Figure $13 'H and 3C NMR spectra in acetone-ds of 3

117D-1 C125 4-V

Sample Name:

Data Collected on:
Agilent-NMR-vnmrs600

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: acetone
Data collected on: May 19 2015
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117D-1 C1

25 4-V

Sample Name:

Data Col

lected on:

Agilent-NMR-vnmrs600

Archive

directory:

Sample directory:

FidFile

CARBON

Pulse Sequence: CARBON (s2pul)

Solvent:

acetone

Data collected on: May 19 2015
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'H-H COSY of 3

Figure S14

117D-1 €125 4-V

expd3  goOSY
SAMPLE
date May 15 2015
solvent  acetone
sample
ACQUISITION
- 4166.7
at 0.150
np 1250
o 4000
. 32
a1 1.000
nt 8
2D ACQUISITION
o 4166.7
ni 256
a2 0
PRESATURATION
satmode n
wat n
TRANSMITTER
ta H
stxq 599.501
tot -982.0
tpwr 58
e 9.600
GRADIENTS
grlviE 5102
gt 0.001000
EDratio 1.000
gstab 0.000500
DECOUPLER
dn c3
an non

FLAGS
hs an
sspul y
haglvl 6120
SPECIAL
temp not used
gain 40
spin °
P2 PROCESSING
b -0.075
ebs not used
n 2048
F1 PROCESSING
sb1 -0.031
sbal not used
procl 1P
fn1 2048
DISPLAY
= 289.3
wp 3792.3
sp1 289.3
wpl 3800.5
£l 64.7
rtp °
rell 64.7
repl o
PLOT
we 200.0
sc °
we2 200.0
sc2 o
ve 783
th 2
ai cdc av

i

-
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4.
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117D-1 €125 4-V

expd3 gCcOSY
SAMPLE FLAGS
date May 15 2015 hs nn
solvent acetone sspul 4
sample haglvl 6120
ACQUISITION SPECIAL
ew 4166.7 temp not used
at 0.150 gain 4“0
np 1250 spin o
b 4000 F2 PROCESSING
s 32 b -0.075
a1 1.000 sbs mot used
nt 8 fn 2048
20 (2%
vl 4166.7 bl -0.031
ni 256 sbsl not used
a2 0 procl 1p
PRESATURATION fnl 2048
satmode n DISPLAY
wet n sp 374.7
TRANSMITTER wp 1175.9
tn B spl 382.9
sfxq 599.501 wpl 1175.9
tof -982.0 rfl 64.7
tpwr 58 rfp 0
 od 9.600 rfll 64.7
GRADIENTS rfpl o
gslvle 5102 PLOT
gtE 0.001000 we 200.0
EDratio 1.000 sc o
gstab 0.000500 wc2 200.0
DECOUPLER sc2 o
dn €13 vs 783
dm non  th 2
ai cdc av
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Figure S15 NOESY of 3

117D-1 €125 4-V

expd4 NOESY
SAMPLE
date May 15 2015
solvent acetone
sample
ACQUISITION
o 4595.6
at 0.150
op 1378
® 4000
e 32
a1 1.300
nt 16
2D ACQUISITION
sl 4595.6
ni 256
TRANSMITTER
ta 0
sfrq 599.501
tot -901.3
tpwr s8
Pw 9.600
NOESY
mixN 0.800
PRESATURATION
satmode n
wet n
DECOUPLER
dn c13
an nnn

FLAGS
he nn
sspul ¥
PPGElg y
hsglvl 6120
SPECIAL
temp not used
gain 40
spin °
P2 PROCESSING
gt 0.055
gfs not used
fn 2048
¥1 PROCESSING
gf1 0.033
gfsl not used
procl 1p
fn1 2048
DISPLAY
sp 286.2
wp 3792.3
spl 286.2
wpl 3796.7
1 198.5
rfp 0
el 198.5
rep1 °
PLOT
we 200.0
sc o
wc2 200.0
sc2 o
ve 783
th 2
ai cdc ph

F2
(ppm)
1.0

F1 (ppm)
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117D-1 C125 4-V
expéd NOESY
SAMPLE

date  May 15 2015
solvent acetone

FLAGS
hs nn
sspul Yy
PFGElg y
haglvl 6120
SPECIAL
temp not used
gain 40
spin 0
F2 PROCESSING
gt 0.055
gts not used
fn 2048
F1 PROCESSING
gfl 0.033
gtsl not used
procl 1p
fnl 2048
DISPLAY
p 380.5
p 920.0
spl 380.5
wpl 911.0
rfl 198.5
rfp ]
rfll 198.5
repl 0
PLOT
we 200.0
sc 0
we2 200.0
sc2 o
ve 783
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Figure S16 HMQC of 3

117D-1 €125 4-V
expdS  gHSQCAD

SAMPLE FLAGS ACQUISITION ARRAYS

date May 15 2015 hs nn  arrsy phase
solvent  acetons sspul y  arraydim 1024
sample PrPGElg y
ACQUISITION heglvl 6120 i phase
o 4595.6 SPECIAL 1 1 | |

at 0.150 temp not used 2 2
op 1378 gain 36
0 4000 spin 0 F2
s 32 GRADIENTS
a 1.500 grlvix 5102 {pm) * = P
at 2 gtx 0.002000
2D ACQUISITION  EDratio 3.977 1 -
swl 27146.3 gstab 0.000500 . .
nd 512 P2 PROCESSING
phase arrayed 1b 0.30 L
PRESATURATION gt 0.070 °
satmode n gfs not used
wet n fn 4096 . =
TRANSMITTER F1 PROCESSING -
ta Hl 1b1 0.32 2 . - =
strq 599.901 gfl 0.008
tot -501.3 gfsl not used
tpwr 58 procl 1
I 9.600 fnl 2048 a
DECOUPLER DISPLAY
dn €13 sp 221.1
dot -1473.5 wp 4036.8 =
dn any spl 1947.4
decwave W40 _OnePro- wpl 19007.7 37
be rfl 198.5
dmt 35088 rfp 0
dpwr 39 re 2900.2 .
prxivl 59 rfpl 2302.7
pwx 9.100 PLOT
#8Qc we 250.0
Jixh 146.0 sc ]
nullflg y we2 200.0 4
mult 2 se2 °
ADIABATIC ve 1582
pwx180ad OneProbe - th 2
24300 ai cdc ph
pwx180adR OneProbe-
_ad300R
pex180 400.0
pwxlvliso 54
pwx180ref OneProbe- 51
_re£200
pwx180r 1998.8
pwxlvl180r 45
o
6 °
.
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117D-1 €125 4-V

exp45 gHSQCAD

SAMPLE FLAGS ACQUISITION ARRAYS
date May 19 2015 hs on array phase
solvent  acetone sspul y  arraydim 1024
sample PPGElg ¥
ACQUISITION hsglvl 6120 i phase
sw 4595.6 SPECIAL 1 1
at 0.150 temp not used 2 2 .
np 1378 gain 36 i
@ 4000 spin o F2
ss 32 GRADIENTS
a 1.500 grlviE 5102 (prm) o
nt 2 gtm 0.002000 0.8~ ."M
2D ACQUISITION EDratio 3.977 -
5wl 27146.3 gstab 0.000500 i 8-
ni 512 P2 PROCESSING i
phase arrayed 1b 0.30 1.03
PRESATURATION gt 0.070
satmode n gte not. used u :
wet n fn 4096
ER rn 1.2
ta Hl 1b1 0.32 1
sfrq 599.501 gf1 0.009 :
tof -901.3 gfsl not used &
tpwr 58 procl 1p 1.4
pw 9.600 fnl 2048 3
DECOUPLER DISPLAY i
an c13 sp 322.1 1 !
dot -1473.5 wp 1819.8 -6 3
an nny spl 2053.5 3
decwave W40 OnePro- wpl 4983.9 (=33
be rfl 198.5 1.83
dmt 35088 rfp 0 -
dpwr 35 rfnl 2900.2 &>
pwxlvl 59 rfpl 2302.7 &
pwx 9.100 PLOT 2.03
HSQC we 250.0 1 <=
j1xh 146.0 sc [
nullflg y we2 200.0
mult 2 sc2 0 2.2
ADIABATIC ve 1582
pwx180ad OneProbe - th 2 3
2d300 ai cde ph
pwx180adR OneProbe- 2.4
_ad300R >
Pwx180 400.0
pwxlvl180 54 2.6
pwx180ref OneProbe- =
_ref200
Pwx180x 1998.8
pwxlvl180r 4s 2.8 =
f=23
303
3.23
N - -
3.43
45 40 35 30

F1 (ppm)
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Figure S17 HMBC of 3

117D-1 €125 4-V

expd6  gHMBCAD

SAMPLE PLAGS ACQUISITION ARRAYS
date May 20 2015 hs nn  array phase
solvent  acetone sspul y arraydim 1024
sample PPGElg y A _ —
0
L |

ACQUISITION hsglvl 612 1 phase
- 4401.4 SPECIAL 1 1 | e
at 0.150 temp not used 2 2
np 1320 gain 38
® 4000 wspin 0 F2 b
. 32 GRADIENTS
a 1.500 gslvil s10 (ppm) ) ‘Nﬁ. 0 w -
nt 64 gtl 0.001000 1 ® = L i s =D -
2D ACQUISITION  gzlvld 1530 ® P FYLE -
oWl 35690.5 gt3 0.001000 - .
i 512 gstadb 0.000500 . : z i
phase arrayed P2 PROCESSING e bt
PRESATURATION sb -0.078
satmode n sbs not used
wet n fn 4056 L e - s
n . o
ta Hl gfi 0.008 2 Q S °
stxq 599.501 gfsl not used
tof -936.8 procl 1p
tpwr 58 fnl 2048
o™ 9.600 DISPLAY e -
DECOUPLER 3 292.9
an c13 wp 3943.6
dot 3159.7 spl 1425.2
an non wpl 311939 3
decwave W40_OnePro- rfl 136.9
be rfp °
dmt 35088 rfll 2554.9 o ¢ ° o o °
dpr 39 repl 2302.7
prxlvl 59 pLOT
px $.100 wc 250.0
HMBC sc °
Jixh 146.0 we2 200.0
$nxh 8.0 sc2 ) 4
ADIABATCIC ve 3370
pwx180ad OneProbe - th 2
24300 ai  av
pexlv118o 54
prex180 400.0
5
. gsee R
6 : s H
e
7
200 180 160 140 120 100 80 60 40 20

F1 (ppm)
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117D-1 C125 4-V

expd6  gHMBCAD
SAMPLE PLAGS ACQUISITION ARRAYS
date May 20 2015 hs nn  array phase
solvent acetone sspul Yy arraydim 1024
sample PFGflg Yy
ACQUISITION hsglvl 6120 4 phase
v 4401.4 SPECIAL 1 1
at 0.150 temp not used 2 2 >
np 1320 gain e
@ 4000 spin 0
s 32 GRADIENTS
a1 1.500 gzlvil 510
nt 64 gt1 0.001000
2D ACQUISITION  gzlvl3 1530
swl 35850.5 gt3 0.001000 |
ni 512 getab 0.000500 A\
phase arrayed  F2 PROCESSING U
PRESATURATION sb -0.075 o J
satmode n sbs not used - -
wet n fn 4096
P
ta H gf1 0.005
sfrq 595.501 gfsl not used
tof -936.8 procl 1p =
tpwr s8 a1 2048
P 9.600 DISPLAY
DECOUPLER sp 378.9
dn c13 wp 906.9 (@)
dot 3185.7 spl 1950.9
dm non wpl 6569.3
decwave W40 OnePro- rfl 136.9
be rfp o >
dnt 35088 rfll 2594.9 >
dpwr 39 rfpl 2302.7 £:3°T 1 = =
pwxlvl 55 PLOT ¢ < b ¢ @
pwx 9.100 we 250.0 ol P =
HMBC sc 0 1 = | | < D |
J1xh 146.0 we2 200.0 1.4 B
inxh 8.0 sc2 ] (@]
ADIABATCIC vs 3370 1 o\
pwx180ad OneProbe_- th 2 1.5 ! | o Q | ! “Q
24300 ai  av s N
pwxlvl180 54
pwx180 400.0
1.6
3.7
1.8
O -
= @
1.97
©
2.07
w o
2.1
55 50 45 40 35 30 25

Fl (ppm)
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117D-1 €125 4-V

expd6  gHMBCAD
SAMPLE FLAGS ACQUISITION ARRAYS
date May 20 2015 hs nn array phase
solvent  acetone sspul y  arraydim 1024
sample PPGElg ¥y
ACQUISITION heglvl 6120 i phase
W 44014 SPECIAL 1 1
at 0.150 temp not used 2 2
np 1320 gain EL]
£b 4000 spin 0
s 32
a1 1.500 gzlvll 510 u
nt 64 gt1 0.001000 3
2D ACQUISITION  gzlvl3 1530
swl 35850.5 gt3 0.001000
ni 512 gstab 0.000500
phase arrayed P2 PROCESSING
PRESATURATION sb -0.075
satmode n sbe not used
wet n fn 4036
F1
tn H gfl 0.005
sfrq 599.901 gfsl not used
tot -936.8 procl 1p
tpwr 58 fn1 2048
o4 9.600 DISPLAY
DECOUPLER p 314.4
én 13 wp 3856.4
dot 3199.7 spl 2021.0
am nnn  wpl 6519.2
decwave W40 OnePro- rfl 136.9
be rfp 0
dme 35088 rfll 2594.9
dpwr 35 rfpl 2302.7
pwxlvl 59 PLOT
pwx 9.100 wc 250.0
HMBC sc 0
jixh 146.0 we2 200.0
jnxh 8.0 sc2 0
ADIABATCIC vs 3370
pwx180ad OneProbe - th 2
ad300 ai av
pwxlv1180 54
pwx180 400.0
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|11 |
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Figure S18 FABMS of 3

[ Elemental Composition ] =~ Page:
Data : 1506059 Date : 10-Jun-2015 15:54

Sample: 117D-1 C125-4-V

Note : Matrix; G

Inlet : Direct Ion Mode : FAB+

RT : 8.41 min Scan#: (27,32)

Elements : C 30/17, H 32/22, N 3/0, 0 6/0, Na 1/0

Mass Tolerance : 20ppm, lmmu if m/z > 50

Unsaturation (U.S.) : -1.0 - 50.0

Observed m/z Int%  Err[ppm / mmu] U.S. Composition
392.1839 37.4 +0.4 / +0.2 9.5 C 22 H 27 NO 4 Na
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[ Mass Spectrum ]

Data : 1586813 0
Sample: 117D-1 C125-4-V

Note : Matrix; G

Inlet : Direct I
Spectrum Type : Normal Ion [MF-Linear]

ate : B2-Jun-2815

on Mode

17:54

RT : 1.73 min Scan# : (10,20)-k((28,38))[k=1.0]

BF : m/z 3708.0008 Int. : 48.75
Output m/z range : 20.0028 tc 5B2.0009

511187
108 —

30
88
7’0 4
£ - 1@5

58 _

40 -

38
41

f_wri
1002

S
i

Cut Level

163

1681

1 BP9 %
378

354 a2
428 ‘

-

4pa 588
msz

60



