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General Methods. Unless noted otherwise, all manipulations were carried out under an
argon atmosphere using standard Schlenk techniques. All glassware was oven dried for
approximately 1 h prior to use. THF and Et,O were distilled from Na benzophenone ketyl
under argon. DCM, toluene, xylenes and decalin were distilled from CaH,. Other solvents
were HPLC grade and were used without further purification. All reagents were obtained
from commercial sources and used without further purification, unless noted otherwise.
Silica gel 60 Fjs4 plates were used for TLC analysis. Flash column chromatography was
performed using silica gel (Merk, n® 9385,230-400 mesh). *H and **C NMR spectra were
recorded at 200, 300, 400 and 500 MHz (*H) using CDCl; as solvent and with the residual
solvent signal as internal reference (CDCls;, 7.25 and 77.0 ppm). The detailed peak
assignment of 'H and **C NMR spectra was accomplished by gHMQC and gHMBC
experiments.

The following abbreviations are used to describe peak patterns when appropriate: s
(singlet), d (doublet), t (triplet), m (multiplet), and br (broad). Mass spectra were recorded
using the electronic impact technique with ionization energy of 70 eV or using the
atmospheric pressure chemical ionization (APCI) or electrospray (ES) chemical ionization

techniques in its positive or negative modes.
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Table 1. Crystal data and structure refinement for Compound 9 (C29H4102Co).

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

VA

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25.00°
Absorption correction
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

Final R indices [I1>2sigma(l)]
R indices (all data)

Absolute structure parameter
Extinction coefficient

Largest diff. peak and hole

datat

C29 H41 Co 02

480.55

293(2) K

0.71073 A

Orthorhombic

P2(1)2(1)2(1)

a=7.2556(9) A a= 90°.
b = 10.8856(14) A B=90°.
c=31.743(4) A v = 90°.
2507.1(5) A3

4

1.273 Mg/m?

0.707 mm-!

1032

0.08 x 0.10 x 0.33 mm?®

1.28 to 25.00°.

-8<=h<=7, -12<=k<=9, -30<=I<=37
13255

4419 [R(int) = 0.1060]

100.0 %

None

Full-matrix least-squares on F2
4419/0/ 296

0.838

R1=0.0502, wR2 = 0.0759

R1 =0.1259, wR2 = 0.0908

0.00

0.00139(14)

0.245 and -0.281 e.A'3
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Table 2. Atomic coordinates ( x 104) and equivalent isotropic displacement parameters (A2x 103)
for C29H4102Co. U(eq) is defined as one third of the trace of the orthogonalized U tensor.

X y z U(eq)
Co(1) 8583(1) 3425(1) 757(1) 45(1)
0o(1) 9347(5) 6323(4) 1125(1) 56(1)
0(2) 8716(7) 4846(4) 1853(1) 68(1)
C(1) 7077(7) 4802(5) 975(2) 36(2)
C() 7235(6) 3796(5) 1282(2) 33(2)
C@®) 6189(8) 3010(5) 1001(2) 45(2)
C(4) 6055(7) 4006(5) 704(2) 41(2)
C(5) 7545(8) 6128(6) 940(2) 41(2)
C(6) 7531(7) 6556(6) 468(2) 55(2)
C(7) 6092(9) 7569(6) 454(2) 63(2)
C(8) 4202(8) 6959(6) 527(2) 69(2)
C(9) 4248(7) 6646(6) 1004(2) 58(2)
C(10) 6175(8) 7073(5) 1144(2) 42(2)
C(11) 6457(10) 8269(6) 871(2) 63(2)
C(12) 4985(10) 9255(6) 952(2) 87(2)
C(13) 8342(9) 8882(5) 896(2) 91(2)
C(14) 6376(9) 7259(5) 1616(1) 65(2)
C(15) 11413(8) 3316(8) 764(2) 75(2)
C(16) 10614(8) 2123(7) 732(2) 67(2)
C(17) 9569(9) 2089(7) 370(2) 72(2)
C(18) 9701(10) 3227(9) 168(2) 77(2)
C(19) 10830(9) 4010(7) 414(3) 70(2)
C(5) 7607(8) 3789(6) 1758(2) 41(2)
C(6") 5717(7) 3873(6) 1993(2) 54(2)
c(7) 5722(8) 2702(6) 2269(2) 56(2)
C(8) 5569(8) 1577(7) 1982(2) 65(2)
C(9) 7527(8) 1498(7) 1794(2) 63(2)
C(10% 8537(8) 2631(5) 1965(2) 44(2)
C(11) 7720(8) 2659(7) 2429(2) 54(2)
C(12) 8180(8) 1495(6) 2688(2) 82(2)

C(13) 8320(9) 3776(6) 2694(2) 79(2)
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C(14) 10590(6) 2550(6) 1922(2) 76(2)




S-6

Table 3. Crystal data and structure refinement for compound 10 (C30H41Co003).

Identification code
Empirical formula
Formula weight
Temperature
Wavelength

Crystal system
Space group

Unit cell dimensions

Volume

z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25.00°
Absorption correction
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

Final R indices [I1>2sigma(l)]
R indices (all data)

Absolute structure parameter
Extinction coefficient

Largest diff. peak and hole

ea501

C30 H41 Co 03

508.56

293(2) K

0.71073 A

Monoclinic

P2(1)

a=11.8062(14) A a=90°.

b =12.4626(16) A B=108.153(3)".
c=18.529(3) A v =90°.
2590.6(6) As

4

1.304 Mg/m3

0.691 mm-1

1088

0.03 x0.10 x 0.33 mm3

1.16 to 25.00°.

-12<=h<=14, -14<=k<=14, -20<=I<=22
13782

8797 [R(int) = 0.1193]

99.9 %

None

Full-matrix-block least-squares on F2
8797 /37 /631

0.714

R1 =0.0606, wR2 = 0.0789
R1=0.2493, wR2 =0.1194

0.02(3)

0.00050(8)

0.329 and -0.355 e. A3
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Table 4. Atomic coordinates (x 104) and equivalent isotropic displacement parameters (A2x
103)
for C30H41Co03. U(eq) is defined as one third of the trace of the orthogonalized Ui tensor.

X y z U(eq)
Co(1) 9616(2) 2439(2) 6345(1) 56(1)
0O(1) 7895(8) 250(6) 6481(4) 59(2)
0(2) 8764(7) 451(6) 5291(4) 51(2)
Oo(1) 10948(7) 3204(6) 5039(4) 58(2)
C(6) 5312(9) 1868(8) 5262(5) 67(4)
C(2) 7165(9) 1189(9) 6188(6) 53(4)
C(3) 6795(10) 1698(8) 6838(5) 60(4)
C(4) 5428(10) 1626(11) 6556(7) 75(5)
C(5) 4960(11) 2431(10) 5901(6) 89(4)
C(@) 5953(9) 844(8) 5631(5) 51(3)
C(8) 5637(10) -443(8) 6669(6) 85(5)
C(7) 5178(9) 522(9) 6139(6) 59(4)
C(9) 3842(9) 366(10) 5719(6) 98(5)
C(10) 6001(9) -12(8) 5048(6) 67(4)
C(11) 7933(10) 1901(9) 5862(6) 38(3)
C(12) 8596(11) 1435(11) 5378(7) 48(4)
C(13) 9208(9) 2374(10) 5190(5) 40(3)
C(14) 8808(11) 3316(9) 5430(7) 56(4)
C(15) 7960(10) 3017(10) 5832(7) 63(4)
C(16) 11231(12) 1772(16) 6787(9) 82(5)
C(17) 11390(14) 2857(15) 6872(10) 94(6)
C(18) 10657(16) 3229(11) 7272(8) 82(5)
C(19) 10062(12) 2313(17) 7483(6) 86(5)
C(20) 10513(15) 1416(12) 7205(9) 83(6)
C(1) 9339(9) 2674(7) 3850(5) 52(4)
C(2) 10047(9) 2413(8) 4681(5) 40(3)
C(3) 10686(9) 1341(8) 4650(6) 57(4)

C(4) 10204(8) 1087(9) 3797(6) 67(4)
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C(%)

C(6")

C(7)

C(8)

C(9)

C(10)
Co(2)
0(@3)

O(4)

O(3)

C(21)
C(22)
C(23)
C(24)
C(25)
C(26)
C(27)
C(28)
C(29)
C(30)
C(31)
C(32)
C(33)
C(34)
C(35)
C(36)
C(37)
C(38)
C(39)
C(40)
c(21)
C(22)
C(23)
C(24)
C(25)
C(26)

8869(8)
8295(7)
10168(8)
11397(8)
9581(10)
8977(9)
4603(1)
3161(5)
5918(5)
6655(6)
4652(7)
4155(8)
3640(9)
3936(9)
5288(9)
5764(7)
3740(8)
4140(10)
2457(9)
4930(9)
5070(8)
5801(9)
6356(9)
6142(9)
5315(8)
2788(10)
3271(12)
4041(13)
3993(10)
3240(11)
8494(8)
7157(8)
7156(8)
8496(8)
8887(10)
8890(9)

779(8)
1872(7)
2186(9)
2723(9)
2165(10)
3854(7)

829(2)
1416(5)
-988(5)

-1212(5)

956(7)
730(8)
-410(7)
-710(10)
-907(7)
242(7)
390(9)
379(10)
813(9)
2148(7)
803(9)
-1(8)
462(8)
1584(8)
1805(8)
761(15)
-205(11)
-46(12)
1076(14)
1521(10)
-165(7)
-136(8)
284(8)
438(9)
1451(8)
1018(7)

3571(6)
3611(5)
3413(6)
3586(6)
2546(6)
3691(5)
-558(1)

694(4)

651(4)
-517(4)
1927(5)
1068(5)
1055(6)
1901(6)
2243(6)
2233(6)
2276(6)
3150(5)
2008(6)
2113(5)

630(5)

441(7)

-69(6)
-102(6)

302(6)

-1000(7)
-1100(8)
-1531(7)
-1696(6)
-1350(7)

31(6)
-435(5)

-1220(5)
-1100(6)

-608(6)
172(5)

65(4)
43(3)
51(4)
77(5)
102(6)
51(4)
40(1)
38(2)
43(2)
47(2)
42(3)
33(3)
58(4)
60(4)
62(4)
52(4)
57(4)
98(5)
88(4)
67(4)
38(3)
39(3)
33(3)
40(3)
38(3)
72(4)
61(4)
74(5)
70(5)
56(4)
46(3)
36(3)
52(3)
56(4)
72(4)
58(3)
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c(27)
C(28)
C(29)
C(30)

9095(8)
10468(8)
8753(9)
8830(9)

-501(9)
-439(9)
-1606(8)
-870(9)

-600(7)
-302(6)
-980(6)

751(6)

58(4)
66(4)
60(4)
75(4)
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Zurrent Data Parameters

S-11 HAME B14EA4E18
ERUCL B et .
PROCHD i
F2 - Acquisition Parameters
Jate_ 20040206
Time 17.58
o INSTRUM spect
b L) ek Lk ] L N PROBHO 5 mm GNP 1H/15
w T OOMMAT =M@ T O Wwe D0 0 T 0 T = = =
= SN DT LDITUOO="OMMEODLMO DD 0NT NS WD WD PLLPROG 2gpg3a0
= o S 5 2 N o i R B e B B Bl W L R 1 8 ™ 65536
a & BSFZSRRRRABSDBRILYNARRIITI=T SOLVENT coc13
= NS BOO0
0s 2
e e 1 2 T
FIDRES 0.287360 Hz
1] 1.7400308 sec
RE 1625.5
oW 26.580 usec
DE 6.50 usec
TE 300.0 K
01 4.00000000 sec
di1 0.03000000 sec
di2 0.00002000 sec
s=z=z===sumss CHANNEL f| ====sssssw=s=s
HUC1 13C
| 5.70 usec
By =6.00 dB
BFO1 TS5 _4TE0200 MHz
sessssssssss CHANMEL {2 sss=cessssmas
CPOPRG2 waltziBb
HuCz2 iH
PCPO2 BO.00 usec
PL2 -6.00 d8
PLi2 18.00 d8
PL13 1B.00 o8
SFO2 300.1312005 MHz
F2 - Processing parameters
51 32768
5F TS 4677190 MHz
L EM
558 1]
B 1,00 Hz
a8 Q
BC 1.40
10 NHA plot paraneters
cx 20.00 cm
Fip 225.400 ppm
Fi 17040. 42 Hz
Fap =3.209 ppn
MM F2 -242.21 2
PPHCH 11.43047 ppn/cm
HICM B62.63171 Hz/cm
T T T T T T T T T T T T T LV | T T T T T T T | p— | | T T T T 'r T T T T I T | G prm |

I
175 150 125 100 F i 50 25



S-12 SUPPENL LATE rArafcisis
HAME Oi4EA4E1E
EXPHD 1
BROCHD 1

F2 - Acquisition Farameters

Date_ 20040207
Time 7.38
INSTALM spect
PAOBHD S mm GNP 1H/1LS
& = T S8 BS=24 SI8a255038% aB PLLPROG dept135
. 8 3 & § 8 8888 RUEEYPNRER §E ™ 85536
8 r~ @ W M muwwm T - o e Ak SOLVENT COC13
E; r~ 3] o = T W o I I 3 T T VI o VI 5 VI V] - - NS 3000
0s 4
SwH 17985 611 Hz
FIDRES 0.274433 Hz
LIl 1.8219508 sec
a5 13004
OW 27.800 usec
DE 6.00 usec
T 300.0 K
CNET2 145 . 0000000
01 4_00000000 sec
42 0.00344B28 sec
dig 0.00002000 sec
DELTA 0._00000726 sec
============ [HANMEL f| =es=sscssc===
NUCL 13C
| 5.70 usec
a2 11,40 usec
PLL -6.00 d8
5F01 75. 4753653 HWHz
============ [HANMEL f2 =======s======

CPDPRE2 waltzib

HUC2 iH

P3 6.70 usec
pd 13.40 ussc
PCRO2 B0.00 usec
L2 =6.00 dB
PLi2 18.00 dB
5F02 300. 1312005 MHz
F2 - Processing parameters
5I 32768

3F TS5, 4677190 MHZ
WOW EM

358 g

B 1.00 Hz
B a

B 1.40

10 NMAR plot parameters

CY 20.00 cn

FiP 0. 837 ppe

o | 7308 .08 Hz

Fap -3,385 ppm

T T = — | Ty T T T e e e ] T e RN Jo e M Fa -255.42 Hz
ppm E['D Ellj ;IEJ 20 0 2PMCH 5.01107 ppm/cm

HICM 378.17432 Hz/fom
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Pulse Sequence: gHMBEC
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e—eewpy1se Sequence: sZpul
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Pulse Sequence: s2pul | EI
[ |
[ |
INDEX  FREQUENCY PPN HEIGHT |
1 15627.234 155,403 14.4
2 9184.777 91.340 16.7
3 9098.562 80,483 16.7 !
1 8260.829 82.152 1676 = -
5 8215.051 B&1.687 26.5 Co | |
] B140.281 80,953 31.1 OH
7 7774.821 77.31% 189 .0
8 7742.777 77.000 189.4 O HO
9 7711.495 76.689 186.8
10 7248.377 72.083 29,8 10
11 7185.814 71.481 28.2
12 5476.015 54.458 27.3
13 5449_311 54,182 31.8
14 5064.778 50,368 3.8
15 4993.822 49.652 27.8
16 4696.267 46.703 27.7
17 4652.778 46.271 36.1
18 45590 .896 45,345 36.8 |
19 4230.859 42,075 32.0 |
20 3175.445 51.589 33.8 '
21 3145.926 31,285 3z.0 1
22 2740.783 27.257 25,7 .
23 2621.008 26.065 32.5
24 2162.467 21.505 57.3 [
25 2152.549 21,407 43,2 [
26 2131.186 21.1394 13.8
27 1162.223 11.558 33.8
28 1012.683 10.071 36,0

- Sp——— e

.iaa._... 27 s o ap g ppm

200 180 160 140 120
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—— FuUlse Sequence: dept
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INDEX FREQUENCY PFPM HEIGHT
1 8261.592 82.159 66 .9
2 7248 377 TZ.083 16.8
3 71B6.577 71.469 15.2
4 AB96 .267 46.703 -18.4
5 4552.778 46.271 25.8
[ 4558 .696 45.345 19.3
7 4230.850 42.075 -23.8
B 3176.445 31.58% =15.9
9 3145.926 31.285 =18.2
10 2740.793% 27.25%7 =15.5
i1 2621.008 26.06% -18.1
12 2162.467 £1.505 34.6
13 F152.549 21.407 18.6
14 2131.943 21.202 16.8
15 1162 .986 11.566 16.3
16 1012 .683 10.071 16.5
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Pulse Zequence: gHMBC
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Pulse Sequeénceé: gHSOC
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003105, 141
AL PROG:
X00. AU
DATE 31-5-5

SF 200,132
SY B0.0
01 3541 .085

S5I 32768

TD 32768

SW 4000.000
HZ/PT .244
PH 0.0

RD 0.0

AQ 4.096
ARG 16

NS 16

TE 297

Fi 000

0z 2228 ,997
0P 63L PO

LB . 300
GB 0.0

CX 22.00
cY 12.00
Fi 9.200P
F2 -.199P
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eab3En

er28 gHMBC
SAMPLE
date Jan 10 2005
solvent coci3
sample undefined
ACQUISITION
W S840.1
at 0.133
“E 1024
f 2000
55 32
dl 1.000
nt 212
20 ACQUISITION
Wl 24138.7
ni Az
ase
TRANSMITTER
tn H1
sfrg 399.904
tof =402.3
tpwr 55
W 8.200
DECOUPLER
dn 1
dof i042.19
dm nnn
dmm CCC
dmf 16300
dpwr 43
pwxivi +h 53;
P ]
HMBC
J1lxh

140.0

Jnxh B.0

FLAGS
hs n
sEpUl n
PFGF1g Y
hsgivl 944
SPECIAL
tamp not used
gain ]
spim
GRADIENTS
gzivil 1944
gti 0.001000
gzivia a77
gts 0.001000

gstab 0.000500
F2 PROCESSING

sb 0.067
shs not used
fn loza

Me

7
t

145
A
SN
L:

F1 PROCESSING
i L]

] .

sbhel n Us e

fnl p
SPLA

5p 180
wp } 2953
spl =14
wpl 236
rfl 3z
rfp

rfll 15qpn
rfpl

av 80
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140
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| 200
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Pulse Seguence: s2pul
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Current Data Parameters
NAHE ERGIZE
L e e i e B e B e B = Y = e e R T R B T R o B R EXFHO )
e e e e L e el T I L R B = B e s T = e B B O ¥ T o ST o o S M Y " 5
& T e e e e e e e S R i e el e e e e e s bz
2 = Ed = = M N N WD O A A S h U M [~ W0 W) U0 TR a3 0D [ 0707 Oh O O O O WD Er o o) L e o
ket Sl S L B M B T s s B T === Rl el T ST T T A T T s 2 T S - T e e T e F2 - Roquisition Parameters
Lo B B o B B e B e B e B B e e B e I - -
Date_ 20041227
Time 13.51
=y INETRUM spact
PROBHD 5 mm QWP 1H/15
PULERGG 290930
10 2ee
SOLVENT CDhCls
E 1046
Dhda L3 L
EWH 17985.611 Kz
FIDRES 0.5L8877 Hz
A 0.5110004 gec
B 2048
O 27,900 usec
oe 19,00 usec
TE 100.0 X
Il 150000000 sec
18 dll 003000000 sec
diz 000602000 gec
Mel
s=msssm= [ERANNEL fl =
3.00 4B
E 2200 4B
FlL 22.00 dB
B 300.1312005 MMz
FZ - Processing parameters
BI 22768
5F T5. 4677363 MHz
W EM
553 H]
LE 1.00 Bz
GE a
PC Ll
10} ¥MR plot parameters
| cx 0,00 am
' CY 12,50 em
12 219,154 ppm
Fl 16535.10 Ez
Fip =19, 167 pom
B I R - T [ T T T T [ 1 T F-1 | B LR S e i S s ) e e B B ey o o EE ::—‘1‘:5'-.5% Rz y
ppm 200 175 150 125 100 75 50 25 i i Lt

HICN 99520103 Hz/om
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Med
T | T _ | T T _ T T T T _ T T T T T T T q_.u._:__ T -1— T T T T |—
4 ;) 4 m IE g

pom 0o 175 150 125 10 15 50 25 0

Corrent Data Parameters

KRME ERGIZE
EXENG 11
FROCHG 1

F2 - Aogquisition Parameters
Data_ 20041227
Time 14.10
IRSTRIM spect
PEOEHD 5 =m QM2 LHSLZ
PULEANG dept 135

iy E5536
SOLVENT cocll

[} 25l

0s 4

SN 17T9R5.611 Hz
FIORES ,_ 2714439 Hz
AQ 1.8 5

RG

|

TE

CH5TZ 1450000000

01 2.00000000 gec
d? 0.00344828 sac
dl2 0,0000Z000 sec
DELTA 0.00DEDTIE aec

mommames CHANNEL [l sssesa=s

HOCL 1ac

Pl 0.0 usec
pi L1.80 ugee
PLL -1.00 dB
SF01 75, 4752653 ME:z
s=z===== (HANNEL [ ========
CEDPRGE walozl
tc? LH

El .80 usec
pd 11.60 uzec
BCEDZ L0200 uses:
FlLZ -3.00 48
PLiZ 22.00 48
SFOZ 300.1312005 MHz
Fi = Frocessing paramekars
51 32764

5F 754677190 MHz
WM EM

550 ¥

L 1.00 Ex
GH ¥

PC 1.40

10 MHR plot parameters

X 20.00 ox

cY E.50 cn
F1p 215.000 ppa
Fl 16225.56 H2
Fae -3, 000 ppa
FZ =110 W2
PEMWIM 11, 00000 ppayem

EECH Bi0

14430 Hz/lem
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Pulse Sequence: gHMBC
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! ﬂ:aq:{r‘?g-n :D.:" i
= Bd*
Qi4EATIAC QO
E b
| A
AN FERCERY
Ly ZERENCRTEESS58888ERCR358CCHEBERSTRRER
& BB EN I YR B RRR R e B9 EITIABRRRRQET
I i
| P
e AT |1.M‘Ulhuml
[ |

T i 1__1' T ir T T I'I T 1 II T T 1| T 1T T I T r:: I L L] . T T

pm 200 s 150 125 100 75 “J /) 25

Current Data Parameters
HAME JuldB-2005-iny

EXPND 11
PROCHD i

F2 = Acquisition Parameters
Date_ 20050708

Time 6.19
IHSTRLM spect
PROBHD 5 mmn GNP 1H/15
PULPROG zopg3d

O B5536
BOLVENT CDC13

NS 10000

DS 2

ShH 24097 .047 Hz
FIDRES 0.321915 Hz
AG 1.5532532 sec
RE B12.7

oW 23.700 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
Di1 0.03000000 sec
Di2 0.00002000 sec
sensesssssss CHANNEL f| =sssssscocz=s
NUC L 13C

Pi 5.70 usec
ALl -6.00 dB
SFO4 75, 4775298 MHz
szzzszzzsz=z CHAMNEL 2 sssssssssssss
CPOPRG2 waltzis
NLC2 iH
PCRD2 BO.00 usec
PL2 -6.00 dB
PL12 18.00 dB
L1 18.00 dB
gF02 300.1312005 WHz
F2 - Processing parameters
51 32768

5F 75. 4677190 MHz
WOW EM

558 ]

LB 1.00 Hz
: ] ]

PC 1.40

i0 NMR plot parameters

Cx 20.00 cm
Fip 220.000 ppn
Fi 16602.90 Hz
Fa2p 10.000 ppm
F2 754,68 Hz
PRMCH 10.50000 ppm/cm
HICH 792. 41107 Hz/cm



Current Data Paraneters

S-35 HAME Jul08=-2005-1ny
EXPHD 12
PROCHO i
Q14EA719C F2 - Acquisition Parameters
Date_ 20050708
Time 20.45
INSTRUM spect
— """'*""T""!(ﬁ'i! PROBHD 5 mm GNP 1H/15
- 0l E S D~ DT TMOT~RLDODOTODONCSS O ID OO r~ O 9 W
@D~ @O MO ok TINWO@DT =0T OW O D 0T M PULPROB depti3s
- e b e E DTN e DN 8 B P An O 00 P D 0 1] E5535
= SEEITSST REBIIIIZABLBBIRRRLINIIC s coc1
T R T R NS 5000
]\ o5 4
W/ \‘ V SHH 21097 .047 Hz
FIORES 0,321945 Hz
Al 1.5532532 sec
AE 13004
DN 23.700 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 3ec
o2 0.00357143 sec
oi2 0.00002000 sec
DELTA 0.00000726 sec
MeO 22 (8%)
===mmsssssss [HANNEL fl ==——==========
HUCL 13C
P 5.70 usec
P2 11.40 usec
Pl -8.00 dB
5FO4 T5.4775298 MHz
ssmmm=mz==== CHAMNNEL f2 ==——scasceee=
CPOPRGEZ waltzib
HUCE iH
P3 6.70 usec
P4 13.40 usec
PCPD2 B80.00 usec
PL2 -5.00 dB
PLi2 18.00 dB
SF02 300.1312005 MHz
F2 - Processing parameters
31 32768
SF TE. 4677190 MHz
WOW EM
358 a
LB 1.00 Hz
68 0
BC 1.40
iD NMR plot parameters
CX 20.00 cm
Fip 220.000 ppm
Fi 16602.90 Hz
F2pP =10.000 ppm
r T T T i T T T L I T T T T I T T T T I T T T T I T T T T 'I L T T T I T T T T I T T T T I T FE _?EdEB Hz
ppm 200 175 150 125 100 75 50 a5 0 PRMCH 11.50000 ppm/cn

HZCM BET . ATATE Hz cm
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E—ec-—wPulse Sequence: gHMBC
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Pulse Sequence: gHSOC
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Egﬁﬁﬁ#-f;;fif

——— I é)( FREQUENCY PPH HEIGHT
Iegﬁﬁgn 364,912 146,865 26.8
; Pulde SequedSdd AR 131,244 119.4
3 §373.986 126.760 114.5
4 6053.9249 120.3235 Z1.8
5 4199.924 83.524 21.4
B 4192.676 B83.380 29.8 OH
7 3903.895 77.637 35.5
8 3882.913 77.220 a5.8
g 3871.850 77.000 39.3
10 3839.806 76.363 38.4
11 2691.547 53.527 33.6
12 2536.284 50.439 34.1 Il
13 2287.558 45.493 71.6 oy
14 2286.032 45.463 §4.7
15 1561.599 31.056 57.9 ; ;
16 1331.184 26.473 58.9
17 1083.984 21.557 107.8
18 488.492 9.715 57.1

2no 140 160 140 120 “100 ab 60 an 20 ppm

= S ST T E—
e emmee— i
TR =y L . Ay - .
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Pulse Segquence: dept

INDEX FREQUENCY PPH HEIGHT
i B599.442 131.244 121.9
2 6374.368 126.768 1359 .9
2 4199.543 83.517 9.3
4 2287 .558 45.483 55.3
5 2285.651 45.455 =-47.0
] 1561.599 31.058 =56.9
7 1330.803 26.466 -54.8
g 10B2.934 21.557 51.9
L] 486 .492 9.715 30.1

El.:fﬂ 180 160 140




Ead7 1B
Pulse Seguence: sZpul
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— &421!!
Pulse Sequence: s2pul

IMDEX FREQUENCY FPPM HEIGHT
1 7317.008 145.514 12.4
2 7310.90% 145.333 15.2
3 7255.590 144,293 16.5
4 7251.775 144.217 16.6
5 7130.464 141.804 12.7
[ 7074.386 140.683 15.8
T 7039.290 139.991 14.6
a8 7031.273 139.832 199
] 7019.834 139.604 13.6 Il
10 7013.731 135.483 11.3
11 69939.616 139.202 15.1
12 6985.501 138.922 13.2
13 B578.079 130.819 15.1
14 6491.483 129.097 43.5 |
15 6A01.071 127.299 58.7
16 6356.438 126.411 30.4 |
17 6344.994 126.184 7.3
18 6333.549 125.49586 14.2
13 G277.853 124.849 8.0
20 4200.305 B83.532 32.2 |
21 4193.820 B83.403 40.7 |
22 3903.894 77.637 162.0 |
23 3871.850 7r.000 160.7
24 3840.187 76.370 159.8
25 2694.598 53.588 21.1
26 2689.258 53.482 42.5
27 2538.191 50.477 31.2
28 2530.180 50.318 q2.7
23 2294.043 45_622 E4.7
30 2271.536 45.174 24.3
31 1569.610 31.215 7.2 .|
32 1338.051 26.610 26.2 |
33 1328.895 26.428 2%5.0 1
34 10B8.943 21.6586 7.7
35 10B5.510 21.588 E5.0 | |
36 497 .266 9.88%9 41.7
a7 494,877 9.844 43.0
| ||
I
]
|

e o o e e o =TT | LIS B e e B e e e B e

— —_ e i i
200 180 160 140 120 100 an 60 an 20 ppm
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Fulse Seguence: dept

IMDEX FREQUENCY PPN HEIGHT
1 7737.253 153.87% 13.3
2 ESE4.798 130.553 27.4 z
3 64086.294 129,193 7RG
4 GAD? 790 127.433 38.7
L 6363.157 126.545 45,10
[ 6351.331 128,310 135.40
7 6340.268 126,090 31.1
B B2B4.57F 124.938% 17.6
1 5002.734 99,491 =13.40
10 229B.4732 45,710 50.8
11 2277.873 45.300 =34.5
12 1575.947 31.341 , =256.8
i3 1344.388 26.736 =35.2 |
14 1335.995 26.569 =21.3 25
15 1095.668 21.790 118.4 | %
16 1082.610 21.729 65.3
17 503.985 10.023 50.9

18 501.696 9,577 50.8
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