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HPLC gradients

Program A - linear gradient 0-25% of methanol in 0.05 M ammonium acetate buffer (pH 5.9) in 15 min
Program B - linear gradient 0—-50% of methanol in 0.05 M ammonium acetate buffer (pH 5.9) in 15 min

Program C - linear gradient 0-50% of methanol in 0.05 M ammonium acetate buffer (pH 5.9) in 7.5 min and then isocratic elution (50%
of methanol) until 15 min
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Program A; before and after the reaction

mAU ]
800
600 \a

] |
400 |

200 [

=}
&}
s
[=2]
o
-
o
I
ﬁ

min
mAU

] |
1200 I‘

Reaction HPLC profile

1000 |||
800 ‘ ‘|
600 | ‘|
400 [
200 \

mAU ]

] (l
2000 - |
1500 -] \
1000 |

5004 |

Purified compound HPLC profile

S2




161115_sw_082 #13-223 RT: 0.12-217 AV: 211 NL: 2 16E6

T: FTMS - p ESI Full ms [150.00-2000.00]
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Purified compound HPLC profile
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31p NMR
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Purified compound HPLC profile

mAU

600
500
400
300
200
100

Program A

0 2

HRMS

161115_sw_080 #4-104 RT- 0.04-1.00 AV: 101 NL: 1.38E7
T: FTMS - p ESI Full ms [150.00-2000.00]

100

Relative Abundance
o
S

2=1 Z:‘ 1 z= 7=

0

53 446.00928 44899647 45099363 45492628 456.92332
1 1 z=

46403786
z=1

465.04134
z=1

466.04278

461.01503 463.01210 =1

=1 z=1 |

T
448

L L ™ T
448 450 452 454 456

T T T 1
460 462 464 468

1H NMR

8.26
02
01

ooy

Bide

9.0 8.5 8.0 7.5 7.0 6.5

T T T
5.0 4.5 4.0
1 (ppm)

ﬂ q 303

S13

47288218 47487929 47687632 47507338 45
z=1 =1 z=1 z=1

—3.48
_-3.20
347

0.86=




31p NMR
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Purified compound HPLC profile
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HRMS
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Reaction HPLC profile
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Purified compound HPLC profile
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