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1) General Methods and Materials.

(A) General Methods:

All reactions were performed in oven-dried glassware. All solvents and commercially available chemical were used without
further purification. The molecular sieves were activated at 200 °C for 2 hours in an oven. The column chromatography was
carried out on a column packed with silica gel 60-120 using mixtures of hexane and ethyl acetate as an eluents. 'H NMR spectra
were recorded in CDCI; on a BRUKER AVANCE I1II (500 MHz), INM-ECS400 (400 MHz), BRUKER AVANCE II (400 MHz)
and JEOL (300 MHz) spectrometer. 3C NMR spectra were recorded in CDCIl; on BRUKER AVANCE III (125 MHz), JNM-
ECS400 (100 MHz), BRUKER AVANCE II (100 MHz) and JEOL (75 MHz). Chemical shifts (5) are expressed in ppm
downfield from internal TMS. MS were recorded on micrOTOF-Q II 10356 Mass Spectrometer. Optical rotation was determined
with AUTOPOL IV polarimeter at 25 “C using sodium D light. Enantiomeric excess was determined by using Shimadzu LC-
20AD using Daicel Chiralpak IA, IB and IC column.

(B) Material:

Catalysts 1a, 1b, 2a and 2b were purchased from Sigma Aldrich. The catalysts 1¢, 1d, 2¢, 2d, 3a, 3b, 4a, 4b, 6a and 6b were
synthesized by the procedures reported in literature.! The catalyst 5 was synthesized by the reported procedure by S. Mukherjee and et
al.? The catalyst 7 and 8 was prepared according to our previously reported method.? Isatins were commercially available from

Spectrochem, India. The N-methyl, N-allyl or N-benzyl protected isatins were prepared according to the literature method.*

I'(a) Li, H.; Wang, Y.; Tang, L.; Deng, L. J. Am. Chem. Soc. 2004, 126, 9906. (b) Li, H.; Wang, B.; Deng, L. J. Am. Chem. Soc. 2006, 128, 732. (¢) Wang, Y.;
Liu, X.; Deng, L. J. Am. Chem. Soc. 2006, 128, 3928. (d) Iwabuchi, Y.; Nakatani, M.; Yokoyama, N.; Hatakeyama S. J. Am. Chem. Soc. 1998, 121, 10219.
(e).Vakulya, V; Varga, S.; Csampai, A.; Soos, T. Org. Lett. 2005, 7, 1967.

2 Manna, M.S.; Kumar, V.; Mukherjee, S. Chem. Commun., 2012,48, 5193.

3 (a) Kumar, A.; Singh, S.; Kumar, V.; Chimni, S. S. Org. Biomol. Chem. 2011, 9, 2731. (b) Kaur, J.; Kumar, A.; Chimni, S.S. Tetrahedron Lett. 2014, 55, 2138.
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2) Experimental details and characterization data.

=
X
X N
OR
N Y N
N
= I 7 S%\NH
2a. R=H, X=OMe(QN)
1a. R=H, X=OMe(QD) 2b. R=H, X= H (CD)
1b. R=H, X= H (CN) 2¢ R=H, X= OH (CPN)
1c R=H, X=OH (CPD) 2d R=Bn, X=OH (BnCPN) FsC CFs3
1d. R=Bn, X=OH (BnCPD) 3a.X=H:  epicDT
3b. X = OMe; epiQNT
=
_ % _
N
N N
Q Y NH
| NH Nos A SNTONH 4 H
N_ 2\ S” °NH | NN
S” "NH N ¢ g
N\/< S
6a. X=H Ph
5 6b. X= NO, DL -Phe.
5. epiCDT-L-Val 7. epiCD-L-Phe-T

FsC
4a. X=H;

epiCNT
4b. X=OMe; epiQDT

8. L-isoleu-T

Structure of organocatalysts used

(3) Crystal data for enantiopure product (11a)

4Overman L. E. , Peterson E. A., Tetrahedron, 2003, 59, 6905.
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Chemical formula Cy3H,1NOs
Formula Mass 391.41
Crystal system Monoclinic

Colour Colourless
a/A 8.4183(14)
b/A 12.2957(19)
c/A

9.3671(16)




al® 90.00
pre° 97.016(6)
y/° 90.00
Unit cell volume/A3 962.3(3)
Temperature/K 100(2)
Space group P21
No. of formula units per unit cell, Z 2
No. of reflections measured 6247
Final R; values (all data) 0.0379
Final wR(F?) values (all data) 0.0965
Goodness of fit on F? 1.020
Flack parameter 0.4(7)
CCDC number 1022904

Cupreidine (CPD) (1¢)



OH =
OH
- N

White Solid, mp: 130-140°C , 90% yield, [a]p* = +240.0 (¢ 1.0 EtOH); '"H NMR (500 MHz, CDCl;) 6 8.65 (d, J= 5.0 Hz, 1H), 7.94-
8.02 (m, 1H), 7.60 (d, J= 5.0 Hz, 1H), 7.28-7.42 (m, 2H), 6.07 (d, J= 5.0 Hz, 2H), 5.02-5.08 (m, 2H), 3.83-3.87 (m, 1H), 2.64-3.05 (m,
2H), 2.17-2.35 (m, 3H), 1.72 (s, 1H), 0.27-1.40 (m, 2H), 0.82-0.91 (m, 1H); '3C (125 MHz, CDCl;) & 18.38, 25.44, 27.97, 36.51,
39.40, 49.21, 59.29, 70.34, 103.8, 155.4, 117.6, 123.3, 126.5, 131.6, 139.6, 143.0, 146.4, 146.7, 157.8.

9-0O-Benzylcupreidine (BnCPD) (1d)

OH =
OBn
~ LN
Nx | H 1d

White Solid, mp: 125-127C , 85% yield, [a]p*’ = +154.3.0 (¢ 1.0 CHCl;); "H NMR (500 MHz, CDCls) & 8.76 (d, J= 5.0 Hz, 1H), 8.03
(d, J=10.0 Hz, 1H), 7.28-7.46 (m, 8H), 6.83 (s, 1H), 5.77-5.83 (m, 1H), 5.01-5.09 (m, 2H), 4.76 (d, J= 10.0 Hz, 1H), 4.57 (d, J=10.0
Hz, 1H), 4.15-4.18 (m, 1H), 3.26-3.75 (m, 5H), 2.42-2.62 (m, 2H), 1.81-2.03 (m, 3H), 1.26 (d, J= 15.0 Hz, 2H) ; 3C (125 MHz,
CDCl,) 6 18.47, 23.22, 27.42, 36.98, 48.43, 49.40, 59.70, 72.06, 75.27, 103.6, 117.5, 117.8, 122.9, 126.6, 128.1, 128.3, 128.4, 128.6,
132.1, 135.8, 136.8, 139.6, 144.0, 146.6, 156.7; m/z (ESI): 401.2201 (M+1)".

Cupreine (CPN) (2¢)



Light Brown Solid, mp: 168-170 °C, 90% yield, [a]p?> = -163.0 (¢ 1.0 EtOH); '"H NMR (500 MHz, CDCl;) & 8.56 (d, J= 4.0 Hz, 1H),
7.93 (d, J=9.0 Hz, 1H), 7.56 (d, J= 5.0 Hz, 1H), 7.31-7.33 (m, 1H), 7.10 (d, J=2.0 Hz, 1H), 5.78 (s, 1H), 5.53-5.57 (m, 2H), 4.84-4.88
(m, 2H), 3.90-3.97 (m, 5H), 2.90-3.01 (m, 3H), 2.72 (s, 1H), 2.56 (s, 1H), 2.32 (s, 1H), 1.82-1.92 (m, 3H), 1.55 (d, J= 3.0 Hz, 1H),
1.24 (d, J= 3.0 Hz, 1H); 3C (125 MHz, CDCl3) 8 14.69, 21.54, 24.22, 27.42, 38.71, 40.05, 44.22, 53.44, 53.87, 57.61, 67.39, 74.73,
89.01,99.98, 111.1, 115.6, 118.5, 123.5, 127.3, 132.3, 141.9, 142.9, 156.9, 161.6; m/z (ESI): 311.1731 (M+1)".

9-0O-Benzylcupreine (BnCPN) (2d)

White Solid, mp: 208-210 C, 85% yield, [a]p* = -79.0 (¢ 1.0 EtOH); '"H NMR (500 MHz, CDC]ls) & 8.74 (d, J=5.0 Hz, 1H), 8.05 (d,
J=10.0 Hz, 1H), 7.82 (d, J= 5.0 Hz, 1H), 7.49 (s, 1H), 7.28-7.41 (m, 7H), 5.99 (s, 1H), 5.61-5.65 (m, 1H), 5.02-5.07 (m, 2H), 4.50-
4.60 (m, 2H), 3.35-3.43 (m, 2H), 3.05 (d, J= 10.0 Hz, 2H), 2.59 (s, 1H), 1.51-2.18 (m, 5SH); 13C (75 MHz, CDCl;) 6 23.09, 27.30,
32.70,46.33, 50.35, 53.92, 56.31, 72.42, 105.4, 118.9, 122.3, 126.9, 131.3, 141.6, 143.1, 146.7, 156.7; m/z (ESI): 401.2204 (M+1)".



1-(3,5-Bis(trifluoromethyl)phenyl)-3-(S)-(quinolin-4-yl)(8-vinylquinuclidin-2-yl)methyl thiourea (CDT) (3a)

FiC CF3 |

Yellow Solid, mp: 122-123 C, 92% yield, [a]p?> = -53.7 (¢ 0.37 CHCl;); 'H NMR (500 MHz, CDCl;)  8.91 (d, J= 5.0 Hz, 1H), 8.50
(s, 1H), 8.18 (d, J=10.0 Hz, 1H), 8.01 (s, 1H), 7.05-7.81 (m, 5H), 5.65 (d, J=10.0 Hz, 1H), 5.05-5.08 (m, 2H), 3.00-3.72 (m, 5H),
2.54 (s, 1H), 2.33 (s, 1H), 1.89-1.97 (m, 2H), 1.52 (d, J= 15.0 Hz, 1H), 1.27 (s, 1H), 1.15 (br, s, 1H); 3C (125 MHz, CDCl;) & 24.78,
26.18, 26.98, 26.69, 38.13, 41.64, 54.63, 57.05, 116.0, 123.9, 124.4, 125.3, 126.1, 127.0, 129.2, 129.4, 130.4, 148.6, 150.3, 180.9; m/z
(ESI): 565.1 (M+1)".
1-(3,5-bis(trifluoromethyl)phenyl)-3-((S)-(6-methoxyquinolin-4-yl)(8-vinylquinuclidin-2-yl)methyl)thiourea (QNT) (3b)

=
OMe

N
| N NH
N~ S)\NH




Yellow Solid, mp: 120-121 'C, 93% yield, [a]p? = -127.0 (¢ 0.5 CHCI3); 'H NMR (500 MHz, CDCl;) & 8.67 (s, 1H), 8.05-8.17 (m,
3H), 7.41-7.58 (m, 3H), 6.81 (s, 1H), 5.64-5.71 (m, 1H), 5.15-5.21 (m, 2H), 4.06 (s, 3H), 3.21-3.72 (m, 5H), 2.74 (s, 1H), 2.06-2.16 (s,
1H), 1.78 (d, J= 15.0 Hz, 1H), 0.86-1.22 (m, 3H); 13C (125 MHz, CDCl;) & 24.40, 26.67, 29.68, 36.94, 41.84, 54.13, 57.95, 64.90,
102.7, 115.2, 122.9, 127.6, 128.6, 128.7, 129.8, 131.5, 131.9, 132.1, 156.2, 179.3; HRMS calcd. for [CyoH,3F¢N4OS]" : 594.1882;
found: 594.1876.

1-((S)-1-(diisobutylcarbamoyl)-2-methylpropyl)-3-((S)-(quinolin-4-yl)(8-vinylquinuclidin-2-yl)methyl)thiourea (5)
=
A
[ Y TNH
N s 2\
et

5. o

White Solid, mp: 109-110°C, 84% yield, 'H NMR (500 MHz, CDCl;) & 8.88 (d, J= 5.0 Hz, 1H), 8.50 (d, J= 10.0 Hz, 1H), 8.13 (d, J=
10.0 Hz, 1H), 7.25-7.73 (m, 3H), 7.28 (s, 1H), 6.69 (s, 1H), 5.59-5.66 (m, 2H), 5.38 (s, 1H), 4.90-4.97 (m, 2H), 3.59 (s, 1H), 2.78-3.28
(m, 10H), 2.33 (s, 1H), 1.03-1.98 (m, 8H), 0.76-0.92 (m, 21H); 3C (125 MHz, CDCls) & 16.23, 19.41, 19.49, 19.68, 19.75, 19.99,
20.22, 20.30, 25.23, 25.60, 26.23, 27.34, 28.02, 29.66, 31.86, 39.15, 40.76, 53.35, 55.45, 59.29, 76.82, 115.0, 123.4, 127.3, 129.5,
130.5, 140.6, 148.7, 150.2, 172.1, 181.6.

1-phenyl-3-((S)-(quinolin-4-yl)(8-vinylquinuclidin-2-yl)methyl)thiourea (6a)



Brown Solid, mp: 125-127°C, 90% yield, '"H NMR (500 MHz, CDCL;) & 8.85 (s, 1H), 8.54 (s, 1H), 8.15 (d, J= 10.0 Hz, 1H), 7.22-7.76
(m, 8H), 6.29 (s, 1H), 5.54-5.65 (m, 1H), 5.01-5.03 (m, 2H), 2.93-3.58 (m, 4H), 2.44 (s, 1H), 1.78-1.91 (m, 2H), 1.13-1.47 (m, 4H);

13C (125 MHz, CDCl;) 6 24.78, 26.17, 26.98, 27.52, 29.70, 38.11, 41.62, 54.62, 116.1, 123.8, 124.4, 125.3, 126.1, 127.1, 129.2, 129.4,
129.6, 130.4, 148.6, 150.3, 150.7, 180.9.

1-(4-nitrophenyl)-3-((S)-(quinolin-4-yl)(8-vinylquinuclidin-2-yl)methyl)thiourea (6b)

e

| N NH
N~ S)\NH
6b
NO,

White Solid, mp: 110-112°C, 92% yield, 'H NMR (500 MHz, CDCl;) & 8.93 (d, J=5.0 Hz, 1H), 8.50 (s, 1H), 8.12-8.17 (m, 2H), 7.28-
7.79 (m, SH), 6.63 (d, J= 10.0 Hz, 1H), 5.61-5.68 (m, 1H), 5.04-5.08 (m, 2H), 3.37-3.74 (m, 3H), 3.01-3.03 (m, 2H), 2.51 (s, 1H),
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1.87-2.06 (m, 3H), 1.12-1.54 (m, 3H); 13C (125 MHz, CDCl;) 8 24.62, 25.87, 26.80, 37.84, 41.88, 54.53, 61.13, 113.3, 116.4, 121.6,
123.7, 124.5, 126.5, 127.5, 129.7, 130.4, 143.5, 145.0, 148.5, 156.2, 180.5.
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HPLC chromatograms

== Shimadzu LCsolution Analysis Report ====

D:\HPLC\Jasneet\3,4dimethoxyphenol\3,4dimetphencl+N-benzylist, 1ml,30%, A, rec.lcd

mAU
1250 g PDA Multi 1
: fl
1000 [
] | “
750 IJ \ g
- R N
500 [ f \
. | I
2501 |\ [\
) N
X S N S N
. : - r T - : r - T . - : - - - : T
10.0 125 15.0 17.5
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Arca Height Arca % Height %
1 8.942 23807734 1201821 50.202 64.580
2 16.200 23616113 659163 49.798 35.420
Total 47423847 18609384 100.000 100.000

D:\HPLC\Jasneet\3,4dimethoxyphencl\3,4 dimethphenol+Nbenist CDT, MTBE.lcd

mAU
E] PDA Multi 1
ne
(P
750-| I
A
[
500 | |
[
||
[
250 |
| \
| \ o
|\ E
Ot e~ S ,F B
. T T T T : . T T T : T T T T v : . T
10.0 12.5 15.0 17.5
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 9.042 19949335 894002 93.736 96.028
2 16.610 1333105 36983 6.264 3.972
Total 21282440 930985 100.000 100.000
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D:HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\F-Nbenzylst+3,4 dMP,1ml,30%, IA rec.lcd
mAU

s PDA Multi 1
7 f\o2
f I8
] ‘I ‘
1000 |ﬂ
J |
) [
|
1 [
1 |
500 | |
|
] I ‘.‘
] [
J .‘I -\
] | \
J Sl e
o——————— - e T —
! ! T ! ! ! T ! ! ! ! T ! ! ! ! T ! ! !
7.5 10.0 12.5 15.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 254nm 4nm
Peakdf Ret. Time Area Height Area % Height %
1 7.974 23876611 1303855 50.340 65.094
2 15.214 23554483 699194 49.660 34.906
Total 47431094 2003048 100.000 100.000
D:HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\F-Nbenzylst+3,4 dMP,1ml,30%, IA chiral.lcd
mAU
] S PDA Multi 1
1 s
150+ i
J (
1 |
] |
100+ |
] | I‘
] \
] ]
50 J |
J Fo
o ] \ —
A . =
o -— e I T — S
T . T T T . T T T . T T . T . T T . . T
7.5 10.0 12.5 15.0
min
PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 8.097 2957524 160303 93.068 95.900
2 15.521 220276 6854 6.932 4.100
Total 3177799 167157 100.000 100.000
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D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\206-, 1ml,30%,|A,(racemic)0001.lcd

mAU
] o PDA Multi 1
Ay
1 [
150 [ =
4 | \ @
J | \ N\
i |‘I \ "-"‘ \\\
100 [ \ [\
| «‘ \
50+
J | \ / A
i / \\ / \
R . S
6 7 8 9 10 1
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
I 7.203 4437178 166637 51.278 55.848
2 8.974 4216032 131739 48.722 44,152
Total 8653210 298376 100.000 100.000
D:\HPLC\Jasneef\3,4dimethoxyphenol\Substrate screening\206, 1ml,30%,lA,(chiral)0001.lcd
mAU
3004 f’\?} PDA Multi 1
200 .
] | \ 11c
| | ""\.‘
100+ /
J f \
] | o
| J, N .
] /‘ — _7{_,_,_“,‘_‘
0 - — — L
6 7 8 9 10 11
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 7.190 7950834 301712 93.827 94.770
2 9.013 523060 16651 6.173 5.230
Total 8473895 318363 100.000 100.000
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D:HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\202, 1ml,30%, 1A rec001.lcd

mAU
150 ’\E g PDA Multi 1
: A At
] [ [
[ |\
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6.5 7.0 7.5 8.0 8.5 9.0 9.5 10.0 10.5 11.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 254nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 7.715 2354799 142219 47.651 51.284
2 8.493 2586924 135098 52.349 48.716
Total 4941723 277317 100.000 100.000
D:HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\202, 1ml,30%, IA chiral001.lcd
mAU
100 PDA Multi 1
i OMe
754
1 OMe
50
25+
0;' —— T - —
T — — — T
6.5 7.0 7.5 10.5 1.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 7.745 128400 7530 6.525 7.137
2 8.502 1839299 97974 93.475 92.863
Total 1967699 105504 100.000 100.000
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==== Shimadzu LCsolution Analysis Report ====

D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\l-Nbenzyl base+ 3,4 DMP, 1ml,30%, IC rec.lcd

mAU
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min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 10.634 3277769 154570 50.711 59.032
2 15.177 3185879 107272 49.289 40.968
Totall 6463648 261842 100.000 100.000
D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\l-Nbenzylist+3,4 DMP,1ml,30%, IC chiral.lcd
mAU
1 = PDA Multi 1
| e
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10 1 12 13 14 15 16
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 254nm 4nm
Peakd Ret. Time Area Height Area % Height %
1 10.917 2067832 90585 80.101 85.869
2 14.616 513688 14908 19.899 14.131
Total 2581521 105493 100.000 100.000
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D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\Me-ben+34 dimet, 1ml,30% rec.lcd

mAU

E p 2 PDA Multi 1
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min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Pealdt Ret. Time Area Height Area % Height %
1 7.468 15304461 877518 49.694 56.950
2 8.949 15492955 663332 50.306 43.050
Tota 30797417 1540850 100.000 100.000

D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\me-benz+34 dimet, 1ml,30% ic chir.lcd

mAU

7 2 PDA Multi 1
150+ e
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6.5 7.0 7.5 8.0 8.5 9.0 9.5 10.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peaki# Ret. Time Area Height Area % Height %
1 7.559 2767603 150820 90.631 92.858
2 9.145 286100 11600 9.369 7.142
Tota 3053703 162420 100.000 100.000
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D:HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\OMebenzlyist+3,4 DMP,1ml,30%, IA rec.lcd

mAU
1 = PDA Multi 1
] o
] [ % 3
75 [ 2
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] ‘,‘ "‘.‘ / \\
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PeakTable
PDA Chl 254nm 4nm
Peala# Ret. Time Area Height Area % Height %
1 12.514 4137048 86274 50.482 57.139
2 19.194 4058060 64715 49.518 42.861
Tolal 8195109 150989 100.000 100.000

D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\OMeNbenzist+3,4 DMP,1ml,30%, IA chiral.lcd

mAU
] } E PDA Multi 1
200i ‘I‘ F
4 | I‘
] 1
1504 A MeO
] [
] [
1 [
100 [
] [
] fo
50 EERNA 5
] - J.‘" \7 - ]
D—-/ —-7.1; — e e
e —— ! ! T e — e —— e
10.0 12.5 15.0 17.5 20.0
min
1 PDA Multi 1/209nm 4nm
PeakTable
PDA Chl 209nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 11.572 6604725 209326 80.949 92.145
2 19.107 738006 17844 10.051 7.855
Totall 7342731 227170 100.000 100.000
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D:HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\F-Nallylist+3,4 dMP,1ml,30%, IA rec.lcd

mAU
— PDA Multi 1
500
250
O 7 —
T — — —T I T
5 6 7 8 9 10
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 254nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 6.058 8657208 531650 52.581 56.276
2 8.274 7807402 413068 47.419 43.724
Total 16464610 944718 100.000 100.000
D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\F-Nallylist+3,4 dMP,1ml,30%, A chiral.lcd
mAU
1 2 PDA Multi 1
[t
. [ HO OMe
J |\
1000-| l‘ | HO
| F i
J | OMe
) (R
| | o
I‘ | N
[ 7
500 [ 11h
| \
] [
i | \\ g
| [ _— T T
o — — =
T — T — T T T T ]
5 6 7 8 9 10
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 6.068 20086271 1342304 92.115 93.545
2 8.360 1719320 92620 7.885 6.455
Total 21805591 1434924 100.000 100.000
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D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\208,1ml,30%, IA, rec0001.lcd

mAU
| ’\E PDA Multi 1
] [ HO OMe
1 | I‘I
1 [
100 [ ¢l OMe
|
] .
] | 1
i \ 1
] .‘I‘ \ \_/
50-| [
i A
FA /
1 o \L_ / \ /
N — — —
— B — — — T .
8 10 11 12 13
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Pealdt Ret. Time Area Height Area % Height %
1 8.736 2206091 139052 49.307 56.792
2 11.629 2268131 105793 50.693 43.208
Total 4474222 244845 100.000 100.000
D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\208,1ml,30%, IA, chiral0001.lcd
mAU
] 2 PDA Multi 1
] i HO OMe
I
] I‘I ‘I HQ ‘
1 [ Cl -
[ OMe
500 [ R
| | "‘. O 0
| \
1 | | N "
, | \ Y 11i
| [ 7/
250 | |
i | |
J ."‘ ""‘. "
B | \ 0
| \ /\ b
| / \ e
o+ e - —
— 7T —
8 9 10 11 12 13
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Pealat Ret. Time Area Height Area % Height %
1 8.840 10949651 690664 95.834 96.616
2 11.755 476038 24187 4.166 3.384
Total 11425688 714851 100.000 100.000
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D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\Br-Nallyl+3,4 DMP, 1ml,30%, IA rec.lcd

mAU
250 2 PDA Multi 1
] g
] [ T
200-| F o
7 [ &
| | | «©
] I ~
150 [ f\
] I‘ | :“I \
1 fo .
100 [ [
| \ | A\
i I‘ I"wl‘ I‘I‘ \\
507 w" \ / \
] | ‘ / \
. / _7§ - Hﬁ,
i o —
L L L L L L L L T T
9 10 1 12 13 14 15 16
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peakd#t Ret. Time Area Height Area % Height %
1 10.190 5882704 244664 50.750 59.490
2 13.250 5708895 1666035 49.250 40.510
Total 11591599 411269 100.000 100.000

D:AHPLC\Jasneet\3,4dimethoxyphencl\Substrate screening\Br-Nallyl+3,4 DMP,1ml,30%, |A CHIRAI.lcd

mAU
1 ol PDA Multi 1
R s
1504 [ ¥
4 I A
[
J [
] ;' "w,‘
100 I‘ \
4 “ "‘.
] | \
] ‘.‘ \
50 | \
1 | \ 2
T | \ 0
J / \ 3
" / ot ‘;i,_ ,//-7-\‘“-—-7.,_
o — o~ — + —
—1T T ——
9 10 11 12 13 14 15 16
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Pealdt Ret. Time Area Height Area % Height %
1 10.219 3976877 162665 91.844 93.653
2 13.553 353146 11025 8.156 6.347
Tota 4330022 173689 100.000 100.000
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D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\203 rec,,,.lcd

Shimadzu LCsolution Analysis Report

mA
LEOOO 1 3 PDA Multi 1
] i
1 Iw‘ \
4 [
1500 [
[
] L
bt | \
1000 ‘\ \ \
1 | “"
4 | \ \
] | | |
500 [\ \
] f f
/ /
] Y, AN — , / \
[V — T ———
— T — T — T T T T
7 8 9 10 1 12 13
min
1 PDA Multi 1/209nm 4nm
PeakTable
PDA Chl 209nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 7.344 39534485 1881713 49.663 55.327
2 10.377 40070939 1519338 50.337 44.673
Total| 79605424 3401051 100.000 100.000
D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\203,1ml,30%, IA chiral rr).lcd
mAU
J © =
200-] 8 PDA Multi 1
4 I‘ s
1 Il
] I
B I
300+ “ \
1 [
4 | ‘I‘
200 )
i [
1 ‘| \
100-] b
] | 2
1 / \m R
o —f
e T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
6 7 8 9 10 11 12 13
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peald#t Ret. Time Area Height Area % Height %
1 6.526 6858972 399435 95.203 96.163
2 9.833 345590 15938 4.797 3.837
Total 7204562 415373 100.000 100.000
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D:AHPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\210, 1ml,30%, IC rec rwep.lcd

mAU
] 2 PDA Multi 1
2000-| / \,Ci
] .‘I‘ \. <+
] [ £
1500 [ s
1 I
4 I‘I "\I
1000 / \
] IJI "\‘
] / \
500+ /
] /
o T / B
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
7.0 7.5 8.0 8.5 9.0 9.5 10.0 10.5 1.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 7.679 41414574 2088700 53.713 59.333
2 9.774 35688404 1431618 46.287 40.667
Total 77102978 3520318 100.000 100.000
D:\HPLC\WJasneet\3,4dimethoxyphenol\Substrate screening\210, 1ml,30%, IC chiral repeated.lcd
mAU
— /\\B PDA Multi 1
1 [y OMe
300 [
1 [\
. - OMe
1 | \
1 | \
200 | |
1 | \
] [ (il
] | \
| \
100 f
! M~
1 / 5
] \ E
1 / I S - ,,/ \\_,_,__L
[ e 4 T T
———— 7T T T T T T T
7.0 7.5 8.0 85 9.0 9.5 10.0 10.5 11.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peald# Ret. Time Area Height Area % Height %
1 7.757 6621480 351508 87.693 90.765
2 10.027 929303 35763 12.307 9.235
Totall 7550783 387272 100.000 100.000




24

==== Shimadzu LCsolution Analysis Report ====

D:AHPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\Me-Nallylist+3,4 DMP,1ml,30% IA rec 97.lcd

mAU
300 2 PDA Multi 1
1 e =
5 e
1 1 N3
\ ~ ~
J | e
\ [\
200 \ [\
4 I‘ “I‘ “l I‘:\
1 | \ [ \
| \ | \
] .‘I \ / \
| \ /
100+ | / \
] | \ |
| \ / \
- I\' \ J"I \\
J | \ )
i 4 — g —
T T
-7
55 6.0 6.5 7.0 75 8.0 8.5
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 6.076 3901192 286881 49.522 53.950
2 7494 3976580 244868 50.478 46.050
Total 7877772 531749 100.000 100.000

D:AHPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\Me-Nallylist+3,4 DMP,1ml,30% IA chirak 98.lcd

mAU
] /‘% PDA Multi 1
3004 [\
i .'J \
200+ | \
1 e"l L‘\
100+ | \.\
1 o
] / \ =
] S ~— 7 S~
O—— [ — =
— — — T — T — T — T T —7
5.50 5.75 6.00 6.25 6.50 6.75 7.00 7.25
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 6.082 4142038 320925 91.677 89.396
2 7.013 376017 38068 8.323 10.604
Total 4518055 358994 100.000 100.000
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D:AHPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\204-rec.lcd
mAU

2 PDA Multi 1
1 [k

1 PDA Multi 1/254nm 4nm

PeakTable
PDA Chl 254nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 7.468 15559147 881164 50.158 57.004
2 8.949 15461263 664626 49.842 42.996
Totall 31020410 1545790 100.000 100.000
DAHPLC\Jasneet\3,4dimethoxyphenolSubstrate screening'\204,1ml,30%, IA chiralr.lcd
mAU
] -2 PDA Multi 1
e
] [ ®
2000+ A
[
] |
1 (I
] [
1500 [
] | |
] | |
] | \
1000 f
1 |
] |
4 ~ ]
500 f |
4 ~ | "..‘
] _7_,_,,.,-—-7-74—-,_, ;7_7_ —
o S
— T T T T T T L e e e e
6.5 7.0 7.5 8.0 8.5 9.0 9.5 10.0 10.5 11.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 7.567 2998904 235534 7.396 9.537
2 8.080 37546402 2234119 92.604 90.463
Total 40545305 2469653 100.000 100.000
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D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\Npropist+3,4 DMP,1ml,30%, IA rec.lcd

mAU,
20007 3 PDA Nt 1
N
] [+
4 I\I I‘\I
1500+ f |
1 [
1 [\
4 | \
i [
1000+ {0\
- | ‘,‘
i | \ \
: ‘|‘ ‘I"‘I | "“,
50(%_ |‘I "\‘ ,‘I \\
i \ i
] / \ ~ / \
/ o —l / [
[0 I - = ]
T — — — i T — — T T
7 9 10 1 12
min
1 PDA Multi 1/209nm 4nm
PeakTable
PDA Chl 209nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 7.344 37329065 1866231 49.907 55.319
2 10.377 37467925 1507347 50.093 44.681
Total 74796990 3373579 100.000 100.000

D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\Npropist+3,4 DMP,1ml,30%, IA chiral.lcd

mAU
250+ @ PDA Multi 1
] e
] [t HO OMe
T [
200] [ HO, ‘
] [ -
| |
] [ A OMe
1504 P 0
1 . N
] f \ \\// 110
100+ | \
] | \
] / \ ©
] (]
i | t
507 | =
1 ) - \\ -
o _— —
— T — — T T — T i T
7 8 9 10 11 12
min
1 PDA Multi 1/209nm 4nm
PeakTable
PDA Chl 209nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 7.393 5013143 238422 84.770 87.588
2 10.438 900667 33786 15.230 12412
Totall 5913810 272208 100.000 100.000
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D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\217, 1ml,30%, IA rec.lcd

mAU
400 2 PDA Multi 1
] - o
] I b
1 [ b
300 [ ~
] [ A
] [ [
200 [ \ [
] | | f \
] | I""‘ "‘ ‘.‘."‘
100 | \ |
] / \ - / A
1 / \ / \ / \
—_ /‘ — - — o — L
0 T —
—T T — T .
10 1" 12 13 14 15 16
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 11.169 8719758 376111 50.689 56.590
2 14.453 8482799 288517 49311 43.410
Tota 17202557 664628 100.000 100.000
D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\217, 1ml,30%, IA chiral.lcd
mAU
] PDA Multi 1
J OMe
200
J 11p
100+
1 ."‘ ‘I"‘-‘_‘ %
] | \ <
g / \-‘,_, . /\\
0 T = S B —
——rr—— T 7T — —
10 1 12 13 14 15 16
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 11.198 6118524 262034 88.744 90.964
2 14.629 776080 26030 11.256 9.036
Tota 6894605 288065 100.000 100.000




D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\Cl-Nbenzist+3-metphenol, 1ml,20%, IA rec.lcd
mAU

28

B = PDA Multi 1
] \@&
] [
100 (| p
1 [ &
7 "o}
] ‘| | A
754 ||
7 |
1 I
1 | {
50 ]
1 | l
] I
25 I
] /
] / AN
W_—*—*— / — i —— — 4
——— T T T
15.0 17.5 20.0 22.5 25.0 27.5 30.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 17.640 4315332 117835 50.058 58.923
2 25.965 4305328 82145 49.942 41.077
Total 8620660 199980 100.000 100.000

D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\Cl-Nbenzist+3-metphenol, 1ml,20%, 1A chiral.lcd

mAU
1 .«% PDA Multi 1
A
7507 [F OMe
- i
] I
1 I
500+ [
] (|
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I
| A 0
250 [ 1q
|
] [ o
4 | \ ~
| \ =R
] | \ o
b / 5\ /\
'}7_*'%_7_ T — — —f = s
— T —TT—— T T[T
15.0 17.5 20.0 225 25.0 275 30.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 17.514 26384127 784666 91.071 93.372
2 25.978 2586898 55699 8.929 6.628
Total 28971025 840365 100.000 100.000
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D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\233, rec, 1ml,30%, IC.lcd
mAU

] pmg PDA Multi 1
[
500+ [ .
[ ~
[ ®
i [ /N
| \ 7\
f | [
i | \ { \
| \ / \
250+ / \ / \
4 “.‘ “".‘ / “'\.‘
b / '\ | \\
i / \ / \
/ / \
] / /
S~y S
07— .'r_/ T.—‘ —
—— T T T T T [ T T T T T T
6.5 7.0 7.5 8.0 8.5 9.0 9.5 10.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Pealat Ret. Time Area Height Area % Height %
1 7.363 9170894 545216 50.589 56.387
2 8719 8057485 421696 49.411 43.613
Total 18128379 966912 100.000 100.000
D:AHPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\233, chiral, 1ml,30%, IC.lcd
mAU
200+ PDA Multi 1
150+
100+
50 /
] ‘Jf Y e
1 /" \ =
T } — _),,,// T~ .
oy N T .
T — T T T T T e e e e N B e T T
6.5 7.0 7.5 8.0 8.5 9.0 9.5 10.0
min
PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 7.395 3311031 194844 91.846 93.136
2 8.758 293933 14360 8.154 6.864
Total 3604964 209204 100.000 100.000




30

-

D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\232, rec.lcd

mAU
8 PDA Multi 1]
/%
500~ {3 ° OMe
[ i
/ \ o
J [ \ ™
/ \ / \
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1 | \ ‘ 11s \\©
250 | \ /
4 \" “" ‘ “‘.‘
."‘I “"" / \
/ i\ ‘\\
/ ‘ / \
- Jo N _ -
s I T
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6.5 7.0 7.5 8.0 8.5 9.0 9.5 10.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Arca Height Area % Height %
1 7.403 9201371 549656 50.591 56.682
2 8.755 8986491 420060 49.409 43.318
Total 18187863 969716 100.000 100.000
D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening'232, chiral, 1ml,30%, IC.lcd
mAU
125 f@ PDA Multi 1
j { d:
100 [ MeO
75 | \
50 o / \
j o | \
] o~ |
25—: /‘f/ \ "“I‘ \
1 ¥ ) i
[ — T T e — —
— — T —— T
6.5 7.0 7.5 8.0 8.5 9.0 9.5 10.0
min
PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Pealdt Ret. Time Area Height Area % Height %
1 7.512 503909 32094 18.328 20.625
2 8.087 2245541 123513 81.672 79.375
Total 2749450 155608 100.000 100.000
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D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\Cl-Nallylist+3MP, 1ml|,30%, IC rec.lcd

] ﬁg PDA Multi 1
[
1 [
i [
i ()
15004 | |
1 | |
1 ||
1000-| | \
1 | I‘a \
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] |‘ \ I"‘.
sof |\ FoA
1 / \
1/ \\. / .
- R | . e
T
T T — — T T .
7 8 9 10 11 12 13
min
1 PDA Multi 1/209nm 4nm
PeakTable
PDA Chl 209nm 4nm
Peak# Ret. Time Areca Height Area % Height %
1 7.344 39534485 1881713 49.663 55.327
2 10.377 40070939 1519338 50.337 44.673
Total 79605424 3401051 100.000 100.000

D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\Cl-Nallyl+3MP 1ml, 30%, IC chiral.lcd

mAU
1 E PDA Multi 1
] I"‘-:;
500 .
|
1 [
[
4 | |
I
J [
|
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| \ ]
B / \ -2
3o I _‘/ B _T/_\-.h_
e e B B e B e e R ! B A e S Sy T
6 7 8 9 10 1 12 13
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Pealdt Ret. Time Area Height Area % Height %
1 7.577 9372977 580727 92.503 93.764
2 9.575 759685 38622 7.497 6.236
Tota 10132662 619349 100.000 100.000
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D:AHPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\N-propt+,3-Metphenol,1ml,30%, IC rec.lcd

mAU
] 2 PDA Multi 1
i N5
40 | T
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9 10 11 12 13 14 15 16
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Arca Height Area % Height %
1 10.758 967728 42177 52.188 60.584
2 14.264 886567 27441 47.812 39416
Total 1854295 69617 100.000 100.000
D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\N-propt+,3-Metphenol,1ml,30%, IC chiral.lcd
mAU
1 2 PDA Multi 1
4 ‘{‘E
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9 10 11 12 13 14 15 16
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Pealat Ret. Time Area Height Area % Height %
1 10.760 2047657 91204 79.340 85.320
2 14.265 533212 15693 20.660 14.680
Tota 2580869 106896 100.000 100.000
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D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\N-MEt+,3-Metphenol,1ml,30%, IC recrep.lcd

mAU
| 3 PDA Multi 1
i
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15.0 17.5 20.0 225 25.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peaks# Ret. Time Area Height Area % Height %
1 14.756 2451532 80244 50.384 62.322
2 22.748 2414133 48514 49.616 37.678
Total 4865665 128758 100.000 100.000
D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\N-MEt+,3-Metphenol,1ml,30%, IC chiral.lcd
mAU
100 2 PDA Mufti 1
1 M\~
] / tf
| I T
- /
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15.0 17.5 20.0 225 25.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 254nm 4nm
Peald# Ret. Time Area Height Area % Height %
1 14.796 2959141 95618 84.339 89.766
2 22.805 549480 10901 15.661 10.234
Total 3508621 106519 100.000 100.000
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D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\220, IA, 1ml, 10mol%(racemic)0001.lcd
mA

u
1007 = PDA Multi 1
fi®
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15.0 17.5 20.0 225 25.0 27.5 30.0 32.5
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 254nm 4nm
Peald# Ret. Time Area Height Area % Height %
1 15.608 4888271 94563 52.736 63.256
2 27.980 4381015 54929 47.264 36.744
Total 9269287 149492 100.000 100.000
D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\220,,, 1A, 1ml, 10mol%(chiral)0002.lcd
mAU
1 R PDA Multi 1
4 |‘I P
50+ I
I‘ |
7 |
||
7] [
[
J [
] )
25+ ‘I \
4 | ".‘
- b
\ .
4 / \ &
- T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
15.0 17.5 20.0 225 25.0 27.5 30.0 325
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 254nm 4nm
Peakd#f Ret. Time Area Height Area % Height %
1 17.048 3616132 57731 85.301 87.690
2 28.139 623152 8104 14.699 12.310
Total 4239283 65835 100.000 100.000
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D:\HPLC\Jasneef\3,4dimethoxyphenol\Substrate screening\r-214 rec.lcd

mAU
1 5 3 PDA Multi 1
] /3 e\
40_— / / \ ‘-’: \'\.
] ,- “\‘.‘ ;, "“.\
] / / \
30+ / Y / \
20—- ,-‘"‘ l\‘\ #';
] / \\ / .
i / / \
107 / \ / \\
1 / 1 ~—
o] T b
T T T T T | T T ‘ T T T T | T | T T T T
9.0 9.5 10.0 10.5 11.0 1.5
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 9.681 1007418 43122 50.012 49.398
2 10.504 1006944 44173 49.988 50.602
Total 2014361 87295 100.000 100.000

D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\r-214.lcd

mAU
] 2 PDA Multi 1
] /"cﬁ
] o
100+ \
] / \
1 / \
] / \
75j / \
1 f \
50 / \
] / \
] ‘f‘i \ z
25 / \ 3
] / T
] B —y — J
] T
— 77— — T
9.0 9.5 10.0 10.5 11.0 11.5
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 9.668 2588111 112605 87.746 87.070
2 10.516 361424 16721 12.254 12.930
Tota 2949535 129327 100.000 100.000
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D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening'\N-prop+, 3,5 DMP,1ml,20%, IC rec.lcd

mAU
4 w 1
50 P PDA Multi 1
] e
] [
I
40+ ||
1
] .
304 .
|
| |
] I |‘ [
207 I‘ "‘ / \
1 [ [\
] | | /
104 [ / \
] | | / \
o )N SN
A A A e S TR LA A e S T L LA B A S S S LA A
25.0 275 30.0 325 35.0 37.5 40.0 425 45.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peald# Ret. Time Area Height Area % Height %
1 26.526 2572176 50679 49.017 62473
2 43.902 2675352 30442 50.983 37.527
Total 5247528 81121 100.000 100.000
D:\HPLC\Jasneet\3,4dimethoxyphenol\Substrate screening‘N-prop+, 3,5 DMP,1ml,20%, IC chiral.lcd
mAU
1 2 PDA Multi 1
=
] [
50 I
|
| [
|
1 [
[
] [
E |
[
25 [
| ]
| “ ‘I
1 | | o
| \ e
1 [ 3
| \ <
ol J N4 - ; // \ i
— T T T T T
25.0 27.5 30.0 325 35.0 37.5 40.0 42.5 45.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 26.489 3024689 58522 84.063 90.049
2 43.950 573429 6467 15.937 9.951
Total 3598118 64989 100.000 100.000
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==== Shimadzu LCsolution Analysis Report ====

D:AHPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\isatin+3,4 DMP,1ml|,30%, |A rec.lcd

mAU
400 ﬂ% PDA Multi 1
i [
(BN
| I\
300 \
| |
] [
] [
200 | \
] \ |
| \
] |
100 |
1 /
4 ]
=t Tz_,,_ff—— e
—T 7T T[T T T T[T T T T
6 7 8 9 10 11
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 254nm 4nm
Peald# Ret. Time Area Height Area % Height %
1 6.864 6659271 380054 49.059 55.138
2 9.545 6914647 309223 50.941 44.862
Total 13573918 689276 100.000 100.000
DAHPLC\Jasneet\3,4dimethoxyphenol\Substrate screening\isatin+3,4 DMP,1ml,30%, A chiral.lcd
mAU
] [ PDA Multi 1
1 [\
300 (e
] (1
4 | |
|
] [
200 [
1 [
J | \
100 |
1 | \
| \ )
] | \ g
| f \ ]
E / — ~— |
o— Y — . / B
L s e e e e L e e o
6 7 8 9 10 1
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 254nm 4nm
Peakd# Ret. Time Area Height Area % Height %
1 6.875 6048064 319080 90.089 91.692
2 9.640 665378 28912 9.911 8.308
Total 6713442 347992 100.000 100.000
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alundance

———— PEOCESSING PARAMETERS -——-
FAL3E

dc_balanos = D :
zTeTofill : 4
sexp = 3.0[Hz]

e D : 0
phasa = 0 : ©

0.0[a]
TR

S0 [%]
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Darived from: JAS-211 Cl3-1.jar
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X : parts per Million : 13C

Filanzame
Aunthor
Expariment
Bampla 1d
Eolvent
Craation tima
Bavislon tima
Curreot_tims

Commenit

Data format
Dim siza

Dim titla
Dim units
Dimansioos
Elita
Epactromatar

Fiald strangth
I acg duratiom
X domzin

I frag

X offsat

I points

I prescans

I rascluticn
I swasp
Irr_domain
Irr_frag
Irr_offsat

20_width
mog bima
ang

ato

pulsa
Irr_atn dac
Irr_atn ooe
Irr_nolsa
Dacoupling
Initizal walk

Boa

Boa_time
REecvr_gain
BEalaxation dalay
Eespatition tima
Tamp gat

JAE-211 Tl3-&.j4af
dalta

siogla _pulsa dac
JAE-311 T13
CELOROFORM-D
156-FEB-2014 15:2&:02
17-FEB-2014 11:10:41
17-FEB-2014 11:11:02
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1D COMPLEX

10485&
13C
[Fpm]

b 4

ECE 400
JHH-EC3400
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1.04333312[s]

13C

100.52530333 [MEz]

100 [ppm]
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4
0.535846565 [He]
31.40703518 [KEx]

1E
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5 [ppal
FALSE

1
E000
E000

7.87 [a]
1.04333312[s]
50 [dag]

4.3 [d8]

7.87 [a]
21.398 [dB]
31.335 [dB]
WALTZ

TROE

1[s]

TETE
2.5[8]
&0
2.5[s]

3.54333312[am]
18.6 [AC]
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abuncance

——-— PFREOCEESING PARRMETERE ----

dc_balanca
zarofill : &
saxp : 5.0[Hz]
IfE
machinephasa

BE::: t 00

Phase : 0 ¢ 0
Darivad from

1 : TROE

+ FALZE
+ 0.0]8]
1 TROE
= 50[4]
= E0[4]
JRS-324 C13-Z.14f
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E =5 = SEE; £ SEzES (== = !
X : parts per Million : 13C

Fllanzma
Rutbor
arizment
Hampla_id
Bolvaot
Craation timg
Revisioo tims
Curraot _tima

Commaot
Data format
Dim_siza
MMz titla
M=z uoits
Dizsmsions
8its
Spactromatar

Flald stremgth
ang duratlon
X domaio
X frag

X offsat
X
X
X

polots
DTascans
rasolution
X owasn
Irr domain
Irr frag
Irr offsat
Clipped
Mod raturo
Scans
Total scans

E 00 width
X a Eima
X aﬁgla

X atn

X pulsa
ITr_atn dac
ITr_atn noa
Irr moisa
Decoupling
Initial walt
Hoa

Hoa tima
Recvr_gaio

Relaxation delay
Reopatitioo timc

Teap_gat

JAS-224 C13-B._jdf
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=1 la laa dac

Jﬂng22 I.PEJJ

CELORDPORM-D
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ac
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= 1.08333312 (8]
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0z

alundance

———- FEOCESSINC PAEMAMETERS ——-
do balance : 0 : FALSE
E@Iof1ll : 4
sexp : 3.0[Hz]
Eft : 1 : TROE
machinsphasa

.0 [=]
TET=E

ppm
phasa = 0 = @ : S50[4%]
OMe phasa : D = 0 & S0[&]

Derived from: JAS-130 CL3-1.j4f

Craation tima
Bavislon tima
Currant_tima

17-FEB-2014 14:24:04
17-FE3-2014 10:50:19
17-FEA-2014 10:51:=00

OOIVle Fllanama = JAE-330 Cl3-g.j4r
Author = dalta
Exparimant = simgla pulsa deco
Eampla 1d = JAE-220 C13
11w Bolvant = CELOROFORM-D

Commant = singla pulsa decoupls
Data format = 10 COMPLEX

Dim siza = 10485

Dim titla = 13C

Dim units = [ppm]

Dimansions - X

Eita = ECE 400

Epactromatar = JHH-EC2400

Filald stramgth
I acg duration

2.3B9TE& [T] (400 [MEx]
1.04333313 (=]

X domzain 13C

X frag 100.53530333 [HEx]
X offsat 100 [ pom]

X pointa 31768

I prascans

&
X rasclutiom 0.55846665 [Hx]

I swaap 31.40T03518 [KEx]
Irr_domain 1E
Irr_freqg 355, 79219038 [MHEz]
Irr_offasat = [ppa]
Clipped TEOE
Mod raokturn 1
Scans 1
Total scans ECT
I 50 _width = T.E7[us]
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X ato = 4.2 [43]
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Irr_atn dac - T1.39% [dE]
Irr atn noa = 31.39% [dE]
Irr moisa = WALTE
Decoupling = TROE
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m*ﬂ*ﬂw'ﬁmmﬂmhlhmmmwmhﬂu S g SRR N e St e e i s i e b bl i Bacvr gain - &0
BEelaxakion delay = 2.5[8]
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