117D-1C112-3-III in acetone

Sample Name:

Data Collected on:
Agilent-NMR-vnmrs600

Archive directory:

Sample directory:

FidFile: PROTON

e
Pulse Sequence: PROTON (s2pul) ﬂ
Solvent: acetone
Data ccllected on: Dec 19 2014 3 R
i
~

Figure S7 'H and 3C NMR spectra in acetone-ds of 2
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117D-1C1312-3-III

Sample Name:

Data Collected on:
Agilept-NMR-vnmrs600

Archive |directory:

Sample directory:

FidFile{ CARBON

Pulse Sequence: CARBON (s2pul)

Solvent: |acetone
Data col}ected on: Dec 19 2014
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'H-'H COSY of 2

Figure S8

117D-1C112-3-111 in acetone

expd3  gCOSY
SAMPLE PLAGS
date Dec 19 2014 hs nn
solvent acetone sspul Yy
sample hsglvl 6120
ACQUISITION SPECIAL
™ 5274.3 temp not used
at 0.150 gain 42
ap 1582 spin °
@ 4000 P2 PROCESSING
s 32 b -0.075
a1 1.000 sbs not used
at e fn 2048
£ ¥1 P
ol 5274.3 sbl -0.024
ni 256 sbsl not used
az 0 procl 1
PRESATURATION tn1 2048
satmode n DISPLAY
wet n sp 297.2
TRANSMITTER p 47231
o Hl spl 302.3
sfrq 599.501 wpl 4712.8
tot -526.8 rfl 166.4
tpwr 58 rfp 0
P 9.600 re£l1 166.4
GRADIENTS rfpl 0
gzlviE 5102 PLOT
gts 0.001000 we 200.0
EDratio 1.000 sc [
gstab 0.000500 we2 200.0
DECOUPLER sc2 0
an €13 ve 5910
a onn th 2

L

@
@,

F1 (ppm)

32



117D0-1C112-3-I11 in acetone

expd3  gCOSY
SAMPLE
date Dec 15 2014
solvent acetone
sample
ACQUISITION
L 5274.3
at 0.150
np 1582
£b 4000
s 32
a1 1.000
nt L
2D ACQUISITION
swl 5274.3
ni 256
d2 o
PRESATURATION
satmode n
wet n
TRANSMITTER
to H
sfrq 599.901
tof -528.8
tpwr 58
pw 9.600
GRADIENTS
gzlvlE 5102
gtE 0.001000
EDratio 1.000
gstab 0.000500
DECOUPLER

dn c13
dam nnn

FLAGS

hs nn
sspul y
hsglvl 6120
SPECIAL
temp not used
gain 42
spin 0
¥2 PROCESSING
sb -0.075
sbs not used
fn 2048
¥1 PROCESSING
sbl -0.024
sbsl not used
procl 1p
£nl 2048
DISPLAY
sp 369.3
wp 1025.0
spl 374.4
wpl 2405.4
rfl 166.4
rtp 0
rfll 166.4
repl 0
PLOT
we 250.0
sc o
wel2 200.0
sc2 0
ve 5910

F2 1
(ppm) ]

Gl(8)
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Figure S9 NOESY of 2

117D-1C112-3-III in acetone

expd4  NOESY

SAMPLE
date Dec 15 2014
solvent acetone
sample
ACQUISITION
- s411.3
at 0.150
np 1624
m 4000
o 32
a1 1.300
ot 16
2D ACQUISITION
Wl 5411.3
ni 256
TRANSMITTER
ta HL
strq 599.501
tof -474.0
tpwr 58
12 9.600
NOESY
=ixN 0.800
PRESATURATION
satmode o
wet a
DECOUPLER

dn ci3
dn non

PLAGS
hs nn
sspul y
PPGElg y
hsglvl 6120
SPECIAL
temp not used
gain 4
spin o
P2 PROCESSING
gt 0.060
gts not used
n 2048
F1 PROCESSING
gf1 0.035
gfsl not used
procl 1p
fn1 2048
DISPLAY
sp 296.3
wp 4719.0
spl 301.5
wpl 4708.4
£l 179.3
fp [
re11 179.3
rfpl [
PLOT
wo 200.0
sc o
wel 200.0
sc2 0
vs 369
th 2
ai cdc ph

F2
(ppm)

F1 (ppm)
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117D-1C112-3-II1 in acetone

exp44 NOESY
SAMPLE FLAGS
date Dec 19 2014 hs nn
solvent  acetone sspul X
sample PPGElg ¥
ACQUISITION hsglvl 6120
w 5411.3 SPECIAL
at 0.150 temp not used
np 1624 gain 46
£ 4000 spin 0
s 32 P2 PROCESSING
di 1.300 gt 0.060
nt 16 gfs not used
2D ACQUISITION fn 2048
swl 5411.3 F1 PROCESSING
nd 256 gf1 0.035
TRANSMITTER gfsl not used
ta H1 procl 1p
sfrq 559.901 fnl 2048
tof -474.0 DISPLAY
tpwr 58 sp 407.2
v 9.600 wp 914.2
NOESY spl 412.5
mixN 0.800 wpl 514.2
PRESATURATION rfl 179.3
satmode n rfp 0
wet n rfll 178.3
DECOUPLER repl 0
dn c13 PLOT
dm non  wc 200.0
sc )
we2 200.0
8c2 o
ve 369
th 2
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Figure S10 HMQC of 2

117D-1€112-3-111 in acetone
expd5  gHSQCAD
SAMPLE FLAGS
date Dec 19 2014 hs an
solvent  acetome sspul y
sample PPGELg y
ACQUISITION haglvl 6120
- 54113 SPECIAL
at 0.150 temp not used
op 1624 gain 42
o 4000 spin 0
- 32 GRADIENTS
a1 1.500 gzlvie 5102
ot 4 gtE 0.002000
2D ACQUISITION  EDratio 3.977
-l 25641.0 gstab 0.000500
ni 512 F2 PROCESSING
phase arrayed 1b 0.30
PRESATURATION gt 0.070
satmode n gfs not used
wet n fn 4096
123
ta H1 1b1 0.32
sfxq 599.901 gf1 0.008
tof ~474.0 gfsl not used
tpwr 58 proel 1
P 9.600 fnl 2048
DECOUPLER DISPLAY
dn €13 sp 217.0
dot -2227.7 wp 4596.4
dan nny spl 1966.4
decwave W40 OnePro- wpl 20257.4
be rfl 175.3
dnt 35088 rfp ]
apwr 39 rfll 3042.5
preivl 59 rtpl 2429.8
prx 5.100 PLOT
BSQC we 250.0
jixh 146.0 sc °
nullflg y we2 200.0
mult 2 sc2 o
ADIABATIC vs 1461
Ppwx180ad OneFrobe_- th 2
24300 ai cdc ph
pwx180adk OneProbe-
_ad300R
Pwx180 400.0
prxlviiso 54
pwx180ref OneProbe-
_re£200
Pwx180x 1998.8
pwxlv1is0r 45

ACQUISITION ARRAYS

array phase
arraydim 1024
1 phase
1 1
2 2

I

F2
(ppm)

ol

A

140

130

120

S0

F1

80

(ppm)

70

60

50

40

20
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117D-1C112-3-II1 in acetone

expd5  gHSQCAD
SAMPLE FLAGS ACQUISITION ARRAYS
date Dec 19 2014 hs oo array phase
solvent  acetone sspul y  arraydim 1024
sample PPGElg y
ACQUISITION hsglvl 6120 1 phase
ow 5411.3 SPECIAL 1 1
at 0.150 temp not used 2 2
np 1624 gain a2
©® 4000 spin °
o 32 GRADIENTS
a1 1.500 gzlviE 5102
nt 4 gt 0.002000
2D ACQUISITION  EDratio 3.9m7
swl 25641.0 gstab 0.000500
ni 512 r2
phase arrayed 1b 0.30
PRESATURATION at 0.070
satmode n gfs not used
wet n fa 4096
n
ta Hl 1b1 0.32
sfrg 599.901 gf1 0.008
tof -474.0 gfs1 not used
tpwr 58 proel 1p
Pw 9.600 fn1 2048
DECOUPLER DISPLAY
an c13 sp ar.8
dot -2227.7 wp 914.2
dm ooy spl 2166.7
decwave W40_OnePro- wpl 4582.3
be rfl 179.3
ant 35088 rfp °
dpwr 39 renl 3042.5
pwxlvl 58 repl 2429.8
pwx 9.100 PLOT
HSQC we 250.0
jixh 146.0 sc °
nullflg y wez 200.0
mult 2 sc2 ]
ADIABATIC ve 1461
pwx180ad OneProbe - th 2
24300 ai cde ph
pwx180adR OneProbe-
ad300R
pwx180 400.0
pwxlvliso 54
pwx180ref OneProbe-
_Tef200
pwx180r 1998.8
pwxlvl180r 4s

Lt u LA L and - Wy

44 42 40 38 36 34 32 30 28 26 24 22 20 18

F1 (ppm)

16
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Figure S11 HMBC of 2

117D-1€112-3-II1 acetone

exps0  GHMBCAD
SAMPLE
date Dec 24 2014
solvent  acetone
sample
ACQUISITION
- 5315.1
at 0.150
np 1596
@ 4000
s 32
a1 1.500
at 54
2D ACQUISITION
vl 36195.1
nd 512
phase arrayed
PRESATURATION
satmode n
wet n
TRANSMITTER
to H
strq 599.501
tot -511.0
tpwr s8
v 9.600
DECOUPLER
an c13
dot 3051.1
an nnn
decwave W40 OnePro-
be
dmt 35088
dpwr 38
pwxlvl 59
pwx .100
HMBC
Jixh 146.0
nxh 8.0
ADIABATCIC
pwx180ad OneProbe -
ad300
pwxlv1180 s4
pwx180 400.0

FLAGS
he oo
sspul y
PPGElg y
hsglvl 6120
SPECIAL
temp not used
gain 40
spin 0
GRADIENTS
grlvil 510
gt1 0.001000
gxlvil 1530
gt3 0.001000
gstab 0.000500
P2 PROCESSING
sb -0.075
sbs not used
fn 4096
P1 PROCESSING
gf1 0.005
gfsl not used
procl 1p
a1 2048
DISPLAY
5 167.4
5 4963.3
sp1 1257.6
wpl 32027.7
rfl 170.3
rfp °
rfl1 3045.8
repl 2429.8
PLOT
we 250.0
sc 0
we2 200.0
sc2 )
vs 1408
th 2
ai  av

array phase
arraydim 1024
i phase
1 1
2 2

11§

|

F2
(ppm)

220

200

180
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F1 (ppm)

D0

60

-r0

40

20
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117D-1C112-3-II1 acetone
exp50 gHMBCAD
SAMPLE PLAGS
date Dec 24 2014 hs nn
solvent acetone sspul b
sample PPGElg y
ACQUISITION hsglvl 6120
™ 5315.1 SPECIAL z e
at 0.150 temp not used Lo W : oo
np 1596 gain 40
Y 4000 spin [
58 32 GRADIENTS
a 1.500 gzlvil 510
at 64 gt1 0.001000
2D ACQUISITION  gxlvl3 1530
swl 36199.1 gt3 0.001000
ni 512 gstab 0.000500
phase arrayed P2 PROCESSING . ®
PRESATURATION sb -0.075 =3 Q) S
satmode n sbs not used s Av { f
wet n fn 4036
F1
ta o0 gf1 0.005 =
sfrq 599.501 gfsl not used 2
tof -511.0 procl 1p
tpwr 58 fnl 2048 PN
v 9.600 DISPLAY =
DECOUPLER sp 380.3
an c13 wp 935.0
dot 3051.1 spl 2176.7
dm nnn wpl 8979.1
decwave W40_OnePro- rfl 170.3
be rfp [
dmg 35088 rfll 3045.8
dpwr 39 rfpl 2429.8
pwxlvl 59 PLOT ' o
pwx 9.100 we 250.0 Qw,v 3
HMBC sc ) B
j1xh 146.0 we2 200.0
jnxh 8.0 sc2 0
ADIABATCIC vs 1408
pwx180ad OneProbe_- th 2
ad300 ai  av
pwxlv1180 54
Pwx180 400.0
70 65 60 55 50 45 40 35 30 25 20

Fl1 (ppm)
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117D-1C112-3-111 acetone

expS0  gHMBCAD
SAMPLE FLAGS ACQUISITION ARRAYS
date Dec 24 2014 hs on  array phase
solvent  acetome sspul y  arraydim 1024
sample PFGElg y
ACQUISITION heglvl 6120 4 phase _r _
ew 5319.1 SPECIAL 3 1 ) N I o " “
at 0.150 temp not used 2 2 = v e L L Bt kst ==
np 1596 gain 40
@ 4000 spin [] F2
58 32 GRADIENTS ( )1 CI. =g O
a1 1.500 gzlvil 510 ppm ) 4 ~ & = =
nt 64 gtl 0.001000 — = 4 . . 2 - % v
2D ACQUISITION gzlvlld 1530 1.07 i s < =
vl 36199.1 gt3 0.001000 bes| L 3 =
ni 512 gstab 0.000500 5 =3 2 02
phase arrayed  F2 PROCESSING T =
PRESATURATION sb -0.075 < ® e = - =
satmode n sbs not used > g - -
wet n fn 4096 v - =
rn .
tn H gfl 0.005 1.5
sfrq 595.901 gfsl not used
tof -511.0 procl 1p
tpwr 58 fnl 2048
v 9.600 DISPLAY
DECOUPLER sp 372.5
dn c13 wp 2301.2 o e
dof 3051.1 spl 2176.7 2.0
az non wpl 9367.9 L
decwave W40 _OnePro- rfl 170.3 m
be xfp 0
dnt 35088 rfll 3045.8
apwr 39 repl 2429.8
pwxlvl 59 PLOT
pwx 9.100 we 250.0 2.5
HMBC sc o ot
Jixh 146.0 we2 200.0
Ynxh 8.0 sc2 ] >
ADIABATCIC ve 1408 [ ] o o
pwx180ad OneProbe - th 2 1
ad300 ai  av
pwxlv1180 54
pwx180 400.0 3.01 w M
3.5
1 =
=
o (=]
4.0
o
y 43 70 65 60 55 50 45 40 35 30 25 20

F1 (ppm)
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Figure S12 FABMS of 2

2
[ Elemental Composition ] =™ Page:
Data : 1503094 Date : 12-Mar-2015 15:41
Sample: 117D-1C112-3-ITI
Note : Matrix; G

Inlet : Direct Ion Mode : FAB+
RT : 6.33 min Scan#f: (23,28)
Elements : C 28/20, H 38/30, N 3/0, O 7/0, Na 1/0
Mass Tolerance : 20ppm, lmmu if m/z > 50
Unsaturation (U.S.) : -1.0 - 50.0
Chserved m/z Int%  Err[ppm / mmu] U.S. Compositicon
416.2430 80.6 -1.6 / -0.7 8.5 C24 H34 NO S5
-2.2 / -0.9 10.0 C25 H33 N2 O 2 Na
438.2263 59.4 +1.5 / _+0.7 8.5 C 24 H33 NOS5 Na
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[ Mass Spectrum ]

Data : 1503879 Date : 11-Mar-2015

Sample: 117D-1C112-3-1I1

Note : Matraix; G

Inlet : Direct Ion Mode : FRB+

Spectrum Type : MNormal Ion [MF-Linear]

RT ¢ 1.1l min Scan# : (5,15)-k((30,48))[k=1.8]

BP : msz 398.8200 Int. : 141.78

Output m7z range : 2@.2808 to 558.800d
1486632

HSSI_

Cut Level

98 -

88 4

78 -

11:36

.08 %

358

~

378

398

400

438
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