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Current Data Paraseters

HAHE zh-218
EXPNO 299
PROCKO 1-
F2 - Acguisition Parameters
Date_ 20060306
Time 17,4
[RSTRUN spect
PROBHD 5 em TBL 1H-13
PULPROG 2930

o 32768
SOLVENT [

NS 114

os o
£ ES03 40t Hz
FIOAES 0.259503 Hz
A 19268672 sec
ARG 325

oW 58800 use
OE 2000 use
TE BOK
o 0 50000000 sec
....... CHANNEL 1 mwss==e
NLCY "

P1 8.50 uwme
RLi 0.00 o8
5Fm 500, 1322506 Wiz
F2 - Processing parameters
51 BE536

& 5001300000 MHz
WM EM
ss8 L]

L8 0 20 H2
= Q

c t.00

10 WHA plot paraseters

o 25.00 cn
o 58.61 cn
FiR 9,688 ppe
F1 4845, 44 Hz
Fap ~1.372 pon
2 ~686. 16 Hz
APMCH 044241 pam,
HICN 221 26376 Hz/i
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Current Dats Paraneters
NAME h-219
EXPNO 38
PROICND s
F2 - Acquisition Paraseters
fate_ 20060306
Time 17.45
INSTALM spact
PAGBHD S om TBI 1H-13
ULPRDG 193
m 33768
7 SOLVENT ]
% 14
] a
E 8503, 401 b2
FI0FES 0258501 Wz
a0 1 GI6BET2 3@
RG 325
Ll 58,800 us
o 20.00 usi
TE 3200k
o 0.50000000 s&i
weveemes (HANKEL fi =ee=me
WICE i
By B.50 um
L ¥ 0.00 dB
SFOL 500 1322506 MH:
F2 - Processing parameters
5L 63536
5F SO0 1300000 NH;
WOk N
358 L]
i} 0.20 Hz
a8 ]
1\\‘\'3 1.00
10 WMA plot parameters
cx 25.00 cm
oy 58.61 cn
FiIR 9.323 pme
F1 #6532 95 Hr
Fa@ 6.747 poe
F2 3374.15 Mz
PRMCH 0.10308 por
HIGN 51.55217 H

0.394
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HAME h-219
EXFND 10
PROCND 1
F2 - Acquisition Paramet
,.L Date_ 20060311
Time 16.26
i fi{l INSTRUM apect
PROBHD 5 mm TBI {H-13
PULPROG casygenfqf
[ m 2048
- & 1.0 SOLVENT coci3
| - N5 16
o os 16
2 e - S 5482456 b2
.. FIORES 2.676380 Hz
= l\m ) A4 0. 1869188 sec
o G 26008
5 on 91.200 usec
- DE 6.00 usec
=2.0 TE 300.0 K
- oo 0.00000300 sec
E o 1.00000000 seC
C d13 0.00000400 sec
e |\m 5 018 0.00050000 sec
5 IND 0.0001B240 sec
L MCREST 0.00000000 sec
L MOWRK 1.00000800 sec
s e A S S R A S M RN [ 23 O o1 e CHANNEL f1 ====r
H NUCH 1H
L i 8.50 usec
L ALY 0.00_¢8
3.5 sFO1 500, 1322506 MHz
i GARDIENT CHARNEL =
| 1l sine. 100
e GPMANZ sine. 400
+# —4.0 GRNANI sine. 100
- GPXL 0.00 ¥
- GFK2 0.00 %
- GFY3 0.00 %
4.5 GRY1 0.00 %
- GFY2 0.00 ¥
| GFY3 0.00 %
L GFIL 16.00 %
—5.0 GFI2 12.00 %
- GF23 40.00 X
g P16 1000, 00 usec
Ilw m F1 - Acquisition paramet
s MO0 1
L] b T 296
N SFO1 §00.1323 NHz
E FIDRES 21.415844 HZ
6.0 " 10.562 ppm
e FriNOCE '3
[ F2 - Processing paramete
5.5 st 2056
- SF 500. 1300000 WHE
o WIN SINE
E s 0
| ||u__ 0 LB 0.00 Hz
| [ 7 o8 (]
[ PC 1.40
- F1 - Processing paramete
& =7 .5 51 2048
I ez o
ol - SF 500. 1300000 Mz
C WD SINE
8.0 ss8 0
. - LB 0.00 Kz
of o8 0
3 B 20 NWA plat parameters
Wu a % ||m‘m (] 15.00 em
S [#3] 15.00 tm
4 C FarLa 9.218 ppn
@_% o FaLo 451034 Hz
— Fapni 0.807 ppm
& C ppm Fanl 03,47 12
el = i FipLD 9,264 ppm
FiLo 4633, 10 HZ
FAPHI 0.823 ppm

.____.,___-___._,.__,._____,v.,__f.,,__._._ﬁ_.,____.____,__,—__________,,__.__ﬁq.__ﬂ_ FIHL 411.50 Hz
F2PENEM 0.56077 ppm/cr

aTv ] AN - 7 < O U A R - T T - 4 o el s R e R e N e FakzN 280, 45831 H2/cm

S14



Py, SR ol P T SSE L e A TN P e T e INSTRUM spect
PRAOBHD 5 mm TBI 1H-13

PULPROG cosygpmfgf
= ™ 2048
SOLVENT cocl3
- NS 18
o5 18
SHH 5482, 456 Hz
—7.0 FIDRES 2. 676580 Hz
Al 0. 1862188 sec
RAG 268008
- oW 91.200 usec
0E 6.00 usec
TE 300.0 K
i - 00 0.00000300 sec
o1 1,00000000 sec
a13 0.00000400 sec
~ 018 0.00050000 sec
I[ho 0.00018240 sec
MCREST 0. 00000000 sec
| MCWEK 1,00000000 sec
ssamzacs CHANNEL f1 ====s
L7 § HUC L H
i 3] 8,50 usec
Ly 0.00 a8
“ - v 500 1322506 MHz
====== GAADIENT CHANNEL =
L GPNANL sine. 100
| GPNAMZ sine. 100
[ D GPNANA 2ine. 100
| | GPX1 0.00 %
| GRX2 0.00 %
| GFR3 0.00 ¥
= GPYL 0.00 ¥
GPYZ 0.00 %
GPY3 0.00 %
8.0 GPZL 16.00 %
. GPZ2 12.00 ¥
GPZ3 40.00 %
o gL PiE 1000, 00 usec
Fi - Acquisition paramete
L= NOO 1
™ 256
SFO1 500.1323 WHz
- FIDRES 21.415844 Hz
=W 10.962 ppm
FMODE oF
£ I
F2 - Processing paramete
sl 4038
8.5 ﬂ wg_uowwnhzﬁ
“ ] ss 0
L LB 0.00 Hz
GB o
o 1,40
<) Fi - Processing paramete
= o st 2048
|3 MC2 ar
| sF 500, 1300000 NHZ
Wik SINE
& 558 0
L8 0.00 Hz
] 0
| |m > D 20 KR plot parameters
cxz2 15.00 cn
18 ct 15.00 cn
F2PLD 9.210 ppm
FaLo 4B0B.33 Hz
1 FaPHl 6.810 ppm
Fal 3405, 70 Hz
e e pom FIPLD 9.258 ppm
FiLD 463042 Hz
FIPHI 6.823 ppm
T T T T T T T T T T T T T i T T T T T T T T T T FIHL 3412.39 Hz
F2PPMIM 0.18004 ppm/cm

gom 9.0 B.5 8.0 ¥ ) FaHICH H0.04171 Hz/cn
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current Data Parametars

AV 2n-218
EXPND 1
PROCND 1

F2 - dnquisition Parssets
Date

Tine

TNETRIM pect
PRADEHO & en TBI 1H-13
FULAROE invagaaf
T 2048

— B0
| X o
= 100
" F1 - Processing parsneter
[ si 1024
i - L aF
A - t 120 ﬂz 125 ﬁ“ﬂiu
| = s 2
= LB 0.00 ke
= a8 ]
g 20 WA plot parasaters
L i@ 15,04 cn
i E o 15,00
- FapLO 5456 oon
= Fain 4728 .47 W
- FapHT 1.995 pon
z FaI 997 76 Hr
" FifL0 137.342 pan
C Fio 17271 .86 W2
L Ppm FisHT 41 876 ppm
R e 1L R O ) LR ML A S TS B T, L S 5. 0 0 . L 0 O FIsL 5666 .23 W
FaspuCn 0.45743 gam/ce
ppm B o 6 5 4 3 FIMIDN 246, 78073 Ha/cm

F1PPMCN £.36442 ppmicn
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Currgnt Nsks Parametens

NAME m-#1§
ExPND 11
PROCKD 1
£2 - Acquisition Paremety
Date_ 20080311
Tise 16.50
INsTRM spect
PAOBHD 5 Am TEI IH-13
PULPRIG nwigpat
™ 2048
SOLVENT omsa
e 0
BE 16
. Shit 5482 456 HI
~ ¥ = —F FIORES 2674980 Hy
0 01869488 ger
s RG 18350, 4
oW 91,200 usec
L 0 6.00 usec
E 300.0 K
o512 145, 0000000
100 a0 0.00000300 sec
o 1 00000600 see
I a2 000344828 sec
a1z 000002000 sec
e 413 000900400 e
D6 000010000 sec
- 120 0 00122428 sec
™ 000002485 sac
s MCREET 000000000 see
MW 1.00000004 s0c
| [ e CHAMNEL f1 ====
| WicL "
| [ Pt B8.50 usec
| pi 17.00 usec
E Ly 0.00 g8
501 500 1322508 MHI
........ CHANNEL £2 =w=mn
L croPAg2 narn
mce 13
110 P3 14.00 usec
PCAGE 80,00 usee
L LE] -2.00 48
PL1Z 12.90 98
L sraz 125 7678438 MHZ
llll GRADIENT CHANNEL -
r GPNARL SINE. 100
NS SIHE. 100
- GANAKS SINE 1040
GRRL 5.00 %
= oz 000 %
[y 0.00 %
= @y .00 %
w2 000 %
5 ] 0.00 X
w1 50.00 %
2 .00 %
i 73 ERTEY
P 2000 00 usac
Fi - dcquisitian paramet:
120 o 2
0 256
= SF01 125 7678 W1
FIDRES 78.596581 Hr
= L] 159,983 ppm
Fre0E aF
F2 - Proressing paramete
L 51 1924
5 5001300000 MHZ
WOR a5THE
= 58 2
LB 0.00 Hr
- a8 @
PC 1.40
F1 = Processing parangte
= El 1024
WC2 L3
e s 125 TAT7E90 MeL
Ll WBINE
130 555 2
8 0.00 Hr
i @ 0
20 MR plot parametars
I 2 15.00 ta
2 15.00 tn
- famo 9 .414 gpm
Faa 470805
L Fap] €705 ppn
FaHI IWI. 60 Hr
8! FiALD 136092 pom
FiLo 17114 66 HI
ppm FiPHI 36.718 ppn
T T T FIHD 1216308 Hr
FEPPHIN 0. 18056 ponscn
743 Fatzm 9. 30348 Hr/om
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Current Data Parameters
NAME h-219
EXPND 12
PROCND i

F2 - hcouisition Parsmeters
20080311
2201
sgect
S an TBL 1H-13
inv4galplradaf

2.676380 H
0.1869188 sec
2nms
21200 usec
6.00 usec
300.0 K
130 0000000
00000300 sec
2.00000000 sec
0.00384615 sec
©.07000000 sec
000000400 sec
0. 00010000 sec
£ 00002208 sec
0.00000000 sec
2.00000090 sec

40

I | R —
H

60

80

o0 %
%
a %
o X
o8
oo L
o X
10X
b u

100 o P

F1 - Acquisition parsmeters
2

sec

0
m o4
01 125. 7694 1812
FIORES a1 273190 Hr
k] 178650 ppn
Frma0E o

F2 - Processing parameters
120 st 048
s 500.1300000 NHZ
WOW SINE
556 o
1] 0.00 He
°

- e [

28

1.40

Fi - Processing parameters
2048

8L

=3 F

s 1257577830 WHz
_.-s_ uma
mmm
_.-
_H

140

o
9.00 k2
o

e 8 ]

) WA plot paraneters
[F] 15.00 o
o 15.00 cm
FarLa 9.403 opm

160 Fapal 0823 oen

L L RN LN N NN R N N N N R R R RN RN RN AR R R RN R R RE AR RN R R R AR

DD_._._ FABHL 21.179 pom

£ o O L R 3

ppm 8.5 8.9 L5 70 BS

v o L L T o B L L . L T L

F2PPHCH 0.57201 pomcn

B 4:5 40 3.5 3.0 2.5 20 1.5 s < -5y

FAKTON 1246 07871 kr/cm
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File: i ;
ZabSpecETOF ES+ Magnet Bp

10

95]

90]
85]
80]
75]
707
65]
607

55]

25]

207

ki

151

263.5

__=L.rLﬁ‘

o, BSUB(128,15,-3.0) P
I:177844 TIC:13375490 Nois
File Text:Z. HALIME ZH 219 Basse Resolution 2000 FL Solvant

394.5

el an b

CH2C12/CH30H (90/10)

2

50 300

T

400

849.4

1079.5

1113.5

1144.5

[M+H] +

1000 31650 1160 1150 1200

S19
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ZabSpecETOF ES+ Voltage BpI:14886784 TIC:827633728 Noise:3412
File Text:Z. HALIME ZH 219 Haute Resolution 5000 FL Solvant : CH2C12/CH30H (90/10)
100% 1285 4287

903
803 [M+H] + 1307.4110
703
603
503
403
30]
203 PEGNa (ref)

[M+Na] +

103 1273.7344 2B8.4263

30,4238
0 A_s1276.7536 i i 1300.4292 0,

File:EST_10440HRV Ident:1 20 SMO(Z2,5) BSUB(128,15,-3.0) PRD(5,3,5,0.01%,13648.0,0.00%,T,F) Acq:l1-MAY-2006 10:31:39 +9:48 Cal:ESI_10440HRV

PEGNa (ref)

1317.7606
1323.387
»:.>>.>> Dt

T e s e Efiihey . e T

1995, 1280

'12%65 1270 R 1290 1295 1300 1205 1310

ZabSpecETOF ES+ Voltage BpI:14886784 TIC:827633728 Noise:3412
File Text:Z. HALIME ZH 219 Haute Resolution 5000 FL Solvant : CH2C12/CH30H (90/10)
100% 1285,4287

1315 1320 13

File:ESI_10440HRV Ident:1_20 SMO(2,5) BSUB(128,15,-3.0) PKD(5,3,5,0.01%,13648.0,0.00%,T,F) Acq:11-MAY-2006 10:31:39 +9:48 Cal:ESI_10440HRV

903 [M+H] +
803
703
cid 1284.4240
E 1286.4299
503
403 1283.4209
304
203 1287.4310
103 1282.4236
m 1281.4327 > > 1980,0280  dhwsaas
04 CHN i
T T

T T

1280 1281 1282 1283 1784 1285 1286 1287 1288 1289 1290 1291 1292
12,13,14C:62 1,2H:61 14,15N:8 16,17,180:10 204,206,207,208Pb:1
Separation:1000 Min Frac Abun:0.01 Num Charges:1 Resclution:5000
Nominal Mass:1285 Monoisotopic Mass:1285.428 Average Mass:1285.435 Peak Maximum Mass:1285.43
100% 1285 4286
mom Amas isotopique theorique de [M+H]+ : C62 H61 N8 010 Pb
1286.4313
1284.4277
hcn
ucm 1283.4256
mcm 1287.4341
e OB Tl > 1288.4370
RE : 81.4 “memhmMQM : _ : : : _ \ﬁ/ ,HMmMLMumq , . ;
1280 1281 1282 1283 1284 1285 1286 1287 1288 1289 12590 1291 1292
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EBERFROUEESE SIIANSSEIGHLERAN HBERBIABEISARNNRESEE 2 @
0L ©0@mDnnaoMo MMM @ e ke R e L T T VI TV = u
Current Data Parameters
. WANE H-228
EXPND 297
AROCKT T
F2 - bcouisition Parameters
Date_ 20051008
Time 14.47
ENSTRUN spact
PROBHD S we TBI 1H-13
PLLPRIG 2430
me 13768
SOLVENT €oc13
L1 136
0s (]
L BO12 B30 H
FIDRES 0.244532 Hz
&0 2 0448356 sec
AG 362
o 62 400 use
0E 20.00 use
1E 330.0 K
o1 950000000 sec
aznamass CHAMMEL [ ssassas
NUCq L]
M B8.50 use
ALy 0.00 di
SFOY 500. 1335006 MHz
F2 - Processing paraseters
st BS536
5F S00. 1300000 Mz
L] En
&8 (]
L8 .10 Hz
=] o
PC 100
10 WA nlot paramsters
= 26.00 cm
cy 6000 cm
Fip 9,146 gps
1 i 457407 Hr
Fap -2.846 ppm
f2 -1423_15 Wz
|- PPN 047965 ppe
HEM 239 BBASE Hz/
s c &

,

1s]
(=]
l o
T

ﬁ._.____u.____,_.q_.___ddq_._.__ﬁqddqa:_;].:—..ﬁ_d-ﬁ___qﬂ___ ___q._._d._.._._ﬁ____ﬁ.ﬂ_._..__.__._.._._._.d__d_____._d_____.__
nm A 7 R L] a4 3 2 4 n -1 -2

|

=

o Eend el [ Ea) E=0) Enl Bad i (E=2 (4] = | W= (=
@ alolio|oje|o|a| i~ ~|~|aulle @
.1_4_3.1_.11.9._0.114 m|r~fwl||= ™
T T i |

3 integral
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wac

DB

|

B'B

s

pom

A

(] B ey |
o [~ [f=)
(=3 (=] T=]
= = =

|

|
:

'3

)

-

P

A

e

{1

0

s

— ——8. 240

8.226

8.034
8.031

8.016
_/—5.002
8.000
7.982

§3;3§?

7.952

7.761
47.77&

7.

\7 743
7.746

—1.37
—_—7.38
e ]

7.312

1.287

a

i

"”WW”

074

B'9

14
dla
&2
¥3
1=

&8s

Lt
HOwde

P

suatameaed 3010 4NN OF

IN 01SEE B
‘wdd EPIED 0
TH 06 BFEE
wdd g9
¥H 25 5ECr
wdd BOL'E
LER ]
W3 0052

I BETE| TAREALIYRAESEESIET FUEN
it R v
& H o £ 2
§ 8 = w
IS e

— 48 £8F . pg cecS ¥2
B HE L I R T
§ E®3 | §Tgp eA g



pPpm

3.517

—

~o Mo W oe oo -] -
M~ o~ D oWy nw TY m N N
L] LTI VI VIR VI IV} e oo o - -

pm

B

13.60

Current Data Parameters
HAME

IH-229

EXPNO 297
" PROCKD 1

F2 - dcquisition Parameters
Date_ 20061008
Time 14,47
LRETAUM apect
PROBHD S e TBL $H-13
PULPROG 2930
"w 32768
SOLVENT Cols
NS 126
os o
SH 8042 820 Hr
FIDRES 0 244532 Hr
] 2 D44RISE sec
Ae 162
oW 62 400 use
DE 20.00 use
TE 3200 K
il 0. 56000000 sec

mammemas CHANHEL ff =messss
NICt 1H

" 8.50 use
AL .00 B
sFO1 B00. 1325006 NH2

F2 - Processing parameters

st 65536

SF S00. 1300000 Wiz
WO =]

558 o

LB 0,40 Hz
GB 0

PC 1.00

10 NNA plot parameters

= 25.00 ca
o 6000 cn
FiR 4,432 ppe
Fi 3211 53 Hz
Fa 0.557 ppa
F2 278.54 Hz
PPNCH 0. 15450 ppm.
HICN 77.31358 Hehr

S23



SOLVENT CoCH3

- ] -
B L] a0
| B 0s 16
N ShH 5482456 Hz
H FIDAES 2.676980 Mz
L Al 0.1869188 sec
ﬁ I8 ARG 26008
|m oW 91.200 usec
= DE 6.00 usec
| - TE 300.0 K
d “ | = 0o 0.00000300 sec
| ~ (1} 1.00000000 sec
| = di3 0.00000400 seC
8 | E D16 0.00050000 sec
| B N 000018240 sec
v MCREST 0. 00000000 sec
i MCNAK 1.00000000 sec
- =z=zz=== CHANMEL fi =====
L NuC1 iH
- Pt B.50 usec
" % = PLI 0.00 g8
- SFO1 500. 1322508 NHz
- ===zz= GRADTENT CHAMMEL =
= GPHAME sine. 100
4 GPHAMZ sine. 100
B GPNAM3 Sine. 100
B GRX1 0.00 %
1 GRiz 0.00 %
B GPY3 0.00 %
- GPY1 0.00 X
= GPY2 0.00 %
- GPYa 0.00 X
= GPZ1 16.00 ¥
- GrI2 12.00 %
r GPI3 40.00 X
e P16 1000.00 usec
= F1 - Acquisition paramett
i ] 1
i o 258
= SFO1 500. 1323 MHz
L. FIDAES 21.415844 Hz
| 6 W 10,962 ppm
| B FMOOE uF
* - F2 - Pracessing paramete
B 5I 4096
B 5F 500. 1300000 MHz
r W SINE
] 558 0
r LB 0.00 Hz
C ] ]
& AC 1.40
L Fi - Processing paramete
2 o - sI 2048
= MC2 oF
~ & 500. 1300000 MHZ
o Wi SINE
o ssa 1]
& LE 0.00 Hz
|m ca L]
i 20 NMR plot parameters
H cHz 15.00 ca
[ cut 15.00 ca
| - FarLD 9.066 ppm
| L. FaLo 4534.05 Hz
| F2PHI 1.112 ppa
W DU_._.w FaHI 556.06 Hz
= 2 = ] FIFLD 9.028 ppn
FiLo 4515.31 Hz
F1PHI 1.085 pom
TF 550 2 LT 0 . . 0 7 T P, . 25 AL T 0 0 L 5 P T L N I L P 7 L P R T 0 % I S L L FiHI 542.67 Hz

= F2PRMIM 0.53026 oom/ca
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S

&/

=7:h

=85

ppm

PROBHD 5 mm TBI $H-13

PULPROG cosygemfgf
o 2048
SOLVENT coci3
NS 20
os 15
SWH 5482.456 Hz
FIDRES 2.676380 Mz
AG 0.1869188 sec
R 26008
oW 91.200 usec
0E 6.00 usec
TE 300.0 K
oo 0.00000300 sec
5] £.00000000 sec
di3 0.00000400 sec
(=11} 0. 00050000 sec
IHo 0.00018240 sec
MCREST 0.00000000 sec
MCWRR 1.00000000 sec

|||||||| CHANNEL ] ===e=
MUC1 iH
P B.50 usec
PLY 0.00 dB
SFO1 500, 1322508 Mz

|||||| GRADIENT CHANNEL =1
GPNAM] sine. 100
GPNAMZ gine. 100
GPNAMI gine. 100
GPXL 0.00 X
GPx2 0.00 X
GPX3 0.00 X
GFYL .00 %
GPY2 0.00 %
GPY2 0.00 %
GPZ1 16.00 ¥
GPZ2 12.00 %
GPI3 40.00 1
P16 100000 usec

Fi - Acguisition paramete
OO 1
TO 256
SFO4 500.1323 NHz
FIDRES 21,415844 Hz
SH 10.962 ppm
FnMODE oF

F2 - Processing paramete
s1 4096
SF 500. 1300000 WH
WO SINE
588 0
Le 0.00 Hz
Ga [}
PC 140

Fi - Processing paramete
81 2048
Mc2 ar
SF 500, 1300000 HHz
L] SINE
558 U
LB 0,00 Hz
Ge o

20 NMA plot parameters

ot 15.00 cm
= 41 15.00 cm
FarLo B.9659 ppm
FaLo 448586 Hz
FapHL 7.080 ppm
F2HL 3540.89 Hz
FiPLD B.996 ppm
FiLo 449925 Hz
FiPAL 7.080 ppa
FAHT 354089 Hz
F2PPHCM 0.12596 ponfcn
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TS

WA

v LIV

S

T T T T T T T T T[T rrTTT

ARAEERARAREARERRRE|

20

40

B0

AR EEREEREEEERE]

TTTITTITIT T T TS

L3 R AR A N AR RGNS RE R

80

100

120

7
| T I 0 R R L T

ppm B

&

T 0T T B3] T4 LT

4

T O 0 ) e O 6 i S () A

| S

2

ppm

NEME ma2ea
E XD 1
PAOCH i

F2 - Acquisition Parame
Oste 20070103

PULARIG invigeal
L] 48
SOLVENT NS0

NS 50

os 16
SHH 5482 456 b2
FIDRES 2.676980 K
0 185018 sec

18390 4

a20 0.00442428 sec
Ina 0 H0002435 sec
MOAEST 000000040 sec
MCRRH 100000000 sec

wranaame CHANNEL T4 ==s
H

L% 8.%0 user
2 17.00 usec
ALY 096 o8

&0 500 1322506 HH

GRNANY SINE. 100
RN SINE 100
PR3 SIME. §00
EPXY 0.00 %
P2 a.490 3
GPa 6.0 %
6PV 000 %
aPi2 0.00 %
GPY3 0.00 %
aPzL 50.00 %
GRI2 30.00 %
arz3 40.10 1
P& 200060 usec
Fi - acquisition parsm
DO 2
1] 256
sfou 125 7678 NHI
FIDRES 78506581 Hz
) 159,983 pon
FrMOCE "
F2 - Processing parane
&1 to2a
& 500, 1300000 Wiz
HON RSIHE
ss8 2
LB .90 Hr
il ]
L 14

F1 - Pracessing parane
&1 1024

uCg oF
SF 135 TATTEID M
WOW GSINE
55 2
LE .00 bz
GB o

20 W plot parasete
(=] 15,20 cn
) 15,00 cm
FZPL0 9,433 ppa
FaLn 4520 67 Hz
FaPul 1.453 ppa
FaH1 536 B4 Hz
FIPLO 141 405 ppa
Fun 17782 73 bz
FIPH] 11.096 ppn
it 130535 Hz.
FaPPHCN @ 953240 ppm
FEHIM 6827032 Ha /o1

FURPMIN B.68727 ppn/t
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Al d%

PN

TV LIV AR

L S, S

g v

uﬁ
8,0 - i
[ ..m i -
nno_e - .%. ¢ .0.
. w“ ! bR

T[T T T T T T T T T oy (T T T T T T e e T T T T T T e T O T T TR T T T T T T T T [ T T T T T T T T T T T [T T T T T T T T O o ey T T [T AT T AT T T I T ITTaiT T

L R R

pREm

TTYTTTIT I I I T T oI TT

B

B

TTV T T T I T

4

UL LI L L L L I

2

0

25

50

TiE

100

125

150

ppm

Current Data Parameter:

HAME ha2s
EXOND 12
PROCKD 1

FZ - Acquisition Parsmet:
Date_ 20070104
Time .25
INSTAUN apect
PROBHD & mm TBT 1H-13
PULPAG  invigplp lrmdgF

b L]
SOLVENT wso
NS =
o 18
WK 482 456 Hz
FIDAES 2.676980 Hr
A 0 4060188 sec
s 21705
o 91,200 usec
(3 6.0 usec
TE 300.9 K
oHeT2 1300400000
40 0 00000300 sec
ot 2 00000000 sec
=] 0. 0DIB4AIS sec
e 007000000 sec
13 ©. 00400400 sec
DI 0. 00050000 sec
ng & 00002208 sec
MCREST 0, 00000000 sec
Lo 200000000 sec
....... CHAMNEL Ff ===
Hecy 1H
L B.50 usac
B2 17.00 usec
PLL 0.00 4B
501 500§ Z22506 "NHz
........ CHANNEL #2 =anss
Nuc2 tic
P2 44.00 usee
P2 -2.90 98
SF2 1257681072 HHz
w=w=s= GRADIENT CHANNEL =
GPMAML SDKE . 100
PPN SINE 100
GPAMI SINE . 100
BN 0.00 %
] .00 %
=2k ] 000 %
&M 0.0 %
@2 0.00 %
Y3 0.00 %
6Pl 50,00 %
&Iz 30.00 %
-] 0101
P16 100000 usec
Fi - hoquisition pacaset:
g 2
T 256
SFoY 1357654 Wiz
FURES BE_ 426712 Mz
k] 174,950 ppn
FrMI0E oF
F2 - Processing paramete
1 2048
aF 5001300000 NHE
WO SIME
558 a
L 0.20 Mz
GE 0
P 1.40
Fi - Processing parasete
8T 2048
W2 oF
3 125 7577990 WHr
WA SINE
58 o
LB .00 Hz
] o
0 NMR plot paraeeters
o2 15.00 e
(=71 15.00 &
Fara 9.8B1 ppn
FaLg 4331 B1 M2
FIPHT ~0.GB4 ppn
Faul -480.64 HL
FiRL0 180,003 ppn
FiLD 22636 82 Mz
FipL ~0.003 ppn
FLHL -0.42 Wz
FapPucu 073080 pom/cn
F2HZCH 365, 49710 Hz/em
FLPRNDY 1200044 pon/cn
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ppm

7.

0

120

130

150

ppm

Current Data Paramete

NiNE Thagy
EXPNO 12
PROCKD t

72 - dequisition Parame
Date_ 20070104
Time .35
[T spect

PROBRD 5 wm TBI 1H-13
PULPROG  invdgolplrndgf
L] 2048

s
888ccooao’
28EEEESE
oot

=

Pl 1000 .00 wiec

F1 - hoquisition parame

oo 2
m 256
sFoL 125, 7634 Wiz
FIMES BB 426712 Wz
™ 179950 gpn
FrMa0Ee [

F2 - Pracessing paransi
£l 2048
s SO0, 1300000 NHz
L SINE
588 L]
L8 0.00 Wz
&8 o
BC 140

Fi - Processing paramel
8L 2048

2 3
5 125.7577860 Wux
L SINE
=50 L]
(1] .00 Wz
-] [}

20 HMA plot parameter
g 156,00 cn
o 15.00 ¢n
Famo 8.936 ppe
FaLd 4499.25 Wz
Farl 6528 ppm
FaHl 3418.07 Hz
FIFLD 157 083 ppn
Fin 1975480 Wz
Fi1Pl 109.776 opm
FHT 13805.20 H
FEPRNCN 014453 ppmic
FaHZou 72.27847 Hifen
FAPENCY: 315246 opm/ft
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File Text:Z.
100%

5]
90

85]

mo@

55]

50]

HALIME ZH 229 Basse Resolution 2000 PJ Solvant :

[AH+Na]+

385.2

181.2 P

CH3CH/CH2C12 (95/5)

[M-AH+H] +
785.3

[M+H] +

1047.5

A -

1169.5
[M+Na] +

[M-H+2Na] +

A - TR i
1do 150 200 250

700

750

| 870.2
800 850 900 950 1000

1050 1100

m&mo 1200

N

1250

File:EST_T11147 Tdent:1 SMO(2Z,7) BSUB(I128,15,-3.0] PKD(7,3,7,0.01%,44.0,0.00%,T,F) Acq:20-0OCT-2006 18:56:37 +17:45 Cal:E3000_061018_CS5_P_PJ_1x1.000077
ZabSpecETOF ES+ Magnet BpI:337952 TIC:12089712 Noise:11

300

[ 279

[ 257

(214

193

172

5. o o L o i e

m/z
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File:ESI_ 11147 Ident:1 EMO(Z,7) BSUB(128,15,-3.0) PRD(7.3,7,0.01%,44.0,0.00%,.T,F) AcqQ:20-0CT-2006 18:56:37 +17:45 Cal:E3000_06101B_CS_P_PJ_1x1.000077
ZabSpecETOF ES+ Magnet BpI:337952 TIC:12089712 MNoise:1ll e
File Text:Z. HALIME ZH 229 Basse Resolution 2000 PJ Solwvant : CH3O0OH/CH2C12 (95/5)

100% 1169.5 [M+Na] + _429mvV
95 [ 407
90 [ 386
851 365
80] [ 343
75 [322
70] 300
65 [279
60 257
551 [ 236
507 F214
45 [193
40 [172
351 F150
30 [129
257 107
20 [ 86

o
15] [ 64
i [M-H+2Na]+
] [M+H]+
103 1191.5 43
] s [M+K] + [M+Na+CH30H]
+ +Na+ +
5] i 21
] S P e o Selils e [M-H+2Na+2CHIOH] + -
] : } 1223.4
0] 2 IR >> Lab}}i ok b [ ol to

T L § T ___v_,____.ux..‘____ﬁ_.,___....__,..

1140 1145 1150 1155 1160 1165 1170 1175 1180 1185 1190 1195 1200 1205 1210 1215 1220 1225 1230 1235 1240 1245 1250 1255 1260 1265 1270 1275 m/z
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File:EST_11147HRV Ident:4_70 SMO(2,5) BSUB(128,15,-3.0) PRD(5,3,5,0.01%,1292.0,0.00%,T,F) Acq:20-0CT-2006 19:16:48 +7:21 Cal: EST_ pruq:mq
ZabSpecETOF ES+ Voltage BpI:23180384 TIC: mmmoqnw“_,m Noise:323
File Text:Z. HALIME ZH 229 Haute Resolution 9000 PJ Solvant : CH3O0H/CH2C12 (95/5)

1164 1165 1166 1167 1158 1169 1170 1171 1172 1173 1174 1175

100% 1169,5112 yunais 4023mv
904 mwmmc
803 F3218
702 F2816

[M-H+2Na]+ E
601 F 2414
50 1191.4916 2011
403 F 1609
s h1fp1.5189 PEGNa (ref) 1207
e 1185.6819 f|11p3.5040 [ 805
P [M+H] +
e EGNa (ref) IR E 402
0] 1141.6557 Hu»qpmm»m H?m 5270 1185, 4856 \ "
I . e T e =T T 1160 1165 1170 aggE 0 NEn iF8%: © ° “hikh T peay m/z

File:ESI_11147HRV Ident:4_20 SMO(2,5) BSUB(128,15,-3.0) PKD(5,3,5,0.01%,1292.0,0.00%,T,F) Acq:20-0CT-2006 19:16:48 +7:21 Cal:ESI_11147HRV

ZabSpecETOF ES+ Voltage BpI:23180384 TIC:885074816 Noise:323

File Text:Z. HALIME ZH 229 Haute Resolution 9000 PJ Solvant : CH30H/CH2C12 (95/5)

10 11695112 P _4023mV
90 E 3620
80 1170.5155 3218
70 F 2816
60 E 2414
50 2011
40 £ 1609
30 1171.5189 1207
20 F 805
i 1172,5195 402

o 1\/ 1173.5270 Ey
1164 1165 1166 1167 1168 1169 1170 1171 1172 1173 1174 1175 1176  m/z
12,13,14C:67 1,2H:70 14,15N:8 16,17,180:10 23Na:1

Separation:1000 Min Frac Abun:0.01 Num Charges:1 Resclution:9000

Nominal Mass:1169 Monoisotopic Mass:1169.511 Average Mass:1170.335 Peak Maximum Mass:1169.51

100% 1169 ,5113 %

90 a
mom Amas isotopique theorique de [M+Na]+ : C67 H70 N8 010 Na 1170.5144 E
...__DM E
603 3
50 3
403 E
303 1171.5175 1
203 3
10] 1172.5204 E

0 A 1173,5233  1174.5261 .

1176 Mass
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