440(12) 0.0314(10) 0.0032(9) -0.0018(8) -0.0057(9)
C7 0.0237(9) 0.0453(12) 0.0250(9) -0.0033(9) 0.0000(7) -0.0021(9)
C8 0.0277(9) 0.0472(12) 0.0265(9) -0.0027(9) -0.0031(8) -0.0069(9)
C9 0.0257(9) 0.0489(12) 0.0293(10) -0.0045(9) -0.0002(8) 0.0012(9)
C10 0.0238(9) 0.0395(11) 0.0292(10) 0.0036(8) -0.0026(8) 0.0025(8)
Cll 0.0306(10) 0.0436(12) 0.0372(11) 0.0028(9) -0.0041(9) -0.0048(9)
Cl2 0.0353(10) 0.0357(11) 0.0380(11) 0.0086(9) -0.0023(9) 0.0047(9)
C13 0.0310(10) 0.0342(12) 0.0521(13) 0.0061(10) -0.0057(10) 0.0017(9)
Cl4 0.0315(11) 0.0425(13) 0.0745(16) 0.0137(12) -0.0052(11) -0.0008(10)
Cl5 0.0545(14) 0.0512(15) 0.0573(15) 0.0029(12) -0.0150(12) -0.0089(12)
Cle 0.0787(19) 0.0691(18) 0.0341(12) -0.0142(12) 0.0042(12) 0.0125(15)

114



Cl7 0.0381(11) 0.0466(12) 0.0194(9) 0.0007(9) -0.0014(8) 0.0044(10)

Cl8 0.0364(10) 0.0483(12) 0.0205(9) -0.0026(9) -0.0021(8) 0.0016(9)

Cl9 0.0357(10) 0.0445(12) 0.0239(10) 0.0011(8) 0.0017(9) -0.0003(9)

C20 0.0491(13) 0.0553(15) 0.0296(10) -0.0017(10) -0.0022(10) -0.0051(12)
C21 0.098(2) 0.0476(15) 0.0502(14) -0.0073(12) -0.0025(15) -0.0068(15)
C22 0.0647(16) 0.0701(18) 0.0467(14) 0.0036(12) -0.0112(13) -0.0251(14)
OlA 0.0250(6) 0.0369(7) 0.0253(6) 0.0028(6) -0.0039(5) 0.0013(6)

O2A 0.0265(6) 0.0427(9) 0.0262(7) 0.0045(6) 0.0021(5) -0.0001(6)

O3A 0.0277(7) 0.0486(9) 0.0242(7) -0.0005(6) -0.0005(6) 0.0001(6)

O4A 0.0424(8) 0.0510(9) 0.0264(7) 0.0074(6) -0.0046(6) -0.0040(7)

O5A 0.0255(6) 0.0510(8) 0.0227(6) -0.0038(6) -0.0012(5) -0.0065(6)

O6A 0.0328(7) 0.0476(8) 0.0229(7) -0.0005(6) 0.0020(6) -0.0051(6)

O7A 0.0469(9) 0.0916(13) 0.0314(8) -0.0052(8) 0.0061(7) -0.0238(9)

NI1A 0.0261(8) 0.0509(11) 0.0203(8) -0.0003(7) 0.0010(7) -0.0015(8)

N2A 0.132(3) 0.152(3) 0.0255(12) -0.0139(14) 0.0097(14) -0.103(3)

ClA 0.0214(9) 0.0365(11) 0.0224(9) 0.0033(8) -0.0058(7) 0.0030(8)

C2A 0.0183(8) 0.0381(11) 0.0220(9) 0.0007(8) -0.0009(7) 0.0017(8)

C3A 0.0264(9) 0.0444(12) 0.0228(9) 0.0021(8) 0.0024(7) -0.0040(9)

C4A 0.0253(9) 0.0586(14) 0.0273(10) -0.0063(9) 0.0058(8) -0.0052(10)
C5A 0.0316(10) 0.0450(13) 0.0365(11) -0.0115(10) -0.0049(9) 0.0004(9)
Co6A 0.0279(10) 0.0381(11) 0.0405(11) -0.0048(9) -0.0038(9) -0.0020(9)
C7A 0.0216(9) 0.0402(11) 0.0255(9) -0.0024(8) -0.0008(7) 0.0010(8)

C8A 0.0244(9) 0.0388(11) 0.0295(10) 0.0021(8) -0.0014(8) 0.0006(8)

CSA 0.0303(10) 0.0380(11) 0.0304(10) -0.0007(8) -0.0006(8) -0.0060(8)
Cl0A 0.0316(10) 0.0408(11) 0.0213(9) -0.0019(8) -0.0015(8) -0.0010(9)
Cl1A 0.0422(12) 0.0492(13) 0.0274(10) 0.0017(9) 0.0032(9) 0.0150(10)
Cl2A 0.0524(13) 0.0434(13) 0.0314(11) 0.0043(9) 0.0085(10) 0.0110(11)
Cl13A 0.0326(10) 0.0357(11) 0.0464(12) 0.0065(9) 0.0100(10) 0.0045(9)
Cl4A 0.0689(17) 0.0474(15) 0.085(2) 0.0169(14) 0.0362(1l6) 0.0214(13)
Cl5A 0.0487(14) 0.0623(1l6) 0.0559(15) 0.0053(12) -0.0006(12) 0.0271(12)
Cle6A 0.0677(16) 0.0643(16) 0.0256(11) 0.0087(10) -0.0010(11) -0.0229(13)
Cl7A 0.0315(10) 0.0351(11) 0.0241(10) -0.0067(8) 0.0038(8) -0.0037(8)
Cl18A 0.0318(10) 0.0543(13) 0.0175(9) 0.0022(9) 0.0024(8) 0.0032(9)

Cl9A 0.0376(11) 0.0738(1l6) 0.0243(11) 0.0038(10) -0.0010(9) -0.0106(11)
C20A 0.0587(15) 0.0745(18) 0.0314(11) 0.0070(12) 0.0073(11) 0.0261(14)
C21A 0.121(3) 0.0470(1l6) 0.0697(19) 0.0049(14) 0.0267(19) 0.0115(18)
C22A 0.077(2) 0.149(3) 0.0455(16) 0.0101(18) -0.0039(15) 0.060(2)

_geom_special details

All esds (except the esd in the dihedral angle between two 1l.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 _bond atom site label 1

_geom _bond atom site label 2

_geom _bond distance

_geom _bond site symmetry 2

_geom _bond publ flag
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o1
ol
02
02
03
03
04
04
05
05
06
07
N1
N1
N1
N2
N2
N2
C1l
Cl
C1l
C2
C2
C2
C3
C3
c4
Cc4
C5
C5
C5
Ccé
Co
cé
C7
C8
C8
C9
C9
C9
C1l0
C10
Cl1
Cl1
Cl1
Cl2
Cl2
C1l3
C1l3
Ccl4
Cl4
Ccl4
Cl5
C1l5

Cl 1.454(2)
C8 1.431(2)
H2 0.93(3)

C7 1.437(2)
H3 0.82(3)
Cl0 1.422(2)
C3 1.424(3) .
Cle 1.429(3)
C4 1.456(2) .
Cl7 1.356(2)

Cl7 1.229(2)
Cl9 1.242(2)
H1 0.81(2)

Cl7 1.324(3)
Cl8 1.458(3)
H2B 0.74(2)
H2C 0.86(2)

Cl9 1.337(3)

C2 1.559(3)
C9 1.537(3)

Cl0 1.544(3)

H2D 1.0000
C3 1.544(2)
C7 1.551(3)
H3B 1.0000 .
C4 1.519(3)

H4 1.0000 . 7

C5 1.506(3)
H5A 0.9900
H5B 0.9900 .
Cé6 1.530(3)
HeA 0.9900
H6B 0.9900 .
C7 1.523(3)
C8 1.509(3)
H8A 0.9900
H8B 0.9900
H9A 0.9800
H9B 0.9800
HSC 0.9800
H10 1.0000
Cll 1.526(3)
H11C 0.9900
H11D 0.9900
Cl2z 1.500(3)
H12 0.9500
Cl3 1.332(3)
Cl4 1.504(3)
Cl5 1.510(3)
H14D 0.9800
H14E 0.9800
H14F 0.9800
H15D 0.9800
H15E 0.9800

B e o

O O O O o

?

?

?

?

?

WD 0 D ) D
D

?

[AS ALV NIV NIV NN
.
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Cl5
Cle
Cle
Cle
Ccls8
Ccls8
C18
Cc20
Cc20
Cc20
cz21
cz1
cz21
C22
C22
C22
OlA
ola
O2A
O2A
O3A
O3A
O4A
O4A
O5A
O5A
O6A
O7A
N1A
N1A
N1A
N2A
N2A
N2A
ClA
cla
ClA
C2A
C2A
C2A
C3A
C3A
C4A
C4A
C5A
C5A
C5A
C6A
C6A
C6A
CT7A
C8A
C8A
CO9A

H15F 0.9800
H16D 0.9800
H16E 0.9800
H16F 0.9800
H18 1.0000

Cl9 1.508(3)
C20 1.538(3)
H20 1.0000

C21 1.526(4)
C22 1.525(3)
H21D 0.9800
H21E 0.9800
H21F 0.9800
H22D 0.9800
H22E 0.9800
H22F 0.9800

ClA 1.462(2)

C8A 1.431(2)
H2A 0.90(2)

C7A 1.429(2)

H3A 0.83(3)
Cl10A 1.433(2)
C3A 1.406(2)

[AS ALV VRN EV]

?

D ) ) ) ) Y
.

Cl6A 1.424(3)

C4A 1.453(2)

Cl7A 1.343(2)

Cl7A 1.223(2)
C19A 1.234(3)
HI1IA 0.86(2)

Cl7A 1.341(2)
Cl18A 1.457(2)
H2AA 0.86(2)
H2AB 0.85(3
C19A 1.310¢(
C2A 1.566(3
CS9A 1.521(3
Cl10A 1.529(
H2AC 1.0000
C3A 1.546(2)
C7A 1.541(3)
H3AA 1.0000

)
3
)
)
3

C4A 1.527(3)

H4A 1.0000

C5A 1.505(3)
H5AA 0.9900
H5AB 0.9900

Co6A 1.527(3)

H6AA 0.9900
H6AB 0.9900

C7A 1.528(3)

C8A 1.514(2)
H8AA 0.9900
H8AB 0.9900
HO9AA 0.9800

)

)

?
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CO9A HO9AB 0.9800 . ?
CO9A H9AC 0.9800 . ?

Cl10A H10A 1.0000 . 2
Cl0A C11A 1.536(3) . ?
Cl11A HI11A 0.9900 ?
Cl11A HI11B 0.9900 ?
Cl1lA C12A 1.500(3) . 2
Cl2A H12A 0.9500 . »
Cl2A C13A 1.322(3)
C13A C14A 1.505(3)
C13A C15A 1.476(3) .
Cl4A HI14A 0.9800 ?
Cl4A H14B 0.9800 ?
Cl4A H14C 0.9800 ?
C15A HI15A 0.9800 ?
C15A H15B 0.9800 ?
C15A H15C 0.9800 ?
Cl6A H16A 0.9800 ?
Cl6A H16B 0.9800 ?
Cl6A H16C 0.9800 ?
Cl8A H18A 1.0000 . ?
Cl18A C19A 1.518(3)
Cl18A C20A 1.537(3) .
C20A H20A 1.0000 . 2
C20A C21A 1.518(4)
C20A C22A 1.542(4) .
C21A H21A 0.9800 ?
C21A H21B 0.9800 ?
C21A H21C 0.9800 ?
C22A H22A 0.9800 ?
C22A H22B 0.9800 ?
C22A H22C 0.9800 ?

loop
_geom_angle atom site label 1
_geom_angle atom site label 2
_geom_angle atom site label 3
_geom_angle
_geom_angle site symmetry 1
_geom_angle site symmetry 3
_geom_angle publ flag

C8 01 C1 107.92(13) . . 2

C7 02 H2 107.0(17) . . 2

Cl10 O3 H3 104(2) . . 2

C3 04 Clo 113.35(18)

Cl7 05 C4 118.76(15) . . ?

Cl7 N1 H1 121.6(15) . . 2

Cl7 N1 C18 122.58(17) . . 2
C18 N1 H1 114.4(15) . . 2

H2B N2 H2C 132(2) . . ?

Cl19 N2 H2B 115.6(18)

Cl19 N2 H2C 112.7(14) . . 2

01 C1 C2 105.39(15)

01 C1 C9 106.21(14) . . ?
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0l C1
Cc9 C1
Ccg C1
Cl0 C1
Cl Cc2
C3 C2
C3 C2
C3 C2
C7 C2
C7 C2
04 C3
04 C3
04 C3
C2 C3
C4 C3
C4 C3
05 C4
05 C4
05 C4
C3 C4
C5 C4
C5 C4
C4 C5
C4 C5
C4 C5
H5A C5
C6 C5
Cée C5
C5 Cé6
C5 Cé6
H6A C6
C7 Céo
C7 Cé6
C7 Céo
02 C7
02 C7
02 C7
Ce C7
c8 C7
c8 C7
0l Cs8
0l C8
0l Cs8
C7 C8
C7 C8
H8A C8
Cl C9
Cl C9
Cl C9
HSA C9
HSA C9
HSB C9
03 C10
03 C10

Cl0 105.93(14)
C2 116.36(1l6)
C10 109.10(17)
C2 113.04(15)

H2D 108.3

Cl 114.34(16)

H2D 108.3

C7 114.20(16)
Cl 103.02(14)

H2D 108.3

C2 105.24 (16)

H3B 108.6

C4 112.46(16)

H3B 108.6

C2 113.10(17)

H3B 108.6

C3 108.80(17)

?

H4 109.4 . . ?

C5 108.71(17)

H4 109.4 . . 2

C3 111.24(16)

H4 109.4 . . 2

H5A 109.6
H5B 109.6
Cé6 110.38(17)
H5B 108.1
H5A 109.6
H5B 109.6
H6A 108.7
H6B 108.7
H6B 107.6

C5 114.06(18)

H6A 108.7
H6B 108.7
C2 110.07(15)
Cé6 105.23(1l¢6)
C8 108.69(14)
C2 116.74(15)
C2 100.76(1l6)
C6 115.24(16)
C7 103.48(15)
H8A 111.1
H8B 111.1
H8A 111.1
H8B 111.1
H8B 109.0
HO9A 109.5
HO9B 109.5
HO9C 109.5
HO9B 109.5
HSC 109.5
HO9C 109.5
Cl 110.26(16)
H10 108.0

ARV NIV EEIN

) D ) ) e

?

D ) ) ) ) ) Y

?

?
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03 C10 C11 109.54(15) . . »
Cl C10 H10 108.0 . . ?

Cll C10 C1 112.99(16) . . 7
Cll C10 H1O0 108.0 . . 7

cl10 €11 H11C 109.0 . . ?
cl10 €11 H1I1D 109.0 . . ?
H11lC C11 H11lD 107.8 . . ?

Cl2
Cl2
Cl2
Cl1
C1l3
C1l3
Cl2
Cl2
Cl4
C1l3
C1l3
C1l3

Cl1
Cl1
Cl1
Cl2
Cl2
Cl2
C1l3
C1l3
C1l3
Cl4
Cl4
Cl4

cl10 112.87(17) . . 2
H11C 109.0

H11D 109.0 . . ?

H12 117.3 . . 2

Cll 125.47(19) . . »
H12 117. ?

Cl4 121.4(
Cl5 122.8(
Cl5 115.84
H14D 109.5

H14E 109.5

H14F 109.5 . . ?

O 00 B Wb W

9 . .2

b — —

2
2
(

H14D C14 H14E 109.5

H14D C14 H14F 109.5 . . ?
H14E C14 H14F 109.5 . . ?
Cl3 C15 H15D 109.5

Cl3 C15 HIS5E 109.5 ?

Cl3 C15 H15F 109.5 . . 2

H15D C15 H15E 109.5 ?
H15D C15 H15F 109.5

HI15E C15 H15F 109.5

04 Cl6 H16D 109.5

04 Cl6 HIG6E 109.5

04 Cl6 HI6F 109.5

H16D Cl6 H16E 109.
H16D Cl6 H16F 109.
H16E Cl6 H16F 109.

06
06
N1
N1
N1
N1

C17
C1l7
C17
Ccl18
Ccl18
Cc1ls8

[S2NE NG ]

05 123.06(18)

N1 125.76(18)

05 111.10(16) . . 7
H18 108.3 . . ?

Cl9 109.80(17)

C20 110.36(16) . . 2

Cl9 C18 H18 108.3 . . 7

Ccl9 C18 €20 111.81(18) . . 2
C20 C18 H18 108.3 . . 7

07 C19 N2 120.9(2) . . ?

07 C19 C18 121.90(17)

N2 C19 C18 117.15(19) . . ?

Ccl8
cz21
cz1
C22
C22
C22
Cc20
Cc20

C20
C20
C20
C20
C20
C20
cz21
cz21

H20 107.7 . . 2

Cl8 110.8(2) . . 2
H20 107.7 . . 2

c18 111.70(19) . . ?
H20 107.7 . . 2

c21 111.0(2) . . 7
H21D 109.5 ?
H21E 109.5 . . ?
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C20 C21 H21F 109.5
H21D C21 H21E 109.5
H21D C21 HZ21F 109.5
H21E C21 H21F 109.5
C20 C22 H22D 109.5
C20 C22 H22E 109.5
C20 C22 H22F 109.5
H22D C22 H22E 109.5
H22D C22 H22F 109.5
H22E C22 H22F 109.5
C8A OlA CI1A 107.62(13)
C7A O2A H2A 115.2(15)
Cl10A O3A H3A 109.7(18)
C3A O4A Cle6A 114.57(17)
C4A 118.29(15)

C1l7A
Cl7A
C1l7A
Cl8A
H2AA
Cl9A
Cl9A
OlA
ola
OlA
CO9A
C9A

ClA
C3A
C3A
CT7A
CT7A
CT7A
O4A
O4A
O4A
C2A
C4A
C4Aa
O5A
O5A
O5A
C3A
C5A
C5A
C4A
C4A
C4A

O5A
N1A
N1A
N1A
N2A
N2A
N2A
Ccla
cla

H1A 116.7(15)

Cl8A 122.42(17)

H1A 120.5(15)
H2AB 117 (3)
H2AA 119(2)
H2AB 122 (3)
C2A 104.59(15)
CO9A 106.08(14)

ClA C10A 105.15(14)

cla

C2A 116.10(15)

Cl1A C10A 109.94(1le)
Cl0A C1A C2A 113.90(15)

C2A
C2A
C2A
C2A
C2A
C2A
C3A
C3A
C3A
C3A
C3A
C3A
C4A
C4A
C4A
C4A
C4A
C4A
C5A
C5A
ChA

H2AC 107.8
ClA 113.80(15)
H2AC 107.8
ClA 103.94(14)
H2AC 107.8
C3A 115.24(15)
C2A 106.23(15)
H3AA 108.5
C4A 112.43(1le)
H3AA 108.5
C2A 112.45(1e)
H3AA 108.5
C3A 108.52(16)
H4A 109.8 . .
C5A 107.61(17)
H4A 109.8 . .
C3A 111.20(1e)
H4A 109.8 . .
H5AA 109.6 .
H5AB 109.6
C6A 110.43(17)

HS5AA CLHA HLHAB 108.1

C6A
C6A
ChA
C5A
ChA

ChA
C5A
C6A
C6A
C6A

HS5AA 109.6
H5AB 109.6
H6AA 108.9
H6AB 108.9
C7A 113.58(17)

?

?

?

[ES LV IR IV RRIN]

?

?

?

?

?

?

?

?
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H6AA C6A H6AB 107.7 . . ?

C7A C6A H6AA 108.9

C7A C6A H6AB 108.9 . . ?

O2A CT7A C2A 110.42(15)

O2A CT7A C6A 105.78(16)

O2A CT7A C8A 108.67(14)

C6A CT7A C2A 116.81(15)

C8A CT7A C2A 100.00(15)

C8A CT7A C6A 115.02(16)

OlA C8A C7A 103.97(15)

OlA C8A H8AA 111.0

OlA C8A H8AB 111.0

C7A C8A H8AA 111.0

C7A C8A H8AB 111.0

H8AA C8A H8AB 109.0 . . ?

ClA CY9A HOAA 109.5

Cl1A CY9A HOAB 109.5 ?

ClA CY9A HOAC 109.5 . . ?

HOAA CO9A HI9AB 109.5

HOAA COA HI9AC 109.5

HSAB CO9A H9AC 109.5 . . 7

O3A C1l0A C1A 110.64(1l6) . . ?

O3A C1l0A H10A 108.2 . . ?

O3A C10A C11A 108.14(1l6) . . ?

ClA C10A H10A 108.2 . . ?

ClA C10A C11A 113.39(15) . . ?

Cl1A C10A H10A 108.2

Cl10A C11A HI11A 109.2

Cl0A C11A HI11B 109.2

H11A C11A H11B 107.9

Cl2A C11A C10A 112.02(le) . . ?

Cl2A C11A H11lA 109.2 . . ?

Cl2A C11A HI11B 109.2 . . ?

Cl1A C12A H12A 117.0 . . ?

Cl13A C12A C11A 125.91(19) . . ?

Cl3A C1l2A H12A 117.0 . . ?

Cl2A C13A C14A 120.9(2)

Cl2A C13A C15A 123.2(2)

C15A C13A C1l4A 116.0

C13A C14A H14A 109.5

C13A C14A H14B 109.5

C13A C14A H14C 109.5

H14A C14A H14B 109.5

H14A C14A H14C 109.5

H14B C14A H14C 109.5
5
5
5
5
5
5

(RO RIS B N S R SCEIV R V)

WD ) ) D) e

ARV NIV BN

C13A C15A H15A 109.
C13A C15A H15B 109.
C13A C15A H15C 109.
H15A C15A H15B 109.
H15A C15A H15C 109.
H15B C15A H15C 109.
O4A C1l6A H1l6A 109.5
O4A Cl6A HleB 109.5 . . 7
O4A Cl6A HleC 109.5 . . ?

[AC RO RN A SCARL AV IRELV IR LV R L B A B AV ARV}
.
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H16A Cl6A H16B 109.5
H16A C1l6A H16C 109.5
H16B Cl6A H16C 109.5

O6A
O6A
N1A
N1A
N1A
N1A

O7A C19A N2A 121.9(2)

Cl7A
C1l7A
C1l7A
Cl8A
Cl8A
Cl8A

)

[AS IV}

O5A 125.12(17)
N1A 124.60(18)
O5A 110.24(1e6)
H18A 108.4 . . ?
C19A 109.37(17)
C20A 110.55(17)
Cl19A C18A H18A 108.4 . . ?
C19A C18A C20A 111.77(19)
C20A C18A H18A 108.4 . . ?

O7A C19A C18A 122.52(19)
N2A C19A CI18A 115.6(2)

Cl8A
Cl8A
C21A
C21A
C21A
C22A
C20A
C20A
C20A
H21A
H21A
H21B
C20A
C20A
C20A
H22A
H22A
H22B

loop

C20A
C20A
C20A
C20A
C20A
C20A
C21A
C21A
C21A
C21A
C21A
C21A
C22A
C22A
C22A
C22A
C22A
C22A

H20A
C22A
Cl8A
H20A
C22A
H20A
H21A
H21B
H21C
H21B
H21C
H21C
H22A
H22B
H22C
H22B
H22C
H22C

108
110
110
108
111

108.
1009.
109.
1009.
109.
1009.
109.
1009.
109.
109.
1009.
109.
1009.

B e
.3(2)
.1(2)

1. .2

o1 o1 oo O OO OO OO O O

?

L N B S S R R N N A S  AS N
.

?
?

_geom_hbond atom site label D
_geom_hbond atom site label H
_geom_hbond atom site label A
_geom_hbond distance DH
_geom_hbond distance HA
_geom_hbond distance DA
_geom_hbond angle DHA

_geom_hbond site symmetry A
02 H2 03 0.93(3) 1
03 H3 O7A 0.82(3)

N1 H1 OlA 0.81(2)

N2 H2B O6A 0.74(2)
O2A H2A 0O3A 0.90(2) 1.85(2)
O3A H3A 07 0.83(3) _
NI1A HI1IA O1 0.86(2) 2.07(2) 2.906(2) 163(2) 2 565
N2A H2AB 06 0.85(3) 2.06(3)

loop

.79(3) 2.
1.86(3) 2.674(2)
2.10(2) 2.888(2)

2.14(2)

1.83(3)

711(2) 169(3)

174 (3)
163(2)

2.878(3) 173(2)

2.701(2)
2.6470(19)

2.869(3)

_ggom_torsion_atom_site_label_l

158(2)
170(3)

160 (4)

2 564
2 664

2 665
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_geom_torsion atom site label 2
_geom_torsion atom site label 3
_geom_torsion atom site label 4
_geom_torsion
_geom_torsion site symmetry 1
_geom_torsion site symmetry 2
_geom_torsion site symmetry 3
_geom_torsion site symmetry 4
_geom_torsion publ flag

0l C1 c2 C3 -115.08¢(17) . . . . 7
Ol C1 Cc2 C7 9.42(17) . . . . ?

0l C1 C10 O3 -61.32¢(18) . . . . ?
0l C¢c1 Cc10 Cc11 175.73(15) . . . . 2

02 C7 C8 01 -71.78(19)

03 C10 Cl11 Cl2 52.6(2)

04 C3 C4 05 -56.1(2) . . . .7

04 C3 C4 C5 -175.84(16) . . . . 7
05 C4 C5 C6 =-58.1(2) . . . . °?

N1 C18 C19 07 48.3(3) . . . . 2
N1 C18 C19 N2 -135.0(2) . . . . ?
N1 C18 C20 C21 63.8(2) . . . . 2
N1 C18 C20 c22 -171.87(19) . . . . 2
Cl 01 C8 C7 =39.87(17)

Cl C2 C3 04 -77.24(19)

Cl C2 C3 C4 159.62(16) . ?
Cl c2 Cc7 02 82.91(17) . . . . ?
Cl C2 C7 Ce6 -157.28(1le) . . . . ?
Ccl cz2 Cc7C8 =-31.71(17) . . . . 2
Cl C10 CI11 C12 175.98(16) . . . . 2
C2 Cl1 C10 03 53.6(2) . . . . 7

C2 Cl1 C10 C11 -69.4(2) . . . . 2
C2 C3 C4 05 62.9(2) . . . .7

C2 C3 C4 C5 -56.8(2) . . . . 7?2

C2 C7 C8 01 43.88(1l6) . . . . 2
C3 C2 C7 02 -152.49(15) . . . . 7
C3 C2C7¢Cé6 =-32.7(2) . . . . 7?2

C3 C2 C7 C8 92.88(18) . . . . ?
C3 C4 C5C6 61.7(2) . . . . 72

C4 05 C17 06 12.2(3) . . . . ?

C4 05 C17 N1 -170.92(18) . . . . 2
C4 C5 Cb6 C7 =52.3(2) . . . .72

C5 C6 C7 02 160.81(1l6) . . . . 2
C5 C6 C7 C2 38.4(2) . . . . 72

C5 C6 C7 C8 =79.5(2) . . . . 7?2

Ce6 C7 Cc8 01 170.45(16) . . . . ?
C7 C2 C3 04 164.43(15) .2
C7 C2 Cc3 C4 41.3(2) . . . . 72

C8 01 C1 C2 18.41(18) . . . . 2
C8 01 C1 C9 -105.62(17)

C8 01 C1 C10 138.45(15)

co9 Cl cz2cC32.3(2) . . . .72

c9 Ccl c2 C7 126.78(17) . . . . ?
C9 Cl1 C10 03 -175.27(15) . . . . 2
c9 Ccl1 C10 Cl11 61.8¢(2) . . . . 2
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C10
C1l0
C10
Cl1
Cl1
Cle
Cle
C17
C1l7
C17
C1l7
Ccl8
Cl18
C1l9
Cl9
Cc20
Cc20
ola
OlA
ola
OlA
O2A
O3A
O4A
O4A
O5A
N1A
N1A
N1A
N1A
ClA
cla
ClA
cla
ClA
cla
ClA
C2A
C2A
C2A
C2A
C2A
C3A
C3A
C3A
C3A
C4A
C4A
C4A
ChA
C5A
ChA
C6A
CT7A

Cl C2 C3 129.68(17)
Cl C2 C7 -105.81(17)
Cll C12 C13 -165.6(2)
Cl2 C13 Cl14 -179.7(2)
Cl2 C13 C15 1.1(3)

C3 C2 157.01(18)
C3 C4 -79.4(2)

C4 C3 98.38(19)

C4 C5 -140.33(18)
Cl8 C19 127.8(2)
Cl8 C20 -108.5(2)
Cl7 05 172.69(17)
Cl7 06 -10.5(4)

04
04
05
05
N1
N1
N1
N1
C18
Cc1s8
C18
Cc18
cla
ClA
cla
ClA
CT7A

Cl8A C20A C22A -170.1(2)

ola
C2A
C2a
C2A
C2a
C2A

Cl10A C11A C12A 178.92(18)

cla
cla
C3A
C3A
CT7A
C2A
C2A
C2A
C4A
O5A
O5A
C5A
C6A
C6A
C6A
CT7A
C2A

C20
Cc20
Cl9
Cl9
C2A
C2A

cz21
C22

-173.66(18)
-49.3(3)

07 -74.5(3)
N2 102.2(2)

C3A
C7A

-116.23(16)
9.90(17)

Cl0A O3A -63.68(18)

Cl10A C11A 174.63(16)

C8A OlA -71.26(18)
Cl10A C11A C12A 55.8(2)
C3A C4A O5A -57.7(2)
C3A C4A C5A -175.89(15)
C4A C5A C6A -56.0(2)
C18A C19A O7A 55.5(3)
C18A CI19A N2A -127.1(3)
Cl8A C20A C21A 65.9(2)

c8a
C3A
C3a
CT7A
C7A
CT7A

CT7A
O4A
c4a
O2A
C6A
C8A

-40.27(17)
-76.76(18)
159.85(15)
82.19(16)
-156.93(195)
-32.16(16)

Cl10A O3A 50.24(19)
Cl0A C11A -71.4(2)

c4a
C4A
c8a
CT7A
CT7A
CT7A
ChAa

ObA
ChA
ola
O2A
C6A
C8A
C6A

62.1(2)
-56.0(2)
44.42(16)
-152.59(15)
-31.7(2)
93.06(17)
62.7(2)

Cl17A O6A 5.6(3)

Cl7A N1A -176.55(17)

C6A
CT7A
CT7A
CT7A
c8a
C3A

CT7a
O2A
Cc2a
C8A
ola
O4A

-53.2(2)
161.49(16)
38.2(2)
-78.6(2)
170.42(16)
163.31(14)

Do) )
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C7A C2A C3A C4A 39.9(2)

C8A OlA CI1A C2A 18.30(17)

C8A OlA CIA COA -104.94(1le)
C8A OlA C1A C10A 138.59(15)
CO9A C1A C2A C3A 0.3(2)

CO9A C1A C2A C7A 126.41(1e6)
CO9A C1A C10A O3A -177.47(14)
CO9A C1A C10A CI11A 60.8(2)
Cl0A C1A C2A C3A 129.53(17)
Cl10A Cl1A C2A C7A -104.35(17)
Cl10A C11A C12A C13A -173.2(2)
Cl11A C12A C13A Cl14A 178.9(2)
Cl1A C12A C13A C15A -1.7(4)
Cl6A O4A C3A C2A 157.93(1le)
Cl6A O4A C3A C4A -78.7(2)
Cl7A O5A C4A C3A 103.52(19) .
Cl17A O5A C4A C5A -136.06(17)
Cl7A N1A C18A C19A 127.5(2) .
Cl17A N1A C18A C20A -109.0(2)
Cl18A N1A C1l7A O5A 176.86(17)
Cl18A N1A C1l7A O6A -5.3(3)
C19A C18A C20A C21A -172.0(2)
C19A C18A C20A C22A -48.0(3)
C20A C18A C19A O7A -67.3(3)
C20A C18A C19A N2A 110.1(3)

loop
_smtbx masks void nr
_smtbx masks void average x
_smtbx masks void average y
_smtbx masks void average z
_smtbx masks void volume

D )

_smtbx masks void count electrons

_smtbx masks void content

2
3
4

-0.281 -0.250 0.000 378.4 128.1 2
0.192 0.250 0.000 334.7 21.3 2
-0.727 0.250 0.500 378.4 128.1 ?
0.321 0.750 0.500 334.7 21.3 2

~local nu authors
_local nu crystal method
~local nu crystal solvent
_local nu labbook chem

_local nu labbook crystalization
_local nu labbook xray
_local nu project code
_local nu project name
_local nu quality factor
_local nu refine 1ls disord occ
_local nu refine 1s disord u
_local nu refine 1s disord xyz
restraints'

_local nu refine 1ls h carbon u

'Dr. Amy A. Sarjeant'

'slow evaporation'
tetrahydrofuran

N23696-3-B1l

NUGSKO1 040

NUGSK01 040

'16841, 17768

unknown

2

'freely refined’

'freely refined, with restraints'
'freely refined with distance

riding
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_local nu refine 1s h carbon xyz riding

_local nu refine 1ls h hetero u 'freely refined'
_local nu refine 1s h hetero xyz 'freely refined'
_local nu refine 1ls nonh u anisotropic
_local nu refine 1s nonh xyz 'freely refined'
_local nunumber GSK2974844A
_local xraynumber 38592

_vrf PLAT601 38592

PROBLEM: Structure Contains Solvent Accessible VOIDS of . 339 A**3
RESPONSE: The solvent-masking procedure in Olex2 was used to remove
electronic

contributions from disordered solvent molecules.

4
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