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General Information. All reagents were purchased from commercial suppliers and used without
further purification unless otherwise stated. Tetrahydrofuran (99.9%, anhydrous, inhibitor free),
triethylamine (99.5%) and chlorobenzene (99.8%, anhydrous) were used as received. Solvents were
well deoxygenated with N, before use in Sonogashira coupling reactions or macrocyclization
reactions. Brine refers to a saturated aqueous solution of NaCl. Melting points are uncorrected. A
decomposition point is indicated by dec. PHB means that the sample was placed in a preheated block
just below the decomposition temperature. 'H and "C NMR spectra were recorded at 300 and 75

MHz, respectively, in CDCI, unless otherwise noted (e.g. 500 and 125 MHz). Chemical shifts are in o
units (ppm) with the residual solvent peak ('H CHCI,, 8 7.26; “C CDCI,, 8 77) as the internal standard.

Coupling constants (J) are reported in hertz (Hz). NMR splitting patterns are designated as s, singlet;
d, doublet; t, triplet; q, quartet; m, multiplet; and br, broad. Column chromatography was carried out
on silica gel (60-200 mesh). Analytical TLC was performed on commercially coated 60 mesh F,,,
plastic plates. Spots were rendered visible by exposing the plate to UV light. Radial chromatography
(RC) was performed using 1, 2 and 4 mm disks covered with silica gel 60PF,,, containing gypsum.

Fluorescence spectra were acquired at 25 °C on a fluorescence spectrometer with 5 nm and 10 nm
excitation and emission slit widths, respectively, using a 10 mm path quartz cuvette. Mass spectra
other than FAB mass spectra were measured by LC-MS.

1,3,5-Triethynyladamantane (8). Colorless crystals, mp 84-86 °C (Lit.' 84-86°C); 'H NMR § 1.78
(d, J=3.0 Hz, 6H), 1.95 (s, 6H), 2.11 (t, J = 3.3 Hz, 1H), 2.14 (s, 3H); "C NMR § 27.79, 29.76, 40.39,

46.15, 68.15, 90.02; MS calcd for C, H . (M-1) 207.1, found 207.1. Anal. Calcd for C,_ H : C, 92.26;

167715 167 716"

H, 7.74. Found: C, 92.11; H, 7.77.
Pyrrolidin-1-yl-(4-trimethylsilanylethynylphenyl)diazene (11). Light yellow crystals, which were

pure by TLC and NMR: mp 110-112 °C (lit.2 mp 101 °C); 'H NMR & 0.24 (s, 9H), 2.02 (t, J = 6.3 Hz,

4H), 3.79 (brs, 4H), 7.34 (d, J = 8.9 Hz, 2H), 7.42 (d, J = 8.9 Hz, 2H); "C NMR § 0.04, 23.75, 93.57,
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105.71, 119.28, 120.12, 132.73, 151.32; MS calcd for C, H, N,Si (M) 271.1, found 271.0. Anal.

157721

Calcd for C, ,H, N,Si-1/4H,0: C, 65.29; H, 7.79; N, 15.23. Found: C, 65.49; H, 7.95; N, 15.31.
(4-Iodophenylethynyl)trimethylsilane (13). Colorless crystals, which were pure by TLC and
NMR: mp 68-70 °C (lit.* mp 56-58°C); 'H NMR & 0.24 (S, 9H), 7.18 (d, J = 8.7 Hz, 2H), 7.63 (d, J =

8.7 Hz, 2H); "C NMR & -0.15, 94.46, 95.86, 103.95, 122.59, 133.41, 137.34; MS calcd for C, H ISi

117712

(M-1) 299.0, found 299.0. Anal. Calcd for C, H ISi: C, 44.01; H, 4.36. Found: C, 43.72; H, 4.16.

117713

Thioacetic Acid S-(4-Iodobenzyl) Ester (16). Colorless solid," which was pure by TLC and NMR:
mp 41-42 °C (lit.” mp 40-41 °C); 'H NMR & 2.34 (s, 3H), 4.04 (s, 2H), 7.04 (d, J = 8.4 Hz, 2H), 7.61
(d, J = 8.4 Hz, 2H); "C NMR & 30.30, 32.85, 92.65, 130,75, 137.44, 137.64, 194.82; MS calcd for
C,H,JOSNa 314.94, found 315.0.

3,5-Bis(acetylsulfanylmethyl)iodobenzene (17). Colorless solid,” which was pure by TLC and
NMR: mp 39-41 °C (lit." no mp); 'H NMR § 2.35 (s, 6H), 4.00 (s, 4H), 7.15 (s, 1H), 7.50 (d, J = 1.5
Hz, 2H); "C NMR 6 30.31, 32.39, 94.40, 128.65, 136.55, 140.17, 194.64.

Thioacetic Acid S-(4-Trimethylsilanylethynylbenzyl) Ester (27). A light yellow solid, which was
pure by TLC and NMR: mp 41-42 °C (lit.” mp 41-42 °C); 'H NMR § 0.27 (s, 9H), 2.37 (s, 3H), 4.12 (s,
2H), 7.24 (d, J = 8.4 Hz, 2H), 7.41 (d, J = 8.4 Hz, 2H); "C NMR & -0.08, 30.27, 33.18, 94.38, 104.71,

122.05, 128.66, 132.13, 138.09, 194.83; MS calcd for C H OSSi (M+1) 263.1, found 263.1. Anal.
Calcd for C,,H,,OSSi: C, 64.07; H, 6.91. Found: C, 63.94; H, 6.73.
1-[4-(S-Acetylthiomethyl)phenyl]acetylene (28). A yellow oil,” which was pure by TLC and

NMR: 'H NMR § 2.35 (s, 3H), 3.08 (s, 1H), 4.01 (s, 2H), 7.25 (d, J = 8.6 Hz, 2H), 7.42 (d, J = 8.6 Hz,
2H); "C NMR $ 30.23, 33.09, 77.00, 83.26, 120.96, 128.74, 132.28, 138.49, 194.74; MS calcd for

C, H,0S (M-1) 189.0, found 189.0. Anal. Calcd for C, H,OS: C, 69.44; H, 5.30. Found: C, 69.65;

117710

H, 5.31.
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g1i011126b

Fulse Sequence: szpul

Solvent: COC13
Ambient temperature
INDVA-300 “sunofnar"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 42.6 degrees

Acg. time 0.599 sec

Width 16501.7 Hz

250 repetitions

OBSERVE CLl3, 75.4216991 MHz
DECOUPLE H1, 299.3478514 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 32768

Total time 6 min, 42 sec

151,320

132.730

120.123

119.281

77.427

T\ __76.578

105.713

93.573

Compound 11

23.754

0.036
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quanli020207a

Pulse Sequence: szpul

Solvent: CDC13

Ambient temperature
File: quan1i020207a
INOVA-58C "acetone"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 37.8 degrees

Acqg. time 2.500 sec
Width 4799.0 Hz

8 repetitions

OBSERVE H1, 299.9468689 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 32768

Total time 0 min, 28 sec
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quan1i020207a

Pulse Sequence: s2pul

Solvent: CDC13

Ambient temperature
File: quan1i02€207a
INOVA-500 "“acetone"

PULSE SEQUENCE
Relax. delay 1.000 sec
Pulse 37.9 degrees
Acg. time 2.500 sec
Width 4799.0 Hz .
8 repetitions
OBSERVE H1, 295.9468683 MHz
DATA PROCESSING
Line broadening 0.2 Hz
. FT size 32768
Total time 0 min, 28 sec

Compound 12

7.437
7.430
7.87%

7.873

.7
7.838
7.260

~7.472
?
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Pulse Seguence: s2pul

Solvent: CDC13

Ambient temperature
File: guanti020207b
INOVA-500 “acetone®

PULSE SEQUENCE

Relax. delay 1.000 sec
Puise 42.6 degrees

Acq. time 0.599 sec

Width 16501.7 Hz

300 repetitions

OBSERVE C13, 75.4216995 MHz
DECOUPLE H1, 299.9478455 MHz
Power 32 dB

continuously on

WALTZ-16 moduiated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 32768

Total time 8 min, 3 sec

Compound 12

182.850
120.218
77.427
77.000
76.693
76.573

hu
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quan1i020207b

Pulse Seguence: s2pul

Solvent: CDCI3

Ambient temperature
File: quanli020207b
INOVA-500 “acetone"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 42.6 degrees

Acg. time 0.599 sec

Width 16501.7 Hz

300 repetitions

OBSERVE €13, 75.4216995 HHz
DECOUPLE H1, 299.8478455 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 32768

Total time 8 min, 3 sec

Compound 12

77.427

84.172

S DO

77.000

76.693

76.573
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guantif®iil2Za

Pulse Sequence: s2pul

Solvent: CDC13
Ambient ten\perature
Fite: qlio11
INOVA-500 "acetone"
PULSE SEQUENCE
Relax, delay 1.000 sec T™MS
Puise 37.9 degrees

Acq. time 2.500 sec

Width 4789. 0 Hz ”
8 repetitio

OBSERVE H1, 299 9468689 MHz

DATA PROCESSIN

Line hrcademng 0.2 Hz

FT size 3

Total time 0 min, 28 sec

Compound 13

0.239

1.553
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quaniio11127b

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
File: 41i011127b
INOVA-500 ™“acetone™
PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 42.6 degrees
Acq. time 0.599 sec

ions
OBSERVE C13, 75.4216895 MHz
DECOUPLE H1, 299.9478455 MHz
Power 32 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 1.¢ Hz
FT size 32768
Total time 5 min, 22 sec
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quanl{pzidoza

Pulse Seguence: szpul

Solvent: CDC13
Ambiant temperature
INOVA-300 “sunofnar®

PULSE SEQUENCE

Relax. delay 1.008 sec
Pulse 37.8 degrees
Aca. time 2.501 sec
Width 4739.0 Hz

ns
OBSERVE  H1, 299,946B615 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 32768

Yotal time 0 min, 28 sec

SAc

Thioacetic acid S-(4-iodo-benzyl) ester

Compound 16

7.627
7.599
7.050
7.022

7.260

2.344

quan11020802b

Pulse Sequence: s2pul
Solvent: CDCI3
Ambient temperature
INOVA-300 “sunofamr®
PULSE SEQUENCE

Relax. delay 1.900 sec
Pulse 42.6 degrees

Compound 16

ns
OBSERVE C13, 75.4217001 MHz
DECOUPLE HI, 239.9478514 MHz
Power 32 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 1.0 Hz
FT size 32768
Total time 8 min, 2 sec

130.753

77.414
77.000
\_76.573

—

_—187.644
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92.652

"194.816

32.849

80.298
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Pulse Sequence: s2pul

Compound 21

76.573

77.414

131.637
124.889

130.688
124,088

—

o~

nlon®n H]
FET RS

mBney o

S s

aanhmy [

Ia8ns

/_
F

o
Sey
-
3 NaNLT M
&~ - <
. PR "
ad H e o
as : 5o b
o o

102.883

165.667
\—123.717

wmw ' SOOI RO VYRR

ML B A AL L L B A I L B L B B L B B L L B0 B e e e e B i o B S SHE
180 160 140 120 108 1] 60 40 20 ppn
changshu021007
Pulse Sequence: s2put
Compound 21
g
&
g R
" 3
g n 2
b S & @ ©
~ I @ 4
L ] b4 3
- o 7 « <
@ < [t .
:" oo~ 3
- 2 -
< S
B o N
N oo
S
-
LA I L SN ML L L B L Bt e e e v e i s o o RS R R S S S e
149 138 136 134 , 132 130 128 126 124 ppm

S-23



Compound 21

@
s
g
L - 3
o ~
@ e
s = v @
S R 8
] 5
. <
© 1
=
AL O O s e e B e e B B s e
97 - 96 85 94 93 . 92 91 90 - ppm
cj-44a
Pulse Sequence: s2pul -
Solvent: COC13 S
Ambient temperature Y
INOVA~300 "sunofnme™
PULSE SEQUENCE
Relax. delay 1.000 sec
Pulse 37.9 degrees
Acg. time 2.501 sec
STl anse%a%he Compound 23
8 repetitions
OBSERVE Hi, 298.9325262 HHz
DATA PRDCESSING
Line broadening 0.2 Hz
FT size 32768
Total time ¢ min, 28 sec
w
b
~
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o
=
-
~e
wBo g
oRen
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sTun )
N 28 33
0 B
° Ve ke
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9 8 7 6 S 4 3 2 1 ppm
W g - e
2.74 2.7112.3%3 9.88 6.47 27.00
1.48 6.3%

2.65 3.15.2399
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cj-44A

Pulse Sequence:

Solvent: CDC13
Ambient temperature
INOVA-300 "sunofnmr"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 37.9 degrees
Acq. time 2.501 sec
width 4739.0 Hz

8 repetition:

DBSERVE
DATA PROCESSING

Line broadening 0.2 Hz
FT size 32768

Total time 0 min, 28 sec

s2pul

s
H1, 299.89325262 MHz

8.122
~8.11

7.7¢81

7.797

\—7.786

7.607

~—7.602

2508

7.463
7.
7

Compound 23

cj-a4a

Pulse Sequence: s2pul

Solvent: CDCI3
Ambient temperature
INOVA-300 “sunofnmr™

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 37.9 degrees

Acy. time 2.50% sec
Width 4799.0 Hz

8 repetitions

OBSERVE H1, 289.8325262 MHz
DATA PROCESSING

Line broademing 0.2 Hz
FT size 32768

Total time 0 min, 23 sec

Compound 23

2.253

2.16

2.36

T T T

L B o e e e 2

2.16

2.14 ppm




Ambient temperature
INOVA-300 “sunofnmr"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 42.6 degrees

Acg. time 0.533 sec

width 16501.7 Hz

28592 repetitions

OBSERVE C13, 75.41B0974 MHz
DECOUPLE H1, 295.9335188 HHz
Power 32 dB

continuously on

WALT2-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 32768

Total time 14 hr, 44 win, 25 sec

Compound 23
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ci-44a

Pulse Sequence: szpul

Solvent: CDCI3
Ambient temperature
INOVA-300 “sunofnar®

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 42.6 degrees
Acgq. time 0.599 sec
Width 16501.7 Hz
28592 repetitions
OBSERVE C13,
DECOUPLE
Power 32 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz
FT size 32768

75.4180874 MHz
H1l, 299.8335198 WHz

Total time 14 hr, 44 sin, 25 sec

Compound 23

S-27
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Puise Sequence: s2pul 2
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q1i-269

Pulse Sequence: sZpul

3
3
Compound 22
o
3
EER z
LF
. :
< “ SR 5 22 g =S
4 33 L% Ex
. Ik BN 2
~
WJ\KWJILMM
8.6 8.4 8.2 8.0 7.8 7.6 7.4 7.2 ppm
- o . R
6.55 3.62 5.05 4.42
3.14 15.71 4.97

q11-269

Pulse Sequence: szpul

1 548

Compound 22

2.056
" 1.882

2.100
-
1.847

2.212
2,148

L e e e T s e e e Y W e e S L A e B IS ey I s s S et S N R B S A B
z.4 2.3 2.2 2.1 2.0 1.9 1.8 1.7 1.6 ppm
f ,
2.68 12.40
13.24



QuanLi
Sample: Qli-269 dimer

Compound 22

Scan 35 - 40. 100% Int.=9.95841. FAB. POS. Saturated.

100 30f.2

90
80 -
70 -
60
503
403

E 21378
30 =

Intensity (%age)

20+ 2193 460.2

1338 15719 5983 17749 20008 2121.7
10 - eﬂg ~ - e ™~

2L
|-|-| -vlusfr|ﬁ|11||1—|—|

)
200 400 600 800 1000 1200 1400 1600 1800 2000 2200
Mz

CJ-54Ac

Pulse Sequence: s2pul

7.508
7.460
7.455
7.450

3.935
8.155

2,156
1.931

T

4 1 ppm
Y il - W Lt
2.35 2.5112.3916 9.00 1.34 6.39
2.45 2.93.3062 2.26 6.11
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Compound 24

CJ-54Ac

TS L

szpul

Pulse Sequence:

09—
Z6LT LT\
i s
208" L
S60° 8"\
ao«.mr'»”"\lli
soT°8
WwITsT—_
Nm«.ﬂlll[l\[|
48T 8

ppm

12.19

2.35

.52

.93

Compound 24

8s1°2

TE6°T

1.8 ppm
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Compound 24

260°82
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CJ-S4Ac

Pulse Seguence: s2pul

962°0€T

ZETTET

Compound 24

8TL72ET

9€L°PET
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134.0 133.5 133.0 132.5 132.0 131.5 131.0 ppm

134.5
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Compound 24
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CJ-54Ac

Pulse Sequence: s2pul

Compound 24
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STANDARD 1H OBSERVE

Pulse Sequence: szpul

Solvent: DHMSD
Ambient temperature
File: cj~74
INOVA-300 *“sunofamr"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 37.9 degrees

Acq. time 2.501 sec
Width 4799.0 Hz

16 repetitions
OBSERVE H1, 239.9339470 MHz
DATA PROCESSING

tine broadening 0.2 Hz
FT size 32768
Total time 0 min, 56 sec

Compound 25

-
<
~

3.343

7.556
7.449

7
4,428
2.501
2.117
1.908

8.062
7.956

=

Hac-28

Puise Sequence: s2pul
Solvent: daso
Temp. 25.0 C_/ 298.1 K
User: 1~15-87
File: Quanli-Mac23-13C-500-280ct02
INOVA-500 “aceione!
PULSE SEQUENCE
ax. delay 7.000 sec

Pul:e a7. s degrees

Acg. time 6.540 sec
Width 88303 [ Hz
31712 repetitiol
OBSERVE C13, 125. 7513684 itz
DECOUPLE Hi 500.1065879 MHZ
Power 40 db
on during acquisition
of f_during delay
waltzie -udu’lnted
nATA PROCESSIN

Line hroadening 10.8 Hz
FT size 6553
Total time 109 hr, 52 min, 26 sec

185.646

.

2.32 5.81

2.87.73
2.83444 5.50 7.50

Compound 25
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Hac-23

Pulse Sequence: s2pul

Solvent: dmso

Temp, 25.0 C / 238.1 K

User: 1-15-87

file: CIlIanLi—HaCZﬁ ISC 500-280ct02
INOVA-500 *“aceto

PULSE SEQUENCE
Relax. delay 7.000 sec
Pulse 37.6 degrees

Acq 0.

width 30303.0 Hz

31712 repetitions Compound 25
OBSERVE C13, 125.7519684 MHz
DECOUPLE H1, 500.1865979 MHz
Power 40 db

on during acquisition

of f during delay

waltzl6 modulated

DATA PROCESSING

Line broadening 10.0 Hz

FT size 6553

Taotal time 104 hr, 52 min, 26 sec

o
@
@
-
=
-

131.847

132.082

130.920

A L e R R R I R i R e I R S B I R I L L S RS R L s e s e aa s e

133.0 132.8 132.6 132.4 132.2 132.0 131.8 131.6 131.4 131.2 131.0 130.8 130.6 130.4 130.2 ppm

Mac-23

Pulse Sequence: s2pul

Solvent: dmso
Temp. 25.0 [8:7, 288.1 K

fise: u-‘:;-lwf;-uacza -13C-500-280ct02 Compound 25

INOVA-500 ™aceto

PULSE SEQUENCE
Relax. delay 7.000 sec
Pnlse 37 6 degrees

0.540 sec

Wldth 30303 0 Hz
31712 repetitions
OBSERVE C13, 125.7519684 MHz
DECOUPLE H1, 500.1065978 Mhz
Power 40 dB
on during acqulsltion
off during de

waltz16 nodulated

IMTA PROCESSING
Line broademng 10.0 Hz
FT size 65536
Total time 104 hr, 52 min, 26 sec
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quanif-239

Pulse Sequence: s2pul

082" 4
6827 L
58274
808" 4

11€° 4
Smgﬁ/
vze L
I\

500 MHz

Compound 26
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72178 a
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DBG-5mm 13C
QLt-239
cpc13

Compound 26

Pulse Sequence: s2pui

89.565
89.477
77.217
76- 300
76.711

=

500 MHz
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DBG-Smm 13C
QLi-239
coci3

Puise Sequence: s2pui COI’IlpOllIld 26
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DBG-5mm 13C

QLi-239

onets Compound 26

Pulse Sequence: s2pul

i
]

——76.966
78,71

provay i

I-.v.ﬂ.nl....|||:.,||vn|”|||.v.x|u|v‘.u,..v.-.,u..,-.:-I...-;....,”. LERELEL AN S L LA L N S B B oo e e e e

96 94 92 99 88 86 84 82 80 78 76 ppm

q11-239-300mhz

Puise Sequence: sZpul

Solvent: CDC13

Ambient temperature

File: quan11020612b

INOVA-300 ‘“sunofnar.uoregon.edu”
PULSE SEQUENCE

Relax. delay 1.088 sec

Compound 26

25232 repetitions

OBSERVE Cl13, 75.4218381 MHz
DECOUPLE H1, 239.9478514 MHz
Power 32 dB

continuousiy on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.8 Hz

FT size 32768

Total time 13 br, 24 min, 1 sec

131.648

77.427
/ 77.200
\_75.573

131.608
130.583

130.179
129.872

/—-123.!42

/-/Z

137.043

134.866
128.428
30.879

/s
yE

137.804
123.047
122,541
96.832
90,842
0.835
9.584
.500
81.875
80,405
78.863

53,963
47.673
~—39.380
————————__38.181
27.975

[ e o o o T e B i

T
180 160 140 120 100 80 60 40 20 ppm

R e B e L B s S e e e e T T T T T T
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qli-233-300mhz

Pulse Sequence: s2pul

Solvent: COCI13

Ambient temperature

File: guanlif20612h

INOVA-309 “sunofnar.uoregon.edu®

PULSE SEQUENCE
Relax. delay 1.000 sec
Pulse 42.6 degrees
Acg. time 0,599 sec

r4

DECOUPLE K1, 29809478514 MHz
Power 32 dB a
continuously on -3
VALTZ-16 modulated | o

DATA PROCESSING :

Line broadening 1.0 H

FT size 32768

Total time 13 hr, 24 miy, 1 sec

129.872

137.804
137.043
134.866
139.553
130.179
128.429

p S —

123.942
123.785

/[

128.141

123.421
123.047

122.540

Compound 26

96,832

q1i-239-300mhz

Pulse Sequence: s2pul
Solvent: COC13 s
Ambient temperature

File: quan1id20612b

INOVA-300 “sunofnmr.uoregon.edu”

PULSE SEQUENCE

Relax. delay 1.800 sec
Pulse 42.6 degrees

Acg. time 0.539 sec

Width 16501.7 Hz

25232 repetitions

DBSERVE Cl13, 75.4216981 MHz
DECOUPLE H1, 289.8478514 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 32768

Total time 13 hr, 24 min, 1 sec

90.942
89.594
————eeey 88,500

90.635

Compound 26

81.875

80.40§

78.963

77.200

L S it e s e e e e e B e )

92 90

88

LI e e e e e B B

86

84
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Intensity (Y%eage)

_Scan3-6.

expl gcosy

SAMPLE
date Feb 25 2003
solvent cdcl3
file suserd/peopie~
/quanli/vnmrdata/5~
00/QLi-239-1H-500M~
Hz-gCOSY-25feb03. f~

ACQUISITION
sfrg 500.106
tn H1
at 0.465
np 4036
sw 4400.2
fb 2000
ss
tpwr 57
pw 9.5
pi 11.
d1 1.000
tof -406.9
nt 4
ct 4
alock n
gain 56

FLAGS

i1 n
in n
dp

né o

2D ACQUISITIOR

swi 4400.2
ni 512

GRADIENTS
9zTvil 3000
gt1 0.001500
grise 0.000100
gstab [
qivi 1.0

2D DISPLAY
spt 881.9
wpl 3205.0
€2 0
we2 125
rfi1 115.5
rfpl [}

Sample:QLI-239
Quan Li

136

15414
_~

200

DEC. & VT

dn H1
dof 0
dm nnn
dmm

dmf 200
homo n
temp 25.0
1p 4.4
rp 105.3
rpl

1p1

P[R(!CESSINGn

sb 0.075
sbs not used
proc

n 8192
math i
werr

wexp

whs

wnt
20 PROCESSING
1b1 6.50

shl 0.050
sbsi not used
proci ft
4096
DISPLAY

875.2
wp 3263.3
vs 459
sc
wC
hzmm 35.20
is 83444.50
rfi 15.5
rfp
th 4
ins 1.000
Qi av

100% Int=3.69324. FAB. POS.

400 600

Compound 26

e L4
#*
»p ]

T

[T T

T T i T T T
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5

13345

1200 1400 1600

S-39
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Changshu020918Aa

Pulse Seguence: s2pul

Solvent: CDCI3
Ambient temperature
File: changshu020918Aa
INOVA-500 “acetone”

PULSE SEQUENCE

Relax. delay 1.000 sec
Puise 37.9 degrees

Acq. time 2.500 sec
Width 4799.0 Hz

8 repetitions

OBSERVE H1, 299.9468689 MHz
DATA PROCESSING

Ltine broadening 0.2 Hz
FT size 32768

Total time 0 min, 28 sec

T™MS

hl

SAc

Compound 27

4.086

2238

2.346

1.567

changshu020818Ab

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
File: changshu020918Ab
INOVA-500 "“acetone"

PULSE SEQUENCE

Relax. delay 1.000 sec
Puise 42.6 degrees

Acqg. time 0.593% sec

width 16501.7 Hz

400 repetitions

OBSERVE C13, 75.4216995 MHz
DECOUPLE H1, 299.9478455 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

Total time 21 min, 28 sec

128.696

132.168

194,910
138.112
122.086

104.738
84,428

Compound 27

76.586

~=0.057

33.228

0.312

RN NG— -

LIS L L L N L e I I L B B L S e R N Mt N L L B ML LA |

180 160 140 120

100 80

S-40
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quan1i020807c

Pulse Seguence: s2pul

Solvent: COC13
Ambient temperature
INOVA-300 “sunofnmr™

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 37.9 degrees

Acq. time 2.501 sec
Width 4799.0 Hz

8 repetitions

OBSERVE H1, 299.9468583 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 32768

Total time 0 min, 28 sec

7.437
7.408
7.260

7.232

SAc

Compound 28

4.100

3.081

2.351

quaniio20807d

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-300 "sunofnmr"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 42.§ degrees

Acg. time 0.599 sec

Wwidth 16501.7 Hz

176 repetitions

OBSERVE C13, 75.4217041 MHz
DECOUPLE K1, 299.3478514 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 32768

Total time 10 min, 43 sec

138.486

194,736

132.278

128.737

126.964

——— 83,263

77.401

770680

76.586

Compound 28

33.089

30.231

LN e e e B 6 Tt B S B

180 160 140

1

L e e e o M et e

20

100
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gii-21s

Pulse Sequence: s2pul
Solvent: CBC13

Ambient temperature
INDVA-300 “sunofnar™

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 37.8 degrees

Acg. time 2.501 sec
Width 4798.¢ Hz

3 repetitions

DBSERVE Hi, 299.9325201 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 32758

Total time 0 min, 28 sec

Compound 29

2.3786

-
@
-
z
~
PSS aN
gLS9A5E
Nonens o S
~" ~
J{ A L
T T T T T T —— T T T T
9 8 S 4 2 1 ppm
B G - -
2.08 4.36 3.00
. 2.18
qli-215
Pulse Sequence: s2pul
Solvent: CDC1I3
Ambient temperature
INOVA-30C¢ “sunofnmr™
PULSE SEQUENCE Compound 29
Relax. delay 1.000 sec
Pulse 37.9 degrees
Acg. time 2.501 sec
Width 4799.0 Hz
8 repetitions
DBSERVE H1, 299.3325201 MHz
DATA PROCESSING
Line broadening 0.2 Hz
FT size 32768
Total time 0 min, 28 sec
~
&
~
~
2 3 8
2 M N I
@ ~ - N
S ~
~ ©
~ S
K
L e e B e s o o o St 0 O B S — L B e B T T S B s e e B e B T
8.2 8.0 7.8 7.6 7.4 7.2 7.0 6.8 ppm
—_— L T ~
2.08 4.38
z.08
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q1i-215

Pulse Seguence: sZpul

Solvent: CDCI3
Ambient temperature
INOVA-300 “sunofnar"”

PULSE SEQUENCE Compound 29

Relax. delay 1.000 sec
Pulse 47.4 degrees

Acg. time 0.599 sec

width 16501.7 Hz

80 repetitions

OBSERVE C13, 75.4181004 MHz
DECOUPLE H1, 299.9335138 MHz
Power 32 dB

continuously on

WALTZ~16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 32768

Total time 16 min, 4 sec

137.433
131.744

128.846

133.013
33.167

194.808
138.155
122.622
—e—————__121.754
90.449
88.646
77.427
77.000
76.573
30.283

94.122

e L o o oo e B L s e e B R I B L L B L L LA L L LIRS L L LB |
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q1i-254

Pulse Sequence: s2pul

Solvent: cdc13

Temp. 25.0 C / 298.1 K

User: 1-15-87

Fil Quan-254-1H-500-01apro3
INOVA-500 “acetone"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 48.6 degrees

Acg. time 2.341 sec
Width 6999.7 Hz

16 repetitions

OBSERVE H1, 500.1042480 Hiz
DATA PROCESSING

Line broadening 0.1 Hz
FT size 131072

Total time 0 min, 53 sec

500 MHz

Compound 30
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qli-254
Pulse Sequence: s2pul
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Compound 30

Pulse Sequence: szpul

File: Quan-254-13C-500-02apr03
INOVA-5080 "acetone®™

PULSE SEQUENCE

ReJax. delay 5.000 sec

Puise 37.6 degrees

Acqg. time 0.540 sec

Width 28001.4 Hz l\
11856 repetitions N

OBSERVE C13, 125.751318% MHz
DECOUPLE K1, 500.1042480 MHz
Power 40 dB

on during acquisition

off during delay

waltz16 modulated

DATA PROCESSING

Line broadening 5.0 Hz

FT size 131072

Total time 30 hr, S0 min, 18 sec
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DBG-5mm 13C
Quan-254
coe1s
Compound 30
Pulse Sequence: s2pul
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DBG-5ma 13C
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coc1a COlllpound 30
Pulse Sequence: s2pul
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DBG-5mm 13C
Quan-254
copels

Pulse Sequence: sZpul ' . ' COI’IlpOLll’ld 30
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file suserd/peoplie~ dm nnn
/quanli/vnmrdata/S5~ dmm c
00/Quan-254-gCoSY-~ dmf 200
02Apr03.fid homo n
ACQUISITION temp 25.0
sfrq 500.106
tn H1 1p 4.4
at 0.465 rp 105.3
np 4096 rpt 0
sw 4400.2 1pt L]
fb 2000 PROCESSING N
s 2D 0.50 Fz o @
pwr sb 9.075 R
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hs nn  sbsi not used “
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GRADIENTS wp 3423.5
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Compound 30
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Mz
cj-246Aa
Pulse Sequence: szpul @
Solvent: COC13 »
Ambient temperature o
INOVA-300 “sunofnmr.uoregon.edu® N/N
PULSE SEQUENCE I
Relax. delay 1.000 sec N
Pulse 37.3 degrees
Acg. time 2.501 sec
width 4799.0 Hz
8 repetitions
DBSERVE Hl, 299.9325259 MHz
DATA PROCESSING
Line broadening 0.2 Hz
FT size 32768
Total time ¢ min, 28 sec ”
SAc SAc
~S8
e 2
aien S
T Compound 31 T
a2 -
§3 =
N H
g 5
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K - oo
= £33
N 13
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T T T T —T i ——— T T
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cj-248Aa

Pulse Sequence: szpul

Solvent: CDC13
Ambient temperature
INOVA-300 ‘“sunofnmr.uoregon.edu”

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 37.9 degrees

Acq. time 2.501 sec
Width 4799.¢ Hz

8 repetitions

DBSERVE  H1, 299.9325259 MHz
DATA PROCESSING

Line broadening ¢.2 Hz
FT size 32768

Total time 0 min, 28 sec

e——.7.488

7.458

7.404

7.375

~7.327
—————— 7 .322

7.260

Compound 31

- 7.137

cj-2asae

Pulse Sequence: s2pul

Solvent: COC13

Ambient temperature
INOVA-309 “sunofnmr.uoregon.edu”
FULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 47.4 degrees

Acq. time 6.539 sec

Width 16501.7 Hz

288 repetitions

OBSERVE C13, 75.4180364 MHz
DECOUPLE H1, 299.9335198 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.8 Hz

FT size 32768

Total time 24 min, 7 sec

194,862

151.283

138.248

132,372

- ~—130.649

——-128.886

124,252

---120.285

———em————__ 119,110

90.476

~B88.498

77.427

7.000
-76.586

/>

Compound 31
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g1i-278

Pulse Sequence: szpul

2.367

Compound 32
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Pulse Seguence: s2pul
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Compound 32
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