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ESIMS and HRESIMS Spectra of 2

Workstation:

API3000

Results Path: N/A

Operator: ab
W +Q1:0.159 to 0.184 min from Sample 38 (1613) of FSM.wiff (Turbo Spray), subtracted (0.359 to 0.460 min), Centroided ~ " Max. 9.3¢6 cps|
Positive ESIMS 274.4
9.0e6
8.066 -
7.0e6
» 6.0e61
Q
= 5066 |
,g : [M+Na]*
4.0e6 4
| 3184
3.0e6 [2M+Na]*
2,066+ 437.3 o
1.066 ] 246.4.256.4 346.4 619.7
' ~106.0 303.3 4153 4532 647.7
"0 13532004 L 2004 l u]4P 5. |~ 48445126 5537 5017 i 7138, 7446 7605 7952 8474 9028  950.2 980.8
100 150 200 250 300 350 400 T 500 550 600 650 700 750 800 850 900 950 1000
m/z, amu
B .Q1:0.133 to 0.159 min from Sample 41 (1613) of FSM.wiff (Turbo Spray), subtracted (0.359 to 0.460 min), Centroided Max. 4.4e6 cps.
[M-H]
4.4e6 , Negative ESIMS 359.3
4.0e6 -
3.566 1
3.066 [M-HO-HJ [M+CI
(2
O 2506 34131 3952
=
2 2.0e6
g
C
= 1566
1.0e6
361.4
5.0e5 2553 41324233 q4gs =
1129 1544 187.4 239.0. 2D 265. 3 L 13‘ 22 WLLL 7" 48495137 sers 6234 6837 7025 757776667958 867.6_ 8837 91959482 085.1
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
m/z,.amu

Batch Name: XY.dab
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Positive HRESIMS Of 1613

1 Positive HRESIMS
400000 343, 2269
300000-
] 383. 2193
200000+
| 195. 1221
1000007 _l 743. 4486 f
0_ J_._.._.*.._L.L_..J.J.._ .J...L.L..L.Lll._LL.. RO 1= ,.L._-n._..._.____._*_...L,n._..LL_i..n_~LL_.... P - s ool 4 . . I3
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300000 . [M+Na]*
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200000_ 344, 2311
1000004 302. 3050 318. 2998 369, 2432 384, 2239 [M+K]*
| 297.2207 l 315'2301 [ 330. 3359 349. 2368 {?5 2078 376.2481 3 43?301 399. 1939
0_|.A_.1.l‘.l. 4..11111 1 ll.[ll_l.._.].l.l. Lll L l | | |. [isdk. el I.l
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Total Ion Chormatogram (TIC) of Negative HRESIMS of 1613
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3000004

| Negative HRESIMS
200000- 3509, 2223
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UV Spectrum of 2 in MeOH
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IR Spectrum of 2
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400 MHz *H NMR Spectrum of 2 in CDCl;
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100 MHz *3C NMR Spectrum of 2 in CDCl;

f1 (ppm)
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100 MHz *C NMR and DEPT Spectra of 2 in CDCl;
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'H-H COSY Spectrum of 2 in CDCl;

abundance

[

. JLJ___)lx_Ll\u A U"»"L'UM“J&JJ Wi

bd

Y : parts per Million : 1H

40 an 20 l?

a0

6.0

7.0

—

T T T T
70 6.0 30 40

X : parts per Million : 1H

T T T
0.1 02 03 04

pbundance

Filename
Author
Experiment
sample ia
Solvent
C'IEEIE].DD_T_.LI‘DE
Revision time
Current time

Comment

Data format

Dim Size

Dim title

Dim units

Dimensions
ite

Sf}ecl::om.eter

Field strength
X acqg duratiom
X domain

X freg

K offset

X polnts

X _prescans

X resclution
X swesp

¥ domain

Y freg

Y offset

¥ points

¥ prascans

¥ resclution
Y sweep

Irr domain
Irr freg

Irr ofiset
Tri domain

1 freg
arfset
Clipped

Mod return
Zcans

Total scans

X acg time

K atn

X pulse

¥ acq_time

ITr mode

Tri mode

Dante presat
Grad T

Grad 1 amp
Grad 2

Grad I_amp
Grad 3

Grad 3_amp
Grad recover
Grad_selesction
Grad shape
Initial wait
Loop number
Mprge suppression
Recvr_gain
Relaxation delay
Repetition” time
Zcramble

Tl

Temp get

2740-CO8Y-2.j4f
MIC

aqf cosy mprgse
161%F - -

CHLOROFORM-I

12-MA¥Y-2011 23:35:21
13-APR-2012 19:35:115
153-APR-2012 19:47144

gradient absolute va
2D REAL REAL

1024, 1024

1H 1E

[ppm]  [ppm]

Xy

ECA400
DELTAZ MMR

3.389766 [T
0.35805928 [5
1\
399.7E219838 [MHz]
3.87607 [ppm

1280

4

2.7925722 [Hz]
3.57449242 [KEZ]
1\

399, 7EZ19838 [MHz]
3.87607 [ppm

1z@

0

22.33546801 [Hz]
2.85093991 [kHz]
1"
399.7EI19838 [MHz]
s [ppm]

1"
399.7E219838 [MHz]
5 [ppm]

TRUE

1

2
266

(400 [MHEZ

0.3580928 [5]
& [AB]

10.87 [us]
44.77184 [ms]
orr

orr

FALSE

1[ms]

20[%]

1[ms]

15[%]

1[ms]

50[%]
0.1[ms]
413110

SINE

1[s]

[

FALSE

g0

18]
1.35805238 [5]
1[ms]

1[us]
1g.2[4acC]
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Expanded *H-'H COSY Spectrum of 2 in CDCls
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40

X : parts per Million : 1H

Filename
AEuthor
Experiment
Sample id
Solvent
creation time
Revision time
Ccurrent_time

Comment

Data format
Dim Slze

Dim title
Dim units
Dimensions
Site
Spectrometer

Field strength
X _acqg auration
X_domain

X freg

X offset

X polnts

X prescans

X _resoluticm
X _sweep

Y domain

Y freg

Y offset

Y points

Y prescans

Y resolutiem
Y sweep
Irr_domain
Irr_freq
Irr_offset
Tri domain
Tri frag

Tri offset
Clipped

Mcd return
Scans

Total scans

X acg time

X atn

X pulse

Y acg time
ITr_mode

Tri mode

Dante presat
Grad

Grad_1_amp
Grad 2
Grad 2 _amp
Grad 3
Grad_3_amp
Grad recover
Grad selection
Grad shape
Initial wait
Loop number
Mprge suppression
Recvr_gain
Relaxation delay
Repetition time
Scramble

T1

Temp_get

2740-CO8Y-2.jar
MEZC

agqf cosy mpigse
1613 - -

CHLOROFORM-I

12-MAY-2011 23:39:21
13-APR-2012 19:35:15
13-APR-2012 19:53:13

gradient absoclute va
2D REAL REAL

[ppa]  (ppm]
XY

ECA400
DELTAZ HMR

9.389766 [T
0.35080028 5
18
399.78219838 [MEZ]
3.87607 [ppm

1280

&4

(400 [MEZ

2.7925722 [BZ]
3.57445242 [kHz]

18

399.78219830 [MHz]
3.87607 [ppm

120

a

22.33546801[HE]
2.8EB53558]1 [kHEZ]
1H

399.76219338 [MHzZ]
5 [ppml

15

399.78219338 [MHZ]
5 [ppm]

TRUE

1

2
256

0.3580928[58]
& [dB]
10.87[us]
£4.77184 [ms]
ofr

orre

FALSE

1[ms]

20[%]

1[ms]

15 [%]

1[ms]

50[%]

0.1 [ms]
£:3:10

SINE

1[s]

[

FALSE

20

1[s8]
1.3580928[8]
1[ms]

1[us]
18.2[AC]
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Expanded *H-'H COSY Spectrum of 2 in CDCl;
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T
40

X : parts per Million : 1H

30

T T T T
01 02 03 04

pbundance

Filename
Author
Experiment
Sample id
Zolvent
Creation time
Rewision time
current Eime

Comment

Data format
D‘_m_sl.ze

Dim title
Dim units
Dimensions
site
Spectrometer

Field strength
X acqg duratiom
X _domain

X freg

X orrset

X points

X prescans
X resolution
X sweap

Y domain

Y freg

Y offset

Y points

Y prescans

Y resclution
T swesp

I1Tr domain
Irr_freg

Irr offset
Tri_domain
Tri freg

Tri offset
Clipped

Mod return
S0ENS
Total_scans

¥ acg time
X atn

X pulss

Y acq_time
ITr mode
Tri mode
Dante presat
Grad I

Grad 1 zmp
Grad I~
Grad I =mp
Grad 3
Grad 3 =mp
Grad recover
Grad sslection
Grad shape
Initial wailt
Loop number

Mpfge suppression

Recvr_galnm

Relaxation delay

Repetition time
Scramble

T1

Temp get

2740-CO8Y-3.]41f
MZC

aqf cosy mprgse
161%F - -

CELOROFORM-D

12-MAY-2011 23:35:21
13-APR-2012 20:08:57
13-APR-2012 20:12:55

gradient absoclute va
2D REAL REAL

[ppm] [ppml
XY

ECA400
DELTAZ HME

5.389766 [T]
0.3500528 [5]
1
399.78219838 [MHEz]
3.87607 [ppml

1200

4

2.7925722 [AZ]
3.57445243 [kKHz]

(400 [MHZ

1E

399.78£219838 [MEz]
3.87607 [ppm]

128

0

22.33546801[Ez]
2.85853981 [kKHZ]
1H

395.78219838 [MHE]
51ppm]

1H

399.78219838 [MHz]
5 [ppm]

TRUE

1

2

2586
0.3580528 [5]
6 [dB]
10.87[us]
44.77184 [ms]
orr

orr

FALSE

1[ms]

20[%]

1[ms]

15 [%]

1[ms]

50 [%]
0.1[ma]
413110

SINE

1[s]

[

FALSE

90

1[s]
1.3580928[5]
1[ms]

1[us]

1.2 [ac]
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Expanded *H-'H COSY Spectrum of 2 in CDCl;

abundance

0.3 04

nz

[IN}

oo 4 . f /
oM 'v'\,.»'rn MM M tuﬂ'wa“\»xﬂ_ J\,/ o/ l"w,_/*/I l'kﬁ._

S JEOL
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0.9

1
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20
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23 zz alr 2o

X . parts per Million : 1H

LG

L3

1.4

13

12

L1

0.9

08 07 06 05

T T T T
01 02 03 04

hbundance

Filename
Author
Experiment
Sample ia
Solvent
Creation time
Revision time
current Eime

Comment

Data format
Dim Eize

Dim title
Dim units
Dimensions
Eite
spectrometer

Field strength

X acq duratien

X domain

X freg

X_offset

X ints

xﬁgescans

X resclution

X sweep

¥ domain

Y freg

Y offset

Y points

¥ prescans
“resolution

¥ sweap

Irr_domain

Irr freg

Irr offset

Tri_domain

Tri rreg

Tri offset

Clipped

Mod return

Scans

Tot E.'L_EIC&E[S

Dante presat
Grad T
Grad 1 amp
Grad 2
Grad I amp
Grad 3

Grad 3 amp
Grad recover
Grad_selection
Erad shapes
Initfal wait
Loop number

Mprge suppression

Recvr _gain

Relaxation delay

Repetition time
Scramble

Tl

Temp get

2740-C0O8Y-3.jar
MZC

dgqf cosy mpfgse
161F - -

CHLOROFORM-D

12-MAY-2011 23:35:21
13-APR-2012 20:0B8:57
13-APR-2012 20:16:06

gradient absolute va
ERL

9.389766 [T]
0.3500928 [5]
13
399.78219938 [MHZ]
3.87607 [ppm]

1280

"

(400 [MEZ

2.7925722 [Hz]
3.574459242 [KHZ]
hk: §

399.78219838 [MHZ]
3.87607 [ppm]

128

[

22.33546801[Hz]
2.850893991 [kHEZ]
1"

399.78219838 [MHZ]
5 [ppm]

18

399.78219838 [MHZ]
5 [ppm]

TRUE

1

2

256

0.3580528 [5]
& [dB]

10.87 [us]
44.77184 [m=]
orr

ort

FALSE

1[ms]

200[%]

1[ms]

15[%]

1[ms]

50 [%]

0.1 [ma]
413110

SINE

1[s]

[

FALSE

80

18]
1.3580528 [s]
1[ms]

1[us]
l8.2[aC]
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HMQC Spectrum of 2 in CDCl3
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Expanded HMQC Spectrum of 2 in CDCls
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HMBC Spectrum of 2 in CDCl3
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NOESY Spectrum of 2 in CDCl3

0.4

L0

2.0

30

- M_:
e 7]
E ;f gt
5 ]
£ ]
- ‘ r'ﬂ fi Filename - 2551NOESY-4.dr
] | L L H_J“‘u‘_,f L,"I’u\J Ruthor - MEC
e — e A Experiment - moeEy phase.ex:
Sample id - 1613
solvent - CHLOROFORM-D

‘q’hﬂ ﬂ-‘,l.l,r\w‘wﬁ‘ *,m1‘|11 W [ '

Creation time
Revision time
current Time

5-MAY-2011 07:56:22
13-APR-2012 20:40:11
13-APR-2012 20:42:25

Comment - phase sensitive nossy
Data_format = 20 COMPLEX OOMPLEX
Dim Elze - 819, 512

Dim £itle - 1H 1H

Dim units - [ppm] [ppm]
Dimensions -XF

Bite - ECA400

Spectrometer - DELTAZ HMRE

Field strength

9.389766 [T] (400 ([MEZ]

4.0

a.0

Y : parts per Million : 1H
(1]

X acg duratiom - 0.26116096 [s]
X domain - 18
X rreg - 399.78219338 [MHZ]
= X orreet - 3.77909 [ppm]
X polnts - 1024
I_PIESC-E.IJ.S - 4
X rescluticm - 3.82905623 [HE]
I sweep - 3.92095358 [KHZ]
¥ domain - 1E
Y rreg - 399.78219938 [MEZ]
—_— Y ofrest = 3.7790% [ppm]
e pmm:s - 128
__Prescans - 0
a Y resolution - 24.49366692 [HI]
» Y sweep - 3.13518937 [kHz]
. LR |" ITrr_domain - 16
Irr_rrag - 399_78215838 [MEZ]
' L Irr offset - 5 [ppm]
] a Tri_domain - 1@
I"=__ Tri freg - 380.78215838 [MEZ]
Tri_offset - 5 [ppm]
: ¥ ) {_ Clipped - FALSE
e * , ' _— Mod_return -1
Scanse - 2
—_— Total scans - 1024
C— - 0.26116096 (8]

4 0 a Iy s E acg time
d X atn

- 6[4E]
s 0 . P X pulse = 10.87 [us]
—acg time = 40.82688 [m=]
¥ p0 _correction = 0
" LA Yﬁl:{:orrectl{m = 130
Y. Irr_mode - Off
. - Tri mods - Off
, .'* ; Dante presat - FALSE
= d Initial wait = 1[s]
' o Mix time - 0.8[8]
Recwr gain - 44
Relaxation delay = 1.Z([s]
n B o Repetition time = 1.46116096[s]
YN Scramble = l[ms]
T1 = 0.1455664 [ms]
w Tl call - 0.1455664 [ms]
. Tl _call - 0.3050464[ms]
N Tl cal3d - 0.4645264[ms]
g L Tl cal4 - 0.6240064 [ms]
Tl cals - 0.7834864[ms]
e = IF T1 calé - 0.9429664 [ms]
T T T T T T T T T T T T at - 19.1[aC
70 60 50 10 20 2.0 10 01 02 03 o4 T fas1
X : parts per Million : 1H hbundance
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Expanded NOESY Spectrum of 2 in CDCl;
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W

4.0

X : parts per Million : 1H

30

Lo

Filename
Author
Experiment
sample ia
Splvent
Creation time
Revision time
Current time

Comment

Data format
Dim Size

Dim title
Dim units
Dimensions
Bite
Spectrometer

Field strength
X acq duration
X domain

X freg

X offset

X polnts

X _prescans
x_IEEIOl'l]tlDIl
X sweep

Y domain

Y freg

Y offset

¥ ints
Y__g:escans
¥ resoluticn
¥ gwasp
Irr_domain
Irr freq
Irr_offaet
Tri domain
Tri rreq
Triorrset
Cc1ippea

Mod return
Socans

Total scans

X acq_time
X atn
lse
—acg time
0_correcticn
Y pl_correction
ITr mode
Tri mode
Dante presat
Initial wait
Mix time
Recvr gain

Relaxatlon delay

Repetition time
Scramble
T1

T1 call
T1 call
T1 call
Tl cal4
T1 cals
T1 calé

Temp get

2551W0ESY-3.jarf

MEZC

noas hase.ax2
.1.61.3"'_P
CHLOROFORM-D
5-MAY-2011 07:56:22
13-APR-2012 20:24:23
13-APR-2012 20:26:46

phase sensitive noesy
2D COMPLEX COMPLEX
813, 512

12 1E

[ppm]  [ppm]
XY

ECA400
DELTAZ HMR

9.389766 [T] (400 [MEz]
0.26116096 [S]

18

399.78219838 [MHz]
3.7790% [ppm]

1024

4

3.82905623 [Hz]
3.92095358 [XHZ]

B

399.78219838 [MHZ]
3.77900 [ppm)

128

0

24.49366692 [HE]
3.13518937 [KHEZ]

18

399.782159838 [MHZ]
5 [ppm]

1=

393.782159838 [MHZ]
5 [ppml

FALSE

1

g
1024

0.26116056[5]
& [dB]

10.87 [us]
40.826E8 [ms]
[

lao
off
orr
FALSE
1[s]
0.8[8]
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Expanded NOESY Spectrum of 2 in CDCl;
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= =] M _J | H"\;\ )M\ n AT J l"«‘,ﬁ/” || Filename - 2551NOESY-3.jar
] f Ve o A '-_,N‘Lj\d A ".L,\J”'J VA L‘\II\IL.\\ o l\__L_/,/ L ' Author - MEC
=4 m— e | Experiment = noesy phase.exZ
T Sample ia - 1613
— Splvent = CHLOROFORM-D
= Creation_ time - S-MAY-2011 0T:56:22
] Revision time = 13-APR-2012 20:24:23
] current time = 13-APR-2012 Z0:25:15
=]
] Comment = phase sensitive noesy
o Data format = ID COMPLEK COMPLEX
= Dim Eize - 819, 512
1 Dim title = 1H 1H
=] Dim units = [ppm] [(ppml
=] Dimensions - XY
1 Site = ECR400
= Spectrometer = DELTAZ NHMR
=]
b Field stremgth = 9.389766[T] (400 [MHz]
o X maog duration - 0.26116096([s]
= X _domain - 1H
1 ¥ freg = 399.T8215%338 [MHEZ]
=] X offset = 3.7790% [ppm]
- X points - 1024
1 I_preﬂ{:ans - 4
= ¥ resolution = 3.82905623 [Hx]
-] ¥ swes = 3.92035353 [kHz]
1 Y_unmafn - 1H
= ¥ freq = 399.T8215%338 [MHEZ]
] ¥ offset - 3.7730% [ppm]
] Y points - 128
= T_gﬁeﬂcans -0
] Y resoluticn = 24.49366632 [He]
-] Y _sweep = 3.13518937 [KHZ]
= ITr aocmain - 1H
] Irr freg = 399.78115338 [MHE]
] Irr ofrfset = S[ppm]
= Tri domain - 16
1 Tri freg = 399.78219838 [MHEI]
3] Tri~orfrset = S[ppm]
= clipped - PALSE
b Mod return -1
- Scans -8
=] Total scans - 1024
e X acq_time = 0.26116058 [5]
=] X atn = 6[dB]
] X -1} = 10.87 [us]
=1 Y:ggé_tj.me - 40.82688 [ms]
—_ Y_PU_COIIECtl{}D - 0
] ¥ pl correctiom - 120
=1 ITr mode - OIf
- mi] Tri mode - Off
= ] Dante presat - FALSE
I Initial wait = 1[8]
EGE Mix time = 0.8]8]
= ] Rec¥r_gain - &4
= Relaxation delay = 1.2[s8]
e md repetition time = 1.4611608%6 (5]
B ] Scramble - 1[ms]
£ o T1 = 0.1455664 [ms]
5 = Tl call = 0.1455664 [ms]
] T1 call = 0.3050464 [ms]
PO T1 cal3l = 0.4645264 [ms]
= 1 cals = 0.6240064[ms]
e ] T1 calk = 0.7834864[ms]
=] | T1 calé = 0.9423664 [ms]
T T T T T T T T T T T T T T T T T T T T [ T T T T| Tes et - 19.1[4C
25 24 23 22 1 20 1% 18 L7 16 L5 14 13 12 L1 Lo 09 08 OF 06 05 04 01 02 03 04 g tac1
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