Standard Proton Parameters

exp4  s2pul

SAMPLE DEC. & VT
date Dec 11 2004 dfrg 599.738
solvent cdc13 dn HL
file exp dpwr 0
ACQUISITION dof 0
sfrq 599.738 dm nnn
tn H1 dmm w
at 1.598 dmf 200
np 24948 dseq
Sw 7804.1 -dres 1.0
b 4000 homo n
bs 16 PROCESSING
tpwr 56 1b 0.20
pwW 5.0 wtfile
dl 1.000 proc ft
tof 285.3 fn not used
nt 1 math T
ct 1
alock nwerr react
gain not used wexp procplot
FLAGS whs testsn
il n o wnt
in n
dp y
hs nn
DISPLAY
sp -64.1
wp 4478.7
vs 151
sc [
wC 250
hzmm 17.91
is 143.82
rfl 618.1
rfp 0
th 68
ins 1.000

(HO),B X~ C13tzr

5

Table 1, Compound 5

30.65
2.57
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13C OBSERVE

exp2 stdl3c

SAMPLE
date Feb 1 2006
solvent cdc13
file exp

ACQUISITION

sfrg 100.574
in Cc13
at 1.1399
np 59968
Sw 25000.0
fb 14000
bs 16
tpwr 58
pw 8.0
di 3.000
tof 0
nt 400000
ct 624
alock n
gain 50

FLAGS
il n
in n
dp y
hs nn

DISPLAY
sp -1002.1
wp 22687.5
vs 162
sc 0
weC 250
hzmm 90.75
is 500.00
rfl 10750.1
rfp 7766.6
th 20
ins 100.000

DEC. & VT
dfrg 399.941
dn H1
dpwr a2
dof -200.0
am yvy
dmm W
dmf 7200
tdseq
dres 1.0
homo n
PROCESSING
1b 2.00
1sfid 4
wtfile
proc ft
fn not used
math f
werr react
wexp procplot
whs testsn
wnt

Table 1, Compound 5




* HY400NCOC1 S5H31Ser ineSPh
o}

| IO}“c/mﬂr

‘ NHCOC1sHat Table 1, Entry 1. R'=H

fPulse Sequence: s2pul
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Pulse Sequence: s2pul
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| NHCOC5H31

Table 1, Entry 1. R'=H




HYNi5Serinenel3

, Table 1. Entrv 1. R'=H

File : xp
Sample id : tmpstud PN Va
mp! o by HO u\ﬁ/\\/oazﬁ
Pulge Sequence: s2pul NHCOC5Ha4
/
w r
M\. e e e e \\
] | bl }.
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T T T T T LA B B [ R e T T i T T 1
7 6 5 4 3 2 1 0 ppm
[ T [E—] [— Ll [ P e .
1.00 0.95 0.92 3.99 1.92 6.17
0.88 0.95 2.09 44.70



13C OBSERVE

expl stdl3c

SAMPLE
date Nov 20 2006
solvent cdc13
file exp

ACQUISITION

sfrg 100.574
tn E C13
at 1.199
np 59968
Sw 25000.0
fb 14000
bs g
tpwr 58
pw 8.0
dl 3.000
tof ]
nt 50000
ct 1632
alock n
gain 50

FLAGS
il n
in n
dp Y
hs nn

DISPLAY
sp -2983.8
wp 25000.0
vs 162
sc 0
wc 250
hzmm 160.00
is 500.00
rfl1 2983.8
rfp 0
th 20
ins 100.000

DEC. & VT
dfrg 39 el
dn
dpwr
dof (ST
dm yyy
dmm w
dmf 7200
dseq
dres 1.0
homo n
PROCESSING
Tb 2.00
Isfid 4
wtfile
proc ft
fn not used
math T
werr react
wexp procplot
whs testsn
wnt

PR

Table 1, Entry 1. R’
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HYTBSN15SerineSPh
expl Proton
SAMPLE SPECIAL
date Nov 19 2006 temp 25.0 0
solvent cdcl3 gain 2 T8so— l
file exp spin 20 SPy
ACQUISITION hst 0.008 21000;:
sw 6410.3 pw90 11.000 9
at 2.300 alfa 6.600
np 29488 FLAGS
b 4000 il n
bs 16 in n
d1 1.500 dp y
nt 5 hs nn
ct 5 PROCESSING
TRANSMITTER 1b 0.20
tn H1 fn 32768
sfrq 399.790 DISPLAY
tof 399.4 sp -799.1
tpwr 60 wp 6409.9
W 5.500 rfl 3702.0
DECOUPLER rfp 2902.5
dn €13 rp 82.8
dof o 1p -26.6
am nnn PLOT
dmm c we 250
dpwr 42 sc 0
amf 32000 vs 736
th 12
ai edec ph
[
[
J Vs J
| A
ﬂl T 7T 4,\4 B ] T T 1T | R e A § 14 T T 17 3 0 [0 S A‘ﬂ‘lﬂ\"‘ﬂ\‘A‘g\\1 ;I H
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5.05
0.98

Table 1, Entry 1. R'=TBDS

2.02



HYTBSN1S5 mmhwdmm,wuﬁ

File : xp
Sample id : study
le 5a : b Table 1, Entry 1. R'=TBDMS

qmwox;/ﬂ “SPh
Pulse Sequence: s2pul NHCOCsH31
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TBSN15SerineneC13H27

File : xp : o
. L il
sampic ia : capstady s e | Table 1, Entry 1. R'=TBDMS
pulse Sequence: s2pul NHCOC15Hs1
|
L
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=
— ,
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,,,,77,,,q_,,7j,~mlj,|ﬂﬂ,w,_1__‘|ﬂA,wj,,é_ij,;‘wﬂ]j,,k,,,f,,,i‘,,,,[]|j|<|“|>\1
12 10 8 [ 4 2 -0 ppm
L e Ly e
1.00 1.00 0.85 3.%4 2.30 17.14

0.98 0.84 0.83 2.5%0.24 6.43



TBSN15SerineneCl3H27

File : xp o]
Sample id : tmpstudy _
qmmo\/ﬂE N CygHy

Pulse Sequence: s2pul NHCOC5H34

Table 1, Entry 1. R'=TBDMS

; 3

i%%%%z{ R e %%? T T——— ,x%%{%%{%é ?

LI A A O L B B BB

R LA AL LT B L B O O I L B R A B N LR R L L L

220 200 180 160 140 120 100 80 60 40 20 8} Dpm



HY-400-ZsersSph”
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Table 1, Entry 2. R'=H

File : xp NHCbz
Sample id : tmpstudy
Pulse Sequence: s2pul
|
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I
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HY-400-ZserSph

rile : o | Table 1, Entry 2. R'=H

Sample id : tmpstudy

o
Pulse Sequence: s2pul
i Io\/_\me:

NHCbz

bbb
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HYCbzSerineneCL3H27

v 0
wamuw MM : tmpstudy | Io\\/ﬂ\ﬁ</oaxﬁ 1
™ ’ NHCbz , Table 1, Entry 2. R =H

Pulse Sequence: s2pul

]
4 2 -0 ppm



HYCbzSerineneC13H27

expl Carbon
SAMPLE
date Nov 19 2006
solvent cdel3
file exp
ACQUISITION
sw 24509.8
at 2.500
np 122550
fb 17000
bs 16
di 2.500
nt 60000
ct 144
TRANSMITTER
tn ci3
sfrqg 100.537
tof 1042.7
tpwr 60
pw 8.000
DECOUPLER
dn H1
dof -200.0
dm Yyy
drmm w
dpwr 44
amf 10000

SPECIAL
temp
gain
spin
hst
pw30
alfa

il
in
dp
hs
PROCESSING

1b 2.
fn €55

DISPLAY
sp ~1698
wp 24509
rfl 1699
rfp
rp -3
1p -255

FPLOT

wc 2
sc
vs 61
th
ai ecdc ph

nn

[o])
36

-8
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o
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HO Y Cugtar
NHCbz
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Table 1, Entry 2. R'=H
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HYTBSNESASerinesph ., qmmo\J\;/mu:
File : xp [ NHCbz .
Sample 1d : tmpstudy Table 1, Entry 2. R =TBDMS

Pulse Sequence: s2pul

;\ -
| _ﬁ
|
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e oo vy e b
10.01 1.80 0.84 9.09



HYTBSNBocSerineSPh

o

5
File : PA
el TBSO’ /—\ﬁmwj

Sample id : tmpstudy 4
NHCbz Table 1, Entry 2, R =TBDM.

Pulse Sequence: s2pul

" FRTTIT ) " Sl o il b st a I i "
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HYTBSCbzSer inenec13h27

Pulse Seguence: s2pul o
reso~ o
NHCbz
11 10 9 8
474

i i 4k
6 5 4

9.99 2.00 0.95
0.88 .87 0.98

Table 1, Entry 2. R'=TBDMS

— —
3 2 1 -0 ppm
1.91 20.40 8.51
2.01 2.93 5.21




HYTBSCbzSerinenec13h27

Pulse Seguence: s2pul

0]
i
~ A
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T Table 1, Entry 2. R'=TBDMS
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e
HY400-NTrSerinesph

File : Xp
sample id : tmpstudy

Pulse Sequence: s2pul

o
Io\/_\,ﬁm_u

NHTr

Table 1, Entry 3. R'=H

T M T T T T I
10 S 8 7 6 5 4 3 2
[ Ll L [
6.18.11 1.04 1.00 1.14
3.8388 1.09 1.00

T
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_.<400-NTrSerinesph

File : xp

Sample id : tmpstudy

s2pul

Pulse Sequence:

i

b

-

o Table 1, Entry 3. R'=H
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STANDARD 1H OBSERVE

expl stdih

SAMPLE DEC. & VT
date Nov 20 2006 dfrg 399.948
solvent cdcl13  dn H1
file exp dpwr 30

ACQUISITION dof —-630.7

sfrg 399.941 dm nnn
tn HL  dmm c
at 2.202 dmf 200
np 22912 dseq
sw 5203.3 dres 1.0
fb 3000 “homo n
bs 16 PROCESSING
tpwr 58 1b 0.20
pw 8.8 wtfile
d1 1.000 proc ft
tof 207.% fn not used
nt 1 math i
ct 1
alock n o werr react
gain not used wexp procplot

FLAGS wbs
il n wnt
in n
dp %
hs nn

DISPLAY
sp -335.0
wp 5203.3
Vs 151
sc il
we 250
bzmm 20.81
is 178.12
rfl 335.0
rfp 8
th 28
ins 1.008
am cdc

11 10 ]

o
qmmoj\: “SPh

NHTr

5.84 10.05
5.10

1.00 3.85

Table 1, Entry 3. R'=TBDMS




HYTBSNTrsPh

Pulse Sequence: s2pul

Table 1, Entry 3. R'=TBDMS

18507 “SPh
NHTr




STANDARD 1H OBSERVE H

NHBoc

exp2 stdih i Nl
g , 7 Table 1, Entry 4. R’ =H
SAMPLE DEC. & VT i
date Feb 1 2006 dfr 399.940
g solvent cdels dn | HL QQ§§Q==& 7
h file exp dpwr 30
ACQUISITION dof ~630.7
sfrg 3%89.941 dm nnn
tn H1 dmm c
at 2.202 dmf 200 .
np 22912 dseq
sw 5203.3 dres 1.0
fb 3000 homo n
bs 16 PROCESSING
tpwr 58 1b 0.20
pw 8.0 wtfile
d1 1.000 proc ft
tof 207.0 fn not used .
nt 10 math T
ct 10
alock n o werr react
gain not used wexp procpiot
FLAGS whs
i1 n. wnt
in n
dp v
hs nn
DISPLAY
sp 296.8
wp 3033.4
Vs 144
sc [
we 250
hzmm 12.13
is 106.92
rfl 385.0
rfp 0
th 20
ins i.o000
nm cdc ph
|-
4 e e e
|
P A M
T T T T T T T ; T g i T T T T T g T T v T T
8 7 6 5 4 3 2 . ppm
fi— e — et [I—
5.03 0.83 1.07
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13C OBSERVE

exp2 stdl3c

Table 1, Entry 4. R'=H

Compound 7

SAMPLE DEC. & VT
date Feb 1 2006 dfrqg 399.941
solvent cdc13 dn H1 o
file exp dpwr 42z ]
ACQUISITION dof -200.0 i .
sfrog 100.574 dm yyy HO' /“ SPh
tn C13 dmm w 4 NHBoc
at 1.199 dmf 7200
np 59968 .dseq 7
SW 25000.0 dres 1.0
b 14000 homo n '
bs 16 PROCESSING
tpwr 58 1b 2.00
pw 8.0 1sfid 4
gl 3.000 wtfile
tof 0 proc ft
nt 500000 fn not used 5
ct 448 math T
alock n
gain 50 werr react
FLAGS wexp procplot
il n  wbs testsn
in noownt
dp y
hs nn g
DISPLAY
sp -2983.8
wp 25000.0
vs 182
sc ]
we 250
hzmm 100.00
is 500.00
rfl 2383.8
rfp 0
th 20
ins 100.000
nm no ph
. A Hihrin bt ! Wi gy e e L
T T T T TP T T T T T T e
200 180 160 140 120 100 80 60 40 20 0 ppm



2/25/2006 3:0: Seq. Line : 2

fnjection Date :

Sample Name Lomixture Lozation : Vial 2
heq. Operator ¢ Haotang Inj : 1
Ing Volume : 1 pl
ca. Method £ \HECKEN\ 1 \METHODS\ YANGAROG . 1
Last changed 2/25/2006 2:24:57 AM by HaoYang
Analysis Method €2 \HPCHEM\ 1 \METHODS\ YANGHRCY . M
Last changed 3/12/2007 2:35:54 BM by hao
(modified after loadinal n
DADT G, ig=210,8 e =360, 100 (HAGIL DSERDZD) ” H
mau 1 5
: %& g
1400 g g
1200 4 158 "“1 |
1000 i - i
b s B
600 Y
e S
20 ]
TEE AR T R LY
i 0 4 s I} 1o ] i 15 mn
o S SR L b e )
|
1400
1200
1000 )
500 {
a0 i
P it
20 j
5 . B
S . ST o S . S
9 2 4 ] 4 1 i f 16
Area Pescent Report
Sorted By Retention Tirme
Multiplier 1.0000
bilution : 00
Use Multivlier & Dilution Factor with ISTDs
Signal 1: DADL C, §ig=210,8 Ref=360,100
Peak RetTime Sig Type  Area Height Area
# (min} [mAU*s] {mAU} %
= 5 o
5250 1 BV 2.9500led 1399.27161 40.5982 .
2 10371 1 VB  4.37508c4 1692.85803 594046
Totals 7.3648Res 2000 12084
Results obtained with enhanced integrator!
v+ End of Report *vE
Injection Date : 2/25/2006 2:36:18 AM Seg. Line 1
sample Name Lserinesph Location : Vial 1
heq. Operator ¢ KaoYang ay i L
o) Velume : 1 ul

< \HPCHEM\ 1 \METHODS \ YANGHROE .M
2/25/2006 2:24:57 MM by HaoYang

Analysis Method
Last changed

4 [ L) 10 12 14
0 (FACL SR )

9 2
TRGT D, §57790, 18 18

Area Percent Report

Retention Time
1.0000

> .0000
Use Multipiier & Dilution Factor with ISTDs

signal 1: DADI C, 8ig=210,§ Ref=360,100

Area
[mAU*s]

Height Area

peak RetTime Sig Type
#  (win] [mAU] B

1 9.261 1 BB
2 10.433 1 BP

99.7945
0.2094

5.04642e4  2086.64185
105.90656  4.44472

5.05682ed  2089.08657

Totals

Results obtained with echanced integrator!

**+ End of Report *#*

£ punodwio)

A - Ayug T 219u]

H
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H

R564//600MHzZ//3-17=08

exp

dat
sol
i1

sfr
tn

1 szpul

SAMPLE
e Mar 17 2006
vent cdecl3
e exp
ACQUISITION
q 533.738
H1

1.598

DISPLAY
-186.1
5271.3
151

DEC. & VT
dfrg 599.738
dn H1
dpwr 0
dof 0
dm nnn
dmm w
dmf 200
dseq
dres 1.0
homo n
PROCESSING
1h 0.20
wtfile
proc ft
fn not used
math f
werr react
wexp procplot
whs testsn
wnt

0.95

o
IO\//—¥F<\\/OGIH

NHBoc

Table 1, Entry 4. R'=H

Compound 12




13C SENSITIVITY
ASTM SAMPLE

expl s2pul

SAMPLE DEC. vT
date Mar 17 2006 dn H1
solvent cdc13 dof =400.0
file exp dm yyy
ACQUISITION dmm W
sfrg 150.818 dmf 8000
tn c13  dpwr 38
at 0.443 PROCESSING
np 30108 1b 2.00
sw 33984.7 fn not used
fh 19000 math f
bs 16
pw 5.0 werr react
pw 5.0 wexp procplot
tpwr 56  whs testsn
d1 2.000 wnt
tof 1400.8 DISPLAY
nt 2e+06 sp -2096.2
ct 576 wp 33984.7
alock novs 1303
gain not used sc 0
FLAGS we 250
il n hzmm 135.94
in n s 500.00
dp y rfi 2096.2
hs nn rfp 0
th 23
ins 1.000
ai ph

A

180

Table 1, Entry . R'

Compound 12

=H



STANDARD PROTON PARAMETERS

expl s2pul

SAMPLE
date Feb 27 2006
solvent cdc13
file exp

ACQUISITION

sfrq 599.607
tn ) H1
at 2.002
np 32832
sw 8201.8
b 4600
bs 16
tpwr 56
pw 3.0
d1l 1.000
tof ~B57.6
nt 50
ct 50
alock Y
gain 6

FLAGS
i1 n
in n
dp Y
hs nn

DISPLAY
sp -313.6
wp 5329.9
Vs 151
Sc 35
wC 215
hzmm 24.75
is 272.32
rfl 603.9
rfp 0
t 3
ins 1.000

nm cdc  ph

DEC. & VI

dfrg 599.508
dn H1
dpwr 30
dof 0
dm nnn
dmm [3
dmf 200
dseq

dres 1.0
homo n

PROCESSING

11 0.20
wtfite

proc ft
fn not used
math f
werr react
Wexp procplot
whs

wnt wit

TBSO

0.80

i
Y sPh

NHBoc

8

Table 1, Entry 4. R'=TBDMS

Compound 8



STANDARD ODW@QZ PARAMETERS

Table 1, Entry 4. R'=TBDM,

expl s2pul
SAMPLE DEC. & VT
date Feb 27 2006 dfrg 538.606 QQEEQ:‘u&%
solvent cdec13  dn H1
file exp dpwr 35
ACQUISITION dof -1500.0
sfrg 150.785 dm vyy ] o
tn C13  dmm W
at 1.299 dmf 8000 e ~
np 90944 dseq TBSO J\: SPh
SwW dres 1.0 : NHBoc
i homo n
bs PROCESSING i 8
tpwr 3.00
pw
dl ft
tof 902.2 not used
nt 200000 f
ct 96
react
procplot
testsn
i H
i H
oo b b iy st ! e g y " A
200 180 160 140 120 100 80 650 40 20 0




Injection Date : 3/2/2006 3:03:20 AM Seq. Line
060301-04 Location
HaoYang In}

Inj Volume

Sample Name
Bcq. Operator

Analysis Method

Last changed

C:\HPCHEM\1\METHODS\RUEDIGER .M
2/24/2006 6:22:29 AM by Harry
C:\HPCHEM\ 1\METHODS \ YANGHAQY . M
3/12/2007 2:58:09 AM by hao
(modified after loading)

DADT €. Sig=210,8 Re

60,100 (HACROEOH010G4.D)

-
[ mau e o
{ - e ph £ S
0- v,%w"‘y B?M d & L*?:
e i §
0 Y Bsp e TSP
; M gr, e T
o0 S adan
150 -
200
fvzso,““‘-“v‘r..‘l",v“‘
1 12 12 15 iy
i BADT T3, Slg=230 16 Rel=360,700 (HAODBOBOTOZ 1)
| maug .
I i
4 50
| |
| |
i 200 l
2504 ., ]
L’ 1 12 4 14 15 mid
Area Percent Report
Sorted By H Retention Time
Multiplier : 1.0000
Dilution : 1.0000
Use Multiolier & Dilution Factor with ISTDs
signal 1: DADL C, $ig=210,8 Ref=360,100
Peak RetTime Sig Type  Area Height Area
{min] [mAU*s] [mAU) %
S Y PR Y. ) 1 1
1 12.778 1 MM 1464.15771 105.55557 57.5431
2 13.451 1 MM 1082.29785 84.85347 42.5355
Totals 254445557 182 40804
Results obtained with enhanced integrator!
*** End of Report **x
Injection Date : 3/7/2006 2:57:32 AM seq. Line : 1
Sample Name 1 060306-04 Location : Vial 23
RAcq. Operator : hao Inj : 1
Inj Volume : 1 pl
Req. Method : C:\HPCHEM\1\METHODS\RUEDIGER.M
Last changed 2/24/2006 6:22:29 AM by Harry
Analysis Method : C:\HPCHEM\1\METHODS\YANGHAO9.M
Last changed 3/12/2007 3:00:14 BM by hao
(modified after loading)
AL, S50, R T (HAG08020604, )
mAUW] c{;{« 3
] IR WP
15004 ’1%&\33&" 5
1000 -| N B :
1
500 -
C I T I s
mir} a N
S |
s <
X ®
N
S Iy
i~ E
Co Q
i '
13 14 15 mid 'w
~

Area Percent Report

sorted By
Multiplier
Dilution

Use Multiplier

Signal 1: DAD1

g Retention Time
H 1.0000
& 1.0000

& Pilution Pactor with ISTDs

C, $ig=210,8 Ref=360,100

peak RetTime Sig Type  Area Height Arca
[min) [mAU*s] {mAU] 8
S | S [ | I
1 12.750 1 MM 2.78072ed4 2173.24683 100.0072

Totals :

2.78052e4 2171.24682

Results obtained with enhanced integrator!

SWad.l

*#**% End of Report *#**



Standard Proton Parameters

Table 1, Entry 4. R'=TBDM,

expl s2pul

SAMPLE DEC. & VT
date Jun 24 2005 dfrg 599.738 9 QQS‘QH&N\N& e
solvent cdc13 dn HL
file exp dpwr 0 i |

ACQUISITION dof 0
sfrg 599.738 dm nnn
tn H1 dmm W
at 1.538 dmf 200 5
np 24948 dseq
sw 7804.1 dres 1.0
fb 4000 homo n
bs 16 PROCESSING
tpwr 56 1b 0.20
pw 5.0 wtfile
di 1.000 proc ft
tof 285.3 Tn not used
nt 5 math T |
ct 5
alock nowerr react
gain not used wexp procplot

FLAGS wbs testsn
i1 n wnt
in n
dp y
hs nn
DISPLAY

sp -280.9
wp 2981.2
vs 151
sc 0
we 250
hzmm 19.92
is 109.64
rfl 4963.1
rfp 4354.1
th 13
ins 1.000
nm cdc ph




13C OBSERVE

expl stdl3c

SAMPLE
date Jul 18 2005
solvent cdc13
file exp

ACQUISITION

sfrg 100.574
tn C13
at 1.199
np 59968
s 25000.0
fb 14000
bs 16
tpwr 58
pw 8.0
dl 3.000
tof 0
nt 10000
ct 224
alock n
gain 50

FLAGS
il n
in n
dp y
hs nn

DISPLAY
sp -1291.5
wp 22006.1
vs 162
sc 0
we 250
hzmm 88.02
is 500.00
rfi 2983.8
rfp 0
th 20
ins 100.000

DEC. & VT
dfrg 389.941
dn H1
dpwr 42
dof -200.0
dm yyy
dmm w
dmf 7200
dseq
dres 1.0
homo n
PROCESSING
1b 2.00
1sfid 4
wtfile
proc ft
fn not used
math f
werr react
wexp procplot
whs testsn
wnt

|

S gfiif%‘g%gf%%{iz b

,?

Table 1, Entry 4. R'=TBDMS
Compound 9
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Injection Date : 3/7/2006 11:25 s . 1
Sample Name 06030702 Location : Vial 2
Acq. Operator i Hao 1

Last changed

©: \HECHEM\ 1 \METHODS\ YANGEAOT
3/2/2006 11:08:47 PM by hao
2 \HPCHEM\ L\METHODS\ YANGHACS . M
3/12/2007 3:01:47 A4 b
(modified afte:

Inj :
Inj Volume : 1 ni

ading)

GADT G 5GR210.8 Rat=360.100 (ADOB

702D

Ay
4a0- |
gf}
300+ @ 4 FRLD I,
4] 3 C”?M'
et . A b
200- TS E: Cay L!ZJ o0 M H g
F 7 i
MHE
100 -
o
~100 N
¢ 25 s s 10 125 15 a7s il
hrea Percent Report
Sorted Bv B Retention Time
Mul€iplier : 20000
Dilution H 000
Use Multiplier & Dilution Factor with ISTDs
signal 1: DADL €, Sig=210,8 Ref=360,100
Peak RetTime Sig Type  Area Height  Area
¥ Dminl tmnu*s] mawl 5
M4 4201.26416 330.11287 24.0928
M0 8121.76172 £14.05026 65.9072
1.2323004 16221
Results obtained with enhanced integrator!
“»% End of Report **+
Injection Date : 3/12/2006 9:15:17 AM Seq. Line 1 1
Sample Name 06031102 Location vial 2
Acq. Operator : Hao 3 1
nj volume : 1 Wl
Acq. Method €3 \HPCHEM\ 1\METHODS\ YANGHAC7 .M
Last changed 3/2/2006 11:08:47 PM by hac
Analysis Method C: \HPCHEM\ 1\METHODS\ YANGHROS .M
Last changed 3/12/2007 2: 47
modi£i after )
560100 (B0 100
0
00| i
] i
100 i
o
100
SRR R R Co AR AR I -
0 2 $ 7s 1 15 1 s b
Area Fercent Report
sorted By : Retention Time
Multiplier : 10000
Dilution 1.6000

Use Multiplier & Dilution Fagtor with ISTDs

signal 1: DAL C,

Peak RetTime Sig Type
% (min]

1 14.951 101
2 15.821 1 MM
Totais :

$1g=210,8 Ref=360,100

Brea Height Area
[mAu*s] (AU} %
28.52520  2.84885 0.3

7975.51563 616.33783 99.6436

8004.04082 61918638

Results obtained with enhanced integrator!

wwx End of Report *r+
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hy400-fmocsersph

Pulse Seguence:

s2pul

11

10

2.48 10.43
2.51

.24

(0]

Io)_\_ﬁmn;

NHFmoc

Table 1, Entry 5. R'=H



2130 ommmm<m« \ Table N“ muﬁ:u\ 5. NNHN*

Pulse Seguence: s2pul

I
o~

SPh

NHFmoc

A

200 180



HYFmocSer inenec13h27 ! i

H =
Pulse Sequence: s2pul 10).\:/\/0315

NHFmoc

Table 1, Entry 5. R'=H

!

11 10 9 8 7 6 5 a 3 2 1 -0 ppm
H.mwwhmﬂw=.rw» 0.86 w,.um 1.84 E H.‘,,wp ‘ 2.88
1.88.94 0.94 0.85 0.99 . 2




; 0
13C OBSERVE i
Io\/.LF\\)oazs

expl stdl3c i NHFmoc Table Nn m{;‘u\ 5. §~"m

SAMPLE DEC. & VT i
date Nov 18 2006 dfrqg 399.941 i
solvent cdcl13 dn HL
fite exp dpwr 42
ACQUISITION dof -200.0
sfrg 100.574 dm yvy
tn €13 dmm w
at 1.139 dmf 7200
np 59968 dseq
sw 25000.0 dres 1.0
fb 140060 homo n
bs 16 PROCESSING
tpwr 58 1b 2.00
pw 8.0 1sfid 4
di 3.000 wtfile
tof 0 proc ft
nt 20000 fn not used
ct 400 math i
alock n
gain 50 werr react
FLAGS wexp procplot
il n  whs testsn
in n o wnt
dp y
hs nn
DISPLAY
sp -2983.8
wp 25000.0
vs 162
sc 0
we 250
hzmm 100.00
is 500.00
rfi 2983.8
rfp 0
th 20
ins 100.000

nm nc ph

, i

, , , ,
o 3_,é,..?,ig},%%%%é%%g%i;i% fgﬁ,%{x__??é% ity

180 160 140 120 100 80 60 40 20 i} ppm



s

OTBSNFmocSerineSph
File : xp '
sample id : tmpstudy { m/
A \, -
[ SPh
Pulse Sequence: s2pul TBSO /r:_uaon

S s

11 10 ) 8

ok,

Table 1, Entry 5. R'=TBDMS




OTBSNFmocSerineSph

File : xp
Sample id : tmpstudy f o
i 1
Pulse Sequence: s2pul AmwO\/ ~SPh

Table 1, Entry 5. R'=TBDMS

| |
|

e i (R " R v b s b kst
TTT w TTTT 7 T T W TT 1 TTrIT T 4 T T ﬂ TTTT _ T ,,, T d IRERERNE [ TIT TTTT 7 T 1T TTTT T 7 Ti.7 7T 7 TTTT ,. T T 1T 7 T 7 T T TT 7 TT 1T _ T T T
220 200 180 140 120 100 80 60 40 20 0 DPm



HYTBSFmocSerinenecl3h27

Pulse Seguence: s2pul

0 1
I S Table 1, Entry 5. R'=TBDMS
1 NHFmoc
i |
t
11 10 ] 8 7 6 5 4 3 4 1 -0 ppm
2.37 N‘.Nw 100 T 204008 2.12 ) 5.62
1.04 1.201.06 2.31  12.55

2.202.07 1.12



HYTBSFmocSer ineneci3h37

expl stdl3c

SAMPLE
date Nov 17 2006
solvent cdel3
file exp

ACQUISITION

sfrg 100.574
tn Ci3
at 1.199
np 59968
sw 250000
fh 14000
bs 16
tpwr 58
pw 8.0
d1 3.000
tof 0
nt 50000
ct 112
alock n
gain 50

FLAGS
i1 n
in n
dp v
hs nn

DISPLAY
sp -2983.8
wp 25000.0
Vs 162
sC 0
wC 250
hzmm 100.00
is 500.00
rfl 2983.8
cfp 0
th 20
ins 100.000

DEC. & VT

dfrg 399.341
dn HL
dpwr 42
dof -200.0
dm yyy
dmm w
dmf 7200
dseq

dres 1.0
homo n

PROCESSING

1b 2.00
1sfid 4
wtfile

proc ft
fn not used
math T
werr react
wexp procplot
whs testsn

wnt

Table 1, Entry 5. R'=TBDMS




110506HY

expl Proton

SAMPLE SPECIAL
date Nov 5 2006 temp 25.0
solvent cdel3  gain 30
file exp spin 20
ACQUISITION hst 0.008
sW 6410.3 pwSOo 11.000
at 2.300 alfa 6.600
np 29488 FLAGS
fb 4000 il n
bs 16 in n
da1 1.500 dp b
nt 200 hs nn
ct 200 PROCESSING
TRANSMITTER 1b 0.20
tn H1 fn 32768
sfrq 399.790 DISPLAY
tof 395.4 sp -305.8
tpwr 60 wp 4839.0
Pw 5.500 rfl 3702.0
DECOUPLER rfp 2902.5
dn c13  rp 78.8
dof o 1p -19.4
dm nnn PLOT
dmm c we 250
dpwr 42 sc 0
amf 32000 wvs 601
th 12
ai cde ph
||<|m||,|‘.l| T T T T ‘JJ|_|‘_:|1‘7 ¥
11 10 S

0

pe

PN
WY »/_\ /\//OANINN

NHBoc
10

7 6

5

e L

e

00 0.90
1.02 0.06

D U WS

0.04
0.03

4

L e

1.02

1.07
1.03 1.33

T T 1ﬂ|\|_‘lﬂ|<|t~|,\|1 ,‘l_.|,|4|~,|<\‘|<l\lm‘4|\4|.ﬂ|_\ .1_14|\|<\

3

Scheme 2, Compound 10

i

Y | S

2
[
1.95

J\

AN

L

)

1
L

|
*

P | U —

I M\Wjﬁw4|\|_||<|r

-0 ppm

3.22 16.78

9.89.16

5.76



Scheme 2, Compound 10
anti:syn>97:3

3.949
2931

-4.134
—-3.923

/73.956

/

—3.760

—4.206

3.741

_ ,—3.571
T —3.562

— |

I\ ] ot
\ \ J e e s N e,
A A C\ e N z\(«\\ /»,}s.}\?\?\ N

\ 7
! K«f}s\!,!ler%x,k)}ﬁl&\ eIt

T 7 L e I LA T B L S R R B B B
4.7 4.6 4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 3.4 ppm
[— [ L . - L - . )
0.04 1.02 1.07
0.03 1.03



3

TRLe My e L M
i

tbsbocsphingsoined400
o

Pulise Seguence: szpul

H H

SmoxJ\ RN
NHBoc
10

"o

CrsMay

Scheme 2, Compound 10

200 180 160 140 120 100




STANDARD PROTON PARAMETERS

Scheme 2, Compound 11

expl s2pul

SAMPLE & VT
date  Mar 24 2006 599.608 i OH
solvent cdcl3 H1 § © B PN
file exp 30 i AR

ACQUISITION 0 HO e gty

sfrq 599.607 nnn i NHBoc
tn H1  dmm c
at 2.002 dmf 200
np 32832 dseq
sw 8201.8 dres 1.0
fb 4800  homo n
bs PROCESSING
tpwr _ o 0.20
pw wtfile
di ft
tof not used
nt f
ct B
alock Yy owerr react
gain 6 wexp procplot

FLAGS whs .
i1 n o wnt wft
mn n
dp ¥
hs on

DISPLAY |
sp 32.1 |
wp 5297.7 i
vs 151
ST 35
we 215
hzmm 24.61
is 6408.67
rfl 4956.6
rfp 4353.1
th 0
ins 1.000
nm cdc  ph —

i ;o 7
8 / 6 5 4 3 2 1 ppm
.00 0.74 1.021.01 1.86 9.1r0.12
1.00 1.00 0.01.92 2.02 2.26 z.72




va
(S)
@//\“%voalﬁ

NHBoc

-3.801

©
-
~
o

)
=3
©
L)
1
|

Scheme 2, Compound 11
d.r.>200:1

il'e}

H
8

HO™ e C gy

NHBoc




. OH ‘ e e ]
3 & i P P 7
: HO ™ TR CHyy dor
13C OBSERVE NHBoc
Scheme 2, Compound 11

expl stdi3c

SAMPLE DEC. & VT
date Mar 24 2006 dfrg 399.841
solvent cdc13 dn H1
file exp dpwr 42

ACQUISITION dof ~200.0

sfrg 100.574 dm vy
tn Ci3  dmm w
at 1.188 dmf 7z00
np 59968 dseq
SW 25000.0 dres 1.0
fb 14000 homo n
bs 16 PROCESSING
tpwr 58 - 1b 2.00
pw 8.0 1sfid 4
d1 3.000 wtfile . |
tof 0 proc Tt
nt 45308  fn not used
ct 8672 math f
alock n
gain 50 werr react

FLAGS WEXP procplot
il n  wbs testsn
in n wnt
dp v
hs nn

DISPLAY
sp -2983.8
wp 25000.0
Vs 162
sc 0
we 250
hzmm 100.00
is 500.00
rfl 2983.8
rfp 0
th 20
ins 100.000




Injection Date : 3/15/2006 2:33:10 AM Seq. Line
Sample Name 06031409 Location
Aeq. Gperator HAo

o

1n)
n3 Volume

T PN 13”
ECHEM\ 1\METHODS \ YANGHROO .M W
3/15/2006 2:25:51 AM by RO .,
C: \HPCHEN\ 1\METHODS \ YANGHAOS .1 ﬁ&.k‘y{i
3/11/2007 5:32:45 .
GG Rere360, 100 (A0S 08T —

heq. Method
Zast changed

» nABE
f

o o4

“‘Tj“w‘f% iz
WL

o MBS 1,

I3 5 E E s
) [
Eok
VO ey ¥
) ~HBay,
»
i 10
o] S — -
5 1 - 3 "
Area Percent Report
Sorted By Retention Tims
ier B -aooe

Multiplier & Dilution Factor with ISTDs

Signal i: DADL €, Sig=210,8 Re:

60,100

Peak RetTime Sig Type  Area Height
#  (min) [mAU*s] [ma0]

| -
3,132 1 MM 783.20310

1 17.85378 18,4796

2 24.709 1 a4 45.91369  1.36458  1.1777

3 25.976 1 MM 3040.63037 59.944ls 71.7432

9 27.732 1 MM 356.46802  6.66017  B.g46e
totals : 4238.21527  63.82267

Results obtained with enh:

ed integrator!

#** End of Report s+

Injection Date : 3/17/2006 12:02:34 BM Seq. Line :
sample Name : nbocsphingosine Location
Req. Operator a0

1
vial 4z
1

Iny

Tni Volume : 1 pl

Acq. Method i Ci\HFCHEM\1\METHODS \ YANGHAOS . 3
 3/17/2006 11:51:20 AM by Eao

C: \HECHEM\ 1 \METHODS \ YANGKAOS . M
/11/2007 8:3

25 A by

2/
GATDE R

i 3
RIS 6]
40
o S R ) ) 3 mi
Area Percent Report
Sorted By : Retention Time
Multiplisr : 1.0000
Dilution

: 1.0000
Use Multiplier & Dilution Factor with ISTDs

signal 1: DADL C, $ig=210,3 Ref-360,100

peak RetTime Sig Type  Ares Height
#  min] e

*s] [a0]

1oMM 1607.38011 20,

1605.

6011 18.71342

Results obtained with emhanced integrator!

#*% Eod of Report wx+

Lindonyuvua

A
[T punodwo)) ‘z awaydg



ction Date : 3/9/2007

5:20 AM seq. Line
abocsphingosine Location
a0

San

le Name
Acq. Operator

B
vial 43
1

103
Inj Volume : L ut
Rcq. Method © C:\HECHEM\ 1\METHODS\ YANGHAGS . M

102 M

3/9/2007 by Hac - .
e oo -pH

2 \HPCHEM\ 1 \METHODS\
3/11/2007 8:3:

| i
|
|
|
‘ o4 T RO
) 1 15 % gt £ 3 il '
i DT G0 8 R RT (AGOROET ] e = ©
2 vty
o NN 2 2 s .
Y ; e ‘@ T Tl‘}
witber
s 1o 5 EY % 5 3 Y
5 1B RETIB0 765} “
s 10 15 2 % ) 3
Ares Percent Report
Sorted By Ketention Time
Haltiplier 1.0000
Dilution : 110000
tse Multiplier & Dilution Factor with ISTDs
Signal z: DADL C, $ige210, Ref=360,100
beak RetTime §ig Type  Area Height  Area
min} fmAU*s} (AU %
- i = -1
9.258 2 BV 2117.04785 33.79112 69.1005
: 31428 2 VB 950.6728%  14.37016 31,0300
Totals : 3062.72070  44.16131
Results obtained with enbanced integrator!
w++ End of Report *F¥
Tnjection Date : 3/3/2007 5:21:08 A4 Seq. Lire : 1
Gemple Name | : nbocsphingosine Zocation : Vial 42

ho operator 1 T
od- Tnj Volume : 1 pl
C: \HPCHEM\ 1\, METHODS \ YANGHACY . M.
3/5/2607 4:31:02 A4 by Hao o
s/ogzonn diato m by e el
N Sa5149 nf by Bao A
A Badkamris

Acg. Method
Last changed
Analysis Method :
Last_chana:
i RO

may
10

54

% B
o s

e lile} 2

gl

Area Percent Report

Retention Time

sorted By
Multiplier
pilution B

Use Hultiplier & Dilution ¥a

or with ISTDs

Signel 2: DADI G, Sig=210,§ Ref=360,100
Peak RetTime Sig Type — Area Height Brea
4 min} [eRO* s ) 2

1 29.147 2 BB 93.06110  12.67131 100.5064
“Totals : 785.96118  8.67131

Results obtained with enhanced integrator!

=tx Bnd of Report ***

Apand 1211102.42)sD1p
A T Ayud ‘T a1qny

H



STANDARD 1H OBSERVE

Scheme 2, Compound 1

4 NH,
expl stdlh 1
SAMPLE DEC. & VT
date Apr 1 2006 dfrg 389.940
solvent cdecl13 dn HL
file exp dpwr 30
ACQUISITION dof -630.7
sfrg 399.941 dm nnn
tn H1  dmm c
at 2.202 dmf 200
np 22912 dseq
Sw 5203.3 dres 1.0
fh 3000 homo n
bs 16 PROCESSING
tpwr 58 1b 0.20
pw 8.0 wifile
di 1.000 proc ft
tof 207.0 fn not used
nt 40 math T
ct 40
alock n werr react
gain not used wexp procpiot
FLAGS whs
il n o wnt
in n
dp v
hs nn
DISPLAY
sp -132.7
wp 3922.7
vs 151
sc 0
we 250
hzmm 15.69
is 79.53
rfl 3293.8
rip 2903.6
th 20
ins i.000
nm cdc ph
—
—— e .
| il
L AU = e —
u - u u ¥ T u T T ! T u g u T Ea
8 7 4 3 2 ppm
JE R o [P R
0.94 1.08 2.00 19.75
1.93 4.01 2.13 2.80



- N
| HO \J\/\/oazﬁ
13C OBSERVE H NH,
i 1
expl stdl3c !
SAMPLE DEC. & VT
date Apr 1 2006 dfrg 399.3941 %ﬁ\nNsNN QQS@Q:E&N
solvent cdc13 dn Hi 4
file exp dpwr 42
ACQUISITION dof -200.0
sfrog 100.574 dm vyy
tn Ci3 dmm . w
at 1.199 dmf 7200 S
np 59968 dseq )
sSw 25000.0 dres 1.0 o)
Th 14000 homo n o
bs 16 PROCESSING |
tpwr 58 1b 2.00
pw 8.0 1sfid 4
di 3.000 wtfile
tof 0 proc ft he
nt 4e+06 Tn not used )
ct 304 math f I
alock n ~
gain 50 werr react |
FLAGS wexp procpliot -
il N whs testsn
M: n wnt
P v =
hs nn >
DISPLAY - -
sp -2984.3 =~ <+~
wp 25000.0 =y
vs 162 - co 3o
sc i AVa 3
we 250 as
hzmm 100.00 =
is 500.00 ' 0 ©
rfl 10750.9 fa®
rfp 7766.6 <
th 3 -
ins 100.000 i
nm no ph -
-
&
@
<«
©
-
~
w»
< -
3 -
o o
& 5
- w
! ~
|
el

f:_,,p_.;i%%iﬁ
T (S ANL  B  a  -

20 0 ppm




AcO” Y G H,,

exp5 Proton ZT_ >O
SAMPLE SFECIAL
date May 31 2007 temp 31.0
solvent cdel3 gain 30
file /home/nmruser~ spin 20
/lsl~a/Hao_Yang/tr~ hst 0.008
iactatesphingosine~ pw30 11.000
Hi.fid alfa 6.600
ACQUISITION FLAGS
sw 6410.3 il n
at 2.300 in n
np 29488 dp v
fb 4000 hs nn
bs 16 PROCESSING
di 1.500 1b 0.20
nt 10 fn 32768
ct 10 DISPLAY
TRANSMITTER sp -70.5
tn HL wp 3805.3 |
sfrq 399.790 rfl 806.4 |
tof 399.4 rfp [}
tpwr 60 rp -0.4
ow 5.500 1p -30.5
DECOUPLER PLOT
dn Ci3 wc 250
dof 0 sc o]
dm nnn Vs 172
dmm c th 43
dpwr 42 ai cde ph
dmf 32000

9 8 7 6 5 4 3 2 1
SRR B | JEN T I WV S SO e
0.97 1.00 0.95 1.00 1.79 1.64 3.33

0.35 1.08 0.97 5.8396 24.30



4
exp5 Carbon >OO\/_\/\/OAwIMN

SAMPLE SPECIAL NHACc
date May 31 2007 temp 31.0
solvent cdel3d gain 50
file exp spin not used
ACQUISITION hst 0.008
sw 24509.8 pws0 16.000
at 2.500 alfa 10.000
np 122550 FLAGS
fb 17000 il n
bs 16 in n
di 2.500 dp b4
nt 400 hs nn
ct 96 PROCESSING
TRANSMITTER 1b 2.00
tn Cc1i3 £n 65536
sfrqg 100.537 DISPLAY
tof 1042.7 sp -1698.8B
tpwr 60 wp 24509.1
W 8.000 «xfl 1699.6 .
DECOUPLER rfp o
dn H1 rp 77.4
dof -200.0 1p -212.3
dam Yvy PLOT
Grom w o we 250
dpwr 44 sc 0
dmf 10000 vs 5080
th 4
vai ede ph
|
i i
i

_, %%z%%i%%?%%%;

L L L L L L L O B L LN B O I B

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

[T T [P T T T T T




HYPhphosphateNbocSerineSph

File : xp
sample id : tmpstudy

Scheme 3, Compound 13

NHBoc
Pulse Sequence: s2pul

Vel
s e

i
h A
LN A I R [T . T T T

12 i0 6

o = ey
8.92 0.85 1.07

6.01 1.87

ppm



HYPhphosphateNbocSerinesph
File : xp | PhO-!

M o
sample id : tmpstudy ~ PhO” /O\J\_ﬁmnj
| NHBoc

Scheme 3, Compound 13

Pulse Sequence: s2pul

E 4

T e e A —— il

AL LI L L B L L L L B L B R R EERRRRE

220 200 180 160 140 120 100 80 60 40 20 0 rpm




STANDARD PROTON PARAMETERS il 1
| PhO-p \ﬁf\/
LN
expl s2pul . Po” oY CigHy
SAMPLE DEC. & VT | el
date Jan 17 2006 dfrg 599.608
solvent cdel13  dn H1
HEM Sxp  dpwr 20 Scheme 3, Compound 14
ACQUISITION dof 0
sfrgq 599.607 dm nnn
tn H1  dmm c
at 2.002 dmf 200
np 32832 dseq
sW 8201.8 dres 1.0
b 4600 homo n
bs 16 PROCESSING
tpwr 56 1b 0.20
pw 3.0 wtfile
dl 1.000 proc ft
tof -657.6 fn not used
nt 10 math f
ct 10
alock vy wers react
gain 20 wexp procplot
FLAGS whs
i noownt wft
in n
dp ¥
hs nn
DISPLAY
sp 86.9
wp 4724.8
vs 122
sC 35 -
we 218
hzmm 21.95
is 465.07
rfl 4956.8
rfp 4353.1
th 7
ins 1.000
nm ph
— —~ —~ o ; y
- M M A .
7 6 4 3 1 ppm
3.87 09 0.93 1.86 10.43
5.64 1.00 6.97 .01 20.62




pbocserinenel3

Scheme 3, Compound 14

m PhO _O i
expl Carbon { ij\v/O\/“z/X/OaIB
SAMPLE SPECIAL blell3
date Nov 23 2006 temp 25.0
solvent cdecl3 gain 50
file exp spin not used
ACQUISITION hst 0.008
sw 24509.8 pw90 16.000
at 2.500 alfa 10.000
np 122550 FLAGS
fb 17000 il n
bs 16 in n
di 2.500 dp v
nt 3000 hs nn
ct 496 PROCESSING
TRANSMITTER 1b 2.00
tn C1l3 fn 65536
sfrq 100.537 DISFLAY
tof 1042.7 sp -1658.8
tpwr 60 wp 24509.1
W 8.000 rfl 1689.6
DECOUPLER rfp Q
an H1 rp -8.3
dof -200.0 1p -220.6
dm yyy PLOT
dmm w  wc 250 |
dpwx 44 sc o]
dmE 10000 wvs 7548
th 28
ai cde ph
|
|
W L
:;,:,,:_m:::,i:,:,.ﬂ_::,::,:,i:i,,,,:ﬁ;::tf,,_j,::i,;,:;:,;,:;:,,:_:_:_f
220 200 180 160 140 120 100 80 60 40 20 0 pPm



/

/

HYglycoNcbzserinesph

Pulse Sequence: s2pul

Scheme 3, Compound 15




giycochzserineSPh

Pulse Sequence:

s2pul

L

200

1880

160

120

Scheme 3, Compound 15

ppm



R4G7//400MHz//11-21-05 Iwm: I}
i | N
expl  stdlh i 80" \IO/ Ko} CigHar
SAMPLE EC. & VT i BnO o/m NHCbz
date Nov 22 2005 dfrg 388.940 | | u
solvent cdcl3 dn H1 H
file exp dpwr 30 i
ACQUISITION dof -630.7
sfrog 399.941 dm nnn
tn HL dmm [
at 2.202 dmf 200
np 22912 dseg
sw 5203.3 . dres: 1.0
fb 3090 ;c__a“wv n )
bs 16 ROCESSING
tpwr 58 1b 0.20
pw 8.0 wtfile
dl 1.000 proc ft
tof 207.0 fn not used
nt 200 math T
ct 200
alock noowerr react
gain not used - wexp procplot
FLAGS whs
il n o wnt
in n
dp v
hs nn
DISPLAY ]
sp 4.6 i
wp 3484.4
vs 151
sc 0
we 250
hzmm 13.94 ,,
is 124.95 |
rfl 395.0
rfp 0
th 15
ins 2.000
nm cdc  ph
T T 4 T g T T T T : e . : :
8 7 6 5 4 3 2
I — i [ SR - - o —
22.55 1.20 0.60 1.94 9.60 0.70.45 0.938 0.45 23.88
2.02 1.01 0.38 0.99 0.450.43 4.94 1.70 1.62

Scheme 3, Compound 16




gcbzserinengl3

Pulse Sequence: s2pul

Scheme 3, Compound 16

L L ey

40 20 0 ppm



B

HY-400-NBocDiméthylphosphateSiP

File : xp
H OH
Sample id : tmpstudy i =
i P0Gt Scheme 4, Compound 17
Pulse Sequence: szpul " (Me0)(0) w_:moo
L
- s — /)
i |
i { |
A b n >LkL W ho ¥ C
‘w T ST T T T T 4 1T T 7 T T T [ T 1 1 7 LI 7 T T T T T T T 7 T T T 7 T T T * T T T 7 T T 7 LI L \M\ [ R | 7 |
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R e s R
0.86 0.72 1.77 0.77 8.63 3.00



“"HY-400-NBocDimethylphosphateS1P

Scheme 4, Compound 17

File : xp
Sample id : tmpstudy | OH
i A~ G aH
Pulse Sequence: s2pul - (Me0),(0)PO —\/\ e

NHBoc

, @

%%%%%i%z%%%%%%%%%%% %;.E%%‘%?%%%%é Wi AL T ———————

L L I L L L L L L L L B L L L L LR R BB BRI RN R R N

220 200 180 160 140 120 100 80 60 40 20" 0 Pom




STANDARD PROTON PA
expl s2pul
SAMPLE
date Oct 27 2006
solvent cd3od
file exp
ACQUISITION
sfrg 599.609
tn H1
at 2.002
np 32832
sW 8201.8
fh 4600
s 16
tpwr 56
pw 8.0
dl 1.000
tof -657.6
nt 50
ct 50
alock Y
gain 30
FLAGS
i1l n
in n
dp y
hs nn
DisPLay
sp -262.8
wp 6569.0
vs 151
sC 35
we 215
hzmm 30.51
is 531.48
rf1 3536.1
rfp 2920.1
th 7
ins 3.000
nm cdc  ph
10 9

RAMETERS

DEC. & VT
dfrg 599.610
dn H1
dpwr 30
dof 0
dm nnn
dmm 3
dmf 200
dsegq
dres 1.9
homo n
PROCESSING
b 0.20
wtfile
proc ft
fn not used
math f
Wers react
wexp procplot
whs
wnt wft
8

S,

0.3941.08
1.01

(HO),(0)PO

wQ

H
=

i

CiaHar

NH, " Scheme 4, Compound 18

i H
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(HOL(0)PO J\/\\/OSIE
NH,




H

\
(HO),(0)PO™ ™ ™ C My,
Pulse Sequence: s2pul

NH,

ille

Scheme 4, Compound 18
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it —_—— = = menpeed
0.89 1.05 1.01 26.47



13C OBSERVE

expl stdl3c

SAMPLE
date Jun 2 2007
solvent cdc13
file exp
ACQUISITION
sfrg 100.574
in C13
at 1.199
np 59968
swW 25000.0
b 14000
bs 16
tpwr 58
pw 8.0
d1 3.000
tof ]
nt 80000
ct 1408
alock n
gain 50
FLAGS

il

in

dp

hs

DISPLAY

sp -3418.7
wp 25000.0
vs 962
sc 0
we 250
hzmm 100.00
is 500.00
rfl 3418.7
rfp 0
th 20
ins 100.000

nm  no ph

frg
n
pwr
of
m
nm
mf
seq
res
omo

58 .dé5%.

b

sfi
tfi
roc

n
ath
err
exp

bs
nt

PROCESSING

d 4
Te

ft

not used

T

react
procplot
testsn

_I_

mQ

\
(HO),(0)PO™ ™ 7 "CygH,,
NH,

-20.379

—-19.401

32.837

Scheme 4,

Compound 18



