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Current Data Parameters

NAME jy0122a

EXPNO 1
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[ F2 - Acquisition Parameters

e MU

— 455
— 1.25
0.00

0.00

-0.01

0.04

INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG 29
D 32768
BzO SOLVENT coc13
0-CF2S0,Ph mm w
OBz SHH 6009615 Hz
FIDRES 0.183399 Hz
BzO OH A0 2.7263477 sec
3 AG 256
OW 83.200 usec
DE 4.50 usec
TE 300.0 K
D1 2.00000000 sec
sesmmmmmm=== CHANNEL f1 ========
NUC1 1H
P1 10.00 usec
PLL 0.00 dB
SFO1 500.1320118 MHz

F2 - Processing parameters

=
.

.8957
-8321
1.1270
. 1656
8.1267
2.0169
0.8885
1.0065
1.0877

1

0.8474

Integral
2.0824

4

LI B s L L
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L I I Y L L Y L B L L

2 1

SI 16384
SF 500.1300131 MHz
WOW EM
558 0
LB 0.30 Hz
GB 0
PC 1.00

1D NMR plot parameters

CX
F4E
F1
Fep
F2
PPMCM
HZCM

20.00 cm
8.300 ppm
4151.08 Hz
-0.300 ppm
-150.04 Hz
0.43000 ppm/cm
215.05591 Hz/cm
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Current Data Parameters

NAME A1386C
EXPNO 1
PROCNO 1

F2 - Acguisition Parameters

Date_ 20020611
Time 16. 11
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG zgdc
10 32768
SOLVENT coci3
NS 101
DS 0
SWH 27100.271
FIDRES 0.827035
AQ 0.6046186
RG 2298.8
ol 18.450
OE 7.50
TE 300.0
D1 3.00000000
di 0.03000000
============ CHANNEL f1
NUC1 13C
P1 11.00
PL1 -2.00
SFO1 100.6254358
============ CHANNEL f2
CPDOPRG2 waltzi6
NuC2 1H
PCPD2 101.00
pL2 120.00
PL12 19.00
SF02 400.1324710

usec
dB
dB
MHz

F2 - Processing parameters

SI 16384
SF 100.6127839
WO EM
S58 0
LB 1.00
GB 0
PC 1.00

10 NMR plot parameters

CX 20.00
Fip 168.766
Fi 16980.00
Fap 10,668
F2 1073.32
PPMCM 7.90490
HZCM 795.33405

MHz

cm

ppm

Hz

pom

Hz
ppm/cm
Hz/cm
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Current Data Parameters

NAME | h1f19A37
EXPNO 5
PROCND 2

Acquisition Parameters

Date_ 20021107
Time 16.24
INSTRUM spect
PROBHD S mm GNP 1H
PULPROG noemul.f19

10 4698
SOLVENT coc13

NS 40

DS 4
SHH 1965.409 Hz
FIDRES 0.418350 Hz
AQ 1.1952212 sec
RG 71.8

oW 254.400 usec
DE 4.50 usec
TE 300.0 K
D1 2.00000000 sec
di1 0.03000000 sec
di2 0.00002000 sec
D20 3.00000000 sec
L4 5

PL1 0.00 aB
SFO1 400. 1324422 MHz

=ss==scms=cc CHANNEL §2
CPOPRG2 nlevis
FOILIST jya.1
Fo2LIST 1¥a.1
NuC2 - 19F
PCPD2 100.00 usec
pL2 120.00 d8
PLI2 24.00 dB
PL14 54.00 0B
SFo2 376.4120598 MHz

F2 - Processing cm1mamﬁm1m

SI 32768

SF 400.1300177 MHz
WOW EM

SSB 0

L8 0.30 Hz
GB 0

pc 1.00

10 NMR plot parameters

Cx 20.00 cm
FiP 8.515 ppm
Fi 3407 .24 Hz
Fap 3.603 ppm
F2 1441.83 Hz
PPMCM 0.24560 ppm/cm

HZCM 98.27043 Hz/cm
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Current Data Parameters

NAME A147_C
N OO M OM—=MN~NOOITO = ONRNOMSTMNINIWOTNSDOOMN O SS T T T UODDMONNUUM EXPNO T
MO =D~ O ~NDUNUODAIRNOCOOAUNONDIT O~ AN O WOWITNO—-O0®@IT K~ Q<
E—- 000 OOUMUMODN—-OONDOMNSIDMNWLWIODMM = QOSSO ST s NON~N=—MOMN~NWLMmN O PROCNO 1
S TSNS TM O M OOMO OO P EEEEOEOT MO0 OO W@ NN OO mm
BEBgeihepoodayeeddadNa BN SEE D E BEBENNROBEOOEG  F2 - pcquisition Parameters
Date_ 20020617
\‘\x\\\\\\\\\\p \ 7 Time 18.17
| n INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG zgdc
T0 32768
SOLVENT coci3
OBz NS 428
0s 0
< OBz SHH 27100 271 Hz
O_HM FIDRES 0.827035 Hz
AQ 0.6046196 sec
OBz OBz AG 1149 .4
A. DwW 18.450 usec
DE 7.50 usec
TE 300.0 K
D1 3.00000000 sec
di1 0.03000000 sec
============ CHANNEL f1 ==========
NUC1 13C
P 11.00 usec
PL1 -2.00 dB
SF01 100.6254358 MHz
============ CHANNEL {2 ==========
CPDPRG2 waltzi6
Nucz 1H
PCPD2 101.00 usec
PL2 120.00 dB
PL12 19.00 dB
SFo2 400. 1324710 MHz
F2 - Processing parameters
SI 16384
SF 100.6127760 MHz
WOW EM
ss8 0
LB 1.00 Hz
GB 0
PC 1.00
41D NMR plot parameters
Cx 20.00 cm
%L fol ‘L Jivrf { F1P 168.307 ppm
| \ vl (=" 16933.82 Hz
bl e Wbl it o v
; — ; ; | S . ' . : i | < - , ; F2 6195.15 Hz
ppm 160 140 120 100 80 P SED36E4 ppi/c

HZCM 536.93378 Hz/cm

S7



Current Data Parameters

NR Ny SR ORYBORNLITVRERBRLBYL8TS88 55 28382 83 cime %
ﬂ.6000000877544444422951056998661110 m o [QVEQVEN Vi) )] o &
o S P A O T T - B T= BT TSR g . 2 Ut “=-oco )
! F2 - Acquisition Parameters
/ \\\ Date_ 20020703
Time 15.15
I INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG 29
1e) 0 32768
SOLVENT coc13
NS 4
_ \_/PI DS 0
SHH 4194631 Hz
OBz N~ ~O FIDRES 0.128010 Hz
(@] AQ 3.9059956 sec
RG 22.6
CFzH DW 119 200 usec
OBz 0Bz DE 4.50 usec
TE 300.0 K

6 01 2.00000000 sec
============ CHANNEL f{ ========:
NUC1 1H
P1 10.50 usec
PL1 0.00 dB
SFO1 400.1319246 MHz
F2 - Processing parameters
SI 16384
SF 400.1300057 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
pc 1.00
10 NMR plot parameters
CX 20.00 cm

F1P 10.037 ppm

Fi 4016.18 Hz

FepP -0.446 ppm

F2 -178.45 Hz
5 (8 Llg8lZIg8Igl |3 (Z] |& o=, PRMCH 0.52416 ppn/cn
Sl b Lo Kot [ [t LTo f O 28 o 0 Ngle HZCM 209.73154 Hz/cm

__.._._:_,._:«_;,,,__:___,__,_,ﬁ__.f_____A_:_A:___.‘._,,__A,_:_.__A____,ﬁ._._,_ﬁ_,_A,__,.AAv___‘,

ppm 8 6 4 2 0



Current Data Parameters

NAME B19 ¢
O T OONOMIDIW <" MMOM@OMOMI < MM MMO - Mo~ M OO < ™ [a¥] EXPNO T
MToOoMO~MIID D~ OONT OO NON =m0 WO T DN~ T OM o ~ o
E OO " OOOWITON~ID—SDOMONUNTTOWMOO NN S WOUMOOwNN UM w0 [e)] ~ PROCNO 1
S CWBWYNMoOTIMMSA OO ®®®ENIDMDOS A OSSO ™~WOO®D WO o o <
B 10 0 60 o o) o) & e myaariod i) i e o B U = S S 031 0 | B b D) A0 O 2 o= F2 - Acquisition Parameters
Date_ 20020703
7 Time 1529
INSTRUM spect
. PROBHD 5 mm GNP 4H
PULPROG zgdc
TO 32768
SOLVENT coc13
NS 158
DS 0
o) SHH 27100.271 Hz
FIDRES 0.827035 Hz
AQ 0.6046186 sec
_ NH RG 1149.4
\F W 18.450 usec
OBz N 0 DE 7.50 usec
ﬁv TE 300.0 K
D1 3.00000000 sec
QnmI d11 0,03000000 sec
OBz OBz s====z======= CHANNEL f{ ==========
Q NUC1 13C
P1 11.00 usec
PL1 -2.00 dB
SFO1 100.6254358 MHz
============ (HANNEL 2 ==========
CPOPRG2 waltzi6
Nuc2 iH
PCPD2 101.00 usec
pL2 120.00 dB
pPL12 19.00 dB
SFo2 400.1324710 MHz
F2 - Processing parameters
sI 16384
SF 100.6127793 MHz
WOW EM
SSB 0
LB 1.00 Hz
[¢1:] 0
PC 1.00
1D NMR plot parameters
Cx 20.00 cm
F1P 175.273 ppm
Fi 17634 .66 Hz
i i_ Fap 11.319 ppm
—— ] e F2 1138.84 Hz
120 100 80 B0 40 20 PPMCM B.19767 ppm/cm

HZCM 824.79071 Hz/cm



o
Current Data Parameters
_ NH NAME hif19818
EXPNO 447
OBz Z\fo PROCNO 2
o F2 - Acquisition Parameters
O_H _l_ Date_ 20021205
2 Time 15.50
OBz OBz INSTRUM spect
PROBHD 5 mm ONP  1H
6 PULPROG noemul . f19
0NN ~ o o = @™ W 0 4638
¥ 0¥ 9 w M Te] ~ jo)] o T SOLVENT €0C13
=S ITo R gV so] o o @ ~ ™ o =
a S S ma @ O @ To) ~ o~ NS 80
aooooc o o0 6] Te) ~ = =] oS 4
® ® o @ ~ o~ © v ©w © SHH 1614 987 Hz
FIDRES 0.343761 Hz
AQ 1.4545507 sec
RG 71.8
Ok 309.600 usec
DE 4.50 usec
TE 300.0 K
D1 2.00000000 sec
di1 0.03000000 sec
diz2 0.00002000 sec
020 3.00000000 sec
L4 1
m==s======== CHANNEL fi =ss==s=======
NUC1 1H
Pi 10.50 usec
PL1 0.00 dB
SFO1 400.1325855 MHz
s======ses== CHANNEL f2 ==ss==ss=ases
CPOPRG2 mlevi6
FQILIST jya.1
FB2LIST i¥g.!
NuC2 19F
PCPOZ2 100.00 usec
pL2 120.00 a8
PL12 24.00 dB
PL14 60.00 dB
SFO2 376.4120598 MHz
F2 - Processing parameters
SI 32768
SF 400.1300177 MHz
KOW EM
558 0
\P)\({; __ o, E}f}\/{% \ SA——, pscipmy, G Nl
| / | B 0
el e v s A = r
10 NMR plot parameters
L& 20.00 cm
FipP B8.164 ppm
3 3266.52 Hz
FeP 4.500 ppm
T | T T T T LI I T T T T T T T T T T T T T T T F2 1800.74 Hz
ppm 7.5 7.0 6.5 6.0 535 5.0 FRuCH 0,48316 ppa/en

HZCM 73.28B81 HZ/cm

S10



S11

&)
_ NH
BzO N "o
o}
CFyH B23_noesy
OBz OBz
Current Data Parameters
6 NAME B823_2d
EXPNO 3
—— e 7 — — PROCNO 1
y
0, | F2 - Acquisition Parameters
Date_ 20020805
Time 17.44
v INSTRUM spect
PROBHD 5 mn Multinu
4 PULPROG noesytp
Q 0 2048
SOLVENT coci3
: NS 16
0s 16
© i 8 -5.0 SHH 1893.939 Hz
4 FIDAES 0.924775 Hz
g AQ 0.5407220 sec
iy RB 20
, [ DH 264.000 usec
Q - DE 4.50 usec
TE 300.0 K
| a0 0.00000300 sec
L @ D1 2.00000000 sec
" i} 0.75000000 sec
' - INO 0.00026400 sec
Y L3 seszsssz= CHANNEL f§ =ss==sas
5.5 NuCt H
Pt 6.00 usec
r PL1 0.00 08
SFO1 500.1332065 MHz
F1 - Acguisation parameters
NDO 2
[ 0 256
SFO1 500.1332 MHz
L FIDRES 7.398201 Hz
SK 3.767 ppm
q g
m_ N O F2 - Processing parameters
sI 2048
@@_ @@ - SF 500.1300114 MHz
WO asSINE
L 558 2
LB 0.00 Hz
68 [}
r PC 1.00
L F1 - Processing parameters
s1 1024
Me2 TFPT
—6.5 s 5001300114 MHz
HOW GSINE
= 558 2
L8 0.00 Hz
| 68 4
20 NMR plot parameters
- cx2 15.00 cn
Cxt 15.00 cm
F2PLO 7.100 ppm
FaLo 353111 Hz
m FePHI 4.493 ppm
= F2HT 2247.18 Hz
F1PLO 7.102 pom
o S| | ppm FiLD 3552.04 Hz
FAPHI 4.491 ppm
FHT 2245.25 Hz
! I ! g T T I I 4 I ! ! ! I k I L I ! ! y ] 1 F2PPMCM 0.17381 ppm/cm
ppm 6.9 6.0 5.5 5.0 F2HICH 86.92886 Hz/cn
F1PPMCM 0.17406 ppm/cm

FiHZCM 67.05216 Hz/cm



6.0310
5.9826
5.8458
5.7090
5.6783
5.6580
4.8803
4.4925
4.4699
4.0130
4.0079
3 9817
3.9765
3.9553
3.9491
3.9436
3 9327
3.9265
3.9209
3.8168
3.8101
3 7853

I NS

/

3.7787
3.6148
3.5972
3.5796
3.3478
3.3080

S

on LA

OH  OH

1.2833
.1939
1.1763
1.1587
-0.0002
-0.0085

e ]

LIS L ) L O [ O L L I L L L Y N B

3 2

Current Data Parameters

NAME B93
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20021028
Time 18.18
INSTRUM spect
PROBHD S mm Multinu
PULPROG 29

0 33046
SOLVENT MeOH

NS 8

DS 0

SWH 4807.692 Hz
FIDRES 0.123129 Hz
AG 4.0608339 sec
RG 2.2

OW 104.000 usec
DE 7.00 usec
TE 300.0 K

D1 2.00000000 sec
P1 7.70 usec
SFO1 400.1317512 MHz
NUC1 1H

pLe -6.00 dB

F2 - Processing parameters

SI 32768

SF 400. 1300073 MHz
WOKW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

10 NMR plot parameters

CX 20.00 cm
FiP 8.390 ppm
Fi 3357.08 Hz
Fep -0.181 ppm
F2 -76.23 Hz
PPMCM 0.42902 ppm/cm
HZCM 171.66541 Hz/cm

S12



97/10/17. #5. 122.5 mg

Current Data Parameters

NAME A125_C
oy [{s} ~ o ® o m w0 M~ o [} ™~ EXPNO 1
15} @ — @ - O o 2] T um ~ @©
e O I T o ~ = ~— m o < ~ o PROCNO 1
8w au ) ©w < 2. m oo @ o
] o S a s s = @ @ ™~ w © F2 - Acquisition Parameters
Date_ 20020514
Time 21.17
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG 2gdc
0 65536
SOLVENT Aceton
0] NS 205
Ds 0
NH SHH 39682.539 Hz
_ \\hnu FIDRES 0.605507 Hz
OH N AQ 0.8258036 sec
0 nu RG 512
Dw 12.600 usec
DE 7.50 usec
CFaH TE 300.0 K
OH OH 01 3.00000000 sec
7 a1t 0.03000000 sec
============ CHANNEL f1 ===s=s=====
NUC1 13C
P1 8.20 usec
PLY 0.00 dB
SFO1 125.7736214 MHz
============ CHANNEL {2 =
CPDPRG2 waltzib
Nuc2 1H
PCPD2 90.00 usec
PL2 120.00 dB
PLI2 19.00 d8
SF02 500. 1338000 MHz
F2 - Processing parameters
ST 32768
SF 125.7576186 MHz
WOW EM
SsB 0
L8 1.00 Hz
GB 0
PC 1.40
10 NMR plot parameters
CX 20.00 cm
FiP 167.418 ppm
f { b.aé F1 21054 .09 Hz
i b Fer 56.087 ppm
; : i i S # i ; _ : 4 _ ; : ; : ; : . . _ : F2 705343 Hz
ppn 160 140 120 100 80 60 iy SohL S JPTLS

HZCM 700.03339 Hz/cm

S13



ppm
8.08750
8.09587
8.07961
8.07646
8.02661
8.02504

8

00877

N

8.00564

L

Integral

37337

2.0168

—7 ;49227

7.42029

—b.88768

0.8876

0.9879

BzO
0.CFoH

Br
BzO OH

0.9414

1.9606

1.0000

50 5.0

Current Data Parameters

NAME B44_10
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20020805
Time 14.22
INSTRUM spect
PROBHD S mm Multinu
PULPROG z9
10 39046
SOLVENT C0C13
NS B
Ds 0
ShH 4807 .692
FIDRES 0.123129
AQ 4.0608339
RG 35.9
ow 104.000
DE 7.00
TE 300.0
D1 2.00000000
P1 7.70
SFO1 400.1317512
NUC1 1H
PL1 -6.00

Hz
Hz
sec

usec
usec
K
sec
usec
MHz

aB

F2 - Processing parameters

SI 32768
SF 400.1300089
WOW EM
Ss8 0
LB 0.30
GB 0
PC 1.00
1D NMR plot parameters

CX 20.00
F1P 8.373
F1 3350.16
Fep 4.434
F2 1774.13
PPMCM 0.19694
HZCM 78.80158

MHz

Hz

cm
ppm

Hz

ppm
Hz
ppm/cm
Hz/cm

S14



L

-

6.0

BzO
0.CFoH

Br
BzO OH

—5.8

—6.0

R

ppm

Current Data Parameters

NAVE Bag
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20020805
Time 23.26
INSTRUM spect
PROBHD S mn Myltinu
PULPROG noesytp
10 2048
SOLVENT €oci3
NS 32
0s 16
SWH 2042 484 Hz
FIDRES 0.997306 Hz
AQ 0.5014004 sec
RG 20
OH 244.800 usec
0E 4.50 usec
TE 300.0 K
a0 0.00000300 sec
D1 2.00000000 sec
08 0.75000000 sec
INO 0.00024480 sec
mm===zmm=mm= CHANNEL 1
NUCi 1H
P 6.00 usec
PL1 0.00 oB
SFO01 500.1332173 MHz

F1 - Acquisition parameters
NDO 2
0 256
SFO1 500.1332 MHz
FIDRES 7.978452 Hz
SK 4.084 ppm

F2 - Processing parameters
s1 2048
SF 500.1300114 MHz
WK OSINE
558 2
LB 0.00 Hz
GB 0
PC 1.00

F1 - Processing parameters
sI 1024
Mc2 TPP1
SF 500.1300114 Mz
WOW GSINE
ss8 2
LB 0.00 Hz
6B 0

20 NMR plot parameters

cx2 15,00 cm
cx1 15.00 cm
FerLo 7.102 ppm
FaLo 3551.90 Hz
F2PHL 5.299 ppm
FaHl 2650.34 Hz
F1PLO 7.104 ppm
FiLo 3552.90 Hz
FIPHI 5.297 ppm
FAHI 2649.34 Hz
FappvCM 0.12018 ppm/cm
F2Hzeu 60.10434 Hz/cm
F1PPMCM 0.12044 ppm/cm

FiHZCM B0.23732 Hz/cm

S15



Current Data Parameters

BN el SNl 2HARBMN SRR ILBaRednbaS G ®BRIISI 3 m”%o %cm
EOOOMNSOUWOULY s+ O O0O0 DO OWOWY WO OOoODWWWWNYM-TOoOOMSMNNOO ad ~ Lm0 mu M < o PROCNO 1
00000000986655444200988877777766110 o (9 ANV iR ot o} o) Bl o)) o

F2 - Acquisition Parameters
Date_ 20030224
Time 14.30
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG 29
0 32768
SOLVENT CcbC13
NHBz NS 8
DS 0
SN SWH 4B07.692 Hz
_ \r FIDRES 0.146719 Hz
BzO AQ 3.4079220 sec
0 N™ O AG 32
DW 104.000 usec
O_nmI DE 4.50 usec
TE 300.0 K
BzO OH D1 2.00000000 sec
9a s=========== CHANNEL f{ ========:
NUC1 1H
P1 10.50 usec
PL1 0.00 dB
SFO1 400.1319246 MHz
F2 - Processing parameters
SI 16384
! SF 400.1300072 MHz
WOW EM
SSB 0
LB 0.30 Hz
| 68 0
_ PC 1.00
| 1D NMR plot parameters
U C/L___,Li cX 20.00 cm
FiP 9.389 ppm
P4 3756.79 Hz
) Fep -0.093 ppm
F2 -37.11 Hz
5 |8 ol o slpd iRl aiela) Iy * = PRMCH 0.47408 ppn/cn
g S S0 NN S EES: Sluo ps 3 a HzCM 189.69481 Hz/cm
s le <|al|o|m|o 0,10.1.‘ || <) = o |
L I e L I I L L o B
ppm 8 7 B 5 4 3 2 1

S16



ppm
166.326
166.084
165.440
162.991
138.7395
133.718
133.458
133.305
132.675
130.059
129.934

144,499
129.644

/

e
)
é

97/10/17. #5, 122.5 mg

Current Data Parameters

NAME ca0b_C
W0 M O @M T o m o 0 Q) ~ O N0 wn o EXPNO 1
[ I s Vi I oo B o — ~ano S W o o m
oW MM T o ~ Mo O~ @ m < m PROCNO 1
DD D@~ oM ~ o WO~ WO o =,
£ Bl B S o s = €N D £y by i B i Q1 e F2 - Acquisition Parameters
] Date_ 20030314
\\\\\\ Time 18.20
f INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG zgdc
0 65536
SOLVENT CoC13
NS 468
NHBz bs e
SWH 39682.539 Hz
X N FIDRES 0.605507 Hz
_ \\ruw AQ 0.8258036 sec
RG 512
BzO N0 D 12.600 usec
(@] DE 7.50 usec
TE 300.0 K
CFoH D1 3.00000000 sec
WNO OI di1 0.03000000 sec
9a ============ CHANNEL f1 ==========
NUC1 13C
P1 8.20 usec
PL1 0.00 dB
SFO4 125.7736214 MHz
s=======z==== CHANNEL f2 ==s=======
CPDPRG2 waltz16
Nuc2 1H
PCPD2 90.00 usec
pL2 120.00 dB
PLI2 19.00 dB
SF02 500. 1338000 MHz
F2 - Processing parameters
SI 32768
SF 125.7577982 MHz
WOW EM
SSB 0
L8 1.00 Hz
GB8 0
PC 1.40
_ _, | E 10 NMR plot parameters
w 4 4 e Cx 20.00 cm
Fip 168.443 ppm
E% 21183.00 Hz
F2P 57.086 ppm
T 0 . _ . . , F2 7178.98 Hz
120 100 80 60 PPMCM 5.56785 ppm/cm

HZCM 700.20074 Hz/cm

S17



A

A

BzO

9.0

=55

6.0

L pom

NAME
EXPNO
PROCND

F2

PULPROG
0
SCLVENT

c20_2d
3
1

- Acquisition P

20030416
23.27
spect

§ mm Multinu
noesytp
2048

coci3

2

16
1860119
0.908261
0.5505524
20

268.800
4.50

300.0
0.00000300
2.00000000
0.75000000
000026880

Current Data Parameters

arameters

Hz
Hz
sec

usec
usec
K
sec
sec
sec
sec

P1 6.00
PLY 0.00
SFOL 500 . 1332083

F1 - Acouisition parameters
NDO 2
0 256
SFO1 500.1332
FIDRES 7.266090
SW 3.719

F2 - Processing parameters
SI 2048
SF 500.1300114
WOW GSINE
558 2
LB 0.00
68 0
PC 1.00

F1 - Processing parameters
sI 1024
Mc2 TPPI
SF 500.1300114
WOH GSINE
558 2
LB 0.00
6B o

20 NMR plot parameters

cx2 15.00
cxy 15.00
F2PLO 6.301
FaLo 3151.49
F2PHL 4.533
F2HI 2266.84
F4PLO 6.301
FiLO 3151.48
F4PHI 4.533
FAHT 2266.84
F2PPMCM 0.11792
FRHZCM 58.97644
F1PEMCM 0.11792
F1HZCM 58.97644

usec
d8
MHz

MHz
Hz
ppm

MH2

Hz

MHz

Hz

cn

ppm

Hz

ppm

Hz
ppmicm
Hz/en
pom/cm
Hz/cm

S18




ppm

T~ 9.066

8.147
8.090
8.075
8.074
8.042
8.031
8.027
8 025
8.017
7.618
7.548
7.534
7.485
7.411
7.265
6.365
6.259
6.242
5.908
5.800
4.919
4.914
4.895
4.781
4.775
4.756
4.733
4.722
4.129
4.114

—— B8.825

.l

BzO

N s

BzO

s 282

NHBz

CFoH
OH

9b

1...260

TT— 2.0489

1,275
1.261
1.246
0.299
0.267
0.246
0.227
0.134
0.000

N

/

™~

—~
=

=[] = (Ml (~au)o o|o) |m alo
®lo||lo || ~|w|o| =T ®|o| |0 0|10
ol O M [folNe)RRealEqVNTo RN Ko oo w yo
mg_ll Qo~NOOmo|(o ;Mo ~ oo
Slolleo o= |m|—=|oujad|ou o] [= —|eu
= T == T T T , ] — L — L
ppm 8 7 6 5 4 3 i 1 0

Current Data Parameters

NAME D23a7
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20030915
Time 21.25
INSTRUM spect
PROBHD 5 mm GNP 4H
PULPROG zq
D 32768
SOLVENT CDC13
NS 8
DS 0
SWH 6009.615
FIDRES 0.183399
AQ 2.7263477
RG 1e8
D B83.200
DE 4.50
TE 300.0
D1 2.00000000
============ CHANNEL f1
NuC1 1H
P1 10.00
PL1 0.00
SFO1 500.1320118

usec
dB
MHz

F2 - Processing parameters

SI 16384
SF 500.1300113
WOW EM
558 0
LB 0.30
GB 0
PC 1.00

10 NMR plot parameters

Cx 20.00
Fip 9.292
F1 4647 .13
Fap -0.231
Fe =§845
PPMCM 0.47613
HZCM 238.12936

MHz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/em

S19



pom
—165.354

_—166.162
T TN—164.498

— 153027

151.390

T T——149.683

97/10/17, #5, 122.5 mg

O~ O 0NN WWO T W WM ~
S~ OO N Y OMNOMOMOMNW ST o
RepnEaennonsns @
=M MO MW OO~ M (=]
MMM MO OO YOy s (o]
NHBz

N &
¢

BzO N N

0
CFyH
BzO OH

78.180
77.266
77.011
76.758

— 70..891

=
X

— B2,936

T

Current Data Parameters

NAME D23a7c
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date 20030915
Time 21.48
INSTRUM spect
PROBHD S mm GNP 1H
PULPROG zgdc
™ 65536
SOLVENT Aceton
NS 510
DS 0
SWH 39682.539
FIDRES 0.605507
AR 0.8258036
RG 2048
oW 12,600
DE 7.50
TE 300.0
D1 3.00000000
d11 0.03000000
======s====== CHANNEL f1
NUC1 13C
P1 B8.20
PL1 0.00
SFO1 125.7736214 M
============ CHANNEL f2
CPDPRG2 waltz16
Nucz 1H
PCPD2 90.00
PL2 120.00
PLi2 18.00
SF02 500 . 1338000

F2 - Processing parameters

SI 32768
SF 125.7577934
WOW EM
5SB 0
LB 1.00
GB 0
PC 1.40

10 NMR plot parameters

Cx 20.00
FiP 173.228
Fid 21784 .80
F2p 57.946
Fe 7287 .10
PPMCM 5.76414

HZCM 724 88531

MHz

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm

S20



Dt

6.0

BzO

BzO

5.5

—6.0

-Ppm

o}

9b

NHBz

CFoH

OH

Current Data Parameters

NAME D23_2d
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20030918
Time 21.32
INSTRUM spect
PROBHD S mm Multinu
PULPROG noesytp
0 2048
SOLVENT cocla
NS 40
0s 16
ShH 1627 .604 Hz
FIDRES 0.794729 Hz
AQ 0.6291956 sec
RG 20
D 307.200 usec
0E 4.50 usec
TE 300.0 K
do 0.00000300 sec
[o}] 2.00000000 sec
2] 0.75000000 sec
INOD 0.00030720 sec
CHANNEL f1 ==
NuC1 1H
P1 6.00 usec
PL1 0.00 dB
SFO1 500.1330971 MHz
- Acquisition parameters
NDO 2
T0 256
SFOt 500.1331 MHz
FIDRES 6.357829 Hz
SK 3.254 ppm
F2 - Processing parameters
S1 2048
SF 500.1300114 MHz
WOW OSINE
SSB ")
L8 0.00 Hz
68 0
PC 1.00
F1 - Processing parameters
SI 1024
MC2 TPPI
SF 500.1300114 MHz
WOW GSINE
SSB 2
LB 0.00 Hz
GB 0
20 NMR plot parameters
cx2 15.00 cm
Cxt 15.00 cm
FaPLO 6.519 ppm
FaLo 3260.50 Hz
F2PHL 4.546 ppm
F2HL 2273.45 Hz
FiFLO 6.510 ppm
FiL0 3255.73 Hz
F1PHI 4.638 ppm
FiHI 2319.54 Hz
F2PRMCM 0. 13157 ppm/cm
F2HZICM 65.80353 Hz/cm
F4PPHMCM 012479 ppm/cm
F1HZCM 62.41269 Hz/cm

1
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W0 O MW 1 T O ~ < w (=) @ (=]
E O M ~—DOOMN~MN O ™ o 3 ITs) fre] o
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e [0 6 I e e T e e w o qL -~ = nm

N a

i
OCNPh,
N
<IN
BzO N unh//
0 N~ "NHAc
CF,H
BzO OH
9¢
?; L ,f;h Y | ii L

— || —fu|—|u| o ol o —[w|oy [
il o|Ww| | N m w
Si~|o|wo||—|o|~|w o|lo| [m k=13 ~
2lo|o|m|«|o|o|a i feed I o
_,,.77.._,,,,aﬁ_‘a_<<<,,.7,...___,__,_—_,,.,__,~_H4__ﬁgf__g__ﬁ__Add,_,r,,,__,__,L,,__*
ppm 8 7 6 5 4 4 2 1 0

Current Data
NAME

EXPNO
PROCNO

Parameters
c59_4

1

1

F2 - Acquisition Parameters

Date_

Time

INSTAUM
PROBHD B
PULPROG

0

SOLVENT

20030416
19.29
spect

mm GNP 1H
z9

16384
Ccbc13

8

0

4807.692
0.293438
1.7039860
25.4
104.000
6.00

300.0
2.00000000

CHANNEL f1

0.00
400. 1320007

F2 - Processing parameters

SI
SF
WOW
SS8

10 NMR plot
(94

FiP

F1i

Fap

F2

PPMCM

HZCM

32788

400. 1300088
EM

0

0.30

0

1.00

parameters
20.00

8.413
3366.24
-0.194
-77.68
0.43035

172 19603

MHz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm

S22
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NH,
N
CF,H
10a
- = (=t~ () 75y
© | o] = S Q|wo|y
& |m @ || = (M|~
o | — | [In|ad s} ol|lo|o
S |lo —|olo|o ~ _1.11.
J(j\ﬂ_ﬁ_gﬁ~__,g_v_,k,,k_,___,,V_,7_,_,v,_,__,,.,vk_.,__,___,__A*ug_ﬁqg,k__,___,__,,ﬁA,

[
ppm 7 6 5 4 3 2 1 0

Current Data Parameters

NAME c30
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20030314
Time 18.01
INSTRUM spect
PROBHO 5 mm GNP 1H
PULPROG 29

T0 16384
SOLVENT MeOH

NS 8

0s 0

SHH 4807.692 Hz
FIDRES 0.293438 Hz
AQ 1.7039860 sec
RG 25.4

oW 104.000 usec
DE 6.00 usec
1E 300.0 K

D1 2.00000000 sec
============ CHANNEL f1{ ========:
NUC1 1H

P 10.50 usec
PL1 0.00 dB
SF01 400.1320007 MHz

F2 - Processing parameters

SI 32768
SF 400. 1300063 MHz
HOW EM
558 0
LB 0.30 Hz
GB 0
PC 1.00

1D NMA plot parameters

CX 20.00 cm
FipP 8.354 ppm
F1 3342.60 Hz
F2pP -0.227 ppm
F2 -80.72 Hz
PPMCM 0.42903 ppm/cm
HZCM 171.66595 Hz/cm

S23



NH,
Y
HO A
N (@] Current Data Parameters
O NAME c30c
EXPNO 1
O_HNI PROCNO 1
HO OH
F2 - Acquisition Parameters
10a Date_ 20030314
Time 18.10
INSTRUM spect
PROBHD S mm GNP 1H
foe) w T3} o o owm b .o B S Co B o 0 WO QQWOUMOTIN I < =] PULPROG zgdc
o (e3] < ~ ~ 0 o w (o2 BEUe BT RRS 0 0N MU OO0~ W ™~ ~ s D) 162598
E 0 =% ~ o = o n ~ o O~ 10 O N MMOWTNOoO M~ M o <
S @ ™ o ® w©w m 0 = Mmoo © OO OO omo o o oW SOLVENT GOCTs
[{e} Tg] < o ~ [l @ W m O LWWOITIITITITITT [SVIRSVRRN. = NS 242
o T T T TTT | DS 0
/w X SWH 25062 .656 Hz
FIDRES 0.154139 Hz
J AQ 3.2438800 sec
RG 3649.1
D 19.950 usec
DE 7.50 usec
TE 300.0 K
D1 4.00000000 sec
di 0.03000000 sec
============ CHANNEL f1 ==========
NUC1 13C
P1 11.00 usec
PL1 -2.00 dB
SFO1 100.6227903 MHz
============ CHANNEL {2 ==========
CPDPRG2 waltz16
Nuc2 iH
pCPRD2 101.00 usec
PL2 120.00 dB
PLi2 19.00 dB
SF02 400. 1324710 MHz
F2 - Processing parameters
SI 16384
SF 100.6126333 MHz
HOW EM
SSB 0
LB 1.00 Hz
GB 0
PE 1.00
1D NMR plot parameters
CX 20.00 cm
Fip 172.433 ppm
A F1 17348.90 Hz
| i Fep 10.517 ppm
. : X . : s , f - _ , , ; : F2 105618 Hz
ppm 160 140 120 100 80 60 40 20 ERHCH 8.09577 ppm/en

HZCM 814.53619 Hz/cm

S24
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NH,
N
S
N Z\L
CF,H
gf % | | LFL(]LF
— ol |y o < ) (2R Nq VAR -
M Ll =] o ~ w Eali=11s] b B
o ol | o w ~ wnjw|= o
m AJ (s8] o m o g (m o
= | | - ~i — ||~ ~t
T T T T _ T T ; T T 7 T T T _ 7 T T T 7 T
ppm 6 5 4 3 2 1 0

Current Data
NAME

EXPNO

PROCNO

Parameters
D31

1

1

F2 - Acquisition Parameters

MHz

cm
ppm

Hz

ppm

Hz
ppm/cm

Date_ 20030922
Time 17.39
INSTRUM spect
PROBHD 5 mm GNP 4H
PULPROG 29
10 16384
SOLVENT MeOH
NS 8
Ds 0
SWH 5580.357
FIDRES 0.340538
AQ 1.4680564
RG 161.3
DH 839.600
DE 6.00
TE 300.0
D1 2.00000000
============ CHANNEL f1
NUC1 iH
P4 10.50
PL1 0.00
SFO1 400.1318006
F2 - Processing parameters
SI 32768
SF 400.1300089
WOW EM
SSB 0
LB 0.30
GB 0
PC 1.00
1D NMR plot parameters
CX 20.00
F1P 8.834
F1 3534.81
F2pP -0.325
F2 -130.00
PPMCM 0.45795
HZCM 183.24020

Hz/cm

S25



Current Data Parameters

S26

NAME B148_2
EXPNO 1
OT D00 WO YT MWMDSTMOOMWOA W O N r~ Mo WWT O~ WM<~ O PROCNO 1
=3 M <= DN MOAN O WWW AN <@ >~ ~ wn T T NUNQAN <~ O~ ONNMN- O OO W
a O~OMOMONOINNOOOOOnO~NS o OO OCO0OORMNMMMN— —— <O OO0 ™~
= _rf_r/ 7755554444444333 3 33333111‘1‘1‘11‘11100 F2 - Acquisition Parameters
/ X‘ Date_ 20021216
Time i2.22
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG zg
10 32768
SOLVENT cDC13
NS 64
DS o]
SWH 6003.615 Hz
N NH FIDRES 0.183399 Hz
A\ | AQ 2.7263477 sec
HO \\ﬁ RG 256
0 N N ZIN oW 83.200 usec
DE 4.50 usec
CFoH TE 300.0 K
HO OH D1 2.00000000 sec
s=========== CHANNEL f1 ==s======:
10¢ NUC1 1H
P1 10.00 usec
PL1 0.00 dB
SFD1 500.1320118 MHz
F2 - Processing parameters
SI 16384
SF 500.1300181 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
1D NMA plot parameters
L cX 20.00 cm
-~ F1p 3.934 ppm
Fi 4988.53 Hz
Fep -2.022 ppm
F2 -1011.08 Hz
— w mnlm o < |~ 0u| T
g £ 8|3 2 (BEelE i 20,4007 Hghen,
@ o)} @ || o o|-|—|o .
& o ol o Y R S

LA L S L L L LB L O L L L I O

ppm 8 6 4 2 0
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i
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ppm 6 .51 4 3 2 1

Current Data
NAME

EXPNO
PROCNO

Parameters
XM81

1

1

F2 - Acguisition Parameters

Date_
Time
INSTRUM
PROBHD 5
PULPROG
0
SOLVENT
NS

DS

SWH
FIDRES
AG

RG

20021107
16.59
spect

mm GNP 1H
79

16384
cbCc13

8

0

4807.692
0.293438
1.7039860
1257
104.000
6.00

300.0
2.00000000

CHANNEL f1

400. 1320007

MHz

F2 - Processing parameters

SI
SF
WDW
SS8

1D NMR plot
cX

F1P

F1

Fep

F2

PPMCH

Hzem

32768
400.1300050
EM

0

0.30

0

1.00

parameters
20.00
6.411
2565.28
-0.067
-26.69
0.32383
129.59866

MHz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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ppm 100 80 60 40 20

Current Data Parameters

NAME XMB1_C
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20021108
Time 19.32
INSTRUM spect
PROBHD 5 mm Multinu
PULPROG zgdc
TD 32768
SOLVENT CDC13
NS 234
DS 0
SWH 30303.031
FIDRES 0.924775
AQ 0.5407220
RG 574.7
DW 16.500
DE 7.50
TE 300.0
d11 0.03000000
PL12 20.00
CPDPRG2 waltzib
PCPD2 105.00
SF02 400.1329209
Nuc2 1H
pL2 120.00
D1 1.50000000
P1 6.80
SFO1 100.6223610
NUC1 13C
PL1 -6.00

Hz
Hz
sec

usec
usec
K
5€¢
dB

usec
MHz

dB
sec
usec
MHz

dB

F2 - Processing parameters

SI 16384
SF 100.6127717
WOW EM
SSB 0
LB 1.00
GB 0
PG 1.00

1D NMR plot parameters

CX 20.00
F1P 121.081
15| 12182.28
F2pP 15.821
F2 1591.84
PPMCM 5'.26297
HZCM 529.52197

MHz

Hz

cm
ppm
Hz
ppm

ppm/cm
Hz/cm

S28



ppm

Integral

W YT M @ODM 00 XTI OMWON T OMMOTODOODODNDOWOUMRNREONSTONMTWO O <N M@K
CONIT N DNDDOTMAUVNODOITONDTOOITITMASTRNODONOORNDO IO SONM AN
SEasmlenY YNBSS adenaaudane Yy e e s an
8887777777666544444444ﬂ.44433~.33311111110000
S A NVE - )
Current Data Parameters
NAME 1124a
EXPNO i
PROCNO b
(0] 0 OCHj F2 - Acquisition Parameters
/ Date_ 971124
(t-Bu)oSi lﬁOmN Time 12.59
/ INSTRUM spect
O CFH PROBHD 5 mm ONP 1H
16 PULPROG 29
10 32768
SOLVENT coc13
NS 8
DS 0
SWH 5580.357 Hz
FIDRES 0.170298 Hz
AQ 2.9360628 sec
RG 64
DW B838.600 usec
DE 4.50 usec
TE 300.0 K
D1 1.00000000 sec
P1 8.00 usec
DE 4.50 usec
SFO1 500. 1325364 MHz
NUC1 1H
PLY 0.00 dB
F2 - Processing parameters
SI 16384
SF 500. 1300000 MHz
HOW EM
558 0
LB 0.30 Hz
ﬁ 6B 0
PC 1.00
|\\ 10 NMR plot parameters
| 3 4 X 20.00 cm
_ F \ FiP 11.000 ppm
Fi 5504.43 Hz
Y F2pP -1.000 ppm
. Fe -500.13 Hz
Al PPMCM 0.60000 ppm/cm
pad Il o] = S o2 |N o 9 HZCM 300.07800 Hz/cm
o oo o S ool |+ ~ -~

LA L 0 L L L L L R R R LR BB

ppm 10 8 6 4 2 0
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Current Data Parameters
NAME 062998a
EXPNO 1
PROCNO 1
HO o OCH3 N
OBz F2 - Acquisition Parameters
E Date_ 980629
Time 19.21
HO OﬂNI INSTRUM spect
PROBHD S mm GNP 1H
17 PULPROG 29
TD 32768
ﬂ SOLVENT COC13
NS 8
0s 0
SWH 5580.357 Hz
FIDRES 0.170299 Hz
AG 2.9360628 sec
RG 128
DW B89.600 usec
DE 4.50 usec
TE 300.0 K
D1 1.00000000 sec
P1 B8.00 usec
DE 4.50 usec
SFO1 500.1325364 MHz
NUC1 1H
PL1 0.00 dB
F2 - Processing parameters
j SI 16384
SF 500.1300000 MHz
WOKW EM
Ss8 0
LB 0.30 Hz
GB 0
PC 1.00
i0 NMR plot parameters
A CX 20.00 cm
_L k. FiP g.012 ppm
l,'L . U ;rt\_ %L' Fi 4507.38 Hz

FepP -0.266 ppm
F2 -142.92 Hz
PPMCM 0.46491 ppm/cm
HZCM 232.51491 Hz/cm

Integral
1.5860
0.8962
1.68893
1.0000
0.8762
0.9266
0.8846
0.5858
0.8217
0.9762
0.9824
2.5704
0.8433
0.8830
1.0292
1.5186
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ppm
8.12022
8.10581
8.10330
8.09380
8.07941
8.03883
8.02450
7.57938
7.45914
7.45238
7.44355
7.32007
6.85471
6.74468
65.63441
6.34464

.

—

.33197
—5.54821

w

e

G
—

4.67977

N

67317
4.66632
4.65264

62620

61012

60083

59269
4.58094
3.38943

~

4
4
4
4

BzO

O
OBz

OCHj

BzO CF,H

18

0.11231

L
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Sl<|cu ooy - — o —i|ou ™
A_Jﬂ_Aﬁ_,_______,_.k,,__A'A__,._,__,.,,VA_,_____,,ﬁ,,W,_,__>g,_7,>_nA—_,_4,_,_,__,,__,
ppm 7 6 5 4 3 2 1 0

Current Data Parameters

NAME XMB4
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20021108
Time 19.19
INSTRUM spect
PROBHD 5 mm Multinu
PULPROG z9
10 32768
SOLVENT cocl13
NS 8
DS 0
SWH 6009.615
FIDRES 0.183399
AQ 2.7263477
RG 2
DW 83.200
DE 4.50
TE 300.0
D1 3.00000000
============ CHANNEL f1
NUC1 1H
P{ 5.60
PL1 0.00
SFO1 500. 1322000

F2 - Processing parameters

SI 16384
SF 500.1300234
WOW EM
S5B 0
LB 0.30
GB 0
PC 1.00

10 NMR plot parameters

CX 20.00
FiP 8.374
Fi 4186.42
Fop -0.224
F2 =1{1-85
PPMCM 0.42972
HZCM 214.91341

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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165.256
164.980
133.726
133.561
1138.491
132.994
130.458
130.145
130.052
129.943
129.629
129.558
128.857
128.784
128.523
128.4689
128.344
28.212
1187384
112.724
110.232
102.494
102.427
77.876
77851
77318
77.000
76.686
65.482
= BE. /5

=

e Y

BzO CFyH

Current Oata Parameters

NAME XMB4_C
EXPNO 1
PROCNO |

F2 - Acquisition Parameters

Date_ 20021108
Time 19.41
INSTRUM spect
PROBHD 5 mm Multinu
PULPROG zgdc
TD 32768
SOLVENT COC13
NS 135
Ds 0
SWH 30303.031
FIDRES 0.924775
AQ 0.5407220
RG 574.7
DW 16.500
DE 7.50
TE 300.0
di1 0.03000000
PL12 20.00
CPDPRG2 waltz16
PCPD2 105.00
SFo2 400.1329209
NUC2 1H
pL2 120.00
D1 1.50000000
P1 6.80
SF01 100.6223610
NUC1 13C
PL1 -6.00

usec
usec

sec
dB

usec
MHz

daB

usec
MHz

dB

F2 - Processing parameters

S 16384
SF 100.6127828
WOW EM
558 0
LB 1.00
GB 0
PC 1.00

1D NMR plot parameters

CX 20.00
Fip 170.961
F1 17200.86
Fap 90.487
Fe 5079.65
PPMCM 6.02369
HZCM 606.06061

MHz

Hz

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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Current Data Parameters
NAME XMB5a1_3
EXPNO 1
e} PROCNO 1
20 O/OI \:/ F2 - Acquisition Parameters
Date_ 20021108
C/ Time 18.25
BzO CFyH NHBz INSTRUM spect
PROBHD 5 mm Multinu
PULPROG zq
19a 0 32766
SOLVENT ChC13
NS 8
0s 0
SWH 6009.615 Hz
FIDRES 0.183339 Hz
AQ 2.7263477 sec
RG 32
oW 83.200 usec
DE 4.50 usec
TE 300.0 K
D1 3.00000000 sec
=====s====== CHANNEL f1 ========:
NUC1 iH
P1 5.60 usec
PL1 0.00 dB
SFO1 500. 1322000 MHz
F2 - Processing parameters
ST 16384
SF 500.1300124 MHz
WOW EM
558 0
LB 0.30 Hz
GB 0
PC 1.00
1D NMR plot parameters
CX 20.00 cm
F1P 9.745 ppm
F1 4874.00 Hz
Fap -0.268 ppm
Fe -134.01 Hz
s S R RRERERIERE 2% PPHCH 0.50067 pon/cn
& |0 |~ T~ O | |0~ O |~ HZCM 250.40063 Hz/cm
E = i G~ e 5 €0 00 | 1 90 | & ©|a
& o A= |—=|olw|lmm|ol [o|lo|— -

LI N N I L L L O L L Y L L L L L B L LB L

ppm 8 6 4 2 0
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ppm

163. 142

156.870
144.484

133.306
132.936
129.825

[

129.464
128.842
128.637
128.445
128.324

127.845

117.422
114.939
112.445

_— 92.499

83.832
81.479
81.262
78:233
77.322
201
77.001
76.686

=-—— B81.046

/

64.610
60.363

BzO

OH

N
BzO CF,H

19a

(0]

A

N N

ﬁ/\t/ZImN

21.021

147

——— |l

ppm

160

40

Current Data Parameters

NAME XMB5a_C
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20021108
Time 18.37
INSTRUM spect
PROBHD 5 mm Multinu
PULPROG zgdc
1D 32768
SOLVENT chC13
NS 1154
ns 0
SWH 30303.031
FIDRES 0.924775
AG 0.5407220
AG 574.7
DW 16.500
DE 7.50
TE 300.0
d11 0.03000000
PL12 20.00
CPOPRG2 waltzi6
PCPD2 105.00
SF02 400. 1329209
Nuc2 1H
pL2 120.00
D1 1.50000000
P1 6.80
SFO1 100.6223610
NUC1 13C
PL1 -6.00

Hz
Hz

usec

usec

See
dB

usec
MHz

F2 - Processing parameters

51 16384
SF 100.6127754
WOW EM
55B 0
LB 1.00
GB 0
PC 1.00

1D NMR plot parameters

CX 20.00
F1P 171.655
F1 17270.74
FepP 8.333
Fe 838.37
PPMCM 8.16614
HZCM 821.61835

MHz

Hz

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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O
BzO Avam”v_.* \\Hh,,
L

BzO  CF,H ™ “NHBz

19a
R Current Data Parameters
NAME XMBSa_20
EXPNO 3
== - PROCND 1
B F2 - Acquisition Parameters
L Date_ 20021113
Time 10.12
- INSTRUM spect
PROBHD 5 nm Multinu
9.0 PULPROG noesytp
L D) 2048
SOLVENT coc13
L 18
16
= 1843 658 Hz
% 0.800224 Hz
r 0.5554676 sec
] L 20
! 5.5 271.200 usec
P ! L 4.50 usec
[ 300.0 K
r 0.00000300 sec
2.00000000 sec
[ 0.75000000 sec
ﬂ L N0 0.00027120 sec
“
4 —6.0 ===ssss=s=== CHANNEL ff =ssssasssa=
NUCt 1H
r Pt 6.00 usec
PLY 0.00 ¢8
' [ SFO1 5001332296 Mz
F1 - Acgquisition parameters
mmw - NOO 2
' ] 256
. —6.5 SF01 500.1332 Mz
| FIDRES 7.201788 Hz
SH 3.685 ppm
F2 - Processing parameters
B s1 2048
SF 500.1300114 MHz
N WoH BSINE
- ss8 2
7.0 [:} 0.00 Hz
_@ ! b 8 0
A FC 1.00
L F1 - Processing parameters
sl 1024
8 Mc2 TRP1
SF 500.1300114 MHz
78 WOW GSINE
S58 2
LB 0.00 Hz
| e} 0
»
+ 20 NMR plot parameters
cx2 15.00 cn
@ u o1 15.00 cm
ForLo 8.278 ppn
—8.0 FaLo 4139.99 Hz
@ ﬁ . F2PHT 4.591 ppm
F2HI 2296.33 Hz
- F1PLO 8.278 ppm
ppm F1LO 4133.99 Hz
FAPHI 4.531 ppm
FIHT 2295.33 Hz
I T L ! FRPPHCH 0.24576 ppn/en
6.0 5.5 5.0 FeHzeM 122.91051 Hz/em
FAPPMCM 0.24576 ppn/cm

FiHZCM 122.81051 Hz/cm
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Hz
3231.76
3230.67
3223.61
3222.19
3185.32
3184.22
3177.08
3175727
3047.90
3046.84
3038.48
298872
2986.05
2980.29
2978.58
2972.67

896.39

= k==

Integral
0.7302
1.9482
1.9846
2.9848
.0000
0.2877
0.5674 _—

1

536.24
2436.94

o

2332.77
2328.44

=

.3332
.8889

0.8572

1

320.49
2124 .41

o

1830.79

1.0640
2., 1377

1825.92
1880.92
1886.76
1884.35
1643.34
1636.20

T

oH 5
04
zL_/zz
NP
BzO CF,H
19b

18.29
-9.81

— B08.75
646.77
=—— £635.88
501.64
494 .48
492.52
487.36

e

LIRS LT L SR O L L

LI L L

5

UL ISR I N I NI I L L ) LS L R R T L

4 3

Current Data Parameters

NAME 0818980
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 980818
Time 16.46
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG z9

T0 32768
SOLVENT CoC13

NS 16

DS 0

SWH 4194.631 Hz
FIDRES 0.128010 Hz
AQ 3.9059956 sec
RG 228.1

oW 119.200 usec
DE 4.50 usec
TE 300.0 K

D1 1.00000000 sec
P1 8.90 usec
SFO1 400.1319246 MHz
NUC1 1H

PL1 0.00 dB

F2 - Processing parameters

SI 16384

SF 400.1300177 MHz
WOW EM

558 0

LB 0.30 Hz
68 0

PC 1.00

10 NMR plot parameters

CX 20.00 cm
F1iP 9. 463 ppm
F1 3786.58 Hz
Fap -0.256 ppm
F2 -102.48 Hz
PPMCM 0.48597 ppm/cm
HZCM 194.45308 Hz/cm
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ppm
7.9191
7.9002

N

1.0000

Integral

65.0316
5.9171
5.8877
5.7615
4.8245
4.8999
4.6267
4.3875
43751
4.3658
4.3533
4.2705
4.2621
3.7548
3.6856
3.3148
3.3108
3.3067
3.3026
3.2986
2.6987
— 12844
0.0961
0.0000
-0.0084

__— 6.1954
=
N
~
/
\
s
__— 0.8967
- T~ 0.8788

—_

0.8738
0.2454
0.5007
0.9962
0.2523
1.0158

L L L L

ppm

Current Data Pa' ameters

NAME XMBEa
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20021108
Time 19.50
INSTRUM spect
PROBHD 5 mm Multinu
PULPROG zg

1] 39046
SOLVENT C606

NS 8

DS 0

SWH 4807.692 Hz
FIDRES 0.123129 Hz
AQ 4.0608339 sec
RG 35.9

DW 104.000 usec
DE 7.00 usec
TE 300.0 K
D1 2.00000000 sec
P1 7.70 usec
SF01 400.1317512 MHz
NUC1 1H

PL1 -6.00 dB

F2 - Processing parameters

SI 32768
SF 400.1300085 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

10 NMR plot parameters

CX 20.00 cm
FiP 8.133 ppm
F1 3254.43 Hz
Fep -0.240 ppm
F2 -96.09 Hz
PPMCM 0.41868 ppm/cm
HZCM 167.52579 Hz/cm
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- & B : 598 288 BB § I
= i G ! . . % L= ! _
= m @ m ey S8 8 28 k& o EXPNO 1
TTT PROCNO 1
7 7 ‘ v, 7 /\ F2 - Acquisition Parameters
Date_ 20021108
Time 19.59
INSTRUM spect
PROBHD 5 mm Multinu
PULPROG zgdc
0 32768
o SOLVENT C6D6
HO oH e 1o
flz 7 SHH 30303031 Hz
X NH FIDRES 0.924775 Hz
HO CF.H 2 AQ 0.5407220 sec
RG 574.7
20a DW 16.500 usec
DE 7.90 usec
TE 300.0 K
d11 0.03000000 sec
PL12 20.00 dB
CPOPRG2 waltzib
PCPD2 105.00 usec
SF02 400.1329209 MHz
Nuc2 ) iH
pPL2 120.00 dB
D1 1.50000000 sec
P1 6.80 usec
SFO1 100.6223610 MHz
NUC1 13C
PL1 -6.00 dB
F2 - Processing parameters
SI 16384
SF 100.6126296 MHz
WOW EM
55B 0
LB 1.00 Hz
GB 0
PC 1.00
10 NMR plot parameters
CX 20.00 cm
F1P 172.484 ppm
F1 17354.07 Hz
f | FopP 58.841 ppm
! F2 5920.14 Hz
ppm 160 100 PPMCM 5.68215 ppm/cm

HZCM 571.69635 Hz/cm
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ppm

8.006S
7.9905

7.1499
6.7450
6.2146
6.0607
5.9544
5.8459
5.7236
5,7073
5.0249
4.9680
4.9066
4.8567
4.8168
4.6342
4.4422
4.4317
4.4188
4.1879
3.7838
3.7708
3.7606
3.7476
3.7189

|
J
%
}

1.2842
1.2505
- 1.2361
0.8969
0.8829
0.1166
0.0298
0.0000
-0.0065
-0.0140

0.0492

TT~—-0.1197

, H
| koA
N
HO CF,H o)
7 20b
L J 7f Z
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Current Data Parameters

NAME XMBEb
EXPNO 1
PROCNO i

F2 - Acquisition Parameters

Date_ 20021108

Time 20.02
INSTRUM spect
PROBHD 5 mm Multinu
PULPROG z9

0 32768
SOLVENT MeOH

NS 8

0s 0

SWH 6009.615 Hz
FIDRES 0.183398 Hz
AG 2.7263477 sec
RG 128

DW 83.200 usec
DE 4.50 usec
TE 300.0 K

D1 3.00000000 sec
============ CHANNEL f1 ========
NUC1 iH

P 5.60 usec
PL1 0.00 dB
SFO1 500.1322000 MHz

F2 - Processing parameters

SI 16384
gF 500.1300138 MHz
WO EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

1D NMR plot parameters

CX 20.00 cm
F1P 8.284 ppm
F4 4142.89 Hz
F2p -0.297 ppm
F2 -148.75 Hz
PPMCM 0.42905 ppm/cm
HZCM 214.58174 Hz/cm
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CFoH Current Data Parameters
NAME A129_H
ﬁ OH EXPNO 1
Ou_wlo. PROCNO 1
21
OH F2 - Acquisition Parameters
Date_ 20020516
Time 15.32
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG 29
0 o ST TOWOWOTWOMN—ONO = —"TON~AUODOODANTAODW~MAODMTO WO =TT
E 0O I TMNOUS 9 OONNDYSYTMONO - O@DONYON~NDTOTAU—DDOMIOTMMNM T0 32768
g & kR L NSt L e e el Rt = e o B T 8 e aiiodanian bl - SOLVENT coc13
_/ _/ 08 0
SWH 5208.333 Hz
FIORES 0.158946 Hz
AQ 3.1457779 sec
RG 256
DW 96.000 usec
DE 4.50 usec
TE 300.0 K
D1 2.00000000 sec
============ CHANNEL f{ ========:
NUC1 1H
N P1 10.00 usec
) ) D PL1 0.00 dB
S SFO1 500.1320118 MHz

F2 - Processing parameters

SI 16384

SF 500.1300181 MHz
WOW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

10 NMR plot parameters

CX 20.00 cm
F1P 8.009 ppm

F1 4005.78 Hz

Fep 0.536 ppm

Fe 297 .86 Hz
PPMCM 0.37070 ppm/cm

HZCM 185.39598 Hz/cm

L L L T R L ] [ e B B | e e S B SR I B S B B R T B R ) B S il B . L T e

ppm 7 6 5 4 3 2 1

A0



ppm
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—-18.12

Current Data
NAME

EXPNO
PROCNO

Parameters
A29 P 2

1

1

F2 - Acquisition Parameters

Date_ 20020517
Time 11.43
INSTRUM spect
PADBHD 5 mm GNP 1H
PULPROG zgdc
™ 65536
SOLVENT 020
NS 16
DS 1
SH 60790.273
FIDRES 0.927586
AQ 0.5390836
36 16384
W 8.225
0E 11.75
TE 300.0
1 1.50000000
g1t 0.03000000
============ CHANNEL f1
NUC1 31P
b1 5.00
L1 0.00
SFO1 202. 4560850
============ CHANNEL f2
CPDPRG2 waltz16
Nuc2 1H
PCRD2 100.00
PL2 120.00
pL12 23.00
SFO2 500. 1320005

F2 - Processing parameters

SI
SF
WOW
55B
Le
cB
PC

10 NMR plot
CX

FiP

F1

FapP

F2

PPMCM

HZCM

32768

202. 4556064
EM

0

1.00

0

1.40

parameters
20.00
27.221
5510.94
-22.161
-4486.57
2.46906
499.87589

MHz

cm
pem

Hz

ppm

Hz
ppm/cm
Hz/cm

HAl
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Spectrum Report

Final - Total Shots 500 - Position D7

22353191
I

2236.3330

2037.3325

2238.3381

/( \/\/\5\/// \/r.\ ~ /\\/)\\(/\/I\//\/w./\ ;/\/\/\

2142.0

0
2233.0

Summary
Serial Number
Instrument Name

Spot

Plate Name
Plate Barcode
Spot Set Name
Job Run Comments
Spot Position
Spot Name
Spot Type
Location X Min
Location X Max
Location Y Min
Location Y Max
Spot Run #

Spectrum

Rejected Sub-spectra
Calibration Type

Rejected Shots

Update Default Calibration
Stop Reason

Total Accumulations

Total lon Count

Total Shots

2235.2

- 347007026
AB 347007026

00330005386
00330005386

MSMS | - 5386 - 50607

50613 - Jingdong Ye - 7mer - with and without amm dihydrogen phos 76.8 F
D7

50613 - Jingdong Ye 7mer

Unknown

16629.000

17364.000

29056.000

29621.000

4

0

None

0

Disabled

Specified signal to noise ratio met
4

9.863878e+006

500

Skip Job on Plate Calibration Failure Disabled

Job-Wide Interpretation
Configured for LCMS Experiments

Disabled
Disabled

Proteomics\GF\Plates\MSMS | - 5386 - 50607 Position D7 Run # 4

Mass (m/z)

Acquisition
Method Name

Mass Analysis Type
CID

CID Gas Type

CID Gas Pressure
Metastable Suppressor
Start Time

Laser Intensity Range

Processing
Processing Method Name
Calibration Type

Peak Count

Tallest Peak Height
Tallest Peak S/N
Tallest Peak Mass
Tallest Peak Resolution
Calibration Coeffi

Interpretation
Interpretation Method Name

Pressures
Source 2
TC Turbo
Reflector
Source 1

Page 1

2241.8

\Refl (-) 500 5K 2kfm v3000s
MS Reflector Negative lon Mode
Off

Atmosphere

Medium

Off

06/13/05 15:11:37

2950 To 2950

\Refl Neg SN=5
Default

116
1.034536e+004
279.4777
857.0168
8069.7490

1.250903e+002
3.187897e-007
2.273230e-006

<<none>>

1.8e-008
1.8e-002
2.8e-008
3.5e-008

2244.0

6/13/2005 3:18:45 PM
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P1 nuclease digestion. *p(dN)orUsceon(dN)1, (or *p(dN)orU(dN)4,) was incubated in P1
nuclease buffer in the presence of 0.01 mg/ml P1 nuclease (USB) for 10 min at 37 °C. The mixture was
then heated at 90 °C for 1 minute, combined with gel loading buffer (final concentration: 50 mM Tris-
HCI, pH 8, 3.5 M urea and 0.0025% (w/v) each of bromophenol blue and xylene cyanol) and separated
by 20% sequencing PAGE. Figure S1 shows the digestion pattern. The shorter P1 digestion products of
the CF, oligonucleotide, arising from cleavage upstream of the modification (12 nucleotides and less),
comigrate with their wild-type counterparts during PAGE. This is expected, as these products lack the
modification and therefore are identical to those produced from wild-type oligonuleotide. The 12mer
was assigned using the oligonucleotide from which the modified CF, oligonucleotide was generated
(Figure S1, lane 5). We observe no product corresponding to P1 cleavage at the site bearing the
difluoromethyl group (13mer), suggesting that the modification hinders P1 activity. The longer P1
digestion products of the CF, oligonucleotide, arising from cleavage downstream of the modification
(14 nucleotides and greater), migrate modestly slower than their wild-type counterparts, presumably
due to the presence of the difluoromethyl modification. The species labeled as A and B in lanes 3 and 4
respectively, are present in the undigested controls (lanes 1 and 2, respectively) and most likely

correspond to cleavage products arising from internal transphosphorylation at the ribose linkage.
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Figure S1. Nuclease P1 digestion of chimeric oligonucleotides containing uridine or 2'-C-B-
difluoromethyluridine. Lane 1, WT, *pd(CTGTCACCGAAA)I'UJd(ACACGCAAGATG), input; Lane 2,
CF,, *pd(CTGTCACCGAAA)IU, cr,1d(ACACGCAAGATG), input; Lane 3, WT, with P1 nucleasg;
Lane 4, CF,, with P1 nuclease; Lane 5, 12mer, *pd(CTGTCACCGAAA).



