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'H AND *C NMR SPECTRA
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Methyl 2-diazo-3-oxopentanoate carbon spectrum (300 MHz) in DMSO-dé
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3-diazo- (phenyl)-butan-2,4-dione proton spectrum (500 MHz) in DMSO-dé6
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in DMSO-dé6
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in DMSO-dé6
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in DMSO-d6

1lh proton spectrum (300 MHz)
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DMSO-d6
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DMSO-d6é
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1j proton spectrum (300 MHz)
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1j carbon spectrum (75 MHz)
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4-hydroxy-l-phenylsulfonyl-4-(thiophene-2-yl)-2-butanone protecn spectrum (500 MHz) in DMSO-dé
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in DMSO-dé
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2f proton spectrum in DMSO-dé
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in DMSO-d6
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LC/MS ANALYSIS

OH O
N o~
X, N
N
2a
UV Detector: TIC 1.521e+2
(4) Range: 1.693e+2
0.58
1.5e+2 ﬂ
1.0e+2 [
E | i
5.0e+l .
nl |
0.0 L —
T 1 1 T T —1 71— Time
0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
4 0.58 8e+006 100.00 1 2e+008
Peak ID Compound Time Mass Found
4 0.58
SAMPLE: 2:42 Combine (135:140) 1.1le+008
1003 182.78
* 184.05
04— T T L B T T T T m/z
181.00 182.00 183.00 184.00 185.00 186.00
OH O
a ‘ o~
X, N
N
2b
UV Detector: TIC 1.62e+2
(1) Range: 1.62e+2
0.84
1.5e+2 ﬂ
|
1.0e+2
2 |
|
5.0e+1 |
| |
— — | ’.‘"— -_— .. -
0.0 S e e e e e e e Time
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
1 0.84 1e+006 100.00 0 1e+008
Peak ID Compound Time Mass Found
1 0.84
SAMPLE: 1:12 Combine (198:202) 4.3e+007
1003 230221 09
* 180.04 "TT252.99 482.87
e AU "|'(' T T T T T T T o o T /2
200.00 250.00 300.00 350.00 400.00 450.00 500.00
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N o~
X, N
N
2c
UV Detector: TIC 2.19%e+2
(2) Range: 2.19%e+2
0.64
|
|
1.5e+2
I
=1
A 1.0e+2
|
5.0e+l
II
0.0 b e e e e e e Time

0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
2 0.64 3e+006 100.00 0 2e+008

Peak ID Compound Time Mass Found

2 0.64
SAMPLE: 2:30 Combine (151:155) 1.2e+008
100 237.03
* ‘.236-19259.00 472.92 494.93
Yt T T T T T 1 Wz
250.00 300.00 350.00 400.00 450.00 500.00
OH O
N o~
X, -N
N
~0 2d
2: UV Detector: TIC (4) 3.457e+2
100% Range: 3.623e+2
0.94
3.0e+2] l"
E |
E |
2.0e+2
2 E |
1.0e+2] 'i
0.0 A a .
T — ——— 7~ Time
0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
4 0.94 8e+006 100.00 0 3e+008
PeakID Compound Time Mass Found
4 0.94
4: (Time: 0.94) Combine (220:225) 1:MS EsS+
1.2e+008
1003 261;1
o 262.2 543.2
L o e e ) L e e VA
100.0 200.0 300.0 400.0 500.0 600.0 700.0
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FoZYy o
X, N
N
2e
UV Detector: TIC 2.788e+2
(3) Range: 2.956e+2
0.97
4 Il
1 |
2. 0e+2] |
] |
2 ] |
1.0e+2] |
] ) \
0.0 L) ———————— .
L T B B B B B o B O O AL A B B B o e R T B R A B B B B B A B S B D o e s i B 1 L
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
3 0.97 6e+006 100.00 0 3e+008
Peak ID Compound Time Mass Found
3 0.97
SAMPLE: 1:5 Combine (227:232) 8.3e+007
100 249.01
*® % 250.13
)t 7————7 7T [T /2
248.00 249.00 250.00 251.00 252.00
OH O
= i o~
SPL
N
2f
UV Detector: TIC 3.051e+2
(3) Range: 3.22e+2
0.80
3.0e+2+4
E |
9 |
2.0e+2
E I
2 E |
1.0e+24 |
0.0 [\ AN _ _ __ — )
B B . B e e 5 T e e e e e e B e 1=
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
3 0.80 6e+006 100.00 0 3e+008
Peak ID Compound Time Mass Found
3 0.80
SAMPLE: 1:4 Combine (188:193) 1.1e+008
100% 197.01
@ 183.05 198.21
O T T T T T T T e I/ 2
182.50 185.00 187.50 190.00 192.50 195.00 197.50 200.00
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OH O
/I o~
X, -N
N
2g
UV Detector: TIC 3.519%e+2
(3) Range: 3.69%94e+2
N 1.00
E i
3.0e+2] ‘
E [l
2 2.0e+2—§ |
1.0e+2 ] '
0 o_é \ ::
T T T T T [ [ e e e e e e Time
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
3 1.00 7e+0086 100.00 0 4e+008
Peak ID Compound Time Mass Found
3 1.00
SAMPLE: 1:5 Combine (234:239) 1.1le+008
100 245.02
*® % 246.21
o 1 B S B L R A S B S A B V-
244.00 245.00 246.00 247.00 248.00
OH O
/‘ o~
X, N
N
2h
UV Detector: TIC 2.67e+2
(2) Range: 2.842e+2
1.11
;
2.0e+2
1 [l
E - |
1.0e+2] i
_: i\ |Iﬂ
0.03 L — S . — — )
L L L B I I B I B I S B L B IR B S RS RN R R R
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
2 1.1 5e+006 100.00 0 3e+008
Peak ID Compound Time Mass Found
2 1.1
SAMPLE: 1:6 Combine (262:267) 1.1le+008
100 251.08
o % 252.21
77 7 T+ T T T[T m/Z
250.00 251.00 252.00 253.00 254.00
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UV Detector: TIC 2.994e+2

(2) Range: 3.l66e+2
1.05
E i
E |
2.0e+2]
3 |
2 E ‘
1.0e+2]
i
0.0 A_ S I N— — .
k T T T T T T T T T o e e e e Time
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
2 1.05 5e+006 100.00 0 3e+008
Peak ID Compound Time Mass Found
2 1.05
SAMPLE: 1:3 Combine (246:251) 9.8e+007
275.03
- 100 276.17
0 v 549.09
L I e e I O L L L B
300.00 350.00 400.00 450.00 500.00 550.00
OH O
Foy o~
X, . -N
N
2j
UV Detector: TIC 2.70%e+2
(2) Range: 2.875e+2
. 1.03
E |
2.0e+25 [
1 |
E |
1.0e+2§ “
E ) [
0.0 [ I — ]
R I L I I I B B S I L I I L I I BN IR IR R R R
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
2 1.03 4e+006 100.00 0 3e+008
Peak ID Compound Time Mass Found
2 1.03
SAMPLE: 1:2 Combine (242:247) 8.0e+007
262.99
w 1003 264.19 525 05
DI"'/'I“"I""""\""""I""""I""""“"I."'/z
250.00 300.00 350.00 400.00 450.00 500.00
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UV Detector:

TIC

2.81le+2
(2) Range: 2.982e+2
1.08
1 If
2.0e+2] |
E |\
1.0e+2 .
g I
] I \
0.0 e — i
e L T L L T - Time
0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00
Peak Number Compound Time AreaAbs Area %Total Width  Height Mass Found
2 1.08 4e+006 100.00 0 3e+008
Peak ID Compound Time Mass Found
2 1.08
SAMPLE: 2:13 Combine (254:259) 5.8e+007
277.05
100
w é 101 01 278.21
———— T — T 7 — T T — T T ‘e m/z
100.00 150.00 200.00 250.00
UV Detector: TIC 3.33e+2
(2) Range: 3.49%e+2
) 0.96
3.0e+2]
] |
E |
2.0e+2] ,
2 |
1.0e+2] ‘
E i '2
0.0 [ — .
L L L B U B B B S I I I I I I IS IULSULE IS I RS
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
2 0.96 6e+006 100.00 0 3e+008
Peak ID Compound Time Mass Found
2 0.96
SAMPLE: 1:37 Combine (226:231) 1.1le+008
100 243.02
g % 244.17
05F—— T — T " — T T T T " —————m/z
242.00 243.00 244.00 245.00 246.00
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& o~
RS \N’N
\
S 2m
UV Detector: TIC 3.98Be+2
(2) Range: 4.159%9e+2
0.91
] |
3.0e+2] |
E |
E 2.0e+2é |
1.0e+24 1
s ————————7———————F —+——————+ [ ———————— 7+ ————— Time
0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
2 0.91 7e+006 100.00 0 4e+008
Peak ID Compound Time Mass Found
0.91
SAMPLE: 2:41 Combine (214:219) 9.9e+007
100 23622; 20
- é ‘ .20258,75 494,72
L e B B By B sy B e ——— 7 m/z
250.00 300.00 350.00 400.00 450.00 500.00
g )
s
= \
I O
X N
S N~
\
s 2n
UV Detector: TIC 3.413e+2
(3) Range: 3.582e+2
) 1.02
| |I
3.De+2€ ‘
E |
2.0e+25 ‘l
E \
1.0e+2 I
0 0_ i |
T —— —— — ————F———— — Time
0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00
Peak Number Compound Time AreaAbs Area %Total Width  Height Mass Found
3 1.02 5e+006 100.00 0 3e+008
Peak ID Compound Time Mass Found
3 1.02
SAMPLE: 1:36 Combine (240:245) 2.6e+007
318.92
* 1003 ‘320‘94 379.10 636.89
0 4 L L e e LI L B e o B B T B B A B s B V-
350.00 400.00 450.00 500.00 550.00 600.00 650.00
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07 0™
20
3: UV Detectawr: TIC (2% 1.42%e+2
8% Range: 1.4558+32
0. 93
1 . Dew2
2
5. Desl
0.0 R e 1 T = T T T T T Time
0.25 Q.50 0.75 i.00 1.25 1.50 1.73 2.00
ol Number T iaw &l ST otml Bags Foung
1 o] =L 1.57
2 053 Dty Tal MEE3
Pezkll  Time Mzss Found BPM itk
2 049 e Dwerh fal
2:(Time: 0.93) Combine (54) 1:M8 E&+
3. 2e+007
279.1
100 557.2
-
% L.ZEIZI.I 4973|5582 857.3
n' T T I T T T I T T I T T I T T T I T T T T I T T T T I T T T T I T T T T I-In
200.0 400.0 §00.0 400.0 i000.0
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