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1. Materials and methods

Commercially available starting materials and reagents were purchased and used
without further purification from freshly opened containers. Polymer supported reagents
(PS-TBD, 2.6 mmol/g, PS-IBX-amide, 0.5-1.0 mmol/g, PS-DIPEA, 3 mmol/g,
Tentagel-TBTA, 0.17 mmol/g) were purchased from commercial sources. Acetylenic
carbinols were prepared according to the literature® or purchased from commercial
sources. Organic extracts were dried with anhydrous Na,SO4. The reactions were
monitored by TLC and purified compounds each showed a single spot. Unless stated
otherwise, UV light and/or iodine vapour were used for the detection of compounds.
The synthesis and purification of all compounds were accomplished using the
equipment routinely available in organic chemistry laboratories. Most of the preparative
experiments were performed in coated vials on an organic synthesiser with orbital
stirring. Purification of isolated products was carried out by column chromatography.
Compounds were routinely characterised by spectroscopic and analytical methods.
Melting points were determined on a melting point apparatus and are uncorrected. The
chemical structures of the obtained compounds were characterized by nuclear magnetic
resonance spectroscopy (*H and *3C) and high-resolution mass spectra (HRMS). Unless
otherwise quoted, NMR spectra were recorded in CDCl3. Chemical shifts are given as 6

values against tetramethylsilane as internal standard and J values are given in Hz.
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e
sylisatl39
expl PROTON O
SAMPLE PRESATURATION
date Jun 26 2012 satmode n 5a
solvent cdcl3 wet n
file exp SPECIAL
ACQUISITION temp 25.0
SW 4800.8 gain not used
at 1.706 spin 20
np 16384 hst 0.008
b 2600 pwio0 9.000
bhs 1 alfa 10.000
dl 1.000 FLAGS
nt 20 11 n
ct 20 1n N
TRANSMITTER dp \
tn H1 hs nn
sfrq 300.048 PROCESSING
tof 359.8 Tn not used
tpwr 59 DISPLAY
pw 4.500 sp -172.9
DECOUPLER Wp 4124.5
dn Ci13 rfl 600.1
dof 0 rfp 0
dm nnn rp 137 .0
decwave W40 _HCNSmm 1Ip -46 .2
dpwr 36 PLOT
dmf 13615 wcC 265
SC 0
Vs 84 g
th 16
ai cdc ph
-
|
,./J W /
II
|
_JJl Jr |
L o J J UL_-+ _n T JK\U /\_/UL s
13.83 59 .11 3.89
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sylpal(s
exp6 CARBON

SAMPLE
date Feb 28 2012
solvent cdcl3
file exp
ACQUISITION
SW 25141 .14
at 1.3083
np 65536
fb 14000
bs 4
d1 1.000
nt 600000
ct 4149
TRANSMITTER
tn C13
sfrq 100.583
tof 1531.4
tpwr 61
pw 7.300
DECOUPLER
dn Hi
dof )
dm YVy
decwave W
dpwr 29
dmf 9700

PRESATURATION
satmode n
wet n

SPECIAL
temp 25.0
gain not used
spin 20
hst 0.008
pw9o0 14.600
alfa 10.000
FLAGS
il n
in n
dp Y
hs nn
PROCESSING
b 1.00
n not used
DISPLAY
Sp ~138.2
wp 20331.5
rfil 1507 .8
rfp 0
re -80.2
1p -215.5
PLOT
wC 180
SC 0
VS 3082
th 2
ai ph
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA105 263 1-G,10_01_3847.d Acquisition Date 3/7/2012 4:14:11 PM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
IntenSS- +MS, 2.3min #254, Background Subtracted, Background Subtracted
x10
0
_ H‘
| N
. ¥
N
5a L@
34 1+
286.0954
2_
_ "
91.0545
1_
b 264.1140 320.0601 348.0666
119.0894 236.1083 \ L | \ 378.1587
0 ; |'-'I- T — N : ; : Ll 1 . |lrlv ; " I.L'u' 'I ; I L-I'-hl- : :
100 150 200 250 300 350 m/z

SO



Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
286.0954 1 C16H13N3NaO 100.00 286.0951 -0.3 -1.2 409 115 even ok

Page 6 of 6
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Cl N=N,

N
T
Current 0Oata Psrameters
® NAME syipa75D
EXPNO 2
PROCNO 1
Sb
F2 - Acguisition Farameters
Date 20090302
Time 18.18
. INSTRUM sSpect
‘ PROBHD 5 mm Dual 13
PULPROG zg30
0 327€68
4 | ¢ | SOLVENT ~ _ CDC13_
| i NS 4
( { DS 0
i SWH 4496 . 403 Hz
/ | FIDAES 0.137219 Hz
| AQ 3.6438545 secC
RG B812.7
E D 111.200 usec
CE 10.50 usec
i TE 300.0 K
/1 | D1 1.50000000 sec
============ CHANNEL f] =============
| NUC1 1H
J Pi G./70 usec
; PL1 -6.00 dB
| SFO1 250. 1315581 MHz
| | /[# F2 - Processing paramelers
yfﬂ S1 16364
. : SF 250 .1300488 MHz
l | WOW no
g | | 558 0
Hihe \ :\ | 8 0.CC Hz
HRAr ' _ " GB 0
i “, i s i

10 NMKR plot parasmeters

Integral

€2
CJ

CX 20.00 ¢m
FiP 10.3500 ppm
4 2beb . 37 Hz
Fer -0.5C0C ppm
YW | Y o T
L DD o) Sl _ . Lo s DOMCM 057000 ppm/cm.
|3 = A 3 i HZCM 137.57153 Hz/cm
! ; = i
sjeil |3 = |8 < _
|z . R T TR Y T R v il I T a1 g % a3k el 8 Bl J5 B l e P o S B R T | Eg Ed L =0 1 £ B & [ % L 7T & [ T a [ & %= 77770 T A | s i S N PR s Rl U TR S R R T R T R 1'_[_5_-1_1_'_‘ - -
. g - — - L / e - — _ b o—=
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sylpa?s
expb CARBON

SAMPLE

date Mar 15 2012
solvent cdcl3
file eXp

ACQUISITION
SW 25141.4
at 1.303
np 65536
fb 14000
bs i |
dl 1.000
nt 600000
ct 23668

TRANSMITTER
tn C13
sfrqg 100.583
tof 1531.4
tpwr 61
pw 7.300

DECOUPLER
dn H1
dof 0
dm YYY
decwave W
dpwr 29
dmf 9700

PRESATURATION
satmode n
wet n

SPECIAL
temp 25.0
gain not used
spin 20
hst 0.008
pw90 14.600
ailfa 10.000
FLAGS
il n
in n
dp Y
hs nn
PROCESSING
1b 1.00
fn not used
DISPLAY
Sp -1115.7
wp 21246 .8
rfi 1507 .8
rfp 0
rp -39 .7
1p -310.2
PLOT

WwC 180
sSC 0
VS 3424
th 2
ai ph

Cl hrﬁhl
o
O
Sb
W © N O
o2 0D 00 W
N o= WD
M P D O
(R S N
o S o
7o)
SmAD
gm s 2
m.
'”Eﬂfigi |
- |
|\ Ty E
(» o]
)
o0
o~
-t
o
™
& =2
o .~ o
® © in ! i o
R i .
) :
~m 2o . <
v ] ey L
s w\K
<r =
i o] : o
[ m
: q | ¢
= =
| I
| |
| i
i
f
|
Illlf[lill[lllI]ITIIlIITI[llT_T]IIII|ITIIIIIIT[IIIIIIIII|1_llllllITIIIIIIIIIIIIIIIIIl—l'll'lllTllllfllllerIIll
180 160 140 120 100 80 60 40 20 ppm

200

S8



RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name
Method

SY1PA75_297 1-G,9 01 _3846.d
fia_pos_bajo_50-350_egf.m

Acquisition Date 3/7/2012 4:05:19 PM
Instrument micrOTOF

Intens.
x105

- 1+
91.0545

cl N
B ()

119.0848

256.2614

+MS, 2.3min #258, Background Subtracted, Background Subtracted

1+
320.0564

282.2786

382.0280

0.0~ -
100

|II | P Y [ VO ¥ |
T T u T T

R N

250 300 350 m/z



Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
320.0564 1 C16H12CIN3NaO 100.00 320.0561 -0.3 -1.0 9.5 115 even ok

Page 7 of 7
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e
sylpa61 )
exXpl PROTON 5
C
SAMPLE PRESATURATION
date Jun 28 2012 satmode n
solvent cdcl3 wet n
file eXp SPECIAL
ACQUISITION temp 25.0
SW 4800.8 gain not used
at 1.706 spin 20
np 16384 hst 0.008
b 2600 pwso0 9.000
bs 1 alfa 10.000
dl 1.000 FLAGS
nt 20 11 n
cE 20 1n n
TRANSMITTER dp Y
tn H1 hs nn
sfrqg 300.048 PROCESSING
tof 358.8 *Tn not used
tpwr 59 DISPLAY
pW 4.500 sp -29.9
DECOUPLER wp 3946.3
dn 13 rt 600.1
dof 0 rfp 0
dm nnn rp 1294 .2
decwave WA40_HCNSmm 1p -34.6 |
dpwr 36 PLOT P
dmf 13615 wc 265
SC 0
VS 109 "
th 26
ai cdc ph ' “ ﬁ//f#’
.l f li
f' n
J N L
] . S -l I = J A o
6.37 16.80 " 5.00
28.00 13.83
| 1 ] | [ ] ¥V I i | F_[ 1 i_'_’ i I I T | | I 1 | | ! | [ I I i | |
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Current Data Parameters

NAME sylispt/4
EXENO 2
PRGCNO 1

F2 - Acgquisition Parameters

Date __ 20120202
Time B.03
INSTRUM spect
PROBHD A mm Dual i3
PULPROG zgpg30
D 65536
SOLVENT CBC13
NS 479
0S 0
SWH 18832 .393
FIDRES 0.287360
AG 1.7400308
a6 g8192
OW 26.550
DE 10.50
TE 300.0
D1 0.38000000
D11 0.03000000
D42 0.00002000
s====z=z=z==== CHANNEL f1
NUC 1 13C
Py 10.00
PL 4 -2.00
SFO1 62.9015374
z=========== CHANNEL f2
CPOPRG2 waltz16
NUC2 iH
PCPD? 100.00
PLD 120.00
pLAD 15.00
PL13 15.00
SFQ2 250.1310005

e m o v R . . m—— —

dB
dB
MHz

FZ2 - Processing parameters

Sl 32768
SF 62 .8952479
WOW EM
558 0
LB 2.390
GB 0
BE 1.40

10 NMB plot parameters

CX 20.00
FAP 210.000
F1 13208.00
FeP ~-10.000
Fe ~B28.95
PRMCM 11.00000
HZCM 691 .84772

MKz

Hz

cm

ppm
Hz

ppm

Hz
ppm/cm
Hz/cm



RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA61_297_1-E,10_01_3380.d Acquisition Date 2/20/2012 3:22:09 PM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
IntenSS- +MS, 2.3min #253, Background Subtracted, Background Subtracted, Background Subtracted
x10° ]
Cl O
H\
1.0 \ N
N
1+
320.0561
0.8+
0.6
0.4
0.2+
270.0657 298.0748 354.0224  381.2990
00 T Ar T I' T T T T T T T T T T T A 'II 'I T : L T
100 150 200 250 300 350 400 miz
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Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
320.0561 1 C16H12CIN3NaO 100.00 320.0561 -0.0 -0.0 22.3 115 even ok

Page 5 of 5
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sylpad5s
eXpl PROTON

SAMPLE PRESATURATION
date Jun 28 2012 satmode n
solvent cdcl13 wet n
file eEXp SPECIAL
ACQUISITION temp 25.0
SW 4800.8 gain not used
at 1.706 spin 20
np 16384 hst 0.008
b 2600 pw3o0 9.000
bs 1 alfa 10.000
dl 1.000 FLAGS
nt 20 11 n
ct 20 1in n
TRANSMITTER dp \'4
tn H1 hs nn
sfrg 300.048 PROCESSING
tof 358.8 ¥Tn not used
tpwr 59 DISPLAY
pw 4.500 sp -180.5
DECOUPLER wp 4085.8
dn E1l3 71T 600.1
dof 8@ rfp 0
dm nnn rp 12012
decwave WA40_HCNSmm 1p -24 .8
dpwr 36 PLOT
dmf 13615 wcC 265
SC 0
VS 80
th 11
ai cdc ph
#fjﬂfffg
S I 3 ) » — )
8.74
43
I | i 1 =[ | ' i I | i 1 | f |
12 11 10 8
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA45 332_1-E,11_01_3381.d Acquisition Date 2/20/2012 3:31:00 PM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF

Intenss. +MS, 2.3min #254, Background Subtracted, Background Subtracted
x10°+

1.2 N

1.0 1+

354.0163

0.8+

0.6+

0.4+

0.2+

332.0300

304.0187 “ 387.9855
GG WU FSNSUSUR | D | SO | PSS YISO T
100 150 200 250 300 350 400 m/z
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Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
3540163 1 C16H11CI2N3NaO 100.00 354.0171 0.8 2.3 314 115 even ok

Page 4 of 4
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expl0O0 Proton
SAMPLE
date Jan 13 2009
solvent cdcl3
file EXpP
ACQUISITION
strg 300.048
tn M1
at 1.708
np 20886
Sw 6120.0
b 3400
bs 1
tpwr 99
pwW g od
dl 1.000
tof 899 .7
nt 24
ct 24
alock n
gain not used
FLAGS
1] n
in n
dp y
DISPLAY
Sp ) 3 B
wp 2983.0
VS 50
SC 0
wC 180
hzmm 16.57
18 80.48
rfl 719.6
rfp 0
th 4
1ns 1.000
ai ph

BEE. & NI
dfrg 75 .4549
dn 13
dpwr 37
dof 0
dm nnn
dmm C
dmt 13900
temp za: 0
PROCESSING
wtfile
proc Tt
n 32768
wWerr
WEeXp
wh s
wnt

11027
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syiptl06 H

expt CARBON !
: | Cl N=N,
SAMPLE PRESATURATION 1 N
date Mar 14 2012 satmode n h 3
solvent cdcl13 wet n ]
file exp SPECIAL F
ACQUISITION temp 25.0 | O
Sw 25141.4 gain not used | Cl
at 1.303 spin 20 ﬁ
np 65536 hst 0.008 ;
fb 14000 pw90 14.600 oo Se
bs 4 alfa 10.000 o o f~ tn
d1 2.000 FLAGS N i g ©
nt 600000 11 n ~ o ©
ct 16924 in n P B Pe
TRANSMITTER dp Y 5
in Cl3 hs nn |
sfrq 100.583 PROCESSING f
tof 1531.4 1b 1.00 ;
tpwr 61 fn not used :
pw 7.300 DISPLAY §
DECOUPLER Sp -119.0 ;
dn H1 wp 20311.5 !
dof 0 rfl 15067 .8 ;
dm yyy rfp 0 |
decwave w rp -61.7 '
dpwr 29 1p ~-248 .0
dmf 9700 PLOT
wC 180
SC 0
VS 6395
th q f
ai ph 0 o B :
SS
522535331«:21 '
SANLE
Ge NP Te
- M 2;2{
i

133.337
/S
$4.599

r

[ S : : : ] . e ; : B : . . LR

IIIII]IITT[IIIl[lllllllll|_[TTlIlIlT]ll[llllll[l|II|IIII|IIIIITIII|III[||III|IIII|IIII|I|II|IIT[[III]I
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA106_331 1-G,7_01_3843.d Acquisition Date 3/7/2012 3:38:44 PM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
Intenss.— +MS, 2.3min #257, Background Subtracted, Background Subtracted
x10
cl 0O
Hl-
1.0 | N
cl N
_ 5e \—© 1+
354.0179
0.8+
0.6
0.4+
1+
2822785 14
| 304.2609
1+
0.2 91.0943
1+
E 256.2631
332.0358
119.1104 162.9829 228.2328
0.0t Il!u ||'II llnlnl..'n l .'I Ly I'Ll “. ke " A Ilnl al lI I. " Inll II'L
100 150 200 250 300 350 m/z
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Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
354.0179 1 C16H11CI2N3NaO 100.00 354.0171 -0.7 -2.1 11.7 115 even ok

Page 6 of 6
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Syvlpab58c

eXpi0ld Proton

SAMPLE
date Dec 12 2008
solvent cdcl3
Tile exp
ACQUISITION
sfrg 300.048
in H1
at 1.706
np 16384
Sw 4800.8
fb 2600
hs 1
tpwr 54
pw 4 4
di 1.000
tof 238.9
nt 20
ct 20
alock N
gain not used
FLAGS
il n
in n
dp Y
DISPLAY

Sp ~128:1
wp 3120.0
VS 45
SC 0
wC 180
hzmm 17.33
15 125.00
rfl 720.8
rfp 0
th i
ins 1.000
ai ph

DEE: & YT
dfrg 75.454
on €13
dpwr 37
dof 0
dm nnn
dmm C
dmt 13900
temp 25.0
PROCESSING
wtfile
proc Tt
n 32768
werr
wexp
wh s
wnt

=N
N""' \
i N
S
O
of
' I _ _
Jr ‘ j
i:i f Il |
'i||i. w ||| |I
TR '. |
/ b S 4 3 l | ppm
3.99 ) 0.97 0.56
1.01 0.70
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sylpab8

exp6 CARBON
SAMPLE

date Mar 8 2012

solvent cdcl3

file exp

ACQUISITION

SW 25141 .4

at 1.303

np 65536

fb 14000

bs 4

dl 1.000

nt 0000
ct 29500
TRANSMITT

tn C1l3
sfrg 100.582
tof 525.0
tpwr 61
pw 7.300
DECOUPLER
dn H1
dof 0
dm YyYyY
decwave w
dpwr 29
dmf 9700

PRESATURATION
satmode n
wet n

SPECIAL
temp 25.0
gain not used
spin 20
hst 0.008
pw30 14.600
alfa 10.000
FLAGS
il n
in nn
dp Y
hs rn
PROCESSING
1b 1.00
fn not used
DISPLAY
Sp -582.2
wp 20733.5
rfl 2514.2
rfp 0
rp -32.5
Tp -316.8
PLOT
wC 1890
$C 0
VS 13217
th 3
ail ph

76 .656

of

- M~ o T bl
= o O WM M N o
= = & W M ON S M Tl
™~ o - N No O oo Tp) LF)
) . 4 N M Mo NN - : o)
0 tlg g — vt o ™ v ; <
— - = ///// | D
|
e i
Ipu .I‘.'.'..||
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA58 281 1-H,9 01 3872.d Acquisition Date 3/8/2012 1:19:38 PM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
Intens4 +MS, 2.2min #244, Background Subtracted, Background Subtracted
X107+
0
H'r
5+ 1 - N
4 F N
5f L@
_ 1+
| 304.0861
4_
3_
2_
1_
_ 1+ 1+
] 91.0546 288.2903
; Ji 366.0575
0 . . —— - ' . . . . " . . ; 4 " : . ’ | ! ” ; | ke l' } ; ; b
100 150 200 250 300 350 m/z



Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
304.0861 1 C16H12FN3NaO 100.00 304.0857 -0.5 -1.5 3.8 115 even ok

Page 4 of 4
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S27

N
e
sylpab0 O
expl PROTON 5g
SAMPLE PRESATURATION
date Jun 28 2012 satmode n
solvent cdcl13 wet n
file exp SPECIAL
ACQUISITION temp 25.0
SwW 4800.8 gain not used
at 1.706 spin 20
np 16384 hst 0.008 /F
b 2600 pw3o 9.000
bs 1 alfta 10.000
dl 1.000 FLAGS
nt 20 11 n
ct 20 1in n
TRANSMITTER dp '}
tn H1 hs nn
sfrqg 300.048 PROCESSING
tof 308.8 Thn not used
tpwr 58 DISPLAY
pwW 4.500 sp -235.08
DECOUPLER wp 4155 .5
dn Gil2 1t 600.1
dof 8 rfp 0
dm nnn rp 119.0
decwave WA40_HCNSmm 1p =222
dpwr 36 PLOT
dmf 13615 wc 265 |
5C 0
VS 131 (ff
th 11
ai cdc ph #fJffjrf |
L Y | ,,_,UJ e R R e R W
=y i ! 1 } . L ; S ] ]
3.47 33.08 2:23 13.56 .73
.70 18 30.37 4.68
i T | l i | | ! | | = I i ] 1 I | | I I I | | ] I [ T 1 | | ] | | | | | | T I ! | I
12 1d 10 g 8 / 4 3 1 -0  ppm



sylispt?70
exp6 CARBON
SAMPLE
date Feb 29 2012
solvent cdcl3
file exp
ACQUISITION
SwW 25141 .4
at 1.3083
np 65536
fb 14000
bs 4
dl 1.000
nt =000 (
oty o
TRANSMITTER
tn C13
sfrq 100.583
tof 1531.4
tpwr 61
pw 7.300
DECOUPLER
tdn H1
dof 0
dm YYY
decwave w
dpwr 29
dmf 9700

PRESATURATION
satmode n
wet n

SPECIAL
temp 25.0
gain not used
spin 20
hst 0.008
pw30 14.600
alfa 10.000
FLAGS
il n
in n
dp Y
hs nn
PROCESSING
T1b 1.00
fn not used
DISPLAY
Sp -119.0
wp 20250.9
rfi 1507 .8
rfp 0
rp -35.8
1p -317.8
PLOT
wC 180
SC 0
Vs 11380
th 3
ai ph

. N
Sty
O
SJe
ei
|
I
wolk o
oo~ W
N =l B WD
M M 2D D
e P ™ P
. ;
Tp |
n <o |
mim
"o r
3
¥
~ g g r~ ~
o) LD o v =
™ . B ™ 1= L
i ) —t 'g == »
T 2‘5 < | N
N
o —t |
LD ‘\ JF' : |
RN
T o | !
i Ez |
M
M- v ]
o I\ |
it !
| |
oy
K
ITIII]IIIIIITII|1]Fl!llll|IlIl[llll’["l'l!lllll||[III]IIII|Illllllll[lllIIIIIIIIIII]IIII[IIFT[FIII|II1||
200 180 160 140 120 100 80 60 41 20 ppm

S28



RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA60_281_1-G,11_01_3855.d Acquisition Date 3/8/2012 10:47:14 AM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
IntenSS-- +MS, 2.3min #258, Background Subtracted, Background Subtracted
x10
| F ©
3.04
1 N,
| N
N
' 59 L@
2.5 1+
304.0855
2.0
1.54
1.0+
0.5+
4 e
1 91.0537
1 262,104 J. 338.0470 3660546
0.0 - S i . . i i i ' i i , . - 'L 'l. " A L' ; i l' A
100 150 200 250 300 350 m/z



Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
304.0855 1 C16H12FN3NaO 100.00 304.0857 0.1 0.4 6.8 11.5 even ok

Page 5 of 5
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sylpabr
expl PROTON

SAMPLE
date Mar 23 2012
solvent cdcl13
file exp
ACQUISITION
SW 7999.2
at 2.048
np 32768
b 4000
bs 1
dl 1.000
nt 400
ct 400
TRANSMITTER
tn H1
sfrg 399.9/73
tof 1199.9
tpwr 56
pw 2.050
DECOUPLER
dn C13
dof 0
cm nnn
decwave W40 _IDPFG-~
4465
dpwr 46
dmf 18500

PRESATURATION
satmode N
wet n

SPECIAL
temp 25.0
gain not used
spin 20
hst 0.008
pwi0 4.100
alfa 6.600
FLAGS
| N
in n
dp '
hs nn
PROCESSING
fn not used
DISPLAY
sSp -192.5
wp 4586.9
rfl 799.9
rfp 0
rp =T e
1p 24 .7
PLOT
wC 180
SC 0
Vs 11
th 1
at ph

MeO

MeO

MeO

5h

S31




sylpabr
exp6 CARBON
SAMPLE

date Mar 23 2012

solvent cdcl3
file exp
ACQUISITION
sSwW 25141 .4
at 1.303
np 65536
fb 14000
bs 4
il 1.000
nt 600000
ct 96252
TRANSMITTER
tn Ci3
sfrq 100.583
tof 1531.4
tpwr 51
pw 7.300
DECOQUPLER
dn H1
dof 0
dm Yyy
decwave W
dpwr 29
dmf 5700

PRESATURATION
satmode n
wet N

SPECIAL
temp 25.0
gain not used
spin 20
hst 0.008
pwl 0 14.600
alfa 10.000
FLAGS
il n
in n
dp Y
hs nn
PROCESSING
1b 1.50
fn not used
DISPLAY
Sp -234.1
wp 20415.1
rfl 1507 .8
rfp 0
rp -43.3
1p -315.4
PLOT
wC 180
SC 0
VS 6417
th 2
ai ph

MeO

MeO N=N
N
MeO
@
5h
M > o
o S
Y)
§
~ = <
" S
S 5 \ r 1
o .
<t ;
L
N o :'I ot
LeBed h E
e | s
- A M J
o 3 LL%%%K | B
g o
(S k -
o g i
[ o) 1|
© o !i
w x :
o |
{f‘ |
L
1I|II|IITI[IIII|]TII[I1IIill'illllll]l|Ill[lll]I'IIIITIIIII[[IIIIFI[IlllITIlI|lIITlIIII|IIIFIIIII|I!II[I
200 180 160 140 120 100 80 60 40 20 ppm
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA6R_353 1-A,12_01_4419.d Acquisition Date 4/12/2012 10:59:16 AM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
IntenSA' +MS, 2.3min #263, Background Subtracted, Background Subtracted, Background Subtracted
X107
| o]
| MeO N,
| N
| MeO N
5h 1+
7 376.1285
4_
3_
2_
| 1+
91.0547
1_
1+ 1+
1 267.1242 298.1454
4 1+
354.1470
B 195.0651
326.1424
i 130.0661 235.0944 l
0 . . , . ! , : ; , |'| l.!l : lll I , | N ST - 'l '[ , Il.ll - . — , , . A : , , , ,
100 150 200 250 300 350 400 m/z
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Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
376.1285 1 C19H19N3NaO4 100.00 376.1268 -1.7 -4.5 17.8 115 even ok

Page 4 of 4
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sylisat158

expl PROTON O
SAMPLE PRESATURATION
date Jun 26 2012 satmode n 5-
solvent cdcl13 wet n |
file exp SPECIAL
ACQUISITION temp 25.0
SW 4800.8 gain not used
at 1.706 spin 20
np 16384 hst 0.008
b 2600 pwio0 9.000
bs 1 alfa 10.000
dl 1.000 FLAGS
nt 20 11 n
¢t 20 1In n
TRANSMITTER dp v
tn H1 hs nn
sfrg 300.048 PROCESSING
tof 393.8 Thn not used
tpwr 59 DISPLAY
pw 4.500 sp -308.8
DECOUPLER wp 4205.9
dn C13 rfl 600.1
dof 0 rfp 0
dm nnn  rp 137 .7
decwave W40_HCNSmm 1p =543
dpwr 36 PLOT
dmf 13615 wc 265
SC 0
VS 140 /ff (f
th 13 ~
ai cdc ph
I
' Il JU
. _ - JL _LJJUJ LL o __j\‘u‘ S S g ST G - JL__
4.69 16.96 11.92 54
9.33 39.38 12.01 .16
T ] 1 | i l | | | T T I | | | | | 1 | ] I I | | 1 J | | T | | |
1€ 11 10 8 3 2 = ppm

S35



sylisatl58
expb CARBON

SAMPLE PRESATURATION
date Mar 1 2012 satmode n
solvent cdcl3 wet n
file exp SPECIAL
ACQUISITION temp 25.0
SW 25141.4 gain not used ’
at 1.303 spin 20 Si
np 65536 hst 0.008
fb 14000 pw90 14.600
bs 4 alfa 10.000
dl 1.000 FLAGS
nt 6066000 i1 n
ct 1178 in n
TRANSMITTER dp \'§
in Cl3 hs nn
sfrqg 100.583 PROCESSING
tof 1531.4 1b 1.00
tpwr 61 fn not used
pw 7.300 DISPLAY
DECOUPLER Sp -149.7
dn H1 wp 20280.9
dof 0 rfl 1507 .8
dm yyy rfp 0
decwave w rp -8.6 S e
dpwr 29 Ip -371.3 o o
dmf 9700 PLOT oy,
WC 180 ~ o ©
SC 0 - o
VS 1624 e 7e)
£ 3 N~ e .
P eSS tengNERT
. V- I O} .
m"-leA .
Ngﬂggu\c.‘: Eﬁv-lﬂ-t
o W t =4
P @ g
« (M)
gggzlxlﬁgﬁgbx &
4 <r
<
= (¥p
o0
N
o) ! f
00 :
= |
|
IIIII[Ilrl!lillrflllillll]llIIIIIFI[I‘III'IIIF[[III'III!IIIII|TIII|IIII’II[II|IIII‘II!II|l|Il||III|IiII]
200 180 160 140 120 100 80 60 40 20 ppm
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA53A 313 1-G,12_01_3856.d Acquisition Date 3/8/2012 10:56:06 AM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
IntenSS-_ +MS, 2.2-2.4min #(245-265), Background Subtracted, Background Subtracted
x10
6_
| o
< H¥
SOAY
i N
5_ 5i L@
_ 1+
i 336.1120
4_
_ "
_ 314.1285
3_
2_
_ 1+
| 286.1199
1_
1+
] 91.2239
7 258.1246
. 155.0923 J 364.1444
0 T T T T T u -I T e * —— T T rh 7k T I- A 1 T y T 1 m“v—Lr‘Lth"“Tl“—v—L—‘—r‘-‘—v—L
100 150 200 250 300 350 m/z



Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
3141285 1 C20H16N30O 100.00 314.1288 0.3 0.9 415 145 even ok

Page 5 of 5
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e
sylpt79
expl PROTON O
SAMPLE PRESATURATION 5i
date Jun 14 2012 satmode n J
solvent cdcl13 wet n
file exp SPECIAL
ACQUISITION temp 25.0
SW 4800.8 gain not used
at 1.706 spin 20
np 16384 hst 0.008
fb 2600 pw3lo0 9.000
bs 1 alfa 10.000
dl 1.000 FLAGS
nt 200 1T n
ct 53 1In n
TRANSMITTER dp VY
tn H1 hs nn
sfrq 300.048 PROCESSING
tof 259.8 Th not used
tpwr 29 DISPLAY
W 4.500 sp -139.5 ~
DECOUPLER wp 4241.7
dn 213 1T 600.1
dof 0 rfp 0
dm nnn  rp 136.3
decwave W40_HCNSmm 1p -0 el
dpwr 36 FLOT
dmf 13615 wce 265
SC 0
VS 155
th 2 |
ai cdc ph
/
et i
- |
74 8.20 21.94
25.84 51 85.77
| | ] i | | | 1 ] | . I_I' 1 IE _I' | | ED | I i | [ I ] | ! ] | I I | | | | !
13 12 11 10 9 6 2 ppm
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sylspt97/ . N
expt CARBON
SAMPLE PRESATURATION O
date Feb 15 2012 satmode n
solvent cdcl3 wet n
file exp SPECIAL 5]
ACQUISITION temp 25.0
SW 25141.4 gain not used
at 1.303 spin 20
np 65536 hst 0.008
fb 14000 pw90 14.600 g
bs 4 alfa 10.000 B 1
d1 1.000 FLAGS N @ ©
nt 600000 i1 n M~ O O
ct 5016 in n P; P B>
TRANSMITTER dp y
tn Cl13 hs nn |
sfrq 100.583 PROCESSING ;
tof 1531.4 1b 1.00 h
tpwr 61 fn not used |
pw 7.300 DISPLAY !
DECOUPLER sp -46.1
dn H1 wp 22188.3
dof 0 rfl 1507 .8 |
gm yyy rfp 0 é
decwave w rp -40.3 i
dpwr 29 1p -293.2 ;
dmf 9700 PLOT |
wC 180 E
SC D “
Vs 3731 !; o o
ai ph i '-Dm-ﬁ
= i ml.l"}m.
o) N ! N o o
Ao i! L
e‘ff—uqoo i: N
a * N !
Sl ?f
e 4= : i
. LH“: ;: :
< L | o !
(Vg .
g 2 ) E o i
o I
2 .
L i
|
’iili]llllllIllllilr[irlI]lII[[T[FllIiii]]lll]lllllllll|III]I!1'II']ITllillllllllllllII]lTll]llll]lll[llll'l]'ll]]]
220 200 180 160 140 120 100 80 60 410 20 ppm

S40



RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA97_269 1-H,3_01_3861.d Acquisition Date 3/8/2012 11:40:25 AM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
IntenSS-- +MS, 2.3min #259, Background Subtracted, Background Subtracted
x10
| 0
4 |".|¥
| °N
4 N
y 5} L@
1+
| 292.1423
2_
1_
1+
91.0471
] 270.1604 354.1127
160.0761 l .I
0 ; 'I : ; . . ; : ! ; ; N : ; - ; - ; I L 'mllll — N | - ’ N ;
100 150 200 250 300 350 m/z



Meas. m/z # Formula Score m/z err[mDa] err [ppm] mSigma rdb e Conf N-Rule
2921423 1 C16H19N3NaO 100.00 292.1420 -0.3 -0.9 28.0 8.5 even ok

Page 5 of 5
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S43

Current Data Parameters

NAME sy ipag/
EXPNO i
PROCNO i

F2 - Acguisition Parameters

Date 20090427
Time 17.43
INSTRUM spect
PROBHD 5 mm Oual 13
PULPROG 2930
10 32768
SOLVENT COC13
NS €5
DS 2
SWH 4251.701
F IDRES 0.129752
AQ 3.8535669
AG 724.1
OW 117.600
DE 10.50
TE 300.0
D1 1.50000000
============ CHANNEL f1
NUC1 1
o1 | 9.75
PL1 ~6.00
SFO1 250.1319258

Fe - Processing parameters

SI 16384
Sk 250 .1300498
WDW no
SSB 0
LB 0.00
GB 0
PC 1.00

10 NMR plot parameters

CX 20.00
FiR 14.000
F1 3501 .82
F2P -1.000
Fe -290.13
PPMCM 0.75000
HZCM 187.59753

MHz

Hz

cm

ppm
Hz

ppm
Hz

ppm/cm
Hz/cm



sylispt87
exp6 CARBON

SAMPLE
date Feb 22 2012

solvent cdcl3
file exp
ACQUISITION
SW 25141.4
at 1.303
np 65536
b 14000
bs &
di 1.000
nt 600000
ct 4040
TRANSMITTER
tn Cl3
sfrq 100.583
tof 1531.4
tpwr 61
pw 7.300
DECOUPLER
dn H1
dof 0
dm YYY
decwave W
dpwr 29
gdm¥ 9700

PRESATURATION
satmode n
wet n

SPECIAL
temp 25.0
gain not used
spin 20
hst 0.008
pwi0 14.600
alfa 10.000
FLAGS
il n
in n
dp Y
hs nn
PROCESSING
1b 1.00
fn not used
DISPLAY
sp ~285 .5
wp 20527 .9
rfil 1507.8
rfp 0
rp -5.6
1p -368.6
PLOT
wC 180
sSC 0
vSs 2546
th 2
ai ph

N
——.
O
Sk
(¥}
o
N @
¥ o
M R
M < O
r~
on
- :
w =] |
;;:303 ;
& T an ]
Shagt |
i !
LJﬁ ii
Tp' ""‘ !I
o = E o
™ i - i < g
= ® ] | o ;
& | & o~
o Lﬁ !
o |
. I
|
|
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA87_201_1-H,2_01_3859.d Acquisition Date 3/8/2012 11:22:42 AM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
IntenSS- +MS, 2.2min #248, Background Subtracted, Background Subtracted
x10° |
2.5 0
_ N,
| \ N
N
_ 5k L@
1+
2.0 224.0800
1.5
- l+
91.0545
1.0
0.5
| 286.0504
i 351.0890
149.9990 202.0987 258.0441 L
0.01— i . ; N ' l: L ' ' ' |I 'l ; " | . LI' .lll‘ | I |I '||.|L'LI At . ; . ' '
100 150 200 250 300 350 m/z
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Meas. m/z # Formula Score m/z err[mDa] err [ppm] mSigma rdb e Conf N-Rule
2240800 1 C11HI11N3NaO 100.00 224.0794 -0.6 -2.5 8.6 7.5 even ok

Page 6 of 6
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EDDY SOTELO
Sello


sy1COF2

expl CARBON
SAMPLE

date May 10 2012

solvent cdcl13

file shome/vnmr2/s~
y1COF2,/13C.F1id

ACQUISITION

swW 18867.9
at 0.863
np 32768
fh 10400
bs

dil 1.000
nt 3000
ct 1836

TRANSMITTER
tn ci3
sfrg 75.454
tof 409.4
tpwr 57
pw 3.000
DECOUPLER

dn

dof 0
dm yyy
decwave W
dpwr 7
dmf 8100

PRESATURATION
satmode
wet
SPECIAL
temp 25.0
gain not used
spin not used
hst 0.008
w30 7.000
alfa 10.000
FLAGS
) n
in n
dp v
h nn
PROCESSING
1 2.50
fn not used
DISPLAY
sp -267.8
wp 16550.8
rfl 1889.3
rfp 0
rp 131.3
1p -285.7
PLOT
we 180
sSC
Vs 290
th
ai ph

S48
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EDDY SOTELO
Sello


RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA

Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098
E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name

SY1COF2_187_1-H,4_01_4906.d

Acquisition Date 5/11/2012 4:28:25 PM

Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
Intens. +MS, 2.3min #255, Background Subtracted
x105-
] o
N
H l. “‘H
1 N
4 51 L@
] "
| 91.0540
3_
1+
] 242.0893
2_
1+
i 210.0629
1_
] 1+
| 354.1278
182.0686 312.0809
1 115.0552 I 294.0696
8 AN O U WU ORI 07 G VO N
50 100 150 200 250 300 350 400 m/z
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Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e~ Conf N-Rule
210.0629 1 C10H9N3NaO 100.00 210.0638 0.9 4.1 6.2 7.5 even ok

Page 5 of 5
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sylpaé6 j
expl? PROTON

SAMPLE
date Mar 16 2012
soivent cdcl3

file /home/rgry/sy~

1pa6j/1H.fid

ACQUISITION
SW 7999.2
. at 2.048
np 32768
fb 4000
bs 1
dl 1.000
nt 128
ct 128
TRANSMITTER
tn Hl1
sfrq 399.973
tof 1199.9
tpwr 56
pw 2.050
DECOUPLER
dn Ci13
dof 0
dm nnn
decwave W40 _IDPFG-~
4465
dpwr 46
dmf 18500

PRESATURATION
satmode n
wet n

SPECIAL
temp 25.90
gain not used
spin 20
hst 0.008
pw30 4.100
alfa 5.600
FLAGS
il n
in n
dp '
hs nn
PROCESSING
fn not used
DISPLAY
Sp -432.6
wp 4831.5
rfil 817 .8
rfp 0
rp -14.19
1p 30.3
PLOT
wC 180
SC 0
VS 23
th 2
ai ph

So1




Cl N=N,

sylpabj =% N_>7
exp6 CARBON OFEt

O O
SAMPLE PRESATURATION
date Mar 16 2012 satmode n
solvent cdci3 wet n
file exp SPECIAL 5m
ACQUISITION temp 25.0
SW 25141.4 gain not used
at 1.303 spin 20
np 65536 hst 0.008
fb 14000 pw30 14.600
bs -4 alfa 10.000
di 1.000 FLAGS s N
nt 600000 i1 n o 2
ct 137120 in n .
TRANSMITTER dp y B o B
tn Ci3 hs nn ™
sfrq 100.583 PROCESSING °
tof 1531.4 1b 2.00
tpwr 61 fn not used
pw 7.300 DISPLAY
DECOUPLER Sp -109.1
dn H1 wp 20386.0
dof 0 rfl 1507 .8
dm yyy rfp 0
decwave W Ip -37.8
dpwr 29 1p -316.4
dmf 9700 PLOT
wC 180 ¥
SC 0 %
VS 5929 .
th 2 Emz
ai ph t:g.,dr‘*:
N ©
233*
L I
h
i ' o
: o0
< ' & - s
. m. o ::
e 5; o 5355 . o i <
# o . .
: he ! i L‘ -
gg wn s e ™
v C 3 i |
[Illl]!lIIIFII‘IIIIII|TIII|I|I'I’IIII|II]I|IIII[I[[IIIIII|IrllllIII|Illf“]llll]lilll!llf[l[lIIII’I‘T[III1I
200 180 160 140 120 100 80 60 40 20 ppm
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA6J_293 1-A,10_01_4416.d Acquisition Date 4/12/2012 10:32:42 AM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
Intenszi_ +MS, 2.4min #266, Background Subtracted, Background Subtracted, Background Subtracted
x10
3.0 0
4 H‘
i l. w H
1 cl N o/
2.5 Sm (8]
1+
b 316.0471
2.0+
1.54
1.0+
0.5+
4 1+
138.9943 1+
288.0406 353.2670
) 164.0249
1 L ] 239.237
0.0~ e , " | ' \ !k . '1 A 'I ' J' " .|' . Jm' apd I N . : ; . ; N N . " ; .
100 150 200 250 300 350 400 m/z

S53



Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
316.0471 1 C13H12CIN3NaO3 100.00 316.0459 -1.2 -3.7 7.1 8.5 even ok

Page 4 of 4
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sylisatldl
expl s2pul

SAMPLE
date Jul 27 2011

solivent cdcl3
file exp
ACQUISITION
sfrg 300.048
tn H1l
at 1.998
np 21576
SW 2399.6
fb 3000
bs 1
tpwr o9
pw 1.4
dil 1.000
tof 659.7
nt 100
ci 29
alock n
gain not used
FLAGS
il n
in N
dp Y
DISPLAY
Sp -110.1
wp 4420.8
VS 59
SC 0
wC 180
hzmm 24 .56
is 812 .38
rfl 599.5
rfp 0
th 9
iqs 1.000

ai cdc ph

DEC. & VT
dfrq 75.454
dn Cl3
dpwr 37
dof 0
dm nnn
dmm C
dmf 13900
temp 25.0
PROCESSING
wtfile
proc ft
fn not used
werr
wexp
whs
wnt

e

S55

/i J] /‘ /
I & i I I A | l i
8 7
i r | T [ B ; lll ;
1.23 2.11 1.44
0.63  0.75
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| i | | | | | I I | I | | | | T | I }
ppm 179 150 125 100 75 10 2h 0

S56

Current Data Parameters

NAME sylisat 14
EXPND 2
PROCNO 1

F2 - Acquisition Parameters

Date_ 20120203
Time 7.96
INSTRUM spect
PROBHD 5 mm Oual 13
PULPROG 29pg30
10 B5536
SOLVENT COC13
NS 275
03 0
SWH 18832 . 393
FIOARES 0.287360
AQ 1.7400308
RG B132
DW 2b . 550
DE 10.50
TE 300.0
01 0.38000000
D11 0.03000000
012 0.00002000
===z=s======== [HANNEL f1
NUC1 13C
P1 10.00
PL1 -2.00
SFO1 B2.8015374
============ [HANNEL f2
CPDPRGZ waltzib
NUC?Z 1H
PCPDZ 100.00
PLZ 120.00
PL1Z2 15.00
PL13 15.00
SF02 250.1310005

MHz

FZ2 - Processing parameters

Sl 32768
Sk 62.88524/89
WOW EM
538 0
LB 2 gl
GB 0
PC 1.40

i0 NMR plot parameters

CX 20.00
F1P 210.000
F1 13208.00
FepP -10.000
Fe -628.95
PPMCM 11.00000
HZCM 091.84772

Mz

Hz

cm

pom
Hz

PR
HZ

pom/cm
Hz/cm



RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1ISAT141_303_1-G,8_01_3417.d Acquisition Date 2/21/2012 11:42:08 AM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
IntenSS- +MS, 2.3min #255, Background Subtracted, Background Subtracted
x10° ]
2.54
i 8]
] N,
| N
] N s_ _cCi
5n Lﬁl’]/ 1+
2.07 326.0133
1.5+
1.04
4 "
0.54 130.9729
b 437.1911
E 387.9825
268.0557 l
0.0 i i ; N i i i . ' 'L o N o 5.1.L' ek — A L' . i i
100 200 300 400 500 m/z
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Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
326.0133 1 C14H10CIN3NaOS 100.00 326.0125 -0.8 -2.3 17.0 105 even ok

Page 5 of 5
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cl N=N
‘H"'"‘"--q.
/ S
| cl O s
sylisatl147?
eXxpl PROTON 50
SAMPLE PRESATURATION
date Jun 28 2012 satmode n
solvent cdcl13 wet n
file eEXp SPECIAL //
ACQUISITION temp 25 .0
SW 4800.8 gain not used
at 1.706 spin 20
np 16384 hst 0.008
fh 2600 pw3o 9.000
bs 1 alfa 10.000
dl 1.000 FLAGS
nt 20 11 n
i 20 1n n
TRANSMITTER dp \'4
tn H1 hs nn
sfrg 300.048 PROCESSING
tof 299.8 Fn not used
tpwr 59 DISPLAY
pwW 4.500 sp 1.1
DECOUPLER wWp 3860.8
dn 12 ¥l 600.1
dof 0 rfp 0
dm nnn  rp 138 .5
decwave W40_HCNSmm 1p =28 .7
dpwr 36 PLOT
dmf 13615 wc 2B5
SC 0
VS 126
th 10 f
ai cdc ph d
,ﬁjﬁ#ﬂ “ -
[
}wkykf 1 -
s e et A P S L-'L et - W S R — —“Jw s e UPRES P8 S A A e i o e & . == .
L ‘ . i i
3.20 34 43 .65 1.2
19.95 15 10.82
| | [ ] i I | I l ] R 1 | r | | i i 1 | | | 1 i | F 1 | I | I | i i ] I I | | I
12 11 10 5 3 1 ppm

S99




Cl N=N,

N
“H""“'--.
sylisat14? / S
expt CARBON
cl ©O Z
SAMPLE PRESATURATION
date Feb 14 2012 satmode n .
solvent cdcl13 wet n ' 50
file exp SPECIAL
ACQUISITION temp 25.0
SW 25141.4 gain not used
at 1.303 spin 20
np 65536 hst 0.008
fb 14000 pw3l0 14.600 o ok o
bs 4 alfa 10.000 & 0 ©
dl 1.000 FLAGS N 4 [
nt 00 i1 n ~ - flo o
ct 8562 Jin n P 2 P
TRANSMITTE dp Yy '
tn Ci3 hs nn
sfrq 100.583 PROCESSING
tof 1531.4 1b 1.40
tpwr 61 fn not tsed
pw 7.300 DISPLAY
DECOUPLER Sp -16.2
dn HL wp 20300.8
dof 0 rfl 1507.8
dm yyy rfp 0
decwave W rp -32.3
dpwr 29 1p -316.8
dmf 9700 PLOT
wC 180
SC 0
VS 10670
th 3 B
aﬁ'ﬁ- O
m « ,NM
* O T D,
=My o=t
BR g , e
DN~ o LJ?['*v1 : 0
el N . .
o~ Qe ' L
a8 mnu '
P~ -
o ﬁ Qq\
L)
P
Tp] K |
[+ u) .
5 i
]Illl]l’l’l!lIIIl|llllilIIF[IIIIIIEII|IIIIII1_II]TTII|IIII|ltflllITITT_III[llll||lIEIIIII|IIII,IIII[IIIII
200 180 160 140 120 100 80 60 40 20 ppm
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1ISAT147_372_1-G,6_01_3841.d Acquisition Date 3/7/2012 3:21:01 PM
Method fia_pos_medio_350-1500_egf.m Instrument micrOTOF
Intens. +MS, 2.4min #159, Background Subtracted, Background Subtracted
x10°
| Cl 0O
_ N,
N
3.04 1 Nr
. Cl 5 Cl
- o T
_ ”
2.57 395.9324
2.0
1.54
1.0+
0.5+
- 1+
304.2605
| 437.1947
) 766.8778
b 578.3962 677.2038
0.0+ T ——— T
200 300 400 500 600 700 800 900 m/z

S61



Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
3939351 1 C14HB8CI3N3NaOS 100.00 393.9346 -0.5 -1.4 16.4 105 even ok

Page 7 of 7
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sylisatias

expl s2pul

SAMPLE
date Jul 27 2011
solvent cdcl3
file exp

ACQUISITION

sfrq 300.048
tn H1
at 1.998
np 21576
SW 5399.6
fb 3000
bs 1
tpwr 29
pw 4.4
dl 1.000
tof 659.7
nt 100
ct 23
alock n
gain not used

FLAGS
il h
in n
dp Y

DISPLAY
Sp -67.9
wp 4346 .0
VS 91
SC 0
wC 130
hzmm 24 .14
is 904.71
rfl 9995
rfp 0
th q
ins 1.000

ai cdc ph

DEC. & VT
dfrg 75.454
dn Cl3
dpwr 37
dof 0
dm nnn
dmm C
dmf 13800
temp 25.0
PROCESSING
wtfile
proc ft
fn not used
werr
wexp
whbs
wnt

Cl

i T 1T 1

1

1

S63
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0.
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I
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Cl
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0 (U D =~ — O 00 o< o o o8
T, O T U MM~ O M o — O o 5
= Ty ~ M~ N OO OoOMUNM@OMO ~ <t O =T S P
=] L0) O MNMNUMNIDM— O~ WA M~ WO W a8
o N T IS MMM MmM oy ol S S Yo
-t | -t i wd = g w—t =i w={ w—i i
1]
1
| I I | _1 T 1 | l | | | | 1 ] ' i | | |
ppm 175 150 125 100 5 ab 29

S64

Current Bata Parameters

NAME sylisat 148
EXPNO 2
PROCNO 1

F2 - Acgquisition Parameters

Date 20120203
Time B 47
INSTRUM spect
PROBHO 2 mm Dual 13
PULPROG zgpg30
10 65536
SOLVENT COC13
NS 1023
0S 0
SH 18832 . 393
FIDRES 0.287360
AG 1.7400308
RG B192
OW 26.550
DE 10.50
TE 300 .0
D1 0 .38000000
D114 0.03000000
Di2 0.00002000
==========z= CHANNEL 1}
NUC1 43C
Bl 10.00
PL1 -2.00
SFO1 62.9015374
=z===z======= CHANNEL f2
CPDPRGZ waltziB
NUC?Z2 AH
PCPD2 100 . 00
Pl 120.00
PL12 15.00
PL13 15 00
SFO2 250 . 1310005

MHz

F2 - Processing parameters

Sl 32768
SF 62.8952479
WOW EM
558 0
LB 2.30
GB 0
PC 1.40

iC NMR plot parameters

CX 20.00
1P 210.000
F1 13208.00
FepP -10.000
ar -528.85
PPMCM 11.00000
HZCM 631.84//2

MHz

Hz

cm

ppm
Hz

pam

Hz
ppm/cm
Hz/cm



RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name S411SAT148_332_1-H,9_01_3438.d Acquisition Date 2/22/2012 11:49:45 AM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
Intenss. +MS, 2.4-2.5min #(270-277), Background Subtracted
x10°
1 cl o
N
2.0+ A
| N
| Cl N —
| 5p \ ;N
4 1+
333.0310
- 1+
13 305.0242
1.0
4 1+
93.0577
4 1+
355.0116
0.5+
1+
4 277.0284
172.9577197 9g79 241.0520
00 . . } 'I ; n'. L 'nl . . s 'Ihm'.lll Lull". i I' L'L . . |IlN-' I.I' . . . . 1'
50 100 150 200 250 300 350 400 m/z
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Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
333.0310 1 C15H11CI2N40O 100.00 333.0304 -0.5 -1.5 295 115 even ok

Page 6 of 6
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sylpabt
expl PROTON

SAHPLE
date Mar 26 2012
solvent cdcl13
file eXp
ACQUISITION
sSW 799%.2
at 2.048
np 32768
fb 4000
bs 1
dl 1.000
nt 128
ct 128
TRANSMITTER
tn H1
sfrq 399.973
tof 1199.9
tpwr 56
pw 2.050
DECOUPLER
dn C13
dof 0
dm nnn
decwave W40_IDPFG-~
4465
dpwr 46
dmf 18500

PRESATURATION
satmode n
wet n

SPECIAL
temp 25.0
gain not used
spin 20
hst 6.008
pwi0 4.100
alfa 6.600
FLAGS
il n
in n
dp Y
hs nn
PROCESSING
1b 0.40
fn not used
DISPLAY
Sp -433.2
wp 4885.7
rfi 799.8
rfp 0
rp o | 1198
1p 16.1
PLOT
WG 180
SC 0
VS 48
th 2
af ph

F S W

S67
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sylpabt
exp6 CARBON
SAMPLE
date Mar 26 2012
solvent cdciS8
file exp
ACQUISITION
SW 25141.4
at 1.303
np 65536
fh 14000
bs 4
dl 1.000
nt 600000
ct 24140
TRANSMITTER
tn cCi3
sfrq 100.583
tof 1531.4
tpwr 61
pw 7.300
DECOUPLER
dn H1l
dof 0
dm YYY
decwave W
dpwr 29
dmf 9700

PRESATURATION
satmode n
wet n

SPECIAL
temp 25.0
gain not used
spin 20
hst 0.008
pws0 14.600
alfa 10.000
FLAGS
il n
in n
dp Yy
hs nn
PROCESSING
1b 1.00
fn not used
DISPLAY
Sp -992.2
wp 21172.4
rfi 1507 .8
rfp 0
rp -29.7
1p -324.3
PLOT

WC 180
SC 0
VS 7250
th 2
ai ph

200

O
= O
9
Tl =N ~ Y]
& O~ W
N AR
~ r~fo ©
(O - N
|
|
|
|
I
ﬁq-m
28e
0 !
enad )
o T - —
-1) o
[ ] .
@
21233 [H fo g I 2
'lﬂq-‘_' . .
M~ g . N e
< "“"mm w =]
L mO’Jm
o v m""—l,_;
Tp)
3 C 8 L
Ty r-- 7
o =
|
||lli[lll|]Illl|lllllllllllllllllll]lllI[Iftl]llllllllf[llll'llll'[lII'FIFIIII!III]I'III]llll[lfll]llillll1l
180 160 140 120 100 80 60 40 20 ppm
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA6T_295 1-A,11 01 _4418.d Acquisition Date 4/12/2012 10:50:24 AM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
Imens[ +MS, 2.3min #262, Background Subtracted, Background Subtracted, Background Subtracted
x10
| F o
H'\-
] \ N

| o]
1+
34 350.0070
1+
1 176.9970
2_
1_
_ "
318.0660
220.9876
142.0295
300.0160
- 282.2779
100 150 200 250 300 350 400 m/z
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Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
318.0660 1 C13H11F2N3NaO3 100.00 318.0661 0.1 0.3 19.7 85 even ok

Page 5 of 5
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sylpabs
expl PROTON

SAMPLE
date Mar 21 2012
solvent cdcl3
file exp
ACQUISITION
SwW 7999.2
at 2.048
np 32768
fb 4000
bs 1
dl 1.000
nt 128
ct 128
TRANSMITTER
tn Hi
sfrq 399.973
tof 1199.9
tpwr 56
pw 2.050
DECOUPLER
dn Cl3
dof 0
dm nnn
decwave WA0_IDPFG-~
44865
dpwr 46
dmf 18500

PRESATURATION
satmode n
wet n

SPECIAL
temp 25.0
gain not used
spin 20
hst 0.008
pwig0 4.100
aifa 6.600
FLAGS
il n
in n
dp Y
hs nn
PROCESSING
fn not used
DISPLAY
Sp -183.7
wp 4234.9
rfl 799.9
rfp 0
rp ~61.3
Ip -4.1
PLOT
wC 180
SC 0
VS 73
th 1
ai ph

Cl

S71




sylpabs
exp6 CARBCN
SAMPLE
date Mar 21 2012
solvent cdcl13
file exp
ACQUISITION
SwW 25141.4
at 1.303
np 655836
b 14000
bs q
dil 1.000
nt 600000
ct 23796
TRANSMITTER
tn Ci3
sfrq 100.583
tof 1531.4
tpwr 61
pw 7.300
DECOUPLER
dn H1
dof 0
dm yyy
decwave W
dpwr 29
dmf 9700

PRESATURATION
satmode n
wet n

SPECIAL
temp 25.0
gain not used
spin 20
hst 0.008
pwi0 14.600
alfa 10.000
FLAGS
il n
in n
dp Y
hs nn
PROCESSING
1b 1.50
fn not used
DISPLAY
sp -208.8
wp 20390.6
rfi 1507 .8
rfp 0
rp -36.6
1p -316.8
PLOT
wC 180
SC i
VS 10445
th 2
ai ph

Cl N=N,

O
cl O
|
5r
|
|
|
[
wolk «
QI D
N o~ Ep ©
™~ r~ o ©
I"‘hf"-r\-
u
i
o
0
08
< © o
“Soqw L = o
) : o
g 0 @ flg' 5 B ‘ = 0 !
: gl i g :
(Vg - »
. xJ -
o - o~
IIIII]Itll]llll]lllll!ll'I]l‘llll‘lllli[lll]lilI[rIII]IIlI|IIIT|IIII[II|l]lll!]llll|llll[lllIIIIII]IIII[I
200 180 160 140 120 100 80 50 40 20 ppm
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name  SY1PA65_327_1-A,9_01_4415.d Acquisition Date 4/12/2012 10:23:50 AM

Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
Intens4. +MS, 2.3min #253, Background Subtracted, Background Subtracted, Background Subtracted
x10
8 cl o
H'r
| °N
| al N o/
5r \(
(8]
1+
318.0659
6_
4_
2_
4 1+
290.0595
166.0476 1+ 3500069
l l 268.0763 u 392.1053
IO O OO P R PO Y
100 150 200 250 300 350 400 450 m/z
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Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e  Conf N-Rule
350.0069 1 C13H11CI2N3NaO3 100.00 350.0070 0.1 0.3 26.9 8.5 even ok

Page 5 of 5
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Current Osta Parameters

NAME 5y1pab3
EXPNOD 1
PROCND 1

FZ2 - Acgquisition Parameters

Date 20081211
Time 12.13
INSTRUM spect
PROBHD 5 mm Dual 13
PULPROG zg30
0 32768
SOLVENT COC13
NS 20
NS 0
SWH 4496 . 403
FIDRES 0.137219
AQ 3.6438B515
G 362
DW 111.200
0F 10.50
TE 300.0
01 1.50000000
e uaRNEr
NUC1 iH
o1 9.75
oL 1 -6.00
SFO 250 . 1315581

F2 - Processing parameters

51 16384
Sk 250.1300498
WOW no
S5SB 0
LB 0.00
GB 0
PC 1. 00

10 NMR plot parameters

CX 20.00
FiP 10.500
F1 2b62b. 37
F2P -0.500
Fe =129, S
PPMCM 0.55000

HZCM 137.871483

MHZz

Hz

CMm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm



N
e
sylpabqg
O
exp6 CARBON
SAMPLE PRESATURATION B5s
date Mar 20 2012 satmode n
solvent cdcl13 wet n
file exp SPECIAL
ACQUISITION temp 25.0
SW 25141.4 gain not used
at 1.303 spin 20
. np 65536 hst 0.008
fh 14000 pw90 14.600
bs 4 alfa 10.000
dl 1.000 FLAGS
nt 600000 i1 n
ct 23072 in 0
TRANSMITTER dp N
tn C13 hs nn
sfrq 100.583 PROCESSING
tof 1531.4 1b 2.00 o B
tpwr 61 fn not used »® I~ o T
pWw 7.300 DISPLAY o o it Mo Do
DECOUPLER sp -117.5 N®m  © : e
dn H1L wp 20300.0 He B o N~ O~
dof ¢ rfl 1507 .8 -
dm vyyy Tr1fp ] . ;
decwave w Tp -36.0 |
dpwr 29 1p -309.7 I
dmf 9700 PLOT
wC 180
SC ¢ =
VS 3179 = =
th 2 - i
ai ph o~N :
o 3t =r
LN #J i < &
+ €0 < 7] s !
n . —
m & ~ o : |
no [ * il i o .
= e -
~ . A » J |
) r~ !
=i E i
N ® |
o = \
N |
i
| |
I
i o L
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA6H_299 1-B,1_01 4421.d Acquisition Date 4/12/2012 11:16:59 AM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
Intenss._ +MS, 2.3min #262, Background Subtracted, Background Subtracted, Background Subtracted
x10
2.0
| F 0O
| N\
| °N
| F N
1 5s 1+
322.0765
1.54
1.04
| "
91.0546
0.5+
1 300.0958
00 T T T T T T T La— T T T T T T T AT T 'I T T || T 'h' T T T T T T T T T T
100 150 200 250 300 350 400 m/z



Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
3220765 1 C16H11F2N3NaO 100.00 322.0762 -0.3 -0.9 6.5 115 even ok

Page 4 of 4
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sylpa73b

expll00 Proton
SAMPLE
date Jan 21 2008
sclvent cocl3
Tile exXp
ACQUISITION
sTrg 300.048
tn H1
at 1. 70b
np 16384
SwW 4800.8
b 2600
bs i
tpwr 39
pw 4.4
dl 1.000
tof z35.9
nt 400
il 33
alock n
gain not used
FLAGS
il n
in n
dp Y
DISPLAY
Sp —-248.72
wp 2989 7
VA 143
SC 0
wC 180
hzmm 16.58
1S 158 .10
T 720.8
rfp 0
th 4
ins 1.000
ai ph

DEC. & NMT
dfrg 75 .454
dn 513
dpwr 37
dof 0
dm nnn
dmm G
dmt 13300
temp Z2n:d
PROCESSING
wtfile
proc 5t
fn 32768
WEerr
WEXp
wbs
wnt

F Nf’"Nx
N
e
F O
5t

|

|

[ |
| ; Gaal |~ ) o
| .' [ /
l : ’ _t' ||‘ 4 b

= s L | Al i | aestile | |

i !

.I : Ii ';
I :|| J l j“l '. m ‘ |
| 'I | R I\H"‘\.vr" “I\.'. rli

i R e T s o g = I S W LEme e T .~k
9 8 / 6 S 4 3 2 1 =] PPRM
1.00 .54 _ 0.21 ' 0.84
6.933 2 9B 1 S A
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sylspt?3

exp6 CARBON 3 Nf’N\
SAMPLE PRESATURATION S N
date Feb 15 2012 satmode n
sojvent cdc13 wet n
file exp SPECIAL
ACQUISITION temp 25.0 | F O
SW 25141.4 gain not used
at 1.303 spin 20
np 65536 hst 0.008 5t
fb 14000 pw3l0 14.600
bs 4 alfa 10.000
dl 1.000 FLAGS
nt 600000 i1 n
ct 7380 in n
TRANSMITTER dp \'4
tn Cl13 hs nn
sfrq 100.583 PROCESSING
tof 1531.4 1b 1.00
tpwr 61 fn not used
pw 7.300 DISPLAY
DECOUPLER Sp -46.1 -
dn H1 wp 20158.1 o~ o0
dof 0 rfl 1507 .8 e 5
dm yyy rfp 0 + o ©
decwave W Irp 2.8 il
dpwr 29 1p -387.5 r~
dmf 9700 PLOT L&
wC 180
SC 0 =
vs 4471 oR~
th 3 s
ai ph N ;D g o~
noon N -
i '
(£
e <
~ =2 = g 7.3
e~ R s ™ | e~
- P =i -
™M ¥V N~ <
™ g i / - i &
287 L '

//—_

II]I[IIITIIITI]I!II]!III]lllIIl1|||I|lFlElll]IllllTTll|lII|ITII]]IIIIIIlll]IIIIIIIII]TII]IIIIF|IIIII
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RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA73B_299 1-H,1_01_3858.d Acquisition Date 3/8/2012 11:13:50 AM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
Intenss._ +MS, 2.3min #254, Background Subtracted, Background Subtracted
x10
_ F O
4 N~.
5 | N
] FoN :
4 1+
5t 322.0765
44
3_
2_
1+
91.2420
1_
4 1+
i 300.0922
) 272.0853 356.0423 384.0509
0 . 'I - . . . " . . . . . . . + . . '| . 'I. . - |I " L'II L, I." . I.' L . l ’
100 150 200 250 300 350 m/z
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Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
3220765 1 C16H11F2N3NaO 100.00 322.0762 -0.2 -0.8 311 115 even ok

Page 5 of 5
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Integral

e
S5u
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S83

Current Jata Parameters

NAME sy 1pa30b
EXPNO i
PROCNO 1

FZ2 - Acquisition Parameters

Date 20090504
Time 17 .46
INSTRUM spect
PROBHD 5 mm Dual 13
PULPROG 2930
10 12768
SOLVENT COC13
NG 10
0S 0
SWH 3742 .515
FIDRES 0.114212
AQ 4.3778548
G 512
DM 133.600
oE 10.50
e 300.0
01 1 .50000000
============ CHANNEL f1
NUC1 1
By 9.75
PL 1 .00
SFO1 250.1311754

F2 - Processing parameters

51 16384
SF 250 .1300498
WOW no
558 0
LB 0.00
GB 0
PC 1.00

1D NMR plot parameters

CX 20.00
F1P 14.000
F1i 3501.82
F2P -1.000
2 =P8, 13
PPMCM 0.75000
HZCM 187 .59733

MHZ

H2

cCm
ppm

ppm

Hz
ppm/cm
Hz/cm



ppm

185 257

148.114

133.580
129.178

129.012

128.210

125,172

77.453
76.945
76.436

———us B4 315

41,263

— 17.276

13.687

Su

S84

Current Oata Parameters

NAME syiisptd0
EXPNOD 3
PROCNQG i

Fe - Acguisition Paramgters

Date 201201314
Time 8.16
INSTRUM spect
PROBHD 5 mm Dual 43
PULPROG zgpg30
0 65536
SOLVENT CDC13
NS 256
DS 0
S 18832 . 393
FIDRES 0.287360
AQ 1.7400308
ae 8192
OW 26 . 550
NE 10.50
TE 300.0
01 0.38000000
0414 {.03000000
012 0.00002000
ss===s======= CHANNFL f1
NUC1 13C
Dy 10.00
PL1 ~dtl
SFO1 62.9015374
===z======== (HANNEL f2
CPDPRG2 Waltz1B
NUC2 i
PCPD2 100.00
pLD 120 .00
PL12 15.00
PL13 15.00
SF Q2 250 . 1310005

— e e SR TP S —

MHz

F2 - Processing parameters

SI 32768
Sk 62.885247%
WOW EM
o5B 0
LB 2.50
GB 0
PC 1.40

1D NMR plot parameters

CX 20.00
FiP 210.000
F1 13208.00
E2H -10.000
Fe =b28..95
PPMCM 11.00000
HZCM 691.84772

MHz

Hz

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm



RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1PA90B 229 1-F,2_01_3386.d Acquisition Date 2/20/2012 4:15:19 PM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
Intenss. +MS, 2.2min #251, Background Subtracted, Background Subtracted
X10°-
1 0
3.0 N
J |I N
_ N
2.54 1+
] 252.1114
2.0
1.54
1.0
0.5+
91.0543
1 314.0857 363.6675 407.1539
00 T ll T T T T T T v T T T T T T 'L 'I III T l' 'I L T ll T T 'I |'u 1 n T L T Iil 'I T II' T
100 150 200 250 300 350 400 m/z



Meas. m/z # Formula Score m/z err[mDa] err [ppm] mSigma rdb e Conf N-Rule
2521114 1 C13H15N3NaO 100.00 252.1107 -0.6 -2.6 7.6 7.5 even ok

Page 5 of 5
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sylcofl
expl szpul
SAMPLE
date May & 2012
solvent cdcl13
file exp
ACQUISITION
sfrg 300.048
tn H1
at 1.517
np 16384
SwW 5399.6
b 3000
bs 1
tpwr 59
pw 6.0
dl 0.700
tof 659.7
nt 200
ct 52
alock
gain not used
FLAGS
il n
in n
dp v
DISPLAY
sp -131.6
wp 4358.8
Vs 44
sC 0
wWe 180
hzmm 24.22
is 1193.40
rfi 599.6
rfp 0
th 5
ins 1.000
ai ph

DEC. & VT
dfrg 75.454
dn c13
dpwr 37
dof 0
dm nnn
dmm C
dmf 13900
temp 25.0
PROCESSING
b 0.23
wtfile
proc ft
n not used
werr
wesxp
whs
wnt

0]
N
NS
L -
/
N
! 4
5v
F J i
AAAJl kJ £- Jiu| i) AJL____A_NJANuJ{__A_____*Lg__
= et | — ! Y Py Il —— 1y
0.58 1.43 0.00 1.88 0.00 0.00 0.00 0.000.000.00
0.64 1.63 0.00 0.00 0.00 0.00 p.00 0.61 0.080.00
[Illl}llll‘llf]‘l\I||I\I\II\T\Il|l||\|\||||\ITII\I|II\[‘II\I‘I\ill\l’l\]\]
14 13 12 14 10 9 3 7 6 5 4 3 2 1 ppm


EDDY SOTELO
Sello


sy1COF1
exp2 CARBON

SAMPLE PRESATURATION
date May 10 2012 satmode n
solvent cdcl3 n
file exp SPECIAL
ACQUISITION temp 25.0
sW 18867.9 gain not used
at 0.868 spin not used
np 32768 hst 0.008 0
fb 10400 pw30 7.000 i & T
bs 2 1fa 10.000 < =) oMo
d1 1.000 FLAGS N WS Ead™]
nt 3000 n AN © o N e
ct 1524 in n H N o 9 N
TRANSHITTER dp v / J
tn C13 hs nn N
sfrg 75.454 PROCESSING
tof 409.4 1b 2.50
tpwr 57 fn not used
3.000 DISPLAY
DECOUPLER sp -328.9 5
dn H1 wp 16951.7 v
dof 0 rfl 1889.3
dm yyy rfp 0
decwave W rp 109.8 o
dpwr 37 1p -290.6 2
dmf 8100 PLOT =
we G a
5C 0 L]
vs 551 e
th 4 =
ai ph =

125.048

-~ 133.046
95.177

148.112
29.603

N SRR PPN T

LR L 0 I L L I L L L B B L L B L L L L B L e R N R R R

2210 200 180 160 140 120 100 80 60 40 20 ppm
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EDDY SOTELO
Sello


RIAIDT

UNIDADE DE ESPECTROMETRIA DE MASAS E PROTEOMICA
Edificio CACTUS * Campus Vida

15782 Santiago de Compostela (Spain)

Tel. 981 563 100. Ext. 16242 * Fax 981 528098

E-mail: sxemasas@usc.es

Web: http://www.ti.usc.es/riaidt/masas/masas.htm

ESPECTRO ESI-FIA-TOF-Medida de Masas Exactas

Analysis Info

Sample Name SY1COF1_312_1-H,3_01_4905.d Acquisition Date 5/11/2012 4:18:58 PM
Method fia_pos_bajo_50-350_egf.m Instrument micrOTOF
Intens. +MS, 2.3min #262, Background Subtracted
x109 0
N
J H l M
N
] Sv L©~|
34 1+
216.9501
2_
1_
4 .
367.9872
4 1+
335.9614
105'0455130.0664 158.0605
O 'l T T T T "I T T 'L T T T T T T T T T T T I' |"“' Ly T T T T T T T T T T T
100 150 200 250 300 350 400 m/z



Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e” Conf N-Rule
3359614 1 C10H8IN3NaO 100.00 335.9604 -1.0 -2.9 373 7.5 even ok

Page 4 of 4
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