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LAP_HO1.DECONV
18A_acetate
Solvent: CODC13
Operator: OF
gain=36/Cct=256

Pulse Sequence: s2pul

Dec 6 99
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L

LAP_HO1.DECONV
18A_acetate
Solvent: CDC13
Operator:- DF
gain=36/cta2se

Pulse Seguence: s2pu)

Dec 6 99
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LAP_HOL1.DECONV
18A_acetate
solvent: CDC13
Operator: OF
gatn=36/cte=256

pulse Sequence: $2pul

Dec 6 99




~

L

Dec 6 99

r>vlch.cmnoz<
18A_acetate
Ssolvent: CDC13
Operator: DF
mn.:uum\nannmm

Pulse Sequence: s2pul
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FREQUENCY
17284.97
14871.93
10991.61

8103.77
8555.68
7842.76
7776.60
7764.92
7744.77

10 7712.72

11 7633.0S

12 75630.03

13 5355.32

14 4576.23

15 4564 .33

16 4381.40

17 4005.71

18 3211.06

19 3177.86

20 3043.02

21 2986.93

22 2983.03

23 2953.27

24 2918.93

N

CENOLEe WNFO

PPM HEIGHT

171.85 AC
147.86
109.28 20
90.51 2.
85.06 @
77.979

13.6
21.2
30.2
35.6
22.0
36.7

77.32— 254.7

77.20~—

11.3 numn.w%n\xnmw

77.00=~ 260.1
76.68~— 260.2

25 2824.38
26 2494.02
27 2387.33
28 2282.25
29 2205.09
30 2162.28
31 1564.06
32 1420.28
33 -0.98

o = "wax"

N

75.88° % 22.9
74.86> 27.8
s3.24l0 31.a4
as.504 \ 33.8
45.38 £ 8 25.8
43.56 |4 34.4
39.83 4 20.4
31.92~— 13.50
31.59 |2- 32.0
30.25 18 30.4
29,70—— 99.48®
29.66~—— 16.2@
29.36— 12.5@
20.02 ¥ 33.0
28.08& 24.5
24.80\> 32.7
23.74 {Q 21.0
22.69 — 13.1@
21.9215 37.9
21.50 Ae 29.2
15.55 \&  33.8
14.12 — 14.00
-0.01— 22.3TMS
Lo S O AL DL RN | A B B B L
180 160

Lap_C13
18A_acetate
solvent: CDC13
Operator: DF
um.:-mo\nnuwwwmo

Pulse Sequence: DEPTEB
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FREQUENCY
10991.61
9103.54
8555.45
7842.76
5355.09
4576.23
4564.33
4381.40
4005.71
3177.86
3043.02
2986.93
2918.70
2824.15
2493.79
2387.33
2205.09
2162.28
1563.83

* = Jtﬁ

PPM
109.28
90.51
85.06
77.97
53.24
45.50
45.38
43.56
39.83
31.59
30.25
29.70
29.02
28.08
24.79
23.74
21.92
21.50
15.55

x:

HE IGHT
=-12.5
9.9

-23.6@

-8.9
-12.7
8.6
16.3
11.0
14.2

JEPTr—I(3S

_EL;E _%;}_;

LAP_C13
18A_acetate
solvent: COC13
Operator: OF
pain=60/ct=37760

Pulse Sequence: DEPTBB

20

Dec

99
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LAP_DQFCOSY
18A_acetate
Solvent: CDC13

» Operator: DF

Yoo M-

gain=26 fw%ﬂﬁuul&.hm\
exps  DQCOSY Qﬁw
SAMPLE DEC. & VT
. date Dec 6 93 dn H1
solvent CbC13 dof 0
file /home/vnmrl/D~ dm n
F1207 /LAP_DQFCOSY dmm c
ACQUISITION dmf not used
sfrq 399.976 dpwr 30
tn H1 temp 28.0
at 0.301 PROCESSING
np 2048 sb =0.301
sw 3399.9 sbs -0.301
fh 2000 phfid 30.0
tpwr 54 wtfile
pw 11.9 proc 1p-
dl 1.000% fn 2048
tof -917.8 math 4
nt 32
ct : 32 werr
alock y wexp AUTOSAVE
gain 26 wbs
FLAGS wnt
i1 n 2D PROCESSING
in n sbl =-0.075
dp y sbsl -0.075
hs n wtfilel
2D ACQUISITION procl ft
swl 3399.9 fnl 1024
ni 256 DISPLAY
2D DISPLAY sp 188.8
spl 192.6 wp 2196.8
wpl ! 2195.6 wvs 500
sc2 0 sc 70
wee 130 wc 130
rfl1l 199.9 hzmm 16.92
rfpl 0 is 108.62
rfl 199.9
rfp 0
th 2
ins 116.667
al ph
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F2 (ppm)

LAP_DQFCOSY.Z200M1
18A_acetate

_Solvent: CDC13

Operator: DF
pain=26

exps DQCOSY
SAMPLE

date Dec 6 99
solvent . €CDC13

fite /home/vnmrl/D~

F1207/LAP_DQFCOSY

ACQUISITION
sfrq 399.976
tn H1
at 0.301
np 2048
sw 3399.9
fb 2000
tpwr 54
pw 11.9
di ' 1.000
tof -917.8
nt 32
ct ’ 32
alock Y
gain 26

FLAGS
- 11 n
in n
dp y
hs n
2D ACQUISITION
swl 3399.9
ni 256
2D DISPLAY
spl 192.6
wpl 2195.6
sc2 0
we2 130
rfil 199.9
rfpl 0

%

DEC. & VT
dn H1
dof - -0
dm n
dmm c
dmf not used
dpwr 30
temp 28.0
PROCESSING
sb -0.301
sbs -0.301
pht id 30.0
wtfile
proc 1p
fn 2048
math T
werr
wexp AUTOSAVE
wbs
wnt
20 PROCESSING
shi -0.075
shsl ~0.075
wtfilel
procl ft
fni 1024
DISPLAY
sp 198.9
wp 2196.8
Vs 2400
sc 70
weC 130
hzmm 16.92
is 109.62
rfl 199.9
rfp 0
th 2
ins 116.667
al ph
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2.4 2.2 2.0 1.8 1.6 1.4 1.2 1.0 0.8 0.6
F2 (ppm)

/
LAP_DQFCDSY . 200M2
18A_acetate

Solvent: COC13
- Operator: DF
gain=26/ct=32
exp6 DQCOSY
SAMPLE DEC. & VT
date Dec 6 99 dp H1
solvent CDC13 dot 0
file /home/vnmri/D~ dm n
F1207/LAP_DQFCOSY dmm c
ACQUISITION damf not used
sfrq 399.976 dpwr 30
tn H1 temp 28.0
at g0.301 PROCESSING
np 2048 sh =0.301
Sw 3399.9 sbs -0.301
fb 2000 phtid 30.0
tpwr 54 wtfile
pw 11.9 proc 1p
d1 1.000% tn 2048
tof ~917.8 math 4
nt 32
ct 32 werr
alock y wexp AUTOSAVE
gain 26 wbs
FLAGS wnt
1 n 20 PROCESSING
in n sbl =0.075
dp y sbsi =-0.075
hs n wtfilel
2D ACQUISITION procl ft
swi 3399.9 Tni 1024
ni 256 DISPLAY
2D DISPLAY sp 198.9
spl 192.6 wp 797.%
wpl 798.4 vs 400
sc2 0 sc 70
wc2 130 wc 130
rfl1 199.9 hzmm 6.14
rfpl ] 0 is 109.62
rtl 199.9
rfp 0
th 2
ins 116.667
at ph
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L i o L U R L SIS I B
1.8 1.6 1.4

F2 (ppm)

LAP_DQFCOSY.200M3
18A_acetate
Solvent: CDC13
Operator: DF
gaina26/cte32

exp6 DQCOSY
SAMPLE

date Dec 6 99
solvent cpci3

file /home/vnmrl/D~

F1207/LAP_DQFCOSY

ACQUISITION
sfrg 399.976
tn Hl
at . 0.301
np 2048
sw 3399.9
fb 2000
tpwr 54
pw 11.9
d1 1.000
tof -917.8
nt 32
ct 32
alock y
gain 26

FLAGS
il n
in n
dp v
hs n
2D ACQUISITION
swi 3399.9
ni 256
20 DISPLAY
spl 192.6
wpl | 798.4
sc2 0
wec2 130
rfil 199.9
rfpl 0

X

DEC. & VT
dp H1
dof |
dm n
dmm c
dmf not used
dpwr 30
temp 28.0
PROCESSING
sb -0.301
sbs -0.301
phtid 30.0
wtfile
proc 1p
n 2048
math 1
werr
wexp AUTDSAVE
wbs
wnt
20 PROCESSING
sbi -0.07S
sbsi -0.075
wtfilel
procl ft
fnl 1024
DISPLAY
sp 198.9
wp 797.6
vs 2000
. §C 70
weC 13¢
hzmm 6.14
is 109.62
rfl 199.9
rfp 0
th 2
ins 116.667
al ph
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LAP_DQFCOSY.ZOOM4
18A_acetate
solvent: CDC13

" Operator: DF

gain=26
DQcosy

SAMPLE
Dec

expé

date 6 99
solvent cpci3
file /home/vnmrl/D~

F1207/LAP_DQFCOSY
ACQUISITION
sfrq 399.976
tn H1
at 0.301
np 2048
Sw 3399.9
fb 2000
tpwr 54
pw 11.9
d1 1.000%
tof -917.8
nt 32
ct 32
alock Yy
gain 26
FLAGS
11 n
in n
dp y
hs n
2D ACQUISITION
swl 3399.9
ni 256
20 DISPLAY
spl | 199.3
wpl 1197.6
sc2 0
we2 130
rfil 199.9
rfpl 0

DEC. & VT
dn H1
dot .0
dm n
dmm c
dmt not used
dpwr 30
temp 28.0
. PROCESSING
sh -0.301
shs -0.301
phtid 30.0
wtfile
proc ip
n 2048
math T
werr
wexp AUTOSAVE
whs
wnt
2D PROCESSING
sbl ~0.07S
shs1 -0.075
wtfilel
procl Tt
fni 1024
DISPLAY
sp 1398.7
wp 997.0
vs 3200
sC 70
wC 130
hzmm 7.69
is 109.62
rfl 199.9
rfp 0
th 2
ins 116.667
ail ph .
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SAMPLE
date Dec 10 1999
solvent copci3
file shome/vnmrl/1~

m>lnnmannn\m=exIN\t
HMQC
ACQUISITION
sfrq 499.879
tn H1
at 0.205
np 2048
sw 4998.8
fb 2800
ss 8
tpwr 54
pw 9.1
dl 0.800
tof -500.0
nt 32
ct 32
alock n
gain 50
null 0.350
3 145.0
mbond n
taumb 0.060
satflg nn
satpwr 0
satdly 0
satfrq 0
FLAGS
11 n
in n
dp y
hs n
2D ACQUISITION
swl 25141.4
ni 256
phase arrayed
DISPLAY
sp 246.7
wp 2746.1
vs 50
sc 100
we 130
hzmm 21.12
is 500.00
rfl 500.9
rfp 0
th 0
ins 100.000
ai cdc ph
2D DISPLAY

spl 1217.5
wpl 13185.7
sc2 0
wec2 130
rfll 1193.3
rfpl 0

HMQC
18A_acetate
solvent: CDC13
Operator: DF
gains50/ct=32
expd4 HMQC

DEC. & VT
dfrq 125.706
dn c13
dpwr 42
dof -536.9
dm nn
dmm cg
dmf 9000
dseq
dres 1.0
pwx 11.8
pwx1vi 62
homo n
temp 25.0

PROCESSING %
gf 0.095
gfs not used
wtfile
proc ft
fn 2048
math i
werr
wexp
wbs
wnt

20 PROCESSING

gft 0.005
gfsl not used
wtfilel
procl 1p
fnl 1024

MR
cocte

ACQUISITION ARRAYS

array phase
arraydim 512
i phase
1 1
2 2




© 2000 American Chemical Society, Org. Lett., Friedrich 01000084g Supporting Info Page 15

\

]

ICURP, W

JpTwT

A aniildh (w1 "

oy i L» laaaad a g

L thia ol

i adeiibeiiastiih

o d g

q Y TR Y

i

WY ey

oy

b

e

Likas)

Ll - - o anN
. . . - o
E-Y N o Co 3
ISR SNSRI IR RN RN RN NI ERERE AR R RN Y2 I

[
[=2]
v iirealeiis ey

[a
o

2.4

R ERETY FURTNSUETE ERRUN SNRTE SRENE BT

S

SAMPLE
date Dec 10 1999
solvent cpci3
file /home/vnmrl/1~
8A_acetate/500MHz/~

HMQC
ACQUISITION
sfrq 499.879
tn H1
at 0.205
np 2048
swW 4998.8
fb 2800
$s 8
tpwr 54
pw 9.1
d1 0.800
tof -500.0
nt 32
ct 32
alock n
gain 50
null 0.350
J 145.0
mbond n
taumb 0.060
satflg nn
satpwr [}
satdly 0
satfrqg 0
FLAGS
11 n
in n
dp y
hs n
20 ACQUISITION
swl 25141.4
ni 256
phase arrayed
DISPLAY
sp 271.1
wp 996.8
vs S0
sC 100
we 130
hzmm 7.67
is 500.00
rfl 500.9
rfp 0
th 0
ins 100.000
ai cdc ph
2D DISPLAY

spl 1217.5
wpl 5018.4
sc2 [}
we2 130
rfll 1193.3
rfpl [}

HMQC . ZDOM1
18A_acetate
Solvent: CDC13
Operator: DF
gain=50/cta32
exp4 HMQC

DEC. & VT ACQUISITION ARRAYS
dfrg 125.706 array phase
dn C13 arraydim 512
dpwr 42
dof ~536.9 i phase
dm nn 1 1
dmm cg 2 2
dmf 3000
dseq
dres 1.0
pwx 11.8
pwx1v] 62
homo n
temp 25.0,

PRDCESSING
gf 0.095
gfs not used
wtfile
proc ft
fn 2048
math 1
werr
wexp
wbs
wnt

2D PRDCESSING

gri 0.005
gfsl not used
wtfijel
procl 1p
fnl 1024




o 7
— ﬂt\
&0
= : HMBC . BOMSEC.NTa256 rW|00 \\\\\Nu
¥ 18A_acetate
solvent: CDC13 -

' Operator: DF \ X\mnﬁ\»
rm | gain=47/ct=256 §rwm\ %Q )
— exps HMQC Q“W
mb . SAMPLE DEC. & VT ACQUISITION ARRAYS
= date Dec 10 1999 dfrq 125.706 array phase
.ﬁ” solvent coc13 dn C13 arraydim 512

file /home/vnmrl/l~ dpwr 42
Q 84_acetate/S00MHz/~ dof ~536.9 1 phase
o HMBC.80MSEC.NT=256 dm a1 1
(¥ ACQUISITION dmm cg 2 2
= __ sfrq 499.879 dmf 9000
p) __A tn H1 dseq
at 0.205 dres 1.0
Bl B np 2048  pwx 11.8
< 1 p ° sw 4998.8 pwxlvl 62
o0 ﬁﬁ:.nu fb 2800 homo n
- 3 . B 4 tpwr 54 Sauvnonmmmuzonu.f
. 3 p
(] ] . - pw 5.1 sb -0.137
o m 7 ® ¢ ° ® d1 0.800 mumd -0.068
S 3 tof -500,0 wtfile
— . nt Awmmv proc 1p
@) —13 40 ° - ct fn 8192
: —_ 3 ® - alock n math 1
= - B { 8 : * gain 47
nlu | null 0 werr
— _ h ™3 ' . . 08 = J 145.0 wexp
o] p mbond wbs
D) 60— taumb (5.080 wnt :
oy B satflg n 20 PROCESSING
= 3 satpwr 0 ogfl 0.005
(e ] satdly 0 gfsl not used
~ . satfrq 0 wtfilel ‘
S J—— 4 . FLAGS procl t
w 80 e ¢ ° ° - ol 1 n fni 1024
— in n
| ] . dp y
- L
. hs n
1 . 4 . . 2D ACQUISITION
mo 7 ' swi 25141.4
O B ni 256
- phase arrayed
- 100~ ; DISPLAY
7 > sp 249.6
.W/. ] o . ° u wp 2748.0
(] . B vs 90
o= 1 " sc 100
Q ] . we 130
Q 120 B hzmm 21.15
70} 4 ; is 500.00
] " rfl 4129.0
= ] ! rfp 3629.1
< '
O 3 ) th A 0
o= s ' ins 100.000
A ' al cdc av
m 140 b 2D DISPLAY
L ] ' spl 1217.5
= — 1 . ° " wpl 21353.0
C . B V sc2 0
] ' <wm 130
] rfl1 10871.8
m 160 ' rfpl 9678.4
Q . ! .
. . '
S~ u A
15} — B . 0 !
- “
- .-
o 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
) F2 (ppm
o\l

l
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e

A

SAMPLE
date Dec 10 1999
solvent coci3
file /home/vnmrl/l~
BA_acetate/500MHZ/~

HMBC . 80MSEC.NT=256.2Z00M2
18A_acetate

—; S R e i R
({ppm),
— "] — Y — ]
=
1 40
—1 ] s> BT
mo|H AMMMW
| o)
60—
_Sl. CH
] 74,9 — <= Clew) 2 > :
—— ) ’ ho ANM\»« “34“9\\.%8
80- b J 30,3 (€H2).
1 (Fhet)
e—¥ 90

HMBC . B0MSEC .NT=256~
. 200M1
ACQUISITION
sfrq 499.879
tn Hi
at 0.205
np 2048
sw 4998.8
fb 2800
ss 8
tpwr 54
pw 9.1
di 0.800
tof -500.0
nt 256
ct 256
alock n
gain 47
null 0
J 145.0
mbond y
taumb 0.080
satflg nn
satpwr 0
satdly 0
satfrg 0
FLAGS
il n
in n
dp y
hs n
20 ACQUISITION
swl 25141.4
ni 256
phase arrayed
DISPLAY
sp 366.8
wp 166.0
vs 90
{1+ 100
weC 130
hzmm 1.28
is 500.00
rfl 4129.0
rfp 3629.1
th 0
ins 100.000
ai cdc av
2D DISPLAY
spt 1561.9
wpl 10135.3
sc2 0
we2 130
rfll 10871.8
rfpt 9678.4

Solvent: CDC13
Operator: DF
gainead7/ct=256
expd HMQC

DEC. & VT ACQUISITION ARRAYS
dfrg 125.706 array phase
dn Cci3 arraydim 512
dpwr 42
dof ~536.9 1 phase
dm nn 1 1
dmm cg 2 2
dmf 9000
dseg
dres 1.0
pwx 11.8
pwxivl 62
homo n
temp 25.0

PROCESSING
sb -0,137
sbs -0.068
wtfile
proc p
fn 8192
math 1
werr
wexp
wbs
wnt

20 PROCESSING

gft 0.005
gfst not used
wtfilet
proct ft
fnl 1024




(@)
- _
&0
< ! HMBC . 80MSEC .NT=256 . Z00M3
P 18A_acetate.
Solvent: CDCI13
@) Operator: DF
G , gain=47/ct=256
.m exp4 HMQC
an ’ SAMPLE DEC. & VT ACQUISITION ARRAYS
= date Dec 10 1999 dfrg 125.706 array phase
= solvent cDC13 dn €13 arraydin 512
S file /home/vomrl/l~ dpwr ’ 42 .
@] 8A_acetate/500MHz/~ dof -536.9 i phase
(@8 HMBC.80MSEC.NT=256~ dm nn 1 1
o : .200M1 dmm cg 2 2
ACQUISITION dmf 9000
= ) A A sfrg 499.879 dseq
wn _ tn H1 dres 1.0
7 4 at 0.205 pwx 11.8
AO_.O 1 3 ) - °e np 2048 pwxlvl 62
uu_.:uw /P . . 5w 4998.8 homo n
% 7 . [ | < . .“ b 2800 temp 25.0,
] ‘o w " oy $S -} PROCESSING
o — ] . .., > ¢ tpwr $4 sb -0.137
S — 1 ® . ° & B -8 g pw 9.1 sbs -0.068
b « ‘p 3 dl 0.800 wtfile
.mu. 1 X m% Y tof ~500.0 proc 1p
o —4 a0 o / o - -a k) i nt 256 fn 8192
— 3 1 3 “ e N ct 256 math i
= — ] bl ! alock n
Q 3 ) . pain 47 werr
n —— ] [ ] [] ° ° 0 o -8 null 0 wexp
- s ' M“ i 145.0 wbs
O 60 ! %% mbond y wnt
o . { g taumb 0.080 2D PROCESSING
S ] ﬁn satflg nn gfl 0.005
[ E \ ¥ satpwr 0 gfsl not used
N = " mmau._«. 0 wtfilel
: — b [} 3 & satfrg 0 procl ft
w —— . ° . M ° o ol % , FLAGS fn1 1024
— . 1 n
3 L L in n
| — {1 - * Bl 3 dp y
% ———— — - " 0 . - N b4 hs n
eh ] : 20 ACQUISITION
m ] v swi 25141.4
= | ni 256
100 1 ‘v. phase arrayed
~ 3 DISPLAY
..W/. ——] 2 " - ° ,ev/m.. X sp 249.6
) ] 9 wp 2749.0
o v 3 ' Vs 200
3 120-] . we 130
-] ] we 1
- an hzmm 21.15
2 7 \ by is 500.00
~ 3 i w rfl 4129.0
S . g rfp 3629.1
. b th 0
m 1403 \ ; ins 100.000
. \ \ al cdc av
) ‘ ,.-7/, ! L 20 DISPLAY
= ] 3 . - . [ - ¢ . . spl 1217.5
C B \ p- s wpl 21353.0
3 . 45 sc2 0 : [
- ’ <N wc2 130
w 160 ' . } rfll 10871.8
> 1 ¢ 4N ' rfpl 9678.4 .
* p— A p e
— ' *" ] .
> 1 1 ° ? &
] ' [
m e B A B — T d‘-._ _ LS S — ™ _IJ’A:‘_\ T T — LI T _ T 7 T T ~ T T T — T T T T _ T T -.1— — LA B B
5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
- ‘
S FZ (ppm)
-
o\l
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HMBC .80MSEC.NT=256 . ZOOM1
18A_acetate
Sotvent: CDC13
Operator: OF
i gain=47/ct=256
exp4 HMQC
SAMPLE DEC. & VT ACQUISITION ARRAYS
date Dec 10 138383 dfrq 125.706 array phase
solvent CDC13 dn C13 arraydim 512
file /home/vnmrl/1~ dpwr 42
8A_acetate/S500MHz/~ dof -536.9 i phase
HMBC.B80MSEC.NT=256~ dm m 1 1
.200M1 dmm cg 2 2
ACQUISITION dmf 3000
1 sfrg 499.879 dseq
tn H1 dres 1.0
b at 0.205 pwx 11.8
1 4 3°0H np 2048 pwxivl 62
m - sw 4998.8 homo n
PP M [ s 3 SN @ o 2800 temp 25.0
] ss 8 PROCESSING %
=
1 d ~ — tpwr $4 sb -0,137
25 pw 9.1 sbs -0.068
”fw‘wo_s d1 0.800 wtfile
] tof ~500.0 proc 1p
i nt 256 fn 8192
30 n“ 256 math A
7 alock n
E Q@ gain 47 werr
R null 0 wexp
] J 145.0 wbs
wm- (<4 mbhond y wnt
] taumb 0.080 2D PROCESSING
K satflg nn gfl 0.00S
7 R - satpwr 0 gfsi not used
40 J e ——— ) satdly 0 wtfilei
J satfrqg 0 procl ft
4 Kw.ro—x I — .U.vaw P o FLAGS fn1 1024
B I = n
A5~ yg it — > S = - = S .“n y
] o hs n
] 2D ACQUISITION
_] swl 25141.4
50 v XY ni 256
] N\ phase arrayed
] LD Lo~ \@ DISPLAY
4 : sp 948.1
55+ Q wp 224.6
] _ (0] vs 200
- @ : 9 sC 100
- wC 130
60 o 35 OhRc hzmm 1.73
] is 500.00
] @ ¥s. 4 rfl 4129.0
§ > rfp 3629.1
65— th 0
] 23.% ins 100.000
N 3 al cdc av
] » 2D DISPLAY
70 - ho ANn. H corvelahin spl 2152.3
4 ! wpl 8068.9
- sc2 0
. @k&y @ h J 851 m.nln_AOm.Ovo we2 130
] S rfil 10871.8
751350 = NI\ S ‘ rfpl 9678.4 i
A e e e e B e s e e T e e e
2.30 2.25 2.20 2.15 2.10 2.05 2.00 1.85 1.90
F2 (ppm)
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N

GHMBC .60MSEC .NT=128
18A_acetate
Solvent: COC13

' pperator: OF

SAMPLE
date Dec 9 1999
solvent coci3
file /home/vnmrl/M~
1SC/MISC_DATA/18A_~
acetate/S00MHz_CDC~

13/GHMBC . 6 OMSEC . NT~
=128
ACQUISITION
sfrq 499.879
tn Hl
at 0.20S
np 2048
swW 4998.8
fb 2800
sS 8
tpwr 54
pw 9.1
dl 0.800
tof -500.0
3 P
ct 8
alock n
gain 60
null 0
] 145.0
mbond
taumb @
satflg nn
satpwr 0
satdly 0
satfrq 0
FLAGS
11 n
in n
dp v
hs -n
2D ACQUISITION
swl 25141.4
ni 256
phase arrayed
DISPLAY
sp 246.7
wp 2746.1
vs 800
sC 70
wC 130
hzmm 21.12
is 367.35
rfl 500.9
rfp 0
th 2
ins 73.469
al cdc av
20 DISPLAY
spl 1239.7
wpl 21356.7
sc2 0
wC2 130
rfil 1193.3
rfpl 0

gaina60/ct=128
exp8 GHMBC

DEC. & VT
dfrg 125.706
dn Cc13
dpwr ' 42
dof , -536.9
dm nn
dmm cg
dmf 9000
dseq
dres 1.0
pwx 11.8
pwx vl 62
homo n
temp 25.0

PROCESSING £
af 0.095
gfs not used
wtfile
proc ft
fn 2048
math i
werr
wexp
wbs
wnt

2D PROCESSING

sbl -0.005
sbs1 not used
wtfilel
procl ft
fnl 2048

ACQUISITION ARRAYS

array phase
arraydim 512
)] phase
1 1
2 2
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5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5

F2 (ppm)

NOESY
18A_acetate
Solvent: COC13

: Operator: OF

gain=24/ct=32
exp8 NOESY

SAMPLE
date Dec 10 1999
solvent coci3
file shome/vnmrl/l~
8A_acetate/S00MHz/~

NOESY
ACQUISITION

sfrq 499.878
tn H1
at 0.293
np 2048
sw 3499.3
fb 2000
ss 8
pw 9.2 ¢
pw 9.2
tpwr S4
dl 1.000
tof -998.8
nt 32
ct 32
alock n
gain 24

FLAGS
il n
in n
dp y
hs n

2D ACQUISITION
swl 3499.3
ni 256
2D DISPLAY

spl 249.9
wpl 2746.0
sc2 0
we2 ~ 130
rfll 250.0
rfpl’ 0

Sop M

NoELY
<TC s

DEC. & VT
dn H1
dof 0
dm n
dmm c
dmf 200
temp 25.0
PROCESSING
gt 0.135
gfs not used
fn 4096
math i
werr
wexp
wbs
wnt
2D PROCESSING
gfl 0.034
gfsl not used
fn1 1024
DISPLAY
sp ©249.2
wp 2748.8
vs 50000
sC 70
weC 130
hzmm 21.14
is 500.00
rfl 250.0
rfp 4
th 6
ins 1.000
at cdc ph
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~
(Q\]
]
Wo ! NOESY . ZOOM2
18A_acetate
A Solvent: C€DC13
e Operator: DF
G i gain=24/ct=32
.m exp8 NOESY
al) SAMPLE DEC. & VT
=i date Dec 10 1999 dn H1
= solvent cOC13 dof 0
— ftile /home/vnmrl/1i~ dm n
(@) . - 8A_acetate/S00MHz/~ dmm c
= NOESY damf 200
o ACQUISITION temp 25.0
sfrg 499.878 PROCESSING
= tn . H1L gf 0.135
P! . at 0.293 gfs not used
B np 2048 fn 4096
e 1 , sw 3489.3 math 1
=< ppmJ th 2000
o0 4 ss 8, werr
o q pw 9.2 * wexp
3 pw 9.2 wbs
m 1 tpwr 54 wnt
S ] di 1.000 2D PROCESSING
= ] @ ° @ tof -998.8 gfl . 0.034
[®) 1.0+ _ nt 32 gfsl not used
N ct 32 fn1 1024
= 4 alock n DISPLAY
Q 3 pgain 24 sp 1399.6
= 1 . FLAGS wp 1499.2
= ] [ i n vs 100000
o l.lu.v 1 Nh in n sc¢ 70
. s e 4 dp y wC 130
c - e g@_ 990000t 000 hs n  hzem 11.53
[ p 20 ACQUISITION is 500.00
N a1 @ swl | 3499.3 rM 250.0
H e ni ' 256 rfp 0
s 3 2D DISPLAY th 5
155 1.4 spl 345.8 ins 1.000
L ] ' wpl 849.1 af cdc ph
b sc2 0
. 3 wc2 130
al) ] rfl1 250.0
= 19 8 ] rfpl 0
o 1.6
> 7 0
> 3 |
i H @ ! b
o 1.8
P! ]
— .
< E
Q ]
o — ]
g 2.0
D] ]
5 5.,
g 2.2
7] 1
2 =] L
= 7
L ]
5.6 5.4 5.2 5.0 4.8 4.6 4.4 4.2 4,0 3.8 3.6 3.4 3.2 3.0 2.8
)
S F2 (ppm)
()
(@\]
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U S i “ ok
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3 & ‘@ 9 o«
3.8 \¥ 0
:
4.0 2o R 9 )
—= 1 on  Bo 00 o of -0
&.NM :. \
a .a.m %
4. 1 )
luxunnnuunmmwwwwmwm mAm ad ? @0 4 qu '
4 .m,m t [
m.a-w s
5.6 b :
| & 0 oo (e 0
A ® :
.____-J_<_.____\_____\-.___‘__<_~._-q._..____.__._________..._.____.<.._.‘-_-ﬁ._.__._,-_
2.2 2.0 1.8 1.6 1.4 1.2 1.0 0.8
F2 (ppm)

NOESY.ZOOM3
18A_acetate

~Solvent: CDC13

Operator: OF
gainw24/ct=32 -

exp8 NOESY

SAMPLE
date Dec 10 1999
solvent coc13
file /home/vnmrl/1~

8A_acetate/S00MHz /~
NOESY
ACQUISITION
sfrq 499.878
tn Hl
at 0.293
np 2048
sW 3499.3
b 2000
(31 8
pw 9.2%¢
pw 9.2
tpwr 54
d1 1.000
tof ~998.8
nt 32
ct 32
alock n
gain 24
FLAGS
i n
in n
dp y
hs n
20 ACQUISITION
swl 3499.3
ni 256
2D DISPLAY
spl 1393.5
wpl 1492.8
sc2 0
wc2 130
rfll 250.0
rfpl 0

DEC. & VT
dn H1
dof 0
dm 'n
dom c
dof 200
temp 25.0
PROCESSING
gf 0.135
gfs not used
fn 4096
math i
werr
wexp
whs
wnt
2D PROCESSING
gfl 0.034
gfst not used
fni 1024
DISPLAY
sp 344.9
wp 847.9
Vs 100000
sC 70
we 130
hzmm 6.53
is 500.00
rfi 250.0
rfp 0
th 6
ins 1.000
ai cdc ph
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NOESY . 200M4
18A_acetate

Solvent: CDC13
‘operator: OF
gains24/ct=32 _
exp8 NOESY
SAMPLE DEC. & VT
date Dec 10 1999 dp H1
solvent cDC13  dof .0
file /home/vnmrl/1~ dm n
. BA_acetate/500MHz/~ dmm c
NOESY dmf 200
ACQUISITION temp 25.0
sfrq 499,878 PROCESSING
tn Hi gf 0.135
at 0.293 gfs not used
np 2048 fn 4096
sw 3499.3 math ]
fb 2000
ss 8 werr
pw . 9.2%wexp
pw 9.2 wbs
tpwr 54 wnt
dl 1.000 2D PROCESSING
tof ~998.8 gfl 0.034
nt 32 gfsl not used
ct 32 fnl 10248
alock n DISPLAY
gain 24 sp 1449.2
FLAGS wp 1499.2
11 n vs 200000
in n sc 70
dp y wc 130
hs n hzmm 11.53
2D ACQUISITION is 500.00
swil 3499.3 rf} 250.0
nt ' 256 rfp 0
2D DISPLAY th 6
spl 1448.3 1ins 1.000
wpl 1499.7 ai cdc ph
sc2 0
we2 130
rfll 250.0
rfpl 0
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DMSO-d,

AN

_ S

Y

i

e

%éz%

6o 282 3povIaoM  dy 29 lof> gp E_U_Evﬁﬁ\z E\.&. ‘a o m.«
T T _ T T T T _ T T T _l‘_\ T T T _( _ T T T T * T T T T ~ T T T T _ T T _ T T T
5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1. o 0.5 ppm
- ) S D _ . .
1.00 1.98 0.15 6.25 15.10 5.13 2.97
2.04 1.03 1.18 1.09 3.69 3.93 ~ 20.45

N\\ Jan 13 00
Soo Mt
PO~ w\

HO1_DMSO
18A_acetate
Solvent: OMSO-ds
Operator: OF
gain=55/ct=256

Pulse Sequence: s2pul’




t
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J
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o> o b B Sb 1¥ ‘o 3Y_4b m&?_
e e za e zo 18 16 1a 12 10 IRPARSA

Jan 13 00

HO1_DMSO
18A_acetate
Solvent: DMSO-dé
Operator: DF
gaina55/cts256

pulse Sequence: sZpul
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2
HOD
| 206 20%  3pW F-OM " 9 2q
LI e e LRIt e e sy | BRI e T T ™7 umas T T T T
4.8 4.6 4.4 4.2 4.0 3.8 3.6 3.4 ppm
Jan 13 00
HO1_DMSO

18A_acetate
Solvent: OMSD-dé6
Operator: OF
gaine55/ct=256

Pulse Sequence: s2pul
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A}

A

Ho1_OMSO
1BA_acetate
Solvent: OMSO
Operator: OF

gaina50
exp2 ACQ
SAMPLE
date Jan 14 2000
solvent 0MS0

file /data/uplus50~

0/VNMR_6.1B/vnmrdf~

/18A_acetate/DMSO/~
HO1_DMSO. fid

ACQUISITION
sfrq 499.881
tn H1
at 5.462
np 65536
sw 5998.8
fb 3400,
pw 3.0%
pw 3.0
tpwr 54
di 0.020
tof ~505.2
nt 256
ct 0
alock n
gain 50

FLAGS
il n
in n
dp y
hs nn

DEC. & VT
dn H1
dof ]
dm nnn
dmm c
dmf 200
temp 25.0

PROCESSING
sb ~5.462
sbs ~5.462
fn 131072
math 1
werr
wexp
wbs
wnt

OISPLAY
sp . =-100.0
wp 5098.7
vs 358
sC 0
wC . 156
hzmm 32.62
is 428.57
rfl 2247.4
rfp 1249.7
th 37
ins 0.857
ai cdc ph
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\

GDQCOSY_DMSO
18A_acetate
Solvent: DMSO
Operator: DF
gain=40/ct=64

exp3 GDQCOSY

SAMPLE
date Jan 14 2000
solvent DMSO
file exp
ACQUISITIDN
sfrq 499.881
tn H1
at 0.293
np . 2088
sw 3499.3
fb 2000
pw 9.2
pw 9.2
tpwr 54,
dl 1.000
tof -1007.1
nt 64
ct 64
alock n
gain 490
FLAGS
i n
in n
dp v
hs ' n
20 ACQUISITION
swl 3499.3
ni 256
20 DISPLAY
spl 250.0
wpl - 2595.3
sc2 0
wec2 130
rfll 249.9
rfpl 0

DEC. & VT
dn H1
dof -0
dm n
dmm c
dmf 200
temp 25.0
PROCESSING
sb -0,293
sbs -0.293
1sfid -4
n 2048
math i
werr
wexp
wbs
wnt
20 PROCESSING
shl -0.073
sbs1 -0.073
fnl 1024
DISPLAY
sp 249.5
wp 2596.2
v§ 100
scC 70
we 130
hzmm 18.97
is 500.00
rfl 249.9
rfp 0
th Co2
ins 1.000
ai cdc ph
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Y

SAMPLE
date Jan 14 2000
solvent dmso
file T exp

ACQUISITION

sfrg 4939.881
tn Hl
at 0.293
np 2048
SwW 3499.3
fb 2000
$Ss 8
tpwr 54
pw 9.1
di 1.100
tof -1007.1
nt 256
ct 0
alock n
gain 60
nutl 0
J 145.0
mbond
taumb @
satflg i
satpwr 0
satdly 0
satfrq 0

FLAGS
il n
in n
dp y
hs n

2D ACQUISITION

swl 25141.4
ni 256
phase arrayed

DISPLAY
sp 198.2
wp 2698.8
Vs 22932
sc 62
weC 130
hzmm 20.76
is 3000.00
rfl 1499.6
rfp 1249.7
th 0
ins 100.000
at cdc av

2D DISPLAY

spl 617.4
wpl 22583.0
sc2 0
wc2 130
rfil 1252.2
rfpl 0

GHMBC_DMSO
18A_acetate
Solvent: dmso
Operator: OF
gain=60

exp6 GHMBC

DEC. & VT

dfrg 125.706
dn c13
dpwr : a2
dof -536.9
dm nn
dmm cg
dmf 9000
dseq
dres 1.0
pwX 11.8
pwxivl 62
homo n
temp 25.0

DEC2 €
dfrq2 1]
dn2
dpwr 2 1
dof2 0
dm2 n
dmm2 c
dmf2 32700
dseq2
dres2 1.0
homo?2 n

PROCESSING
gf 0.135
gfs not used
wtfile
proc ip
fn 2048
math i
werr
wexp
wbs
wnt
20 PROCESSING

sbl -0.00S
sbs1 not used
wtfilel
procl 1p
fnl 1024

ACQUISITION ARRAYS

array phase
arraydim .m»n
i phase
1 1
2 2
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SAMPLE
date dan 14 2000
solvent dmso
file exp

ACQUISITION

sfrq 499.881
tn H1
at 0.293
np 2048
sw 3499.3
fb 2000
ss 8
tpwr 54
pw 9.1
dl 1.100
tof -1007.1
nt 64
ct 64
alock n
gain 55
null 0.350
3 145.0
mhond n
taumb 0.060
satflg nn
satpwr 0
satdly 0
satfrqg 0

FLAGS
il n
in n
dp y
hs n

20 ACQUISITION

swl 25141.4
ni 256
phase arrayed

DISPLAY
sp 215.3
wp 2698.8
vs 15135
sC 70
we 130
hzmm 8.74
is 500.00
rfl 1499.6
rfp 1249.7
th 0
ins 100.000
al cdc ph

2D DISPLAY

spl 1207.8
wpl 13234.9
sc2 0
wc2 130
rfit 1252.2
rfpl 0

HMQC_DMSO
18A_acetate
Solvent: dmso
Operator: DF

gaineS55/ct=64
exp7 HMQC
DEC. & VT
dfrg 125.706
dn c13
dpwr 42
dof -536.9
dm nn
dmm cg
dmf 3000
dseq
dres 1.0
pwx 11.8
pwx vl 62
homo n
temp Nm.ﬁ
DEC2
dfrg2 0
dn2
dpwr2 1
dof2 0
dm2 n
dmm2 c
dmf2 32700
dseq2
dres2 1.0
homo2 n
PROCESSING
sb -0.293
sbs -0.293
wtfile
prog ft
fn - 2048
math 1
werr
wexp
wbs
wnt-
2D PROCESSING
sbl -0.010
sbsl -0.010
wtfilel
procl - ft
fnl 1024

ACQUISITION ARRAYS

array
arraydim

1
1
2

phase
.512

phase
1
2




