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Proposed mechanism for the production of CMT-DA by hydrolysis of NE

with 6 M HCI in the presence of thioglycolic acid. DA-thioether derivative CMT-DA

may be produced from NE via the quinonemethide intermediate.
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Current Data Parameters
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EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140811
Time 12.55
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zg30
TD 65536
SOLVENT D20
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RG 35.9
DW 60.400 usec
DE 6.50 usec
_/— TE 297.2 K

D1 1.00000000 sec
TDO 1
= CHANNEL f1
NUC1 1H
Pl 15.00 usec
PL1 10.30 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
ST 32768

I SF 400.1299458 MHz
WDW EM
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LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters

NAME ojika
EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140811
Time 12.59
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgpg30
D 65536
SOLVENT D20
NS 1136
Ds 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664256 sec
RG 4096
DW 20.850 usec
DE 6.50 usec
TE 297.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
NUC1 13C
Pl 12.00 usec
PL1 7.50 dB
SFO1 100.6228298 MHz
CHANNEL f£2
CPDPRG[2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 10.30 dB
PL12 25.00 dB
PL13 25.00 dB
SF02 400.1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6124937 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Display Report
Analysis Info Acquisition Date  10/25/2014 19:59:40
Analysis Name D:AChem32\DATA\bioact-ojika\14102509.d
Method ojikal.C.m Operator HCT-Plus
Sample Name  b-CMT-DA_std Instrument HCTulira
Comment sample#1, 1 uk of 100 times dil, 10% MeOH-0.1% HCOOH, ODS (2*75mm)
Acquisition Parameter -
lon Source Type ESI lon Polarity Positive Alternating lon Polarity  off
Mass Range Mode Ultra Scan Scan Begin 50 m/z Scan End 400 mfz
Capillary Exit 106.0 Vot Skimmer 40.0 Volt Trap Drive 38.5
Accumulation Time 5286 s Averages 8 Spectra Auto MS/MS aoff
# RT [min] Area
1 4.5 63237079 <&
n.a. 4.5 n.a.
tntens. 14162509.d: TIC +Al MS
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0.8+
0.6
0.4
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Bruker Daltonics DataAnalysis 3.4 printed:  10/25/2014 20:59:15 Page 1 of 1
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LC-NM

Display Report .
Analysis Info Acquisition Date  10/25/2014 19:47:26
Analysis Name  D:\AChem321DATA\bicact-ojikal14102508.4
Method ojikalC.m Operalor HCT-Plus
Sample Name  LC KM ., tnstrument HCTultra
Comment S-muﬁ& 2_&1,‘)., w;,w,c‘é i 10% MeOH-0.1% HCOOH, ODS (2*75mm)

Acquisltion Parameter

lors Source Type ESI {en Polarity Positive Alternaling lon Palarity  off
Mass Range Mode Ultra Scan Scan Begin 56 miz Scan End 400 m/z
Caplllary Exit 106.0 Volt Skimmer 40.0 Volt Trap Drive 385
Accumulation Time 7507 s Averages 8 Speclra Auto MSMS off
# RT [min] Area
1 38 90039846 . Y-
2 39 E9849368> 5.8 -¢y5-CHT- DA
3 40 117001329 _ .
14 201070453 €——— CMT-DA
na. 4.4 na. .
na. a9 n.4a.
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x108]
2-
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1 \
2- \_\
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4] — T T t LN e s — ¢ v r
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%107 244
0.8
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0.4+
0.2+
- 7 w4
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5
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3]
2]
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Bruker Caltonics DalaAnalysis 3.4 printad;  10/25/2014 20:36:55 Page 1 of 1
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