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93082-135 SOLID PHOSPHAMIDE CDCL3
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Y3MZ6509.003

PPM

89082-135 SOLID PHOSPHAMIDE IN CDCL3
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: NS 32 . 6305.0 2099.796 | - 7.24507 . 0.6 e . . :
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~ DE . . -6.00 usec X §470.7 2933.272 7.078] 0.60" " - .
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9203.2 1736.02 4.337 2,82 ’ .
< . 9210.8 1732.96, 4.329 1.4 R
h F2 - Processing parameters 9679.1 544.92 3.859: 1.0 . M )
ST 16384 9696.0 3(§1538.14 Mw jeeal, o 3ashy,
. ; §712.9 - |1531.35 1,026 3.49 )
Z SF 400.2500593 MHz - $729.9 s24.5566%  3ls09 1. : - ) c
WO - - no : 10624.7 - 1165.221 2,911 1.14 :
- .
H SSB s 10633.0 11617916 2.9030 ‘1.38 -
m b4 0.00 Bz 10650.0 1155.055 2.8858 1.07 .
. 10657.1 1152.235 2.8788 ; 3.30 .
D GB 0 10665.1 1149.022 N.u.si 3.16 . : .
10682.1 1142.168 2.8536 ! 3.28
.= A 100 10690.3 1138.885 2.8454 | 2.52 [1H . .
.C 10697.8 1135.886 2.8379 3.01 " : j\l
10704.4 1133.236 2.9313 3.90
Mw R Eon, vmuwsmmmnMc o 10706.6 1132362 2.8291 3.97 )
. . 10713.3 1129.665 2.8224 3.22 :
g' Flp 9.750 ppm 10729.9 1122.974 2.8057 1.28 . :
7l 1902.44 Hz 10736.7 1120.255 2.7989 1.43 . -
. 10738.8 1119.436 2.7968 1.31 .
F2P + -0.250 ppm . 10745.6 1116.630 2.790 0.9 ) .
R -100.06 2 : mie  men o an : :
PPMCH 0.25000 ppm/cm 1215409 550.781368 T 11396l MB 221363 R :
HacM 100.06252 Hz/cm . . .
A :
-
= < — o oo oo ~
I . ad [cO =23
B ‘ : sl B & = ST
5 id = e =) =3 ,M
¥ T T T T T T T v T T T T T T T T T T Ty v ¥ T L | T T T T _ T T T ¥ T T T T T T T T T T T T T T T
9.0 8. T I T LA | T T
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Current Data Parameters
NAME 72041-131

EXPNO B 1
PROCNO 1
. F2 - Acquisition Parameters
Date_- 20020212
Time . 10.30 -
INSTRUM " spect
PROBHD Smm QNP 1H
PULPROG " zg3t
D 32768
JSOLVENT - © D13
. NS 32
DS | 2
SWH™ . 6578.947 Hz
"FIDRES 0.200774 Bz~
“AQ 2.4904180 sec
RG " , 50.8
w 76.000 uséc
DE 6.00 usec
TE 300.0 K
D1 -.0.10000000 sec
CHANNEL £1
NuUCl J18
Pl .. 10.50 usec
PL1 -3.00 dB
- SFO1 400.2522014 MHz
" F2 - Processing parameters
S1 16384
SF - 400.2500593 MHz
WOW - no '
SSB - B
LB . 0.00 Hz -
GB 0
PC 1.00

1D NMR-plot parameters -

8

nmr400a h-1

(w3 40.00 e

F1P 7.800 ppm - -

F1 3121.95 Hz

2P 7.000 ppm

F2 . 2801.75 Hz

PPMCM 0.02000 ppm/cm

HICM 8.00500 Hz/m \

| I

] o]
g =
] =
T T T T T T T T
ppm 7.7 7.6 7.5
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EXPNO . 1-
PROCNO © - 1
F2 - Acquisition Parameters
Date_ 20020212
Time 10.30
INSTRUM spect
PROBHD . .5 mm QNP 1E
PULPROG . 2g30
™ 32768
- . SQLVENT .okl
NS 32
DS 2.2
SWH . 6578.947 Hz
FIDRES 0.200774 Hz
AQ . 2.4904180 sec
‘R¢ 50.8
o 76.000 usec
.DE 6.00 usec
DT i 300.0 K
Dl . 0.10000000 sec
: :== CHANNEL f1
NUC1 T H
Pl . 10.50 usec
PL1 © -3.00 dB
SFO1 400.2522014 Miz
F2 - Processing parameters
SI N 16384 o
SF 400.2500593 MHz
T WDW no_
S5B 0
LB 0.00 Hz
GB 0
PC o100
1D NMR plot parameters
[wd 40.00 cm
F1P 4,800 ppm
Fl 1921.20 Hz
Fzp . 3.600 ppm
F2 1440.90 Bz
PENCM 0.03000 ppm/cpn

Current Data Parameters
NAME doﬁ..uup

RICH - 12.00750 Hz/cm

nmr400a.h-1

-~
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Current Data Parameters

NAME
EXPHO
PROCNO

72041-131
1
1

¥2 - Acquisition Parameters

Date_

. RG

. TR

20020212

. SFO1

Time 10.30 .
INSTRUM spect
PROBHD 5m QNP 1H
PULPROG 2930
T . 32768
SOLVENT " cpe13
NS 32
Ds - o2
SWH . 6578.947 Hz

. FIDRES 0.200774 Hz
AQ 2.4904180 sec

. 50.8

- W 76.000 usec

DE 6.00 usec
300.0 K
Dt 0.10000000 sec
= CHANNEL f1 ==
NUCL - ’ 11 .
PL 10.50 usec .
PL1 -3.00 ¢B
400.2522014 MHz

F2 - ‘Processing parameters -

7 nmr400a h-1

© 2002 American Chemical Society, J. Org Chem., Zhao 700203793 ‘Supporting. Info Page 14

SI 16384
SF 400.2500593 - MHz
WoW no
SSB 1]
- LB 0.00 Hz
GB 0
" PC 1.00
. 1D MR plot parameters
X 40.00 cm
F1P 3.000 ppn
" F1 1200.75 Kz
F2p - 2.700 ppm
2 1080.68 Hz
PPMCM ©0.00750 ppm/cm
HzcH 3.00187 Hz/cm
L —
E =
—r L T T T T T T T T T T T~ T T T
ppm 2.98 2.96 2.94 2.92 2.90 2.88 2.86 2.84 2.82 2.8 2.78 2.76 2.4 2.72

R 27




- o <y 009321.431743386 uwr O3 Oy wy e~ o . «~3 un
g Current Data Parameters @ e N OO ® 0% M 1 Sew ©ow o - s
e T2041-131 S soaonoosssasagoo mee we o = - o
EXPNO 22 T - -
= 11 /////_\X\\ N2 I |
F2 - Acquisition Parameters ’ . . R
Date_ 20020212 i
Time 10.32 : . . .
INSTRUM . spect . . . o . . R
PROBHD. 5 mn QNP 1H . o . . DU=/w, USER=zhaom, NAME=72041-131, EXPNO=2, PROCNO=1 .
FULEROG zgde . o F1=240.000ppm, F2=-10.000ppm, MI=0.50cm, MAXI=10000.00cm, I
0. . - 65536 . : : $# - ADDRESS . FREQUENCY " INTENSITY ) )
SOLVENT €Dcl3 - B |
NS 460 : {Hz) [PPM]
vt s 1 8875.3 17045.100 169.3621 - 1.57
SWH 26315.789 Hz 2 9562.5 16493 .221 163.8785 - 0.84 -
FIDRES 0.401547 Hz 3 9870.0 16246.284 161.4249 1.15 .
A - 1,2452340 sec 0.0 4 12306.5  14289.519 141.9823 2.44 : '
RG 8192 5 - 13312.2 13481.880 133.9575 1.22 .
Mo 19.000 usec . 6 . 13316.1 13478.772 133.9266 1.59 .°
bE €.00 usec "N 7 13768.6 - 13115.300 130.3151 4.35 - :
: - - o:o%w@m M%. L . 8 13778.9.  13107.092 130.2336 4.83 .
SN 0/03000000 cox oy 9 - 14012.2 12919.727 128,3719 - 9.41
: . Ph™ . : 10 14127.9 12826.788 127.4484 10.00
CHANNEL- £1 : : 11 14148.4  -12810.296 127.2846 ) 4.71 :
NuCl 13¢ : 12 15584.7 11656.847 115.8238 . 4.48
Pl 2.00 usec 13 15611.6 11635.262 115.6093 4.33, B
PL 0.00 dB 14 20388.9 7798. 642 77.4882 2.36
SFOL 100.6539737 Miz . 15 20428.8 7766.588 77.1697 2.36 ’
o 16 _  20468.6 7734.589 76.8518 2.28
e CHANEL 2 . . 4 17 21510.5 6897.893 68.5383 . 4.00 )
N2 P . . ) 18 21736.1 [ 6716.696 66.7379. 4.79
PCED2 93.00 usec 19 23002.6 5699.530 56.6312 4.3 |
L2 120.00 dB - . : 20 24937:9 4145.339 41.1886 4.46
PL12 18.00 dB 21 - 28780.1 1059.649 10.5288 ° 4.84.
SPO2 400.2520012 Miz . . . ) : o .
F2 - Processing parameters . .
ST 32768 .
SP 100.6429588 Mz
WOW N i
SSB 0 . '
1B 1.00 Hz . : .
B 0 : .
X 1.40 : .
1D NMR plot parameters ) v i ‘
cx 40.00 cm - '
© ORI 240.000 ppm : _ , -
Fl 24154.31 Hz .
F2P - -10.000 ppm : -
F2 -1006.42 Hz : .
PEMCH 6.25000 ppm/cm - , :
HICM 629.01843 Hz/cm :
- MNM X ;
220 _ 160 : 80 40 20 0
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O haom/nmr/72041-131/3/pdata/1/screen Tue v
o . ER=zhaom, NAME=72041-131, EXPNO=3, PROCNO=1 -
- B0 ’ Oppm, F2=-10.000ppm, MI=-0.20cm, MAXI=10000.00cm, P
& ADDRESS FREQUENCY INTENSITY . .
P Current Data Parameters [Hz] [PPM] ' '
NAME 72041-131 8875.3 17045,117° 169.3622- 152  -0.38
L@ - EPNO i 3 9562.3 16493.406~__  163.8804- -0.55 3
4= PROCNO 1 9870.0 16246.306--"7' 161.42527 7 -0.44 )
= 2 - Acquisition Paramet ' i2306.1  14289.829 141.9854—4.8  -1.05
™ e o ouoowwwm_w s '13312:1° ° 13481.944-. _ 133.9581. ,  -0.49 .
o) mme 1046 . 13316.1  -13478.739--7 133.9263~'-> % -0.52 -
= INsTRWM spect 13768.6 13115.348-5. 130.3156 . 4.17 ’
. .L.U . PROBHD 5 mm QNP 1H 13778.9 13107.103~ H.uc.wwuql .».wm )
. =  PULPROG jmod 13925.9 12989.008 129.0603 0.08
o m - 65536 14012.1 12919.748 128.3721~12k2¢  9.50 . -
@y,  SOLVENT €ncl3 14027.0 12507.839 128.2538 i 0.12 .
B S DG 300 14127.9  12826.771 127.4483—13%2  10.00
P wmm . .;w - 14148.4 - 12810.312  127.2847—33n1 4.70 .
N FoRss | 0.401547 Bz 15584.7 11656.856 -, .- 115.8239- . . '3.94 -
20 1.9452340 sec 15611.5 11635.289-°-% 115.6096- T 3.76 )
o 6 32768 20388.9 7798.642 77.4882 J. -0.36
(@) W 19.000 usec " 20428.9 7766.508 7741689 -0.33
>~ = 6.00 usec 20468.6 . 7734.596 76.8518 - -0:34 -
o TE 300.0 K 21510.3 6897-.990 68.5392 5" -4.07 . ’
O Qs 145.0000000 21736.1 . 6716.704 66.7379 - £o.5 3.78 :
o - e AP 23002.4 '5699.754 56.6334-- 25  3.71 . .
| R 000000300 e 24937.9 4145.314 - 41.1883 -rie -4.46 :
.O a0 000689655 sec 28780.3 1059.487 10.5272 - jo.¢  2.88 .
m DELTA 6366.18261719 sec , ) :
€S- ===ss=zas==== CHAMNEL fl ========za=a= .
MICL 13C
: m Pl 5.60 usec . I _ |
. p2 11.20 usec - 5 .
Bl 0.00 .d8 : -
. m ~SFO1 100.6539737 Mz N
) =z=zzz=====x CHANNEL f2 s=i=s=oz===== ’
= CPDPRG2 waltzl6 : g K
NUC2 16 ,
5 C PCPD2 93.00 usec ) - °
c, P2 120.00 4B . .
o) m 18.00 dB R .
o SF2 . 400,2520002 Miz - _
O P2 - Processing parameters
: . ST 32768 .
Lo 100.6429588 Mz . '
> SR ‘
2 LB 1.00 Kz ’
L o= T
O 3 - 1.40
H\Ou 1D MMR plot parameters ,
cx 40.00 am .
—_— F1P 240.000 pm
< F1 24154.31 Hz
Q F2p -10.000 pam
o F2 -1006.42 Hz
m PPMCM 6.25000 ppm/cm
1) HZCH £29.01849 Hz/cm
= .
O .
I 200 180 160 140 120 100 80 0 N i A
9 : o
S~
D]
<, ,
o
o . .
)
Q\l
© 174




o

Current Data Parameters

NAME 72041-131
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_’ 20020212

Time L 10,58
INSTRUM spect
PROBHD S mm QNP 1H
PULPROG 2930

™D . S 1310M
SOLVENT - CD3CN

NS £9

DS 4

SWH 112994.352 Bz
FIDRES.- 0.862078 Bz
] ©0.5800436 sec
RG 812.7

oW . 4.425 usec
DE . 6.32 usec
TE : . 300.0 K
Dl - 0.10000000 sec
zzs====sz=== CHANNEL f] =sss=ssss===e=-
NUCl. 197

Pl 11.20 usec
PL1 -6.00 dB
SFO1 . 376.5547800 MHz

.F2 - Processing parameters
s1 65536

R

© 2002 American Chemical Society, J. Org. Chem., Zhao j‘0020‘3793 Su'f)ﬂi')ortingﬂlhfdijéigé 17

SF © . 376.6114470 Mz
W . N
§SB - 0
LB 0.20 Hz
.GB 0
- B 1.00

- 1D NMR plot parameters
X 40.00 am*
FiP . 0.000 ppm
Fl 0.00 Hz
F2P ~300.000 ppm
F2 R -112983.42 Hz )
PPMCM 7.50000 ppm/cm
HICH - .. 2824.58563 Hz/cm

................... IAAAAAMAZAALO LA ML AL AL

Ppm -20
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— J— - : \ ‘
o] TN B ' _ . n‘«fﬁ um
60 : i \.
e ]
50
] < o
[0} : = I o
o
4(& o = | &
s ] 5 3. “ 8
E ] } N 8 &
0 i - o
§ 30 ' . R
'_o i ) Q
3 ] ot =
p o0 ~ .
B ‘L 2.8
] o
] < .
10- 3 .
] =
4000 . 3500 - - 3000 2500 ’ 2000. . 1500 - 1000
L Wavenumbers (cm-1) L : : ‘

Wed Feb 13 16:31:34 2002

FIND PEAKS:
Spectrum: 72041-131 oxazinone free base’
Region: 4000.00 400.00. .
Absolute threshold: 57.446
Sensitivity: 50
Peak list:-

Position:  1739.47 . Intensity: 14.249
Position:  1206.73  “Intensity:  23.390
Position:  1508.13 - Intensity: .26.283
Position:  1155.52 Intensity: - :32.342
Position: 700.23 Intensity:  36.016
Position:  1068.48 Intensity:  40.859
Position:  1289.10  Intensity:  41.709
Position: 823.32 ' Intensity: = 42,563 °

Position: - 637.01 Intensity:  43.075

Position:  1603.17  Intensity:  44.240

Position:  1055.50 Intensity:  45.084

Paosition: 998.01 Intensity:  45.953

Position: 780.96 Intensity: - 48.655

Position:  2971.14 intensity: = 50.493

Position:  1382.10  Intensity: - 50.682

Position:  1093.08  Intensity:  51.598

Position:  1449.93  Intensity:  51.687 s Lo
Position; 798.11 Intensity: 53.203 K L } : !
Position: ~1465.78 Intensity:  53.360 ’ :

Position: 744.64 Intensity:  54.237

Position:  1405.78 . Intensity: - 54.390

Position:  966.26 Intensity: . 55.180

Position:  2903.15 Intensity: ~ 56.609

Position:  1014.94  Intensity: -~ 56.562

Position: - 2826.44 Intensity: ' 56.750
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‘w/dara/zhaom/nmy /24937-268/1 /pdata/1/screen Mon Fe

: . Wa/w, USER=zhaom, NAMR=24937-268, EXPNO=1, PROCNO=1 . . .
7129.750ppm, Fa=-0.250ppm, M1s5.00cm, MAXI=10000.00cm, . PCx1. 0t : .
.

ADDRESS

INTENSITY M

,

Current Data Parameters H Sooe-e 123 . : . - - . .
NAME - " 24937-268 . 3 6015.6 T 14.20 - . . :
EXBNO 1 1 6023.3 .
Lo . - s 6031.5 <
PROCNO N\.. N 1 . I3 6037.0 . i '
. 7 6149.3 . R
F2 - Acquisition Parameters _ s 810 - :
Date_’ 20020204 10 6205.7
Time 12.18 1 €210.0 . o .
. 12 6223.8
INSTRUM spect 13 6239.5 .
- PROBHD 5 m QNP 1H w” mumu.m R
PULPROG 2930 6280. : -
™ 12768 1 s :
" SOLVENT - €DCl3 18 6423.3
"1 Ga27.8 .
NS .32 20 64450 i
DS N 2 21 6466.7 N
SWH - 6578.947 Rz 22 8800.9 .
FIDRES 0.200774 Bz R seers : .
AQ 2.4904180 sec WM wmww.w p
RG . 90.5 27 5675.8 , o
W . 76.000 usec . 28 . s684.3 ©1542.840 . 3.8547 = -
DE - © §.00 usec 29 9750.2 1516.374 3.7686 -
. 30 9767.2 1509.570 3.7716 :
TE. 300.0 K n 9788.9 ° 1500.828 3.7497
D1 0.10000000 sec 32 3795.1 1498.369 3.7436
N 33 8817.0 1489.579 3.7216 .
; . 3 9823.0 87.161 3.7186
CHANNEL f1 3 100580 1392.778 3.4738 . -
Nucl 1R 36 10075.6 1385.713 3.4621 o
37 10966.1 1028.142 2.5687
Pl 10.50 usec : 38 10974.2  1024.905 . 2.5607
PL1 -3.00 d&B 39 11180.4 942.077 2.3537
0 11185.2 940.173 2.3490
SFO1 400.2522014 Wiz a0 1120907 9301313 2.3243 :
a2 12273.8 503.035 1.2568 -
F2 - Processing parameters ' a3 12290.9 496,189 1,2387 .
ST . 16384 I 12321.9 483.727 1.2086 .
oF 400.2500593 Mz It 12338.9 476.902 11915,
T wow o ) _ o
SSB 0 . . .
LB 0.00 Hz .
GB 0
.o - 1.40 : ) )
1D NR plot parameters ’ : .
cx 40.00 em :
F1iP, 9.750 ppm . .
F1 - 3902.44 Bz . .
F2p -0.250 ppm ’
F2 . -100.06 Rz E - .
PE¥CH 0.25000 ppm/cm ) '
HICM 100.06252 Hz/cm
§ 2 2R B = e =
E : & B = s = o
R e B LA due S s s o ™y v T T — e B e I BULLA S e e 1 T T Ty
ppm 9.0 8.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 - 2.5 2.0 1.5 1.0 0.5 0.0




nmrd00a h-1

Current Data Parameters

e . 1.00

1D NMR plot parameters’ .

X “40.00 cm B ' . ’ : )

" FlP 5.200 ppm- S .. . : d
Fl 2081.30 Hz : : T o v . L

F2p 3.200 ppn . . e . it L

F2. . 1280.80 Hz

S
Q\B
O
. oh -
&
: NAME - 24937-268
nm EXPNO 1
g PRONO |
I F2 - >nncmmu.ﬁo.= Parameters
© &f) Date. 20020204
.l Time . 12.18
! INSTRUM - . “spect -
" momD . Smowr IR
o) FULPROG zg30
T/ m : 32768
o SOLVENT ¢DC13
NS R
= . 7.
V) om 6578.947 Hz
.~ FIDRES 0.200774 Hz
o n 2.4904180 sec
B ©) RG B 90.5
~ ™ ~ 76.000 usec
on . DE 6.00 usec
: TE : 300.0 K
”m Dl 0.10000000 sec
i) | =ssszazaz=== CHANNEL f1 ssso=sizzme=s
O ower 10
A | 10.50 uséc - -
e LI -3.00 a8
H SFO1 .400.2522014 Miz
H a o .
i h F2 - Processing parameters
N « . 16384
~n  SF 400.2500593 MHz
s WDH no "
m SSB° . 0
LB 0.00 Hz
Lnub LGBt [}
~ah
S
—

PPMCM 0.05000 ppm/cm
20.01250 Hz/cm

- HICM

51 - 5.0 4.9 4.8 1 . 46 4.5 4.t 4.3 4.2 4.1 ! 3.9 1.8

i
]
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nmr400a c-13

w0 N HO MO A O M I < OV W)Y —t - = e - vt~ 00 —~ W o~ i . w .
g Current Data Paraneters . oo mNsdaOcosemeNns Bdnng B o Helw ons o ms o C Soe . :
6 NAE 24937-268 S8 SSoooognagSssaasas-szas 2 PR orens o uan, -~ . e
EXPNO - -
[ A T K T A
F2 - Acquisition Parameters - . . ; . - ’
Date_ 20020204 : . A . . ) . ’
Time 12.25 - - . : Loea
INSTRUM spect . . - ) . .
PROBHD S mm NP -:1H
PULPROG . zgde
m - 65536
- SOLVENT cocl3
NS ) 346 . . : : : . ) )
DS , 0 B : . ; o E )
SWH . 26315.789 Hz e - e - . N : .
FIDRES . 0.401547 Hz
AQ 1.2452340 sec -
" RG . - 8192
o} - 19.000 usec
DE T 6.00 usec
TE - 300.0K
Dl 0.10000000 sec -
dl1 ~ 0.03000000 sec
CHANNEL f1
NuC1 13¢
Pl : 2.00 usec
PL1 . 0.00.dB
SFO1 - 100.6539737 MHz
CHANNEL £2 -
CPDPRG2 waltzl6
NuC2 1H
PCPD2 - 93.00 usec
PL2 120.00-dB
PL12 18.00 dB
SFO2 400.2520012 Maz
F2 - Processing parameters
SI ©-32768
SF ) 100.6429588 MHz
WoW EM .
§88 [V
-LB 1.00 Bz
GB ’ 0
PC . 1.40
1D NMR plot parameters
X, . 40.00 em
F1P 240,000 ppm ‘
F1 24154.32 Hz
F2p -10.000 ppm
F2 -1006.42 Hz
PPMCM 6.25000 ppm/cm
HICH 629.01849 Hz/cm

BRI s R AR RS MR A AR AR AR RS SRR AR AARARERLLALAN NUAAARAAALARRRLLAN ARARAAARS

T T T T T T T T T T TR T T T T T T O O T T T T T T T T T T T T T T T T T e T T T T R T

ppm 220 200 - 180 160 140 120 100 80 60 . 40 20 0

!

S
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DU=/w.' USER=zhaom, NAME=24937-268, EXPNO=3, PROCNO=1

: F1=220.000ppm, F2=0.000ppm, MI=-0.20cm, MAXI=10000.00cm, .PC=1
. ' ADDRESS - * " FREQUENCY INTENSITY )
- {Hz] [ePM) : ) nmrd00a apt -
e\ . 1 9592.2 1646%.377 163.6416 -0.66 K : . . - :
: . .2 9899.0  16222.981 161.1934 -0.51 R .
@\l 3 12170.9  14398.405 143.0642 -0.97 - B
: . 4 13269.2  13516.371 134.3002 -0.57 . .
@ X - . s 13273.1 13513.263 132.2693 -0.57 " ¢ . -
: - .6 13474.2  13351.790 -0.13 E . '
< - .77 13674.4  13191.014 0.47 . T . .
. . © 8 . 1368¢.2  13183.119 130.98590 0.55 : :
[a Current Data ?ﬂwamnwum - 9 13762.3 13120.410 130.3659 2.61 . ) .
: NAME : 24937-268 10 13772.1 13112,505 130.2874 2.70 ‘. N
O EXPNO 3. 11 13996.2  12932.551 128.4993 0.19 :
9= . PROCNO - 1. 12 14013.0  12919.061 128.3653 0.32 . - - '
.o . - 13 14030.2  12905.243 128.2280 1.15 - .
: : o 14 14052.17  12887.672 128.0534 10.00 . . - -
- — F2 - Acquisition Parameters 15 14066.2 12876.361 127.9410 0.24 - .
&f), " Date_ . 20020204 16 14100.7  12848.640 127.6656 1.01 ’ . - ) -
o mime S 17,07 17 - 14118.0  12834.720 . 127.5273 . 9.9 A : . .
; 18 14130.4  12824.783 127.4285 0.38 . . Lo
= INSTRUM wvmmn .15 14147.4  12811.119 - 127.2928 0.19 . . . : C
= PROBHD  5.mm QNP 1H : 20 14198.3  12770.285 126.8870 0.56 . .
 PULPROG jmod oo 14226.1 12747.938 126.6650 4.84 :
o .
p ™ . 65536 . . 22 15599.9 11644.619 115.7023 4.57 = 3 " E
SOLVENT cpels 23 15626.2 11623.509 115.4925 4.42 - . o " . - - -
S & D so5 . 24 15647.7  11606.275 115.3213 0.56 ’ B . .
‘ = P 0 25 mei.m mwz.w~m 98.1104 3.16 . :
. 26 18391, 9402.666 93.4260 0.48 - ; :
N w:wwmm : quwwawww Hz Co27 20403.6 7786.828 77.3708 -0.91 . . Co
T . Hz - 28 20443.2 7754.968 77.0543 -0.89 R . :
on 20 = 1.2452340 sec” .29 20483.1 7722.942 76.7360 -0.93 . .- - .
) : 30 21445.9°  6945.709 69.0531 4.18 - : ' . . .
AN kG 32768 31 21513.3 6895.646 68.5159 -0.19 ’ -
o) 19.000
T~ - 000 usec 32 21621.3 6808.896 67.6540 0.43 =
cn DE 6.00 usec s 33 21977.2 6523,072 64.8140 . -4.38 - -
TE 300.0 K 34 22620.9 6006.129 . 59.6776 -0.56 h
- CNST2 145.0000000 : 35 7 23202.6 5538.983 55.0360 - 0.42
o\ NSTI1 - - 1.0000000 36 23252.9 5498.567 54.6344 3.91 .
- o 1.00000000 sec Y 24562.2 4447.053 2471864 -0.64 L :
. . se 38 24745.2 4300.054 42.7258 . -4.85 S R : :
2 Q i3 . 0.00000300 sec .33 24938.8 4144.584 41.1811 -0.20, * : C : :
e Q20 0.00689655-sec 40 28956.2. 918.243 . 9.1238 0,337 ! - .
6366.18261719 sec 4 29036.9 853.447 8.4799 3.64 ,
@) DELTA . .
: zeesszzzzz== CHANNEL fl zsz=s=ss===== :
R = s ; 235 . . 1 - N
N w 560 usec ) _ I I g FRA } [ T ]
P2 11.20 usec - R . o . . o o . .
S P 0.00 dB - L : . . : :
m SFO1 1006539737 Mz o : R : - . o .
) . : . . -
. St cooera2 vaitzl6 . o :
O mez - 18 - : :
PCPD2 93.00 usec - . o L .
g PL2 120.00 dB . - . . i .
PL12 18.00 dB ) ’ : ' : B
m SFO2 400.2520012 Mz . -
R F2 - Processing parameters o . ! '
[ sI 32768 .
W SF 1006429588 Miz - i
~— §SB - R -0 . - i
w LB 1.00 Hz N .
* GB o0 . = . : Lo . .
Q x 1.40 . —_— :
o . X
9p) 1D NMR plot parameters
X 40.00 cm - ! i
— : .
< F1P 220.000 ppm . . :
[ F1 22141.45 Hz .
o — F2p . 0.000 ppm .
m F2 : 0.00 Hz .
PPMCH 5.50000 ppm/cm : .
Lnub HECM 553.53625 Hz/en :
= R ARARR S S LA R AR AR LA AR T T T T T T T T T T R AR ama s L a s A A A LA AR AR LA AR A AR A
¢y pem 200 180 140 80 60 40 20
. R .
= .
(D]
o\l
]
S , |
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nmrd00a £-19

& sS3asg3sss
& SRR R
Current Data Parameters . %
NAME lactolMK863 ' .
EXPNO 4 | ) .
PROCNO 1 .
F2 - Acquisition Parameters
.. Date_ " 20020208
Time 12.18 -
INSTRUM spect
PROBHD 5 mm QNP 1H
PULPROG 2930 -
™ 131072
© SOWENT . . . CDCI3
NS 212
DS 4
SWH . 112994.352 Hz
FIDRES 0.862078 Hz
AQ 0.5800436 sec
RG 512 .
W 4.425 usec
DE . 6.32 usec
TE 300.0 K
n1 0.10000000 sec
. CHANNEL f1
NuClL : 19F .
P1 .11.20 usec”
PL1 -6.00 dB
SFOL 376.5547800 MHz
F2 - Processing parameters
ST . 65536 .
SF 376.6114470 MHz
W CEM
SSB ' 0
LB 0.20 Hz
GB 0
e 1.00-7
1D NMR plot parameters
X - 40,00 em
- FIP 0.000 ppm
Fl i 0.00 He
F2P - -300.000 ppm
F2 -112983.42 Hz
PPMCH 7.50000 ppm/cm
HICH 2824.58569 Hz/cm
ppm - -20 Co-40 -60 -80 =100 -120 -140 -160 -180 -200 -220 -240 -260

-280
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Y% Transmittance

54872

f!

Wavenumbers {(cm-1)

50 2
: I}
(=]
@
40 AR py
] © ©
] o
] L ©
30 ‘
O\
] =
] | I~
205 g 8
] @ -
4 o
4 [Tp]
10 . ' . -
4000 3500 3000 2500 2000 1500

Mon Feb 04 15:45:29 2002
24937-268 |acto| (MK-869)

FIND PEAKS:
Spectrum:
Region:

4000.00

Abso|ute threshold: 57 712

Sensitivity:
Peak list:

Position:
Position:

Position:

Position:

. Position:

Position:
Position:
Position:

Position:
Position:
Position:
Position:
Position:
Position:
Position:
Position:
Position:
Position:
Position:
Position:
Position:
Position:

400.00

1508.90

1107.42 -

1220.80
1152.43
1071.72
698.31

1494,32

. 998.39

1013.99 -

977.18
2969.52
1603.53

84214
1447 .19

-3381.65

823.76

1033.40

2827.30
1271.93
779.53
1374.08
548.72

Intensity:

Intensity:

Intensity:
Intensity:
Intensity:

Intensity:

Intensity:

Intensity:

Intensity:
" Intensity:
Intensity:
Intensity:
intensity:
Intensity:
Intensity:
Intensity:
Intensity: -
Intensity:
. Intensity:
Intensity: .
Intensity:
Intensity:

19.871. -
26.220
34.033
34.169
- 36.543
40.268
45.229
45798

48.347
48.789
49.660 -
50.209
50.757
51.242
51.950_
51.958 -
52.215.
53.208
54.986
56.341
56.512
57.052




D
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© Y3MZ7041.001
" DATE 4~3-99
TIME 16:32

SF 250.133

. PPM

- 8Y 83.0217000 -

£.04329
0

58
e
7.3482
4345
404
[:]
4
7
05096

B
7
7
' "A::;f
4
_zi:i
4
7
rd

04  4400,000
.81 16384
TD 16384
SW 3787.879
AzZ/PT  l482 -
PH 5.0 °
‘AD . 0.0 .
AQ 2.163
R6 100
NS 64
TE 297
FW 4800
02 10000,000
DP 63L PO -
LB 0.0
6B 1400
cX 40.00
cyY 0.0
Fi- 9.750P
F2 = 2a40p
HZ/CM 62.526.
PPM/CM__.250
SR 2854.53
‘\\ o o
.;¥ﬁ>r . “gr i .
W T :
, L. \_
. i # T@ _ ﬁw
5 ] ..
B M W. 1] ,:
u—_____—_—__—_-_—_—_—.—_d-——_-___-__—_—4—_._1—___—_—‘_-____—__ _-—___-.4__——«——_——____-—__-_—\4_-_—da
9.5 .w.o

8.5 8.0 w.m w.o m.m m.o ,m.m o »m . .Au.o .o . m o.o
. _ PPM , :

S=5~




¢
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- T ¥ y JUR/w, USEX=ZNOOM, NARES)LUSL-1e58, GAFNURL, PHULNUTL ! 35 Ben 199914 gy 43N] L 60s - .
FZ 5 - 7199.750ppn, F2=-0.250ppm, MI=0.25cm, MAXI=10000.00cm, PCe1.000 n Se14.1 . 1972.568 ..u»av_‘i.‘ .08 [ 1H -
O, * ADDRESS PREQUENCY INTENSITY 3 8630.6 1965.96; T 4.9128 1.7 . . -
. " E . tHz] PEm) .w 9312.4 1692.1847) 50 42298, 1104 "
1 5853.7 3081.009 7.6977 6.5¢ — S IH a 9330.6 168485 4.2095- % 12.1 nmr400a h-1
\v 2 61535 2960.639 7.3970 0.73w. et 96215 | (156807 3.917 2.0 g .
. 3 6160.8 2957.702 7.3896 7.37 - o 3523-0 1566.652. 3.9142 u.uﬂ .
N - 4 - 6166.0 2955.597 7.3844 2.1 “ 629.1 1565.02% 3.9101 2.64 ;. .
’ 5 6174.3 2952.271 7.3761 811 b wmw».q 1563.556° [  3.9064 . 2135 | 1% ) .
. . € 6182.5 2549.002° 7.3679 ,8.38 . . % 9.5 s [has6-83 4\ 3-8897 26! .
- 7 6190.6 2945.71¢ 7.3597 297 | - o 53.1 b pLESs.39 3 3-8860 3.7 .
8, 6196.0 2943.563 7.3543 8.07 9857.2 35373990\, 3. 8829 ¢ 3.05 . -
. . s .  6203.3 2940.643 ° 7.3470 0.97 4 o7 @ 1552.336°F W 3 p704 2.5, . .
- 10 6218.2  2934.244 7.3310 5.55 S0 oveey ls0s.e3ny,, 37612 1.1 : :
R . 1 6220.9 2933.569 . 7.3293 §.08 51 S0i1 4 geliise.s1 37442 (g, 3.88 | 4y .
Current Data Parameters 12 6239.1 2926.262 7.3111 12.21 52 2030 4 ».B;wa: 3.72713 3.96 Vd ) B
NAME  © 72041-124SM . 13 6263.3 2916.551 7.2868 8.07 - 53 9514.0 Pt ESP Ve 33
1 14 6268.2 2914.569 7.2819 2.26 s 9919, _FfL.quuuauvn 3.6243 2.3 . :
EXFNO ; . 15 6200.3 2909460 7.2691 21.79 55 [3319-9 1] 1ee8.24 pem ) 2l g .
PROCNO - 1. . 16 §285.0 2907.627 7.2650 . 5.40 . 56 9948 ZuPﬁwuuh 3.5959 4.87 1]
17 §297.0 © 2902.996 7.2530 2.m 37 i 1436.50. 3.590 5.03. g .
- PR : 18 6300.7 2901.540 7.2493 5.96 . s -2 1432985 3.56802 2.4 - . N .
F2 - Acquisition Parameters : 19 6304.7 2899.907 7.2452. 0.96 2o 3970.3 1427795 'ypy u.mﬂw._ .£7 u.awu YL ’ R
Date 20020201 N 20 6341.3 2895.227 7.2086 €.10 0 9976.1 1425.659.° T 3.561 .81 .
aLe ¢ : 21 6145.0  3883.729 7.2048 224 e | jose7.2 Tote saodzg  3-637e- 1.8
Time 11.38 : 22 6353.4.  2080.342 7.1964 1765 e oz |lods.sy 2.6199 ] . 2013 . - :
INSTRUM spect - 23 6355.3°  2877.973 7.190¢ 5.37 ‘€3 Tooae 2 b jo80.156y ., 2.5%8 igqg 420 /4 % e .
PROBHD S m QNP 1N - .2 6365.4 2875.545 7.1844 128 5t : 036.954- 277 2,530 4.13 ! L .
- A . : 25 6377.8 2870.574 7.1720 16,94 o5 wuwww." 1028584 ; u.uaon\ 2.5 .
PULPROG 2930 26 651908 2813.501 7.0254 0.7 6  1iaise 025.36 2.561 2,307 -
D 32768 . 27 §527.0 2810.64 7.0222 7.5 . 926.656y,, 2.1, 2.5 . . ’
13 28 65320 2008.662 7.0173 2.22 o lane 248410 0 23107 - 403 .
SOLVENT cc 29 ss44.0  2603.836 [0] 700083 2.55 M o g5, 1iaarims .o F 2306300, 2070 \\\ LT - '
NS 32 : . 30 6548.6  2801.97 7.0006 Bt L 70, 1125203 13 3363 & HE e G 2.3 4 %
DS z 2 - . 31 ) 6552.9. 2800.242 |, 6.9962 2.51 H 7 11256 911, 4063 uun:L ‘umL . .
78.94 32 6565.2 2795.313 6.9839 2.15 72 19n2 2.1 .
SWH 6578.947 H : 33 6570.1  2793.341—~  6.9750 6.6 7 1212605 Se3 00 Léoes B )
Eowm.m 0.200774 Hz 3 6577.5 2790.377 69716 0.71 7 1218301 555 512365 1aeraime uw.wmﬂ_\. 3H R
AQ 2.4904180 sec . = 75 12163.2 547.436 1.3677 0.27 . -
RG ! 256 76 12260.2 509.495 1.2704 .
. . .- . 77, 12301.4 451, 961- 1.229 930 . Ce
o : 76.000 usec . . - 78 12318.5 485086 £ -”uuuwurvr Wmﬂmu\ B ’ '
DE - 6.00 usec . - Nw.., wa: 477.709 1.1935 0.44
- - . 4.0 470.837 1.1764 0.3 -
TE 300.0 K . A : . 8L 12007.8 | 449.242 1.1224 R .
Dl. 0.10000000 sec - . . . 82 12423.9 442.788 1.1063 0.31
CHANNEL £1 ) - : . L :
NUC1 . R O . . . . CF ! : . ' .
. n . 10.50 usec . . : 3 - . )
BLI B0E . - . . ) \\u\
SFO1 400.2522014 MHz i - : o - co ’
F2 - Processing parameters : : - . - .
St 16384 . ' ) X
SF . 400.2500593 M. - ' O—Hm . : .
WoW no - - . ' - . . .
SSB 1] . ' . F - .
1B 0.00 Hz . . .
B : 0 = . . . . :
K S W : , - :
1D NMR plot parameters oo ' . - 3
04 . 40.00 cm . - - i .
FIP 9.750 ppm . . i . |1 o
F1 3902.44 Hz . . . . :
F2P ’ . -0.250 ppm - - . . o .
P2 - -100.06 Bz . ’
PPHCM 0.25000 ppm/cm : . .
HICH 100.06252 Hz/cm ., ’ -
y ' . |-
A L ~
— al "23 (g Il ™ [ il - o~ Land ' D b
3 {~3 =3 hed = nl el =1 el O =g i
B . ) — I~ = o e~ < ~ o~ . — {23 .
2 ' e~ = . o B | fe| e I o~ o~ o] .
S e d L e A A e e e e e I L e S B L (L o At e P T——T
ppm ‘9 8 - 7 R 6 5 4 3 2 . 0

-3




“nnr400a h-1-

Current Data .vrwmsmnmnm
NRME 72041-1245M
EXPNO - 1 -

PROCNO 1
F2 - Acquisition Parameters
Date_- 20020201 :
Time 11.38

" INSTRUM spect
PROBHD 5 mm QNP 1H
PULPROG 2930
TD 32768
SOLVENT cocll
NS 32

. Ds 2
SWH 6578.947 Hz .

. -FIDRES - 0.200774 Hz

" AQ . 2.4504180 sec
RG . .256 -
™ 76.000 usec
DE . 6.00 usec

" TE . 300.0 K
"Dl 0.10000000 sec
zzsc==z=====-CHANNEL fl ===cs=====z==
NUC1 : 18

B 2} 10.50 usec

R 5 -3.00 dB
SFO1 400.2522014 MHz

F2 - Processing parameters

2002 American Chemical Society, J. Org. Chem., Zﬁéé~j60'20’3'793 Supporting ‘I'hfowPagev 27

©

oSt 16384 B . : :
-SF 400.,2500593 MHz . . ‘ . .
WDW . no . . . ; - .
SSB * 0 : . s . ‘ . .o \
LB ’ 0.00 Hz . : - .
GB 0 - ) . , \\
P 1.00 . )
1D NMR plot parameters . - .
X 40.00 em
FIP 8.000 ppm . :
F1 3202.00 Hz : ) . . .
F2P 6.800 ppm - .
2 2721.70. Hz
PPHCM 0.03000 ppm/cm
HZCM 12.00750 Hz/cm

| S

E &

§ = I

2 ey

! ) T T . T T T T

ppm 7.9 7.8 1.7 7.6 7.5 7.4 7

S>27




NAME,
EXPNO
~ PROCNO

Date_
Time
INSTRUM
PROBHD
PULPROG
™
SOLVENT
NS

- DS

SWi
FIDRES
AQ

RG

- W

DE

T8
n

NUC
Pl
PL1
SFO1

- ST

_SF
WM

1B .

GB
R

X

lsszzco- CHANNEL £1

Current Data Parameters

72041-1245M
1
1

F2 - Acquisition Parameters

20020201
11.38
spect

.S mn QNP 1H
zg30
32768
CDC13
32
, 2
- 6578,947 Hz
0.200774 Hz
2.4904180 sec
256

76.000 usec -

6.00 usec
300.0 K
0.10000000 sec

1H
10.50 usec
. -3.00 dB
400.2522014 Mz

. F2 - Processing parameters

16384
400.2500593 MHz
- no

0
0.00 Hz
0

1.00

1D NMR plot parameters

40.00 cm

nmr400a h-1

© 2002 American Chemical Society, T. Org. Chem., Zhao'j66203793 'Supportin-g Tnfo Péfge 28

F1P $.200 ppm
Fl 2081.30 Hz
F2P 3.400 ppm
F2 ..1360.85 Hz
PEMCM 0.04500 ppm/cm
-. HICM 18.01125 Hz/em-
K] . Iy .
g e
- T T -
ppm - 5.0 .
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Current Data Parameters

NAME

. EXPNO
" PROCNO

72041-12454
1
1

F2 - Acquisition Parameters

Date_
Time

. INSTRUM
. PROBHD

PULPROG
™
SOLVENT
NS

20020201 ©
11.38
spect

Smm QNP 1H

zg30
32768
€DCl13
32
.2
6578.947 Hz
0.200774 Hz
2.4904180 sec .
. 256
76.000 usec
6.00 usec
300.0 K
0.10000000 sec

10.50 usec
~3.00 dB
400.2522014 MHz

F2 - Processing parameters

$5B
LB
GB
P

iD NMR plot pdrameters

X
F1P
F1
F2P
F2
PPMCH
HZCM

16384
400.2500593 MHz
o
0
0.00 Hz
0
1.00

40.00 cnl
2.800 pplf||
1120.70 Hz
1.000 p
400.25 Rz
0.04500| pp

. 18.01125|Hz

nmr400a h-1

=3
B

i -




5.25000 ppm/cm
528.37549 Hz/cm

Current Data Parameters ° =
m.. NAME T2041-1245M o
. EXPNO 2
PROCNO 1 _
F2 - Acquisition Parameters :
Date_ - 20020201
Time . - 12,05 .
INSTRUM spect
PROBHD 5 mm QNP . 1B
PULPROG - 4 zgde
™ . 65536
SOLVENT .- - CDC13
NS 1102
DS N -0
SwH ,26315.789 Hz
FIDRES 0.401547 Hz
AQ 1.2452340 sec
RG 8192 - .
o] . . 19.000 usec "
DE 6.00 usec
TE o 300.0 X
- Dl- ' 0.10000000 sec
dil 0.03000000 sec
] CHANNEL. £1
! NUC1 . 3¢
23 +° 2.00 usec
©OPLY 0.00 dB
-SFO1 100.6539737 Mz
. CHANNEL f2
. CPDBRG2 waltzlé
NUC2 18 .
PCPD2 93.00 usec
PL2 120.00 dB
PL12 T+ 18,00 dB.
SFO2 400.2520012 MHz
F2 - Processing parameters
SI 32768
SF 100.6429588 MHz
" WOW .|
SSB - .0
LB 1.00 Hz
© GB 0
BC . 1.40
1D NMR plot parameters
X . 40.00 cm
FlP 200.000 ppm
F1’ 20128.59 Hz
F2P -10.000 ppm
F2 -1006.43 Hz

—161.2

nmr400a c-13

S
o~ o™
o~ e~ e

VI

8.0

4.3

127
126
126
124
12t
121
121
121
115
115
——101.5
— 6.5
—— 5t.8
—— 544
m—"

ppm 180
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/w/date/zhacm/mnr/t-glycosylatio/3/pdata/l/screen

nmr400a apt

— DU=/w, USER=zhaom, NAMBat-gl: -
, oo . F1e240.000ppm, wur.:..mowvusﬁuuwwnmuma_.ﬁﬁmwowuwmuwmw. ¥ o
,A \®) , + ADDRESS FREQUENCY INTENSITY
o . thz) (peuj
) ) E 1 9509.5  16471.56 163.663 -0.60 o
fah ) I . - 2 9096.5  16224.67 1615005064 -0.55 - .
S oure B H g oo : . ‘
. .88 142959 N ;
o Current Data Parameters . s 13324.0  13472.423 111.0635 a9 -
] NAME t-glycosylati 6 13327.9  13469.273 133.8322 -0.81 :
o EXFNO 3 R 1 138512 1320995 1320050 " -0.23 ’ ’
DR . 13256.56 -0 s
e PROCNO o1 9 136340 13223008 1aiiasepimr o8 . ,
=8 S 1 - 1653 13190.228 131.0596 -0.23 ) 3 - :
ot _F2 -.Acquisitidn Parameters 12 . 13884 BSmL: 129. 995 2.13 « :
i ' Date_ 20020208 13 14044.3 uu%u”wmn WWN”WWQ . w”ww ’ .
o  Time 11.05 14 14062.8°  12879.074 1279680 9.60 :
n INSTRUM spect ww w“wwu.w uwwww..on 127.5042 10.00 .
5 m QNP 1H - 7 waw”»&z 12740, 608 138 5900 B
. . & 12702171 126.215 .
mwﬁm 15 14286.0 :Sw.quva 126, 1008)P i -
20 14436.5 2530.75! 124.507 -
cDc13 21 Tem36.1 12384 003FP7 121.7973
2 22 aass0’y [122300085 0 1210599 C
. . 23 14865.4 J 12234.51 1215635 :
. 0 24 14870.19%) 12230.7380%F 1215260 . ‘
26315.789 Hz . 25 14674.9 | 12226.91 W 1214880 )
0.401547 s 26 16879.5 | 12223178 121450
. 27 15175.9 1985.114 119. 085 ’
1.2452340 sec - . 28 15609.8 116361652 115.6231 . .
. s . 3 156364 11515.306 115.4110 :
19.000 usec 31 204085 2743 808 Rt - N ’
7600 usec - 32 20448.3 7750.914 ¢ .:.owwm ‘
300.0 X o 33 20488.1 7718.958 - 7.6
- L 3 20841.5 7434.793 73.8730 - -
145.0000000 - wu 21636.4 §796.777 67.5336
1.0000000 6 215732 6526.294 64.8460 -
. 37 23276.1 5479.95 . -
1.00000000 sec 38 24745.6 .uw.m..:w w“...mww
0.00000300 sec 3s 27051.0 2448.326 © 24.3268°
0.00689655 sec a0 29102.¢ 800.885 7.9577 .3 :
6366.18261713 sec . . ,
;  CHANEL £1 . o .
gR= el 230 : . - -
Z Pl 5.60 usec . A _ [ . _
i p2 11.20 usec . . - ‘
i e PLL 0.00 dB . : i
’ m SFO1 100.6539737 Mz . . ) . . . ;
D) CHANNEL 2 . ’ : . ) S A .
n CPDPRG2 waltzl6 - X o . . . L ]
: wuc2 . 1 . . - . : _ )
C PCPD2 | 93.00 usec - . - v .
.om2 - . 120,00 BB P : . . , : )
.8l . m2 18.00 &8 . . . . L - .
— SFO2 400.2520012 Mz - . : - ) . , . ) . -
O F2 - Processing parameters - . c . ) - ) K '
. ST L 32768 o : : o : . ' .
= s 100.6429588 Mz - - : . : .
Vm. WOW © M : - B : . i
SSB 0 . : C A CF . . . . )
Lm LB 1.00 Hz . o (o) .,/O 3 ) . . . - )
= GB. . 0. . : . -
o x 1.40 . : ) .
o - 1D NMR plot parameters N . ) ! . i - .
70 40.00 en . \_ CF,4 ‘
—  FIP 240.000 ppm Yy . .
< R - 24154.31 Kz : Ph . F ’ . : .
O F2P - -10.000 ppm - T -
= P -1006.43 Hz ) P
m PPMCM 6.25000 ppm/cm . .
1) HZCM 629.01849 Hz/cm - : )
r-.-.._-...-_-_._.. T LI I L L LR A S L B FTTTTTrTT ._..-..-..._—-_-_..-..-.
 SARNBEARARERERANEEESARE T T T T T T T T T T T T TR TR T Y T ARaz| T T ™ Ty GRARARZER:
m _ug_ ’ 220 Too200 180 160 140 120 100 80 60 - 40 20
S .
o — . .
= :
m } . : '
]
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 EXPNO |

ppm

Current Data Parameters

NAME t-glycosylatio
: 4

PROCNO 1

F2 - Acquisition Parameters
Date_ 20020208
Time 12.03

-63.1

PRCTYWEN
<-1‘14.4

INSTRUM spect
PROBHD Sm®P 1K
PULPROG - 2930 -
™ 131072
. SOLVENT el
. NS . 292
DS - 4
TS - 112994.,352 Hz
FIDRES 0.862078 Hz
AQ -0.5800436 sec
RG : 512
o} © 4,425 usec
DE ©" 6,32 usec
TE T 300.0K
- n . 0.10000000 sec
sszszasssszs CHAMNEL (f1 =ssss=sssases
Nucl 19F
Pl 11.20 usec -
PL1 -6.00 dB
' SFO1 +376.5547800 Miz -
F2 - Processing parameters
ST 65536
SP 376.6114470 MHz
WoW ’ no
558 . 0
.. LB . T 0.00 Hz
' GB 0
PC 1.00
1D NMR plot parameters
cx 40.00 cm
FIP 0.000 ppm
Fl 0.00 Rz
F2P .. -200.000 ppm
F2 -75322.29 Hz
PPHCH 5.00000 ppm/cm
HICH 1883.05725 Hz/cm
.
—
ppm -10. -20 -30 -40 -50 -60 =70 -80 -90 -100 -110 -120 - -130 -140 -150 -160 -170 -180 -190
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NOALCFs . W

o]
o

-~
o

503.1

[«2]
(=)

" 682¢

m
(=]

TEEN ST AN EE NS BN SN U A A A A A AT S S

1375113384
898.1
838.4

F-S
(=]

Y% Transmittance

w
o
L

© 20

10

TS R TR B AR A

4000 3500 3000 . 2500 © 2000 - 1500 1000
Wavenumbers (cm-1) :

Mon Feb 04 15:12:35 2002

FIND PEAKS: S
Spectrum: 72041-124SM' t-glycosylation
Region: 4000.00 400.00
Absolute threshold: 68.052
Sensitivity: 50
Peak list: : -

Position:  1131.91 Intensity: 16.332
Position:  1278.90 Intensity: -~ 19.450
. Position:  1106.53 Intensity:  29.081
’ Position:  2973.01 Intensity: -~ 30.528
: Position:  1175.73 Intensity:  31.678
Position:  1081.89 - Intensity: 35.206
Position:  1204.18  Intensity: = 39.222
Position:  1509.86 Intensity:  43.105 ..

Position:  838.49 Intensity: ~ 51.487
Position:  1375,13  Intensity: ~ 52.797
Position:  1005.96  Intensity: - . 53.344
Position: 1606.11 Intensity: 53.885
Position: . 898.13  Intensity: '54.195
Position: ~ 1019.46 . Intensity:  54.920
Paosition: 083.67 Intensity: = 58.268
Position:  682.46 Intensity:  58.208
Position:  1447.28 Intensity:  60.205
Position: ~ 1338.49 ' Intensity: - 64.438 "
Position: 698.90 Intensity:  64.122
Position: 503.16 Intensity:  66.077
Paosition: 707.34 Intensity:  67.077
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’ ' T C1 3177.0 4155.834 103831 L0906 Nt
. . 2 5667.7 3155.710 7.8843—  ° 24.88—g, DV )
i . 3 5904.7 060.55: 76466 21.3¢ .
. : . : 4 5908.7 g uou?muwe 7.6415" | 9.85 -
) ) s 5918.0 5] 308517 e 306 oy nmr400a. h-1
) 6 5926.6 051.754 7.6246° 743 .24.76
. 7 5934.8 3048.431 |52 7.6163 - 10.49 . -
. . 8 ' 5939.8 uoz.:u”_ 7.6113 - © 22.41-]
~ . s - 597.0 3043.567 7.60a2” ¢+ L 2.87
. . E . 10 6065.7 2995884 7.4850 0.22
. 1 + 6118.1 2974.845 7.4325~ . 56,23 —2H
’ . 12 6390.3 2865.537 7.1594 2.57 .
i 13 - 6397.5 2862.661y47  7.1522 22.9:
. O—u 14 64196 2853707y, 71300475 43.70 | 3
Current Data Parameters 3 .. 15 6441.6 2844.94 7.1079% T 21.3 -
. 16 6448.8 2842.059 7.1007 - 2.3
NAME ) .;?ELE.:nW O . . A 17 8366.7 2071.91 5.176 4.5
EXPNO - Ser-cdmy e . . ; 18 8382.8 2065.469 . 5.1606 16.44 | 1
PROCNO A 1 - ’ 19 8395.1 2058.932 | % u._:w\ E 16ien | ! i
. - 20 8415.3 2082.41 5.127 ©oas
21 8674.9 1548.175 4.867 27.74
. X . . » 486 i
2 - Acquisition Paiameters HCl N CF o sl O Ll e e
Umnml 20020202 - H 3 . . . 24 9298.0 1657 586 ?u.uM.?wu ‘Zuwm Mo
Time 17.25 F - - : 25 9314.2 1691.465 4.2260) 479\
: N 26 9322.1 1688.306 4.2181 7.61% -
INSTRUM spect ‘ 27 U931 1683.emM $a01 ) 5.5
PROBHD 5 mm QNP 1H 28 9344.5 1679.273 4.1956 7.30 - :
PULPROG 2630 . ) 28 9356.2 1674.576 4.1838 | 571 : -
. . . 30 9388.2 1661.739 4.1518 9.78 .
™ 32768 g . . Con 9392.9 1659.857 4.1471 — 11.51 .
- SOLVENT - DMSO . - - . - 32 9416.1 1650.561 €.1238 } 4.41 .
NS ; 1 B i - 33. 9422.8 1647.859 42173 6.73
. ey . . - 3a 10177.9 1344.627 3.3595 5.64 .
DS R . . 35 10307.5 1292.611 3.229 3.1 .
SWH 6578.947 Hz 36 10324.3 1285.856 3.2126 16.95 B
. . - . . 37 10330.2 1283.506 . 3.2068 18.93 :
- FIDRES 0.200774 Bz . Lo . - - 38 10346.0 1277.130 3.2908 81s | 2H . .
AQ 2.4904180 sec : ' - e 39 '10355.9 1273.150 3.1809 663" N
RG 114 407 10378.9 1263.939 3.1579 1.60 .
. a 10387.9 1260.326 3.1488 1.4
o . 76.000 usec, B s a2 11031.7 1001.803 2.5029 1.88°
DE 6.00 usec - . 43 11036.1 1000.026 2.4985 4.49
a 11040.8 998.151 24938 6.10
TE . 300.0 R . . 45 11045.2 996.398 2.4894 4.32
D1 0.10000000 Sec . . 46 11048.8 994.538 2.4848 1.97 - .
R ) . L ) . a7 11480.1 821.768 2.0531 0.30 .
. . . 18 12032.0 600.124 1.4896 029 ¢ .
; CHANNEL MH . C . - ' 49 12048.5 593.514 . 1.4829 0.30
MIC H - | 50 12189.8 536.7827 ... . 1.34117,,  6B.70
Pl 10.50 usec - COB1 . 3220601 S30/200068 1132483073 gglse) 3
-0 . . . . 52 12351.1 472,006 1.1793 0.28 .
PLL -3.00 dB 53 12367.3 465.490 1.1630 0.28 .
SFO1 - 400.2522014 Miz - . .
 F2 - Processing parameters : . . . ® i .
sI ) 16384 . R
SP 400.2500593 Miz : N
WoW no : .
§5B 0 - : : .
LB 0.00 Hz . )
GB A - . .
PC 1.00 . . . )
1D NMR plot parameters )
ud 40.00 cm . .
F1P 11.500 ppm . .
Fl 4602.88 Hz " ’ )
F2P . 0.000 . .
F2 . 0.00 B - :
PPMCM ' . -
HICM z/cm . .
-
I ‘ 1&
} A C A e
- e 00 lad — O " =3 L5 =l ol
=
E E g g S 5 B S =
.—.m cal (Yol (=3 Ly D al sl — r\w
S b — — 3 —
Lo e e IR S LI B ae e e e e e RN o e o o e e e s v T ey L L e e s e L e 2 s S S 55 A Ao e T T
ppm C11 10 9 -8 7 : 4 3 . 2 -1

34




Current Data Parameters
NAME 72041-124.1C1
EXPNO ~lres Secvimmg 1
PROCNO 1

F2 - ‘Acquisition Parameters
Date_ T 20020202

-Time 17.25
INSTRUM spect
PROBHD S QNP 1H
PULPROG 2930

D 32768
SOLVENT DMSO

NS 32

s 2

SWH . §578.947 Hz
FIDRES 0.200774 Hz
20 ©2.4904180 sec
RG o4

™ . 76.000 usec
DE - 6.00 usec -
TE 300.0 K

Dl 0.10000000 sec
=z==zz==s=== CHANNEL fl =ss====zzszs==
Nucl . 18

Pl .10.50 usec
PL1 ~3.00 dB
SFO1 .. 400.2522014 MHz
F2 - Processing parameters
ST, 16384

SF 400.2500593 MAz
WoW - no

SSB. . 0

LB . 0.00 Hz
:GB 0

oo 1.00

1D NMMR plot parametérs
X 40.00 o

o CF
y :
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FIP . 8.200 ppm
- F1 3282.05 Hz

F2P 7.000 ppm

¥2 2801.75 Hz
~ PPMCH 0.03000 ppm/cm
| mIcM ) 12.00750 Hz/cm

. ’ -

- o -
g , S =
m 3 : =
g . =
f T 1 - T
ppm m..H 7.9 7.8




" nmr400a h-1

Current Data Parameters
NAME . 72041-124 . HCL

EXPNO 1
PROCNO 1
. F2- Acquisition Parameters
Date_ 20020202
Time 17.25
INSTRUM spect - -~
PROBHD S mm QNP IH -°
PULPROG 2930
™ 32768
. SOLVENT DMSO
NS T - 32
DS C2 .
SWH - 6578.947 Hz
- FIDRES 0.200774 Hz
A 2.4904180 sec
RG 114
o - 76.000 usec
DE 6.00 usec
TR : 300.0 K
bl 0.10000000 sec
zzzzo===c=== CHANNEL fl s======s====z . N ’ o . S . .
Nucl . 1 . . : ) : ) e - }
Pl 10.50 usec T . . . N . . S [ . . -
PL1 -3.00 dB - . - . E L - : . -
sFol 400.2522014 MHz . : L N L - . . .
F2 - Processing parameters } . . ' - ' . : . ! ) N -
SI 16384 - ; . . . ) L : . . .
SF 400.2500593 MHz : ) R . o . | i .
WDW . . no 1 - . . B . . . . .
55B : 0 - " : : - S
LB R 0.00 Hz : . ’ - , S
GB™ -0 . ' . . -
- 1.00 i ; o : .
1D NMR plot parameters.
w4 40.00 ‘em
F1P 5.500 ppm
F1 2201.38 Hz
F2p 4.000 ppm 1.
F2 - 1601.00 Hz *~ Vo )
- PPMCM . 0.03750 ppm/cm N
HZCH 15.00938 Hz/cm . . .
. . -

Integral
ﬂl\
5.146

§
w
e
w
w
w
%3
(o
-
u
o
-
¥
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nmrd00a c-13 -

j Cuzen. o masmeters R b b e e S = 3% usIssszzoi
£: NAME 72041-124.HC1 [ Mnnnunnuuunuuunnn o =~ [P vet PR R AR A L .
mxvzo ﬁlm.ﬂ.\..}.Sﬁ 2 . : g y ) .
e OREEZZ 1 N
F2 - Acquisition Parameters o ) | -
Date_ 20020202 T
Tine: - 17.3 .
INSTRUM spect
- PROBHD S mm QNP 1H
PULPROG - zgde : B N
™ ] = 65536 _o L ) : R : : . .
SOLVENT - cll - : . ’ . : . . e ’ : .
NS 639 o Lo
S 0 )
SwH . 26315.789 Bz M -
FIDRES 0.401547 Hz T . T
TOAQ 1.2452340 sec ) A
%G 8192 : O. O ~CF3
i W 19.000 usec P -
: DE 6.00 usec .
i TE ) 300.0 K . :
: ot * 0.10000000 sec Hct N
! dn 0.03000000 sec . H CF3
ezszmzzzoc= CHANNEL fl-s===zcs=ss=a= e . - F -
3 NUC1 13C )
i - Pl - - . 2.00 usec
H PL1 - 0.00 dB
L ‘SFOL 100.6539737 MHz
! —=s=====zz== CHANNEL f2 s=s==s====z2=
CPDPRG2 waltzl6
NuC2 T 1H
PCPD2 '93.00 usec
PL2 120.00 dB
PL12 18.00 dB
mm,ow . 400.2520012 Mz
F2 - Processing uwnmsmnmnm
.81 32768
SF 100.6429588 MHz
WOW - EM .
$5B 0 -
LB 1.00 Hz
GB 0
PC 1.40
1D NMR plot parameters ,
X 40.00 cm
F1p 240.000 ppn . N -
Fl 24154.31 Hz
. F2P -10.000 ppm
F2 -1006.42 Hz .
PPMCH A 6.25000 ppm/cm
HzCH 629.01849 Hz/m — - -
e y .._1!1« s g ey (Yol y Ly . " oy il
%-..-.A.-<-<._..-_..__......_.--_......_<.<.....-...__-..-_..<.-__.-A__.-.._...-<.A....-_—AA._......-..<_-.-...-_.-.._-.-J-..._--_-____...-..-A__.-_..A...-._ TTTTTY T TTITITreTY _-—_... Ant
pom 220 200 180 160 - 140 120 100 80 60 40 0

b
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o 5 TmEaEm e o= e At Aeate o =

NIy :240.000ppm, F2=-10.000ppm, MI=0.10cm, MAXI=10000.00cm,. !
ﬂo Y #.  ADDRESS " FREQUENCY - INTENSITY . B o . - -
: . [Hz] - {PPM) ’ Lo - o
N ), 1 9521.6  16526.0704,05 164.2049 _2.50 5 ) . ~ nmrd400a apt -
- pere F © 2 9828.6  .16279.5349%" 1g71.7553)0¢ 3 7a ST . oL :
o0 . ) : 3 11782.0 . 14710.733  146.1675 . -8.50 o - . , . . . _
on 4 13622.8 13232.427+ ' 131.478 ¥ 9.34¢ i - A - . o S
o 5 1363303 13224.02535% 131, 305430 9.20 : . . SRR - :
&0 L 6 13669.5 - 13194.9037,,.,131.1061 -1.18 ) : N S o . B _
< : o rameters' 7 13710.3 13162.19 130.781 -3.59 : . B . . ) ] .
O, e i 8 13751.1  13129.362 7% 1304509 B ilgg - 4 - . S
S O 9 13792.1  13096.44Y % - 130.127 -1.40 . . : : : ) -
nm PROCKO 1 10 13884.8 13022.0117,% 129.3882 e 34 : .
= S . 13888.3 13019.1812° 129.3601) -3.54 ] : : : . - : . . -
= F2 - >.nn=.wmwn5= mmﬂmsmnmnuf 12 14111.1 12840.30 - - 127.582 -0.69. ‘ o
o Date_ " 20020202 - 13 14211.9 12759.349 W%k 126.7784 ) 6.49 ‘ - : . T
ol . E___,mi 17.57 14 14450.9  '12567.40 one 124.8712. 4 o -1.68 1 B L :
m T ozwumwm 15  14790.8  12294.38 S 122.1584M35 1141 ) _ - o
i wume o jmd . 16 14850.5  12246.495 hynk 121.6826 2.67 ST o Lo . : .
: m ™ ~ e353p 17 15130.3 -7 12021.78 119.449 -0.67 ) . : . .
SOLVENT .. " CDel3 18 -15574.9 11664.744 115.9022+, ., « 8.90 . - ) : . : o .
Q. R T 19. - 15601.9  11643.0433>W Em.mmmwu:w,u\ 8.92 : : . i .
e T 0 - 20~ 17744.0 9922.709  98.5932 10.00 R : : - . o
=] SHH 26315.789 B2 21 - 20748.3 7509.948 . 74.6197 : 8.94 - . e ] -
N FIDRES 0.401547 Hz 22 22400.6 . 6182.988 61.4349 -6.06 ’ ) ) ’ . .
N “m H.:wwwmw sec 93 '22504.7 6099.391" 60.6043 8.40 . . . . .
N m 19000 usee 24 24682.3 4350.601 43,2281 - -6.30 . - ) . o :
= FOa 600 noee 25 25011.6 - 4086.158 40.6005 ~1.02 - ] . . . E o R -
e T 300.0 X 26 25038.2 °  4064.805 -  40.3884 -3.54 S . C . . : : .
o CNST2 ~ 145.0000000 . 27 25064.3 4043.840 40.1801- =7.20 . M ) L : e ) .
Q CONSTIL 1.0000000 . 28 -25090.5 4022.812 39.9711 - -8.83 : i o
pt - 1.00000000 séc . 29 . -25116.6 4001.795 . 39.7623 -7.49
O . a3 . 0.00000300 sec 30 25142.8 © 3580.764 39.5533 -3.77
e d20 0.00689655 sec 33 25168.7 . 3960.000 - 39.3470 ~1.27
T DETA 636618261710 sec 3 27014.3 © .2477.807 24,6198 7.79
% £1 : :
Z S 74 11.20 usec
o - Pl 0.00 dB
: SFOL . 100.6539737 Miz
m CHANNEL f2
h CPDPRG2, . waltzl6 ]
w2 - . o .
C PCPD2 93.00 usec . v . : : . T
. PL2 - © 120,00 B - : : : -
PLI2 18.00 dB ) . . ) o , -
Wo SFO2 4002520012 Mz : S . . : : . .
O P2 - Processing parametera . . . . . : : . . . "
L. s 32768 ) : . : . T . .
D SF 100, 6429588 Mz , o : . T . : . | 5
{e W : B ) S : z o :
Il séB 0 H - . . . .
2 5 1.00 o , , o © CF; - i ‘ ‘
] GB A . . . ] . AN ) .
S 1.40 : . - . . L
Q 1D NMR plot parameters . . . . N : )
) @ . 40.00 cm : : i : . HCI CF, , . .
i Fp 240.000 ppm , . H - . A .
;! 24154.31 Bz . . E -
O e -10.000 ppm : . - . , )
e -1006.42 Hz : .
PEMCH £.25000 ppn/em : -
HICH 629.01849 Hz/cm . - ) - -
pom 220 200 180 160 140 120 100 80 - 60 40 20 : 0

T
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nmrd00a £-19

ppm

-61.7
" e

Current Data Parameters

NAME 72041-124
" EXPNO T e
PROCNO 1
F2 - hcquisition Parameters -~
Date_ | 20020208
Time “12.27
INSTRUM o spect
PROBHD ~ -5 mm QNP 1H
PULPROG zg30
™' 131072
SOLVENT DMSO
‘NS 153 ~
DS 4 .
SWH 112994.352 Bz
FIDRES - 0.862078 Hz -
AQ 0.5800436 sec
RG . 1625.5
oW ' 4:425 usec
DE §.32 usec
TE . 300.0 K
D1 ! - 0.10000000 sec N
E CHANNEL f1
_Nuc1 19F °
Pl . 11.20 usec
PL1 . -6.00 dB
SFO1 376.5547800 MHz
F2 - Processing parameters -
. 8T .65536
SP 376.6114470 Miz
WoW - EM-
SSB 0 : ) - : .
1B 0.20 Bz . H : :
GB 0 : : .
PC 1.00 . . ) CF;
o : 0. O .
1D NMR plot parameters . L
cx - 40.00 am ’ . s T
F1P 0.000 ppe . o )
Fl - _0.00H - co L HCl N CF
F2p -300.000 ppm . H 3
F2 -112983.42 Hz : 2 - F
PEMCH . 7.50000 ppm/ch
HICM 2824.5856% Hz/cm
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& Q0 ] ' . : ) CF, | c o
80 w\‘
70;: o : _ Nﬂ
:“é 50 :_ o M ‘;ﬁ% § %
§ 40 !.m % ©
30 2
20] ﬁo
%
0] - o | | & 7 ’
40_00A L 3500 ] 3000 A 2500 .. 2000 o 1500 . ) 1000 .-

L
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Wavenumbers (cm-1)

FIND PEAKS:
Spectrum: : 72041-124 t-Sec-amine.HCI
Region: . 4000.00 400.00
Absolute threshold: 63.072 R
Sensitivity: : 50
Peak list:

Position:  1279.11 Intensity:  10.617
Postion; 1134.36  Intensity: 16.061
Position:  1176.95 ' Intensity: =~ 27.438
Position: = 2609.20 Intensity: 28.326
Position:  2452.54  Intensity:  34.645 -
Position:  1078.20  Intensity:  37.170
Position:  2705.18 Intensity: 38.584 .
Position:  2882.45 intensity:  42.777

Position: 840.90 Intensity:  43.792 -
Position:  1105.83 Intensity:  45.986
Position:  1518.46  Intensity: 45.990
Position: 682.59 Intensity:  50.653°
Position: 1200.48  Intensity.  52.260
Position: '1381.07  Intensity: 53.737
Position: = 900.46 Intensity:  55.380
Position:  1054.90.  Intensity: 55.931
Position:  1439.80  Intensity: 56.393
Position: 975.18 intensity: - 57.828
Position:  1608.35  Intensity: - 59.995
Position:  1016.51 Intensity:  60.883.




