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Methods: Unless otherwise stated, reactions were conducted in flame-dried glassware. Solvents after
reactions and extraction were evaporated in a rotatory evaporator under vacuum. TLC for reaction
monitoring was performed on 60 F,s4 (Merck) with detection by UV light and charring with KMnO, or
Pancaldi reagent. 'H and >C NMR spectra were recorded by using Mercury 300, Varian Inova 400 and
Varian Inova 600 spectrometers for 300, 400 and 600 MHz respectively and are reported relative to
Me,Si (8 0.0) or to the solvent residual 'H-signal (CH-Cl;, 8(H) 7.27, CH,Cl, 8(H) 5.3). Data for
"H NMR spectra are reported as follows: chemical shift (5 ppm), multiplicity, coupling constant (Hz)
and integration. Data for ?C NMR spectra are reported in terms of chemical shift. IR spectra were
recorded on a Perkin-Elmer-100 spectrometer and are reported in frequency of absorption (cm™). LC-
MS mass spectra were measured on a LCQ FLEET instrument. The enantiomeric excesses were
determined by HPLC analysis using a chiral stationary phase column (column, Daicel Co.
CHIRALCEL OD-H, CHIRALPAK AD-H or CHIRALPAK AS-H; eluent: nhexane/ 2-propanol). The
chiral HPLC methods were calibrated with the corresponding racemic mixtures. Optical rotations were

measured on a Perkin Elmer 241 polarimeter.

Typical Experimental Procedure: In a screw-cap tube were placed 10 mol% of indium triflate, 20
mol% of imidazolidinone catalyst and 1.0 equiv. of the quinoline acetal. The tube was purged with
argon and the septum was closed tightly. 1.0 mL of dry toluene was added to the tube and the mixture
was stirred for 10 min at the temperature mentioned. Aldehyde (2.0 equiv.) was added slowly and the
reaction continued to stir until complete disappearance of the quinoline acetal by TLC. Toluene was
evaporated in a rotavap and 1.0 ml of methanol was added to the crude reaction mixture. NaBH, (2.0
equiv.) were added to the reaction at 0 °C. The reaction was allowed to reach room temperature and
continued to stir for 2 h. Methanol was removed in a rotavap. Water was added to the reaction and the
resulting mixture was extracted with ethyl acetate (3 times). The combined organic phase was dried
over Na,SO,, the solvent was removed in a rotavap and the crude product was subjected to column

chromatography over silica gel to get the pure product.



Table 1. Optimization of reaction conditions for the addition of propanal to quinoline
acetal

1. 10 mol% In(OTf)3
@\/j\ o 20 mol% catalyst ©jj\)0H
solvent, temp
N OEt + )k/ e
H

N
2. NaBHy, 0 °C-rt H ;
[Sto e E0” o
2 equiv.
Ph © N/ O N
Q\COOH Ph ;\: >L >L
H H  ortms N TFA H
A B Ph C Ph D
o / © N/>L Q r‘
N
P \NH F RS
Entry Catalyst Solvent Temp Time  Yield® dr° Ee° (%)
cc)y () (%)
1 A DCM RT 6 62 50:50 -11
2 B DCM RT 6 74 50:50 38
3 C DCM RT 6 84 51:49 19
4 - DCM RT 3 - - -
5 c DCM RT 24 - - -
6 D DCM RT 12 73 52:48 63
7 E DCM RT 12 72 51:49 57
8 F DCM RT 12 67 50:50 54
9 D DCM 0 18 72 65:35 87
10 G DCM 0 18 69 50:50 91°
11 D CHCl; 0 18 75 67:33 92
12 D Toluene 0 18 78 76:24 94
13 D Acetonitrile 0 18 62 60:40 47
14 D THF 0 18 68 70:30 92
15 D Ethanol 0 18 56 67:33 89

(a) Yield after column chromatography; (b) Diastereomeric ratio was determined by 'H-
NMR; (c) Enantiomeric excess of the major diastereomer was determined by chiral
HPLC analysis; (d) Reaction was done in the absence of In(OTf)s; (¢) Enantiomeric
excess of minor diastereomer.




Table 2. Optimization of protecting groups for the addition of propanal to quinoline
acetal

1) In(OTf)5
N 0 catalyst D N OH
N OBt + J\/ Toluene, temp . N
P H 2) NaBH,, 0 °C-r.t. Y

0~ "OR O™ ™oR
2 equiv.
Entry R In(OTf); Catalyst D Temp dr® Ee” (%)
(mol%) (mol%) (°C)

1 Et 10 20 0 76:24 94
2 Me 10 20 0 65:35 -
3 i-Pr 10 20 0 79:21 -
4 i-Bu 10 20 0 80:20 93
5 i-Bu 10 20 -10 80:20 96
6 i-Bu 10 20 -20 - -
7 i-Bu 5 10 0 76:24 95
8 i-Bu 10 10 -10 80:20 97
9 i-Bu 20 20 0 81:19 94
10 i-Bu 30 20 0 79:21 94
11 i-Bu 20 20 -10 81:19 95
12 i-Bu 30 20 -10 79:21 92

(a) Diastereomeric ratio was determined by ‘H-NMR; (b) Enantiomeric excess of
the major diastereomer was determined by chiral HPLC analysis.




Table 3. Scope of the reaction using different quinoline acetals and propanal
1) 10 mol% In(OTf)3

A o 20 mol% cat. D A OH
R + )J\/ Toluene, temp R H
N~ TOEt H N

2) NaBH, MeOH

i
OR

O)\ oR 0°C-r.t, 2h O)\
1 2 3
Entry R R” Temp Product Yield® dr®  Ee®(%) Ee® (%)
(°C) (%) Major Minor
diast. diast.
1 H Et 0 3a 78 76:24 94 86
2 H i-Bu  -10 3b 69 80:20 96 82
3¢ H i-Bu  -10  3b 67 80:20 97 82
4 4,7-dichloro  Et 0 3c 72 65:35 97 94
5 3-bromo Et 0 3d 74 80:20 97 90
6 3-methyl i-Bu 0 3e 81 79:21 94 92
7 6-methyl Et 0 3f 76 65:35 96 82
8 6-methyl i-Bu -10 39 85 77:23 97 92
9 5-nitro Et 0 3h 78 70:30 90 89
10 6-chloro Et 0 3i 67 80:20 95 84
11 6-bromo Et 0 3j 81 75:25 91 71
12 6-methoxy Et 0 3k 83 75:25 97 87

1.0 equiv. of quinolinium acetal and 2.0 equiv. of propionaldehyde in 1.0 mL of solvent for 18
h. (a) Yield after column chromatography; (b) Diastereomeric ratio was determined by "H-NMR.
(c) Enantiomeric excess of the major diastereomer was determined by chiral HPLC analysis;

(d) 10 mol% of In(OTH); and 10 mol% of catalyst D.



Table 4. Scope of the reaction using different aldehydes with quinoline acetal

1) 10 mol% In(OTf)3

AN 20 mol% cat. D X
©\/j\ o) Toluene, -30 °C OH
N ot HJVR

2) NaBH,, MeOH NG 2
EtO/gO 0°Crt.2h Eto” SoR
1 2 3
Entry R Product  Yield® dr® Ee® (%) Ee® (%)
(%) Major diast.  Minor diast.

19 Me 3a 78 76:24 94 86
24 Et 3l 73 60:40 71 -
2 Et 3l 78 65:35 89 66
3 n-Pr 3m 79 72:28 95 77
4° n-Pr 3n 71 75:25 90 56
5 n-Bu 30 83 75:25 94 68
6 Bn 3p 63 60:40 89 72
7 n-Hex 3q 72 65:35 91 65
8° 2-propenyl  3r 81 65:35 86 55

1.0 equiv. of quinolinium acetal and 3.0 equiv. of aldehyde in 1.0 mL of solvent for 72 h. (a)
Yield after column chromatography; (b) Diastereomeric ratio was determined by "H-NMR. (c)
Enantiomeric excess was determined by chiral HPLC analysis; (d) Reaction was done at 0 °C

for 24 h; (e) The reaction was done using i-butyl derivative instead of ethyl.



Ethyl-2-(1-hydroxypropan-2-yl)quinoline-1(2H)-carboxylate (3a)
N 'H NMR (300 MHz, CDCl5): 8= 1.03 (d, J = 6.9 Hz, 3H), 1.31 (t, J = 7.1
%OH Hz, 3H), 1.45 - 1.74 (m, 1H), 3.32 (d, J = 11.4 Hz, 1H), 3.70 (dd, J = 11.6, 2.6
H : Hz, 1H), 4.14 - 4.42 (m, 2H), 4.81 (dd, J = 10.6, 6.0 Hz, 1H), 6.15 (dd, J =
© 9.6, 6.0 Hz, 1H), 6.52 (d, J = 9.6 Hz, 1H), 7.04 - 7.11 (m, 2H), 7.15 - 7.23 (m,
1H), 7.38 (d, J = 7.4 Hz, 1H); *C NMR (75.0 MHz, CDCls): 155.76, 133.87, 129.08, 127.43, 127.32,
126.25, 124.96, 124.52, 124.40, 63.76, 62.72, 53.75, 38.12, 14.38, 13.10; MS (EIl): (C;sHsNOs), 261.2
(11, MY, 202.2 (99, M - 59), 158.2 (29, M" - (59 + 45)), 130.1 (71, M" - (59 + 73)); IR (film): 3469,

2971, 2928, 1695, 1487, 1458, 1402, 1323, 1276, 1130, 1039, 983, 764 cm™; [a]p = +290.4 (c = 6.8,
CHCI;, 94% ee); HPLC conditions: AD-H column, n-hexane/2-propanol = 90/10, flow rate = 1.0

EtO

mL/min, major enantiomer: tg = 7.83 min, minor enantiomer: ty = 13.28 min.

Isobutyl-2-(1-hydroxypropan-2-yl)quinoline-1(2H)-carboxylate (3b)

N 'H NMR (400 MHz, CDCls): 8= 0.91 (d, J = 3.2 Hz, 3H), 0.93 (d, J = 3.2
% Hz, 3H), 1.02 (d, J = 6.9 Hz, 3H), 1.54 - 1.67 (m, 1H), 1.96 (pd, J = 13.4, 6.9
/1(")' : on Hz, 1H), 3.31 (d, J = 10.5 Hz, 1H), 3.68 (d, J = 9.8 Hz, 1H), 3.93 (dd, J =

10.4, 6.3 Hz, 1H), 4.06 (dd, J = 10.4, 6.9 Hz, 1H), 4.81 (dd, J = 10.6, 6.0 Hz,
1H), 6.14 (dd, J = 9.6, 6.0 Hz, 1H), 6.51 (d, J = 9.6 Hz, 1H), 7.03 - 7.10 (m, 2H), 7.14 - 7.20 (m, 1H),
7.24 (bs, 1H); *C NMR (100.6 MHz, CDCls): 155.91, 133.82, 129.08, 127.40, 127.19, 126.21, 124.96,
124.52, 124.50, 72.91, 63.79, 53.81, 38.14, 27.83, 19.23, 19.11, 13.09; MS (El): (C;7H;3NO3), 289.3
4, M"), 230.3 (57, M" - 59), 130.2 (99, M" - (59 + 101)); IR (film): 3471, 2962, 2880, 1696, 1604,
1487, 1461, 1402, 1324, 1277, 1130, 1032, 981, 944, 764, 709, 577 cm™; [a]lp = +326.1 (c = 4.0,
CHCI;, 97% ee); HPLC conditions: AD-H column, n-hexane/2-propanol = 90/10, flow rate = 1.0

i-BuO

mL/min, major enantiomer: tg = 6.91 min, minor enantiomer: tg = 10.78 min.

Ethyl 4,7-dichloro-2-(1-hydroxypropan-2-yl)quinoline-1(2H)-carboxylate (3c)
'H NMR (400 MHz, CDCl;): 5= 1.01 (d, J = 6.9 Hz, 3H), 1.32 (t, J =

cl
N 7.1 Hz, 3H), 1.59 - 1.71 (m, 1H), 3.34 (dd, J = 11.9, 2.5 Hz, 1H), 3.62
(dd, J = 11.9, 3.2 Hz, 1H), 4.21 - 4.39 (m, 2H), 4.89 (dd, J = 10.5, 6.7
Cl N T>"oH
PGE Hz, 1H), 6.25 (d, J = 6.7 Hz, 1H), 7.13 (dd, J = 8.4, 2.0 Hz, 1H), 7.41
Et0” SO

(bs, 1H), 7.50 (d, J = 8.4 Hz, 1H); *C NMR (100.6 MHz, CDCls):
159.03, 135.37, 134.28, 127.36, 126.11, 125.60, 124.75, 124.46, 124.22, 63.52, 63.30, 55.03, 38.23,
14.28, 12.95; MS (EI): (C;sH,,CLLNO3), 329.1 (5, M"), 272.0 (66, (M" + 2) - 59), 270.0 (99, (M" - 59);
IR (film): 3468, 2922, 1895, 1703, 1595, 1475, 1410, 1305, 1142, 1097, 1037, 997, 938, 828, 763, 692
em™; [a]p = +236.1 (¢ = 4.4, CHCl;, 97% ee); HPLC conditions: AD-H column, n-hexane/2-propanol

=90/10, flow rate = 1.0 mL/min, major enantiomer: tg = 7.78 min, minor enantiomer: tg = 18.96 min.



Ethyl 3-bromo-2-(1-hydroxypropan-2-yl)quinoline-1(2H)-carboxylate (3d)
:! 'H NMR (400 MHz, CDClg): 8= 1.19 (d, J = 7.0 Hz, 3H), 1.31 (t, J = 7.1
©\/I/\ Hz, 3H), 1.70 - 1.83 (m, 1H), 3.33 (t, J = 9.5 Hz, 1H), 3.56 (d, J = 11.4 Hz,
/lH : OH 1H), 4.18 - 4.39 (m, 2H), 5.07 (d, J = 9.7 Hz, 1H), 6.89 (s, 1H), 7.05 - 7.12 (m,
o "0 2H), 7.19 - 7.24 (m, 1H), 7.40 (bs, 1H); *C NMR (100.6 MHz, CDCl5):
154.72, 132.96, 127.83, 127.69, 127.35, 125.79, 124.85, 124.39, 119.37, 64.07, 62.98, 60.28, 37.75,
14.35; MS (EI): (CsH;sBrNO3), 341.1 (13, M" + 2), 339.0 (13, M), 282.1 (99, (M" + 2) - 59), 279.1
(99, M - 59); IR (film): 3468, 2924, 1701, 1570, 1481, 1390, 1252, 1137, 1102, 1036, 939, 882, 823,
762, 697 cm™; [o]p = +173.8 (¢ = 4.4, CHCl3, 97% ee); HPLC conditions: AD-H column, n-hexane/2-
propanol = 90/10, flow rate = 1.0 mL/min, major enantiomer: tg = 9.03 min, minor enantiomer: tg =

11.45 min.

Isobutyl 2-(1-hydroxypropan-2-yl)-3-methylquinoline-1(2H)-carboxylate (3e)
'"H NMR (600 MHz, CDCly): = 0.94 (t, J = 5.9 Hz, 6H), 1.06 (d, J = 7.0
Hz, 3H), 1.67 (bs, 1H), 1.92 - 2.01 (m, 1H), 2.04 (s, 3H), 2.84 (bs, 1H, OH),
/I\LH H OH 3.30 (bs, 1H), 3.61 (d, J = 7.8 Hz, 1H), 3.94 (dd, J = 9.6, 6.6 Hz, 1H), 4.08
o (dd, J =9.9, 7.3 Hz, 1H), 4.69 (d, J = 9.9 Hz, 1H), 6.31 (d, J = 1.2 Hz, 1H),
7.05 - 7.07 (m, 2H), 7.11 - 7.17 (m, 1H), 7.36 (bs, 1H); *C NMR (150.9 MHz, CDCls): 156.42,
138.06, 133.00, 128.22, 126.37, 125.60, 124.45, 123.94, 121.46, 72.82, 64.41, 57.55, 37.27, 27.85,
19.25, 19.13, 14.44; MS (El): (C1sHxsNO3), 303.4 (4, M"), 244.3 (71, M" - 59), 144.2 (99, M" - (59 +
101)); IR (film): 3471, 2963, 1680, 1597, 1576, 1487, 1404, 1322, 1263, 1140, 1075, 1043, 983, 762,
589 cm™; [a Jp = +196.4 (¢ = 4.0, CHCls, 94% ee); HPLC conditions: AD-H column, n-hexane/2-

X

i-BuO

propanol = 90/10, flow rate = 1.0 mL/min, major enantiomer: tg = 6.42 min, minor enantiomer: tg =

9.48 min.

Ethyl 2-(1-hydroxypropan-2-yl)-6-methylquinoline-1(2H)-carboxylate (3f)

XN 'H NMR (400 MHz, CDCl5): 8 =1.02 (d, J = 6.9 Hz, 3H), 1.30 (t, J = 7.1
\%OH Hz, 3H), 1.52 - 1.68 (m, 2H), 2.29 (s, 3H), 3.05 - 3.22 (m, 1H), 3.29 (t, J =
k('; z 10.1 Hz, 1H), 3.68 (d, J = 11.1 Hz, 1H), 4.13 - 427 (m, 1H), 4.27 - 4.38

(m, 1H), 4.77 (dd, J = 10.6, 6.0 Hz, 1H), 6.12 (dd, J = 9.6, 6.0 Hz, 1H),
6.46 (d, J = 9.6 Hz, 1H), 6.90 (d, J = 1.6 Hz, 1H), 6.99 (dd, J = 8.3, 1.6 Hz, 1H), 7.23 (bs, 1H);
¥C NMR (100.6 MHz, CDClg): 155.83, 134.12, 131.22, 129.04, 128.00, 127.21, 126.71, 124.97,
124.16, 63.78, 62.63, 53.76, 38.01, 20.76, 14.38, 13.12; MS (El): (C;sH,NO3), 275.2 (6, M), 216.2

(84, M" - 59), 144.2 (99, M" - (59 + 73)); IR (film): 3468, 2923, 1693, 1493, 1460, 1396, 1320, 1125,
1038, 984, 820, 766, 710 cm’™; [a]p = +294.7 (¢ = 3.6, CHCLs, 96% ee); HPLC conditions: AD-H

EtO

column, n-hexane/2-propanol = 90/10, flow rate = 1.0 mL/min, major enantiomer: tg = 7.64 min, minor

enantiomer: tg = 14.67 min.



Isobutyl 2-(1-hydroxypropan-2-yl)-6-methylquinoline-1(2H)-carboxylate (3g)

N 'H NMR (600 MHz, CDCl3): 8 = 0.94 (t, J =6.1 Hz, 6H), 1.02 (d, J = 6.8
\©\/j‘\/\ Hz, 3H), 1.61 (bs, 1H), 1.90 - 2.01 (m, 1H), 2.30 (s, 3H), 3.19 (bs, 1H, OH),
/'LH : OH 3.31 (s, 1H), 3.68 (d, J = 10.4 Hz, 1H), 3.93 (dd, J = 10.1, 6.5 Hz, 1H),

O 4.07 (dd, J = 10.0, 7.2 Hz, 1H), 4.80 (dd, J = 10.6, 6.0 Hz, 1H), 6.13 (dd, J
= 9.2, 6.1 Hz, 1H), 6.47 (d, J = 9.6 Hz, 1H), 6.90 (s, 1H), 7.00 (d, J = 8.2 Hz, 1H), 7.25 (bs, 1H);
BC NMR (150.9 MHz, CDCly): 156.08, 134.10, 131.23, 129.09, 127.90, 127.20, 126.70, 125.02,
124.28, 72.84, 63.81, 53.86, 38.07, 27.86, 20.76, 19.25, 19.13, 13.12; MS (El): (C;sH,sNO3), 303.2
(21, M), 244.2 (22, M - 59), 144.1 (99, M" - (59 + 101)); IR (film): 3475, 2962, 2880, 1679, 1495,
1464, 1400, 1322, 1279, 1234, 1126, 1033, 981, 891, 819, 766, 710 cm™; [a]p = +227.8 (c = 2.6,
CHCI;, 97% ee); HPLC conditions: AD-H column, n-hexane/2-propanol = 90/10, flow rate = 1.0

i-BuO

mL/min, major enantiomer: tg = 6.79 min, minor enantiomer: tg = 11.73 min.

Ethyl 2-(1-hydroxypropan-2-yl)-5-nitroquinoline-1(2H)-carboxylate (3h)
'H NMR (400 MHz, CDCly): 8 = 1.03 (d, J = 6.9 Hz, 3H), 1.30 (t, J = 7.1

NO,
“ Hz, 3H), 1.59 - 1.69 (m, 1H), 3.31 - 3.40 (m, 1H), 3.63 (td, J = 11.8, 3.7 Hz,
1H), 4.20 - 4.39 (m, 2H), 4.87 (dd, J = 10.6, 6.4 Hz, 1H), 6.40 (dd, J = 10.0,
/'LH T OM 63 Hz 1H), 7.08 (d, I = 10.1 Hz, 1H), 7.30 (t, J = 8.2 Hz, 1H), 7.65 (d, J =
E0” O

7.0 Hz, 1H), 7.70 (dd, J = 8.2, 1.1 Hz, 1H); *C NMR (100.6 MHz, CDCls):
155.05, 146.18, 135.79, 133.35, 129.50, 126.76, 121.90, 120.55, 119.87, 63.78, 63.24, 53.22, 38.16,
14.29, 12.91; MS (EI): (C1sH,sN,05), 306.1 (6, M"), 247.1 (99, M" - 59), 175.1 (65, M- (59 + 73)); IR
(film): 3443, 2969, 2923, 1704, 1528, 1468, 1385, 1291, 1217, 1136, 1063, 987, 913, 764, 706 cm’;
[a]p = +331.2 (c = 4.6, CHCI;, 90% ee); HPLC conditions: AD-H column, n-hexane/2-propanol =

90/10, flow rate = 1.0 mL/min, major enantiomer: tg = 14.51 min, minor enantiomer: tg = 20.44 min.

Ethyl 6-chloro-2-(1-hydroxypropan-2-yl)quinoline-1(2H)-carboxylate (3i)

Cl N 'H NMR (600 MHz, CDCl;): 5= 1.01 (d, J = 6.8 Hz, 3H), 1.30 (t, J =
mOH 7.1 Hz, 3H), 1.60 (s, 1H), 3.32 (d, J = 11.1 Hz, 1H), 3.64 (d, J = 11.0 Hz,
H : 1H), 4.17 - 427 (m, 1H), 4.27 - 436 (m, 1H), 4.82 (dd, J = 10.4, 6.0 Hz,
© 1H), 6.15 - 6.23 (m, 1H), 6.45 (d, J = 9.6 Hz, 1H), 7.07 (s, 1H), 7.13 (d, J

= 8.5 Hz, 1H), 7.30 (bs, 1H); *C NMR (150.9 MHz, CDCl,): 155.46, 132.42, 130.48, 129.64, 128.83,

127.15, 125.87, 125.65, 124.09, 63.70, 62.88, 53.82, 38.27, 14.33, 12.96; MS (El): (C;sH;3CINO3),

295.1 (10, M"), 236.2 (95, M" - 59), 164.1 (99, M" - (59 + 73)); IR (film): 3466, 2926, 1699, 1481,

1396, 1282, 1242, 1135, 1092, 1038, 985, 880, 822, 764, 712, 660 cm™'; [a]p = +248.5 (c = 7.3, CHCl;,
95% ee); HPLC conditions: AD-H column, n-hexane/2-propanol = 90/10, flow rate = 1.0 mL/min,

EtO

major enantiomer: tg = 8.91 min, minor enantiomer: tg = 13.02 min.
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Ethyl 6-bromo-2-(1-hydroxypropan-2-yl)quinoline-1(2H)-carboxylate (3j)
'H NMR (400 MHz, CDCl5): 8= 0.99 (d, J = 6.9 Hz, 3H), 1.29 (t, J =
Br AN 7.1 Hz, 3H), 1.59 (s, 1H), 3.32 (s, 1H), 3.62 (d, J = 10.1 Hz, 1H), 4.15 -
m% 4.38 (m, 2H), 4.81 (dd, J = 10.5, 6.0 Hz, 1H), 6.17 (dd, J = 9.6, 6.0 Hz,
Etoko : 1H), 6.43 (d, J = 9.7 Hz, 1H), 7.18 - 7.33 (m, 3H); **C NMR (100.6
MHz, CDCl,): 155.39, 132.95, 130.45, 130.07, 129.23, 128.82, 126.00,
123.99, 117.33, 63.68, 62.90, 53.79, 38.32, 14.33, 12.96; MS (EI): (C,sH;sBrNO;), 341.1 (10, M" + 2),
339.0 (10, M), 282.1 (99, (M" + 2) - 59), 279.1 (99, M" - 59); IR (film): 3469, 2972, 2928, 2881, 1695,
1479, 1391, 1315, 1134, 1080, 1038, 984, 879, 818, 762, 710 cm™"; [a]p = +204.8 (c = 6.5, CHCl3, 91%

ee); HPLC conditions: AD-H column, n-hexane/2-propanol = 90/10, flow rate = 1.0 mL/min, major

enantiomer: tg = 9.31 min, minor enantiomer: tg = 14.03 min.

Ethyl 2-(1-hydroxypropan-2-yl)-6-methoxyquinoline-1(2H)-carboxylate (3k)
'H NMR (400 MHz, CDCly): 8 =1.02 (d, J = 6.9 Hz, 3H), 1.29 (t, J =
MeO N 7.1 Hz, 3H), 1.52 - 1.64 (m, 1H + OH), 3.30 (s, 1H), 3.68 (d, J = 12.0
%w Hz, 1H), 3.78 (s, 3H), 4.12 - 425 (m, 1H), 4.26 - 438 (m, 1H), 4.78
Eto)%g : (dd, J = 10.7, 6.0 Hz, 1H), 6.16 (dd, J = 9.5, 6.1 Hz, 1H), 6.46 (d, J =
9.7 Hz, 1H), 6.62 (d, J = 2.9 Hz, 1H), 6.74 (dd, J = 8.9, 2.9 Hz, 1H),
7.26 (bs, 1H); *C NMR (100.6 MHz, CDCls): 156.37, 155.80, 129.87, 128.38, 125.44, 124.96, 114.96,
113.03, 110.83, 63.82, 62.59, 55.42, 53.79, 37.91, 14.40, 13.12; MS (El): (C;¢H,NOy), 291.1 (16, M),
232.1 (99, M" - 59), 160.0 (63, M" - (59 + 73)); IR (film): 3461, 2965, 2933, 1670, 1609, 1495, 1399,
1377, 1301, 1264, 1233, 1162, 1123, 1031, 763, 710 cm™; [a]p = +283.7 (¢ = 7.3, CHCl;, 97% ee);

HPLC conditions: AD-H column, n-hexane/2-propanol = 90/10, flow rate = 1.0 mL/min, major

enantiomer: tg = 10.97 min, minor enantiomer: tg = 22.95 min.

Ethyl 2-(1-hydroxybutan-2-yl)quinoline-1(2H)-carboxylate (3I)
N 'H NMR (400 MHz, CDCls): 8 = 0.88 (t, J = 7.8 Hz, 3H), 1.30 (dt, J = 7.1,
%OH 0.8 Hz, 3H), 1.34 - 1.37 (m, 1H), 1.38 - 1.50 (m, 1H), 1.52 - 1.68 (m, 1H),
CH) \ 3.50 (t, J = 10.8 Hz, 1H), 3.61 (d, J = 12.0 Hz, 1H), 4.16 - 4.27 (m, 1H), 4.28
- 4.39 (m, 1H), 4.84 (dd, J = 10.8, 6.1 Hz, 1H), 6.18 (dd, J = 9.6, 6.1 Hz, 1H),
6.51 (d, J = 9.6 Hz, 1H), 7.02 - 7.12 (m, 2H), 7.15 - 7.21 (m, 1H), 7.35 (d, J = 4.0 Hz, 1H); *C NMR
(100.6 MHz, CDCly): 155.86, 133.76, 129.26, 127.48, 127.29, 126.24, 124.89, 124.55, 124.45, 62.76,
59.05, 52.92, 44.85, 18.91, 14.35, 11.71; MS (EI): (C6H2NO3), 275.2 (5, M"), 202.2 (99, M" - 73),
158.2 (32, M" - (73 + 45)), 130.2 (93, M" - (73 + 73)); IR (film): 3466, 3018, 2925, 1671, 1407, 1328,
1215, 1036, 758, 669 cm™; [a]p = +350.0 (¢ = 3.0, CHCl;, 89% ee) ; HPLC conditions: AD-H column,

n-hexane/2-propanol = 90/10, flow rate = 1.0 mL/min, major enantiomer: tg = 7.41 min, minor

EtO

enantiomer: tg = 18.76 min.
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Ethyl 2-(1-hydroxypentan-2-yl)quinoline-1(2H)-carboxylate (3m)

N 'H NMR (600 MHz, CDCls): 8 = 0.84 (t, J = 7.3 Hz, 3H), 1.07 - 1.20 (m,
©\/\/1\/\ 1H), 1.30 (t, J = 7.1 Hz, 3H), 1.23 - 1.28 (m, 1H), 1.35 - 1.51 (m, 2H), 1.53 -
\ H : on 1.66 (m, 1H), 3.45 (t, J = 10.5 Hz, 1H), 3.60 (d, J = 12.0 Hz, 1H), 4.15 - 4.27

© (m, 1H), 4.28 - 4.39 (m, 1H), 4.83 (dd, J = 10.8, 6.1 Hz, 1H), 6.18 (dd, J =
9.6, 6.0 Hz, 1H), 6.51 (d, J = 9.6 Hz, 1H), 7.05 - 7.12 (m, 2H), 7.15 - 7.21 (m, 1H), 7.35 (d, J = 3.9 Hz,
1H); ®C NMR (150.9 MHz, CDCl3): 155.90, 133.74, 129.26, 127.48, 127.28, 126.25, 124.87, 124.55,
124.44, 62.76, 59.58, 52.98, 43.10, 28.32, 20.42, 14.35, 14.30; MS (EIl): (C;;Hx3NO3), 289.3 (7, M),
202.2 (99, M" - 87), 158.2 (29, M" - (87 + 45)), 130.2 (76, M" - (87 + 73)); IR (film): 3475, 2958, 2929,
2872, 1675, 1603, 1572, 1489, 1460, 1404, 1325, 1277, 1208, 1131, 1047, 919, 765, 710 cm™; [a]p =
+250.6 (¢ = 1.8, CHCI;, 95% ee) ; HPLC conditions: AD-H column, n-hexane/2-propanol = 90/10,

EtO

flow rate = 1.0 mL/min, major enantiomer: tg = 7.11 min, minor enantiomer: tg = 21.86 min.

Isobutyl 2-(1-hydroxypentan-2-yl)quinoline-1(2H)-carboxylate (3n)
'H NMR (400 MHz, CDCls): 8 = 0.85 (t, J = 7.3 Hz, 3H), 0.90 - 0.98 (m,
% 6H), 1.10 - 1.20 (m, 1H), 1.27 - 1.34 (m, 1H), 1.37 - 1.52 (m, 2H), 1.55 - 1.71
iH T OH (i, 1H), 1.97 (pd, J = 13.3, 6.7 Hz, 1H), 3.21 (bs, 1H, OH), 3.47 (d, J = 11.7
o ﬁ Hz, 1H), 3.62 (d, J = 11.9 Hz, 1H), 3.95 (dd, J = 10.3, 6.4 Hz, 1H), 4.08 (dd, J
=10.4, 7.0 Hz, 1H), 4.86 (dd, J = 10.8, 6.0 Hz, 1H), 6.20 (dd, J = 9.6, 6.0 Hz,
1H), 6.53 (d, J = 9.6 Hz, 1H), 7.07 - 7.13 (m, 2H), 7.17 - 7.21 (m, 1H), 7.36 (bs, 1H); *C NMR (100.6
MHz, CDClg): 156.10, 133.71, 129.28, 127.48, 127.18, 126.24, 124.89, 124.59, 124.57, 72.98, 59.64,
53.07, 43.12, 28.37, 27.83, 20.42, 19.22, 19.10, 14.29; MS (EI): (C1oH»,NO3), 317.1 (3, M), 230.0 (96,
M’ - 87), 130.0 (99, M" - (87 + 101)); IR (film): 3455, 2958, 2929, 2874, 1679, 1488, 1462, 1402,
1319, 1274, 1245, 1127, 1028, 763, 711, 666 cm™; [a]p = +242.4 (c = 3.7, CHCI;, 90% ee); HPLC

conditions: AD-H column, n-hexane/2-propanol = 90/10, flow rate = 1.0 mL/min, major enantiomer: tg

i-BuO

= 6.82 min, minor enantiomer: tg = 14.60 min.

Ethyl 2-(1-hydroxyhexan-2-yl)quinoline-1(2H)-carboxylate (30)
N 'H NMR (600 MHz, CDCls): 8 = 0.85 (t, J = 7.3 Hz, 3H), 1.05 - 1.17 (m,
ijl\ﬁ 1H), 1.21 - 1.29 (m, 2H), 1.32 (t, J = 7.1 Hz, 3H), 1.29 - 1.35 (m, 1H), 1.35 -
)N\\H R SRPT (m, 2H), 1.57 - 1.67 (m, 1H), 3.28 (bs, 1H, OH), 3.47 (t, J = 10.9 Hz,
0 I 1H), 3.62 (d, J = 12.1 Hz, 1H), 4.18 - 4.29 (m, 1H), 4.30 - 4.38 (m, 1H), 4.84
(dd, J =10.8, 6.0 Hz, 1H), 6.20 (dd, J = 9.4, 6.1 Hz, 1H), 6.53 (d, J = 9.6 Hz,
1H), 7.07 - 7.14 (m, 2H), 7.20 (t, J = 7.5 Hz, 1H), 7.34 (bs, 1H); *C NMR (150.9 MHz, CDClIs):
156.02, 133.68, 129.33, 127.48, 127.30, 126.28, 124.87, 124.58, 124.45, 62.81, 59.55, 53.00, 43.24,
29.49, 25.79, 22.96, 14.38, 14.01; MS (El): (C;5H,sNO3), 303.2 (6, M"), 202.2 (99, M" - 101), 158.2
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(26, M" - (101 + 45)), 130.2 (68, M" - (101 + 73)); IR (film): 3476, 2929, 2868, 1680, 1484, 1401,
1322, 1128, 1039, 901, 764 cm™; [a]p = +178.7 (¢ = 1.6, CHCls, 94% ee); HPLC conditions: AD-H
column, n-hexane/2-propanol = 90/10, flow rate = 1.0 mL/min, major enantiomer: tg = 6.87 min, minor

enantiomer: tg = 18.47 min.

Ethyl 2-(1-hydroxy-3-phenylpropan-2-yl)quinoline-1(2H)-carboxylate (3p)
N '"H NMR (400 MHz, CDCls): = 1.30 (t, J = 7.1 Hz, 3H), 1.60 (bs, 1H, OH),
%OH 1.67 (t, J = 10.9 Hz, 1H), 2.71 - 2.88 (m, 2H), 3.12 - 3.23 (m, 1H), 3.50 (d, J =
cH> E\Ph 11.3 Hz, 1H), 4.24 (qd, J = 10.7, 7.1 Hz, 1H), 4.35 (qd, J = 10.8, 7.1 Hz, 1H),
4.96 (dd, J = 10.8, 6.1 Hz, 1H), 6.28 (dd, J = 9.6, 6.0 Hz, 1H), 6.60 (d, J = 9.6
Hz, 1H), 7.05 - 7.23 (m, 8H), 7.33 (d, J = 8.5 Hz, 1H); ®*C NMR (100.6 MHz, CDCl,): 155.81,
140.13, 133.70, 129.29, 128.75, 128.22, 127.44, 127.31, 126.39, 125.89, 125.27, 124.64, 124.40, 62.88,
58.57, 52.76, 45.91, 32.31, 14.34; MS (EI): (C»;H»;NO3), 337.0 (2, M), 202.2 (99, M" - 135), 158.0
(23, M" - (135 + 45)), 130.0 (75, M" - (135 + 73)); IR (film): 3467, 2930, 1660, 1491, 1403, 1325,

1266, 1210, 1171, 1124, 1028, 943, 896, 833, 765, 698, 659 cm™; [a]p = +123.1 (¢ = 1.6, CHCls, 89%
ee); HPLC conditions: AD-H column, n-hexane/2-propanol = 90/10, flow rate = 1.0 mL/min, major

EtO

enantiomer: tg = 13.29 min, minor enantiomer: tg = 37.78 min.

Ethyl 2-(1-hydroxyoctan-2-yl)quinoline-1(2H)-carboxylate (3q)

AN 'H NMR (400 MHz, CDCl): 8= 0.83 (t, J = 6.8 Hz, 3H), 1.05 - 1.16 (m,
©\/le\/\OH 1H), 1.18 - 1.26 (m, 6H), 1.30 (t, J = 7.1 Hz, 3H), 1.34 - 1.45 (m, 2H), 1.55 -
/gH 2 1.67 (m, 2H), 3.45 (t, J = 10.5 Hz, 1H), 3.60 (d, J = 11.9 Hz, 1H), 4.16 - 4.27

(m, 1H), 4.28 - 4.39 (m, 1H), 4.82 (dd, J = 10.7, 6.0 Hz, 1H), 6.18 (dd, J =
9.6, 6.0 Hz, 1H), 6.51 (d, J = 9.6 Hz, 1H), 7.04 - 7.12 (m, 2H), 7.15 - 7.21 (m,
1H), 7.34 (d, J = 4.9 Hz, 1H); *C NMR (100.6 MHz, CDCls): 158.66,
133.75, 129.29, 127.48, 127.28, 126.25, 124.86, 124.54, 124.44, 62.76, 59.60, 53.00, 43.30, 31.75,
29.54,27.27, 26.11, 22.57, 14.35, 14.03; MS (El): (C50H»0NO3), 331.3 (4, M"), 202.2 (99, M" - 129),
158.2 (21, M" - (129 + 45)), 130.2 (64, M" - (129 + 73)); IR (film): 3461, 2928, 2860, 1771, 1711,
1609, 1491, 1460, 1396, 1277, 1213, 1107, 1073, 1044, 951, 757, 724, 528 cm™"; [a]p = +299.3 (c = 4.2,
CHCI;, 91% ee); HPLC conditions: AD-H column, n-hexane/2-propanol = 90/10, flow rate = 1.0

mL/min, major enantiomer: tg = 6.57 min, minor enantiomer: ty = 19.42 min.

Isobutyl 2-(1-hydroxypent-4-en-2-yl)quinoline-1(2H)-carboxylate (3r)

N 'H NMR (600 MHz, CDCl3): = 0.93 (t, J = 5.9 Hz, 6H), 1.53 (s, 1H), 1.91 -
% 2.00 (m, 1H), 2.19 (d, J = 13.9 Hz, 1H), 2.32 (dd, J = 21.2, 10.4 Hz, 1H), 3.16
N T 0H
: (bs, 1H, OH), 3.47 (t, J = 10.2 Hz, 1H), 3.62 (d, J = 12.0 Hz, 1H), 3.94 (dd, J

PN
i-BuO” ~O ﬁ|
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=10.2, 6.4 Hz, 1H), 4.07 (dd, J = 10.2, 7.1 Hz, 1H), 4.90 (dd, J = 10.8, 6.0 Hz, 1H), 4.99 (d, J = 10.1
Hz, 1H), 5.07 (d, J = 17.0 Hz, 1H), 5.73 (dt, J = 17.0, 6.4 Hz, 1H), 6.18 (dd, J = 9.4, 6.1 Hz, 1H), 6.54
(d,J =9.6 Hz, 1H), 7.06 - 7.13 (m, 2H), 7.19 (t, J = 7.5 Hz, 1H), 7.36 (bs, 1H); *C NMR (150.9 MHz,
CDCly): 155.97, 136.40, 133.71, 128.78, 127.37, 127.27, 126.29, 125.18, 124.64, 124.59, 116.72,
72.98, 59.86, 52.64, 43.32, 31.10, 27.81, 19.21, 19.09; MS (EI): (C19H2sNO3), 315.3 (2, M), 230.3 (88,
M - 85), 130.2 (64, M" - (85 + 101)); IR (film): 3474, 2962, 2881, 1676, 1490, 1465, 1406, 1325,
1276, 1131, 1023, 914, 765, 733 cm™; [a]p = +288.7 (¢ = 3.5, CHCl, 84% ee); HPLC conditions: AD-
H column, n-hexane/2-propanol = 90/10, flow rate = 1.0 mL/min, major enantiomer: tg = 7.56 min,

minor enantiomer: tg = 15.55 min.

Ethyl 2-(1-hydroxypropan-2-yl)-3,4-dihydroquinoline-1(2H)-carboxylate (4)
'H NMR (600 MHz, CDCls): 8= 1.01 (d, J = 6.9 Hz, 3H), 1.28 (t, J = 7.1
% Hz, 3H), 1.44 - 1.54 (m, 1H), 1.76 (dt, J = 11.6, 5.5 Hz, 1H), 2.24 (dt, J =
" h OH 132, 64 Hz, 1H), 2.67 (t, J = 6.9 Hz, 2H), 3.30 - 3.39 (m, 1H), 3.71 (d, J =
o 11.4 Hz, 1H), 4.17 (qd, J = 14.2, 7.1 Hz, 1H), 4.30 (qd, J = 14.2, 7.1 Hz, 1H),
439 - 446 (m, 1H), 7.04 (t, J = 7.4 Hz, 1H), 7.10 (d, J = 7.4 Hz, 1H), 7.14 (t, J = 7.7 Hz, 1H), 7.32 (d,
J = 6.9 Hz, 1H); ®*C NMR (150.9 MHz, CDCl5): 156.32, 136.36, 131.90, 127.97, 126.02, 125.34,
124.52, 64.44, 62.36, 54.10, 37.47, 27.08, 24.63, 14.38, 13.63; MS (El): (C;sH,;NO3), 263.1 (28, M),
204.0 (96, M - 59), 160.0 (22, M" - (59 + 45)), 132. (71, M" - (59 + 73)); IR (film): 3472, 3048, 2927,
1695, 1488, 1387, 1244, 1212, 1026, 936, 756 cm™; [o]p = +86.2 (c = 2.9, CHCl;, 93% ee); HPLC

EtO

conditions: AD-H column, n-hexane/2-propanol = 90/10, flow rate = 1.0 mL/min, major enantiomer: tg

= 8.17 min, minor enantiomer: tg = 9.24 min.

2-(quinolin-2-yl)propan-1-ol (5)
N 'H NMR (400 MHz, CDCl;): 8= 1.41 (d, J = 7.2 Hz, 3H), 3.18 - 3.28 (m,
©\/Nj\./\OH 1H), 3.96 (dd, J = 11.0, 6.4 Hz, 1H), 4.08 (dd, J = 11.0, 3.5 Hz, 1H), 7.32 (d, J
= = 8.5 Hz, 1H), 7.50 (ddd, J = 8.1, 6.9, 1.2 Hz, 1H), 7.68 (ddd, J = 8.4, 6.9, 1.5
Hz, 1H), 7.78 (dd, J = 8.1, 1.4 Hz, 1H), 8.00 (ddd, J = 8.5, 1.8, 0.8 Hz, 1H), 8.11 (dd, J = 8.5, 0.6 Hz,
1H); BC NMR (100.6 MHz, CDCl3): 165.61, 147.00, 136.80, 129.59, 128.82, 127.47, 126.80, 126.07,
120.70, 66.64, 42.23, 17.39; MS (EI): (C1,H;5NO), 187.4 (14, M), 172.3 (63, M - 15), 170.3 (99, M" -
17), 156.0 (91, M" - 31); IR (film): 3389, 2925, 1668, 1603, 1566, 1503, 1457, 1429, 1382, 1309, 1218,
1037, 977, 832, 756, 664, 621, 480 cm™; [a]p =+2.7 (c = 3.6, CHCI3, 92% ee); HPLC conditions: AD-

H column, n-hexane/2-propanol = 97/03, flow rate = 1.0 mL/min, minor enantiomer: tg = 23.26 min,

major enantiomer: tg = 24.20 min.
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Ethyl 3,4-benzo-8-methyl-6-oxa-2-aza-bicyclo[3.3.1]Jnonane-2-carboxylate (6a)
'H NMR (600 MHz, CDCly): 5 = 0.82 (d, J = 6.8 Hz, 3H), 1.34 (t, J = 7.1 Hz, 3H),
Q_  2.00(d,J =132 Hz, 1H), 2.06 - 2.15 (m, 1H), 2.24 (td, J = 13.2, 3.0 Hz, 1H), 2.75
(t, J = 12.1 Hz, 1H), 3.43 (dd, J = 12.0, 6.2 Hz, 1H), 4.21 - 4.30 (m, 2H), 4.74 (s,
/’LH % 1H), 4.83 (d, J = 3.1 Hz, 1H), 7.20 - 7.26 (m, 1H), 7.04 (t, J = 7.3 Hz, 1H), 7.28 (t, J
BO™ O~ 79 Hz, 1H), 8.23 (d, J = 8.6 Hz 1H); *C NMR (150.9 MHz, CDCls): 155.03,
140.18, 130.38, 128.85, 124.45, 123.10, 120.57, 68.20, 63.66, 62.00, 51.07, 35.06, 29.64, 14.42, 13.68,;
MS (E1): (CisHoNOs), 262.1 (13, M* + 1), 261.0 (99, M"), 202.0 (47, M" - 59), 130.0 (64, M" - (59 +
73)); IR (film): 2954, 1706, 1599, 1480, 1384, 1301, 1213, 1131, 1050, 979, 937, 862, 761, 595, 505
em™; [o]p = +21.4 (c = 6.2, CHCl3, 93% ee); HPLC conditions: AD-H column, n-hexane/2-propanol =

H

97/03, flow rate = 0.5 mL/min, minor enantiomer: tg = 19.56 min, major enantiomer: tg = 25.13 min.

Ethyl 3,4-(3-chloro-benzo)-5-chloro-8-methyl-6-oxa-2-aza-bicyclo[3.3.1]Jnonane-2-carboxylate (6c¢)
'"H NMR (400 MHz, CDCls): 8= 0.82 (d, J = 6.8 Hz, 3H), 1.34 (t, J = 7.1 Hz,

O 3H), 2.07 - 2.21 (m, 1H), 2.59 (d, J = 3.5 Hz, 2H), 2.79 (t, J = 12.3 Hz, 1H),

3.71 (dd, J = 12.3, 6.4 Hz, 1H), 4.24 - 4.33 (m, 2H), 4.88 (q, J = 3.6 Hz, 1H),

/’LH % 7.10 (dd, J = 8.5, 2.1 Hz, 1H), 7.75 (d, J = 8.5 Hz, 1H), 8.22 (d, J = 2.1 Hz,
E0™ "0 1H); *C NMR (100.6 MHz, CDCI3): 154.30, 139.54, 135.60, 129.43, 123.88,
123.72, 120.75, 93.96, 68.54, 62.71, 54.10, 40.25, 33.44, 14.34, 12.75;, MS (EIl): (C,5H;,CI,NO3), 333.0
(4, M" + 4), 331.0 (15, M" + 2), 330.4 (18, M" + 1), 328.8 (42, M"), 179.8 (99, M" - 149); IR (film):
2927, 2856, 1714, 1597, 1564, 1477, 1410, 1375, 1306, 1219, 1201, 1137, 1043, 934, 876, 824, 764,
601 cm™; [o]p = +40.7 (¢ = 2.7, CHCls, 93% ee); HPLC conditions: AD-H column, n-hexane/2-

Cl

Cl

propanol = 97/03, flow rate = 1.0 mL/min, minor enantiomer: tg = 13.98 min, major enantiomer: tg =

15.63 min.
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X-Ray crystal structure analysis.”
Major diastereomer — (R)-Ethyl 6-bromo-2-((R)-1-hydroxypropan-2-yl)quinoline-1(2H)-
carboxylate (3j)
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Ethyl 3,4-benzo-8-methyl-6-oxa-2-aza-bicyclo[3.3.1]Jnonane-2-carboxylate (6a)
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* CCDC 1414145-1414146 contain the supplementary crystallographic data for this publication. These
data can be obtained free of charge from The Cambridge Crystallographic Data Centre via

www.ccdc.cam.ac.uk/data_request/cif.

DTF Calculations

The geometry optimization and frequency calculations of the transition states TS1 and TS2 (only the

[1-3]

most stable structures are shown) were performed using Gaussian09 program package" ™' at the

B3LYP/6-31G* level.*”! The thermal corrections were calculated at 298 K. Solvent effects (toluene)
were taken into account at the PCM/B3LYP/6-31G*//B3LYP/6-31G* level.!” The corrections for

dispersion interactions were estimated with the DFT-D3 program developed by Grimme."”!
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TS1 (0.0 kcal/mol)

N
C
C
N
C
C
C
C
C
C
C
C
0
C
C
C
H
H
H
H
H
H
H
H
H
H

TS2 (1.29 keal/mol)
AGrs; =-1476.874595 a.u.; AGrs; = -1476.872537 a.u.

.70671800
.79068100
.83148300
.28600100
-69895000
-19691700
-46764400
. 72612300
-89417500
-82389700
.57775800
.41047400
.19725300
.33859100
. 74542200
-97402000
.83321200
-23408200
-58391700
-00337800
-47833000
-26420400
.27447300
.69113800
.22792900
.48473500

-30969400
.94570400
. 74050800
-96581600
-37165800
-81209300
-03486500
-63972800
-08716600
.42726700
-03570100
.30741600
.86873800
.42702200
.47217700
.56897000
.47535400
-80272900
-44541200
-43718600
-47389200
-31518800
-46054100
.53140600
.21686000
.54727600
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.71018000
.05274500
.72844100
. 75719400
-83720300
-54701000
-81456600
-67003300
-90475200
-29295700
-45165000
.21438800
-44890600
.64909600
-59868000
.17984700
.00133200
-56390300
-34410200
-69136600
-41106000
-65079600
-58575800
.00492200
.33352500
.22535700
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- TS2
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-29817500
-36671300
.44222100
.51377100
. 73388700
.86028800
.78717100
.85153700
.03404000
-26300300
-40076500
-84745800
-31948700
-90126000
. 77402700
.54187000
.23797500
. 75938700
.44775500
. 79452200
.32778200
-84863100
-97693200
-50761200
-11032200
-49914600
-30481600
. 76894900
.21018100
-91916800
.52131400
. 76900000
-49097100
.37892700
-54145600
-31855200
-91756300
-56175300
-64908400
-03224600
.51617700
-39315400

PO WPWPAP,WNERPE

-84640800
-36862200
. 78358700
.07283700
-98894900
-39805500
.68478700
.30508300
.20826500
.29257500
.42788700
-59540000
-95022500
-48963400
-38502500
.06028200
.66527500
-11459600
.24488600
.12934500
. 73613800
-50720400
-54953100
.42176700
-16970400
. 74571200
-97504300
-32148000
.51036400
.83581900
.49421400
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(1]

(2]

(3]

(4]

(5]

(6]

(7]

6.75460200 -1.60281100 1.60778000
4.96999000 -0.74610900 0.80083200
2.91383800 1.43293500 0.22610900
1.88703900 2.06873800 0.34583900
4.13400300 1.86953200 0.48370100
4.23276400 3.25616000 0.95965100
3.65721200 3.33337200 1.88572800
3.76601700 3.89655600 0.20733300
5.70214300 3.56213600 1.15449100
5.80915100 4.59931300 1.48828200
6.14852500 2.91309400 1.91400300
6.25708400 3.44434600 0.21925500

Gaussian 09, Revision A.02, Gaussian, Inc., Wallingford CT, 2009.

The calculations were performed using the computing resources of the computing center of RWTH Aachen.
Due to its non-coordinative nature, the counter anion was not taken into consideration for the calculations.
a) C. Lee, W. Yang and R. G. Parr, Phys. Rev. B, 1988, 37, 785-789; b) B. Miehlich, A. Savin, H. Stoll and H.
Preuss, Chem. Phys. Lett., 1989, 157, 200-206; c) A. D. Becke, J. Chem. Phys., 1993, 98, 5648-5652; d) P. J.
Stephens, F. J. Devlin, C.F. Chabalowski and M. J. Frisch, J. Phys. Chem., 1994, 98, 11623-11627.

a) V. Barone and M. Cossi, J. Phys. Chem. A, 1998, 102, 1995-2001; b) J. Tomasi, B. Mennucci and R. Cammi,
Chem. Rev., 2005, 105, 2999-3093.

a) W. J. Hehre, R. Ditchfeld and J. A. Pople, J. Chem. Phys., 1972, 56, 2257-2261; b) C. Hariharan and J. A.
Pople, Theor. Chim. Acta, 1973, 28, 213-222.

S. Grimme, J. Antony, S. Ehrlich and H. Krieg, J. Chem. Phys., 2010, 132, 154104-154119.
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Chromatogram : CV-874p1_ADH_9010_flow1_21
Data file: CV-874p1_ADH_0010_fiow1_21.DATA

Method: HPLC1_ADH_8010_flow!_acq_60
Date: 06.01.2012 19:58:51

Ew-mTany_afw smin_n.

1T - ds U 1

N OH

. £343
2 12,580 13108 | 13,74

Chromatogram : CV1203p1_ADH_9010_flow1_51
Data file: CV/1203p1_ADH_8010_flowl_51.DATA

Method: HPLC1_ADH_8010_flow!_acq_80
Date: 12.08.2012 12:35:01

L0 S IEEa_Af_woTE_n

B EATA - dmemm v d

N7I>""0oH

Time End Area %
[Min] | [Min]| [Mn] %]
B 10667 BE.B1S
2 (1234812647 | 120684| 3185

g

Total 100,000




Chromatogram : CV-3-p1_ADH_9010_flow1_222
Data file: CV-3-p1_ADH_8010_flow1_222 DATA

Method: HPLG1_ADH_8010_flow!_acq_40
Date: 24.04.2012 12:48:03

i-Bu0” ~O

Time End Area‘s

[Min]

[Min]

6.536

6.042

[Min]
7485

10,351

10,882

11,567

Chromatogram : CV-11-p1_ADH_5010_flow1_444

Data file: CV-11-p1_ADH_B010_flow]_444 DATA
Method: HPLC1_ADH_S010_flow1_acq 40
Date: 24042012 14:14:28

Evettemt

Ov_wo1o_n.

Min

wv s

i-Bu0” "O

Start

Time End Area %

]

2 IEI:516

;

[Min]

11]:?33

[6]

7.868

B

BB.551
1.440

Total

100,000

Min




Chromatogram : GV-919-p1_ADH_9010_flow1_51
Data file: CV-810-p1_ADH_B010_flow1_51.DATA

Method: HPLG1_ADH_8010_flow1_acq_30
Date: 06.01.2012 20:58:17

.
—

]
f
i
g
J

[Min} | [Min]| [Min) %]
1 7376 T975| B8.300)| 46.581
2 | 18.181) 18733 ] 18,773 | 53430

..
B

g

g

|

Chromatogram : CV-916p1_ADH_%010_flow1_T71

Data file: CV-816p1_ADH_BO10_flow1_71.DATA
Method: HPLC1_ADH_0010_flow!_acq_30
Date: 06.01.2012 22:04:43




Chromatogram : CV-320p2 ADH _9010_flow1_345
Data file: CV-020p2_ADH_0010_flow1_345 DATA

Method: HPLC1_ADH_8010_flow1_scq_80
Date: 11.01.2012 20:56:36

amo.ooof
sac.sef
PR
235,000
Py
pe——
a85.000f
3a0.000)
—

165.000

N OH

W
1 5 136761.2
5 | 11.408 | 12.067 0.000| 40.30| 4803304 | 1354104 | 40.387

UNKNOWN | 1

Total 100,00 | 1088602 8 | 2742006 | 100000

Chromatogram : CV-317p2_ADH_9010_flow1_890
Data file: CV-817p2_ADH_DO10_fiow1_890.DATA

Method: HPLC1_ADH_8010_flow!_acq_30
Date: 11.01.2012 22:28:56

Br

N e OH

-

in] | Min]|
B.533| D033
11,180 | 11450 11,783 1,685

i
b

Index| Start| Time End Area
1
2




Chromatogram : CV999-p2 ADH 9010 flow1 6661

Data file: CVO90-p2_ADH_S010_flow1_B661.DATA
Method: HPLC1_ADH_0010_flow]_scq 40
Date: 09.05.2012 21:34:17

rp—
p—
Ep—
e
v7.000]
e
18000
14000
13000
13 000,

i-Bu0” ~O

-a.000
-a.0a0)
-a.005]
-a.000)

]| i
1 [5754|68.1568 | 6,668 [ 48,306
2 | B.A852(0,125)|0.783 | 50.604

:
g
e

Total 100,000

Chromatogram : GV1002-p2-ADH_8010_flow1_acq205123
Data file: CV1D02-p2-ADH_S010_flowl_acq205123. DATA

Method: HPLC2_ADH_8010_flow!_acg20
Date: 11.06.2012 12:33:23

V) DA D1, fim T smaEOA AT - £3

N“I>N"0oH

[Min] | [Miin] | [Min] [Min] | [*% Area] [isv] | [psV W] ]
UNKNOWN | 6.112 | 6417 | 6.008 0.000| 0706 1374181 | 234308 | O7.060
UNKNOWRN | 8.245 | 8475 | 8.603 0.000 284 0725 700 2840

Index| Name St _Time| End Ret time Ofiset | Quantty| Height  Ama Area%
1
2

Total 100,00 | 1404006 | 24140.6 | 100,000




Chromatogram : EF193_P1_ADH_8%010_flow1_2
Data file: EF183_P1_ADH_8010_flow1_2 DATA

Method: HPLC1_ADH_8010_flow!_scq_80
Date: 27.01.2012 16:18:01

B s oo e

1 F ETa - mame e

N OH

i S

UNKNOWN
UNKNOWN

7.533

7824
1454

0.000
0.000

13:?33

84 | 580357.8 | 112587,
320800.5

.

:

124105.8

i
| Areal] |
43,
50,32
00,00

210243.4

Chromatogram : CV-930-p1_ADH_9010_flow1_2
Data file: CV-030-p1_ADH_8010_flow1_2 DATA

Method: HPLC1_ADH_8010_flow!_acq_40
Date: 03.02.2012 20:23:23

BT AGH_#E1E_n

3_3.0aT,

240803 1

- dmsm v W

N“I>"0oH

e
;

2313
15.454

]
&~

100,000




Chromatogram : EF280-P1_ADH_%010_flow1 5
Data file: EF280-P1_ADH_8010_flow1_5.DATA

Method: HPLC1_ADH_8010_flow!_acq_30
Date: 17.05.2012 21:10:15

ErTHD ] ADr 01D e S.EATA - deses U 3

R X
o N oH
EE i-Bu0” YO
STl

150.000]

B

=0.000]

2 | 11.853) 12133 ] 13,233 | 50,608

Chromatogram : EF282-3P1(F2)_ADH_9010_flow1_3
Data file: EF282-3P1(F2)_ADH_2010_flow1_2.DATA

Method: HPLC1_ADH_8010_flow!_acq_30
Date: 21.05.2012 20:34:35

T () A WD e 13 EATA - dmsae 3

L i-BuO o

Index| Start| Time End Area %
[Mir]| [Min]| [Min]) _[%]/

1 6308 B7O2| 7434| 0BT04

2 | 11283 ) 11.725] 12303 | 1,208
Total 100,000




Chromatogram : EF194P2_ADH_9010_flow1 5
Data file: EF184P2_ADH_B010_flow1_5.DATA

Method: HPLC1_ADH_8010_flow1_scq_80
Date: 27.01.2012 18:02:31

- NO,
—_— X

720.000]

NAERE N OH

— N

aso. o]
PEEpEe
320,000
ame.nms]
o nms]
#o0.000]
.o

]
(I
i .
J

5
;
:

in] in]
1 | 13816 14.558

40,965

2 | 10.558 | 20400 50,014
Total 100,000

Chromatogram : CV951R-p2_ADH_%010_flow1_3332
Data file: CVE51R-p2_ADH_8010_flow1_3332 DATA

Method: HPLC1_ADH_8010_flow1_acq_80
Date: 27.02.2012 17:48:17

ENE Fopd A 00T s - s

e NO,

170000 N Y OH

"
H
i
H
L]
i
¥
H

J

End
[Min} | [Min]| [Man]
13710 | 14508 | 15648 | B5.1
18,804 | 20442 | 21,070 | 4888

:

=

..
B
g
g

|




Chromatogram : EF196_P1_ADH_9%010_flow1_4
Data file: EF186_P1_ADH_8010_flow1_4.DATA

Method: HPLC1_ADH_8010_flow!_scq_80
Date: 26.01.2012 18:33:38

B i oD ey BT - Smame e

2 o e
S—
-
oo
f— Cl

720.00:]

- N OH

= PN

8c0.000]
220,000
50,000}
150.00d]
ao.oon

z E

= 3
-2a.ced]
T E3 = = = = = w g o g ] i = = o S = ™

Index | Hame Start  Time End Ret. ime Offset Quantity Hesght Area | Ara %

[Min Mir Min [Min] [[% Areal [uV] | [pV.Min] i)

1 |UNKNOWN| 8.285| 8.800| 0.574 0000| 5049) 89368783 | 19B040.7| 50486

2 | UNKNOWHN | 12.074 | 12.617 | 13.468 0.000 40,51 | 6265054 | 1851220 | 40514

Tatal 100,00 | 15634837 | 204072,6 | 100,000

Chromatogram : CV-932-p1_ADH_9010_flow1_21
Data file: CV-832-p1_ADH_B010_flow1_21.DATA

Method: HPLC1_ADH_8010_flow!_acq_40
Date: 06.02.2012 17:52:33

e Cl

H
i
I

e EtO

(0]

Total 100,000




Chromatogram : EF212P1_ADH_9010_flow1_71234

Data file: EF212P1_ADH_0010_fiow1_71234.DATA
Method: HPLC1_ADH_0010_flow1_scq_80
Date: 12.02.2012 17:1748

i 0 YD Pt 1 AT -t L

i
]
[S— Br N
—
PR
S—— /I\L OH
nas oo EtO” ~O
e
—
P——
i
p—
g ]
p—
I,
]
X X
w E 3 =
SRR
T ¥ ] 5 x = 7 = " P 3 = - e T
Index | Mame Start  Time End Ret. time Offsat w Area | Area e
[Min] | [Min] | [Min] [Min] |[% Area] [w] | [uV Min] []
1 UNEMOWRN | 8763 | 09,333 | 10,124 0,000 50,82 | 1003759,2 | 2236124 | 60818
2 | UNKMOWHN | 13,547 | 14,108 | 15,052 0,000 4918 8278048 [ 2164127 40,182
Tatal 100,00 [ 16215640 [ 440025 1| 100,000
Chromatogram : CV947-p1_ADH_%010_flow1_111
Data file: CV347-p1_ADH_D010_flow1_111.DATA
Method: HPLC1_ADH_8010_flow1_acg 60
Date: 10.02.2012 21:07:00
Br N
N ; OH
EtO0" ~O
e =) = R i & -
- T ¥ = - = % = P e
Index| Name Start _Time  End Ret fime Offset Quanfity  Height  Area Area %
[Min] | [Min] [ [Min] [Min] [[% Area] [ | [V Min]
1 |UNKNOWN | 8.616| 0.308 | 10.500 0.000 95,30 | 278600.1 [ 52301.3 | 95385
2 | UNKMNOWN | 13,574 | 14,025 | 14,628 0,000 4,81 B8009.8B | 25342 4814
Total 100,00 | 235618.6 | 54025.5 | 100,000 |




Chromatogram : EF195-F2_ ADH_9010_flow1 2

Data file: EF185-F2_ADH_8010_fiow1_2 DATA
Method: HPLG1_ADH_8010_flow1_acq_80
Date: 25.02.2012 15:40:33

D L o

1.008.505]
wsa.000]
om0
non.sao}
ERER!
PEEREE:
asa.500]
24 mon)
soa.000}
nsa.z0s]
=ma.zas]

sa.000]

R PSP ENIRr S || (TR, ¥

MeO.

OH

Time End Area‘s
[Min]
10,992
23,050

W]
10,505
22285

[Min]
11,855
24,161

- [

Total

Chromatogram : CV953-p1_ADH_%010_flow1_111
Data file: CVE53-p1_ADH_8010_fiow1_111.DATA

Method: HPLC1_ADH_0010_flow!_acq_80
Date- 28.02.2012 16:18:20

e R R R T

Win

MeO.

OH

[Min]

Min]

End Ret. time Offsat

in]

[Man]

[ Areal

b I ek

[1V]

il

e

Ama %

UNKNOWN

10.376

10.067

11.680

0.000

08.34

T02430.0

103273.1

UNKNOWRN

22,538

22,850

23,400

0,000

1.68

7358

32680

1,663

_[%]|
08337

100.00

716754.6

196541,1

100,000




Chromatogram : EF207P1_ADH_9010 flow1 7

Data file: EF207P1_ADH_9010_fiow1_7.DATA
Method: HPLG1_ADH_8010_flow1_acq_80
Date: 11.02.2012 01:17:58

B o1 afe 801 et T AT - s s e

PETAp

8. nnd

s.ong
prae
pray

s "

-

OH

3

Min] | _[Min] | _[Min] M|

[V Min]

| I
UNKNOWN | 7.174 | 7.533 | B.105 0.000| 50.38| 110078.4

221484

50377

UNKNOWN | 19,161 | 18.775 [ 20,714 0.000] 48.62) 480371

21817.3

48,623

Total 100,00 | 188015.5

43065.7 | 100.000

Chromatogram : CV956-p1_ADH_9010_flow1_333
Data file: CVE56-p1_ADH_8010_fiow1_333.DATA

Method: HPLC1_ADH_0010_flow!_acq_40
Date: 28.02.2012 18:03:50

Evmtan e e e

ails
bbbh
aafd
ML

[Min] |_[Min] %]
d 04,334

2 | 18,350 18,758 | 18,187 i)

Bl

Total 100,000




Chromatogram : EF208P1_ADH 9010 flow1 2

Data file: EF208P1_ADH_0010_flow1_2 DATA

Method: HPLC1_ADH_8010_flow1_acq_80

Diate: 10.02.2012 18:028:56

B o1 _afe_ws1o_n.

ea.cac]
wea.cac
nza.za0]
nea.zas]
Erapes
7oa.oa0}
naa.cas
nea.cas
as0.oa)
ca.cad
asa.ca0}
aoa.za0}
asa.cas]
aca.cas]
sa0.oox]
son.za
0. oac}

sa.co0]

-s0.00c]

UNKNOWN

UNKNOWN

200054.4

Ara %

[uv] | [pW.Min] i
186833.4 | 40.482

50.518

Total

Chromatogram : CV958-p1_ADH_9010_flow1 51

Data file: CV858-p1_ADH_D010_flow1_51. DATA

Method: HPLC1_ADH_8010_flow!_acq 40

Date: 27.02.2012 12:18:17

wESEe1_afie_wSio_n,

JOTTET.E

1 B1EATA - e U S

100

2512

100,000




Chromatogram : CV986-p1_ADH 9010 _fiow1 71

Data file: CVO86-p1_ADH_0010_fiow1_71.DATA
Method: HPLC1_ADH_0010_flow!_acq_30
Date: 20.05.2012 20:45:09

e 1A D 1S 1T AT s i T

HH
i
L.

ul
ol
ol
i
ol
ol

i

B
g
B

Chromatogram : CV1020-f4 ADH_9010_flow1 2

Data file: CV/1020-f4_ADH_8010_flow1_2 DATA
Method: HPLC1_ADH_8010_flow!_acq_40
Date: 01.06.2012 15:58:28

Min

e W IBID e SDD ] 3.EATA - dmtem Y T

&30.a00]
sam nes]
430,300
40.a00]
xum mnd
#40.000]
am aes]
1ammee]

= | 1

End _Area %
| )| [%]]
1 | 6.454] 6,825 7.464| B4.600
2 [14.330] 14600] 15.031] 5310

;
o
o

Total 100,000




Chromatogram : EF209P1_ADH 9010 flow1 4
Data file: EF200P1_ADH_B010_flow1_4.DATA

Method: HPLC1_ADH_8010_flow1_acq_80
Date: 10.02.2012 23:12:29

B o 1 a e 80 1E et 4 AT - s s e

| [Ma]) | V]|
UNKNOWN | 6.560 | 5.833 | 7.420 0,000 5047 | 5745201
UNKNOWN | 18.377 | 18,625 | 20,183 0,000 4053 200758.5

Total 100,00 | 775275.6

Chromatogram : CV959-p1_ADH_9010_flow1 444

Data file: CV858-p1_ADH_DO10_fiow1_444.DATA
Method: HPLC1_ADH_8010_flow!_acq 40
Date: 27.02.2012 18:51:01

W w1 A $E1D fewl 448 EATA - desee UV 3

1as.and
130,000
138 n00d

= NI on

= oo Y

as.and
Pr—
prapey

18000
10,000
000,

-a_ono] &

u|
|
i
H
B
|
§

Index| Start| Time  End Ama %
TMin] | _[Min]| [Mn] T
1 | .24 5,858 7.378| 06,748
2 | 17.836| 1646718127 3252




Chromatogram : EF215-p1_ADH 9010 flow1 555

Data file: EF215-p1_ADH_B010_flow1_555 DATA
Method: HPLC1_ADH_0010_flow]_scq 40
Date: 28.02.2012 16:07:23

o 10 e BEE BT - S v S

g Non

OH

Ph

2

T

12.521 | 13,167

g
J

[Man] [%]
14,330 [ 48,851
33,780 | 34.802 [ 38.215] 50,148

l
=

Miin

Chromatogram : CV960-f1_ADH_8010_flow1 771

Data file: CVG60-FI_ADH_B010_flow1_771.DATA
Method: HPLC1_ADH_8010_flow!_acq_80
Date: 28.02.2012 00:19:34

EONRSOrY_ALH_#O 1B w1 TT1.EMATA - st 3

X
N OH
PG
~
EtO” "O 'Ph
L__,; ‘_AJ\_} X,
3
= = 0 = = = = = P ES = = = = =

Name St Time  End Ret fime Offset _Height  Area Ama%
Min [Mirt Min [Min] | % Areal V] | [V Min &
UNKNOWN | 12.756 | 13.202 | 14.188 0.000| ©423)368506 [11182.5 | 04.781
UNKNOWN | 37183 | 37.702 | 35550 0.000 572 B73.5 6783 5718
Total 100,00 | 366241 | 11850.8 | 100,000



Chromatogram : EF231-4 ADH_9010_flow1_4
Data file: EF231-4_ADH_D010_flow1_4.DATA

Method: HPLC1_ADH_0010_flow1_scq_40
Date: 06.03.2012 23:53:54

22 n

]

bbb

g888
I

alle] -
:

| [Min]] [Man] |
1] 5 6.483| 7.025] 51,871
2 | 18182 | 16,775 18,711 46,120

Chromatogram : CV961-2_ADH_9010_flow1_2
Data file: CV881-2_ADH_8010_flowi_2 DATA

Method: HPLC1_ADH_8010_flow!_acq 40
Date: 14.03.2012 10:58:38

IV AT DD w1 3 AT - daaee Y 3

ws0.000]
#oc.0o0)
7om.no]
nsc.ooa]
oo
ase pes]
sen.nos]
asa.0og]
400,000
720,000

.o

= il .

2 | 18.050) 18.417 ] 18,




Chromatogram : GV987-p1_ADH_9010_flow1_91
Data file: CVEE7-p1_ADH_DO10_flow1_01.DATA

Method: HPLC1_ADH_8010_flow1_acq_30
Date: 20.05.2012 21:50:35

w1 _afie_wmio_n,

181EATA - dmeme U T

wan oo
mao_ood
sun oo
—
r—

B @Eli
EE'E
&

Bz

L)
B
g
5l;
E
8

Chromatogram : CV1021-f4_ADH_9010_flow1 21

Data file: CV1021-f4_ADH_B010_flow1_21.DATA
Method: HPLC1_ADH_8010_flow!_acq_40
Date: 01.06.2012 22:40:00

EV 1D re A 0 NE Mae] S1.EATiA - 8 L 1

msc_ond)
+as-and]
Prapes:
wac_and]
ang.occ}
s00.aed)
285m0}
PR
asc_and]

smo_oed

s o S

OH

i
Bl
il

in]
178
2 | 15186 1

-
[~

g




Chromatogram : CV1066-p1_ADH_S010_flow1_2112
Data file: CV1066-p1_ADH_S010_flow1_2112 DATA

Method: HPLC1_ADH_8010_flow1_acq_80
Date: 20.06.2012 11:35:40

o ey i 1 e 115 FAT - Smame w1

s EtO

Min

Index| Stat Time Emnd Ara%
[Min] | [Min] | [Min

1 |7.784)8.200 [ B.576 | 48.080
2 |8.022(0.242 |0.747| 50.820

:

Total 100,000

Chromatogram : GV1206p1_ADH_9010_flow1_55555
Data file: CV/1206p1_ADH_8010_flow!_55555 DATA

Method: HPLC1_ADH_8010_flow!_acq_40
Date: 05.08.2012 16:48:17

S IR Al #0718 - smamm v 3

7.781|8.175 | B.EIT | 08.584
5030)0.242 | 0.521| 3416




Chromatogram : CV1211_ADH 973 flow1 21

Data file: CV1211_ADH_873_fiow1_21.DATA
Method: HPLC1_ADH_073_flowl_acq 50
Date: 12.08.2012 11:11:31

Chromatogram : CV-1205_ADH_973 flow1_5672
Data file: CV-1205_ADH_973 flow1_5672.DATA

Method: HFLC1_ADH_873_flow1_acq 50
Date: 06.09.2012 22:03:08

VBB WY P | ST ELATA - diimem L 1

OH
= i
- e =

OH

Index| Start| Time End Area %
[Miin] | [Min]| [Mn] %]
22358 23,287 | 23602| 4238
2 | 23602 24,200 | 25,607 | 05782

Total 100,000




Chromatogram : CV-1218-p_ADH_973 flow05 30115

Data file: CV-1218-p_ADH_B73_flow05_30115.DATA
Method: HPLG1_ADH_873_flow05_acq_30
Date- 17.08.2012 18:28:08

EW-BI NS A T3 flewDS 407110.£1ATA - Jeses Wy E

am.aog]
P
P
Prg—
Prg—
-
P
2a_o00]
23 oool
20.000]
pp—
pp—
24_000]
p—

e
38.000]
24_n00]
3.000]
20,000
e
18_oag;
1a.nme]
-
18

|
amn|
2|

-2.mmg]
-

-1e.med]
R

Chromatogram : CV-1217p_ADH_973 flow05_3042
Data file: CV-1217p_ADH_0873_flow05_3042 DATA

Method: HPLC1_ADH_873_flow5_acq_30
Date: 17.00.2012 15:47:36

[Min]| [Mn] [%]

25,125 | 26,591 | 06,230

Total 100,000




Chromatogram : CV-1215-p2 ADH 973 flow05 3022

Data file: CV-1215-p2_ADH_873_flowD)5_23022 DATA
Method: HPLG1_ADH_873_flowd5_acq_30
Date: 17.08.2012 16:20:18

Ev-1an, o873 D AGE L EATA - S S

2 | 14.293) 15008 ] 15,360 | 58.758

Chromatogram : CV-1216-p2_ADH_973_flow05_ 23451

Data file: CV-1216-p2_ADH_873_flowD5_23451 DATA
Method: HPLC1_ADH_073_flow05_acq_80
Date: 14.08.2012 12:06:02

[Min] | [Min}{ [Min] [%]]
13,598 | 13875 14377 | 3338
14,544 | 15633 16.588 | D6.681

Index| Start| Time End Area %
1
2




[

Chromatogram : CV-3-p2_ADH_9010_flow1_333
Data file: CV-3-p2_ADH_9010_flow1_333.DATA

Method: HPLC1_ADH_9010_flow1_acq_40
Date: 24.04.2012 13:31:46

SV-3-p2_ADH_SC010_flow!_333 DATA - Jasco UV 1

OH
i-Bu0” ~O

Index  Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

8,223

5,700

9421

50,022

10,888

11,408

12,149

49,978

Total

100,000

Chromatogram : CV-11-p2_ADH_9010_flow1_555

Data file: CV-11-p2_ADH_9010_flow1_555.DATA
Method: HPLC1_ADH_9010_flow1_acq_40
Date: 24.04.2012 14:39:43

(N

£40.00!

SV-11-p2_ADH_SC10_flowl_S55.04TA - Jasco UV 1

£20.00!
500.00:
S50.00:
550.00:
540.00:
520.00:
500.00:
480.00!
+50.001
440.00!
420.001
400.00!
3850.00!
250.00:
340.00!
320.00!
200.00:
280.00!
250.001
240.00!
220.00!
200.00!
1£0.00
180.00
140.00
120.00
100.00
£0.000;
50.000;
40.000
20.000

-20.00
-40.00

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

2,309

8,633

9,003

9,078

10,660

11,283

12,227

90,922

Total

100,000




[

Chromatogram : CV-919-p2_ADH_9010_flow1_61
Data file: CV-919-p2_ADH_9010_flow1_61.DATA

Method: HPLC1_ADF|_90'I 0_flow1_acq_30
Date: 06.01.2012 21:32:01

540,00
520.000)

CV-S13-p2_ADH_S010_flowl_51.0ATA - Jasco UV 3

500.000]
Sa0.000]
SE0.000]
S40.000]
520.000]
500.000]
4a0.000]
480,000
440.000]
420,000
a00.000]
3a0.000]
260.000]
340.000]
320.0004
300.000]
2a0.000]
2E0.000]

180.000
1£0.000
140,000
120.000
100,005
#0.00f
s0.o0|g
<0.00|
20.00|

Cl

Cl N OH

-20.001
) gl E E] E3 T 6 G

Index_ Start

[Min]
10,289
2 16,054

Time
[Min]
10,908
16,567

End
[Min]
12,025
17,975

Area %

[%]
50,641
49,359

Total

100,000

Chromatogram : CV-916p2_ADH_9010_flow1_81

Data file: CV-316p2_ADH_9010_flow1_81.DATA
Method: HPLC1_ADH_9010_flow1_acq_30
Date: 06.01.2012 22:37:27

SV-318p2_ADH_S010_flowl_s1 DATA - Jasco UV 3

Cl

Cl N OH

o T

EtO

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

10,413

10,933

11,715

97,081

16,581

16,958

17,417

2,909

Total

100,000
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Chromatogram : CV-920p1_ADH_9010_flow1_234

Data file: CV-520p1_ADH_9010_flow1_234 DATA
Method: HPLC1_ADH_9010_flow1_acq_60
Date: 11.01.2012 20:31:15

SV-320p1_ADH_S010_flowl_234 DATA - Jasco UV 1

1.050.000)
1.000.000]
ss50.000)
soc.00d]
ss0.00d]
500,000
7s0.000]
voo.oad]
s50.000]
soc.00d]
ss0.000]
s00.004)
4s0.000f
400.000]
250.000]
300.000]
2s0.000]
200.000)
150.000)
100.000)
sc.000]
of

OH

gl = E} = 5 6

Index  Start  Time End Area %

Min] | [Min]| [Min] [%]
10,031 10,550 | 11,142 | 48,102
2 [ 11,426[11,908 12,727 | 51,898

Total 100,000

Chromatogram : CV-917p1_ADH_9010_flow1_789

Data file: CV-917p1_ADH_9010_flow1_T89.DATA
Method: HPLC1_ADH_S010_flow1_acg_30
Date: 11.01.2012 21:56:13

]

17p1_ADH_S010_flow!_789.DATA - Jasco UV 1

=7

450.000
420.000]
420.000]
400.000]
250.000]
250.000]
240.000]
220.000]
200.000]
280.000]
280.000]
240.000]
220.000]
200.000]
160.000)
160.000)
140.000)
120.000)
100.000;
80.000]
50.000]
20.000]
20.000]
of

-20.004}

i S E] E3 5 &

Index  Start  Time End Area %
Min] | [Min]| [Min] [%]
1 10,206 | 10,542 | 10,912 5,077
2 | 11,367 [ 11,867 [ 12,596 | 94,923

Total 100,000
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M

Chromatogram : CV999-p1_ADH_9010_flow1_5551
Data file: CV999-p1_ADH_9010_flow1_5551 DATA

Method: HPLC1_ADH_9010_flow1_acq_40
Date: 09.05.2012 20:51:33

CVES3-p1_ADH_S010_flowl_S551.0DATA - Jasco UV 2

=70.000] A
z£0.000] |
zs0.000] |
240.000] |
=20.000] | |
=2z0.000]
210.000)
200.000] | |
120,000 |
180.000
170.000] |
160,000
150,000
140.000]
120.000] |
120.000]
110.000]
100.000
=0.004
#0.000
70.000] |
£0.004 I
=0.004
40000
20,004
20,000 11 |
10.0040 [ [

i-Bu0” ~O

Y

OH

-10.000) B -
-20.000

T = E E) = 5 ki & E] 10 T

Start  Time
[Min] | [Min]
6,563 | 6,975
2 |8.364|5817

Index End
[Min]
7474

9.606

Area %

[%]
49,388
50,612

Total 100,000

Chromatogram : CV1002-p1-ADH_9010_flow1_acq604123

Data file: CV1002-p1-ADH_5010_flow1_acq604123.DATA
Method: HPLC2_ADH_9010_flow1_acqgB0
Date: 11.05.2012 12:07:52

1800 SV1002-p1-ADH_3010_flowl_acgel4123.0ATA - Jasco Analog Shannal 2

37.00c!
25000} 1
35.000;

34.000] |
33.000;
32000 |
31.000]
30.000;
232,000} | | B
28000

27.000; =
25.000;

25,000
24.000; |1
23.000;

22.000;
21.000]
20.000] |
130008

155.000] |
17.000]

15.000] |
15.000]

14.000]
13.000]
12.000]
11.000]
10,0008 |
= 00d]

s_000]
7000 |
s.00d]
5.000; |
40003 |
3.00d] |
2.000] |
1.000]

-1.000] =

-2.000]
-3.000

T = E}

B 10 11
rAIn

72

Index

Name

Start

Time

End

Ret. time Offset

Quantity

Height

Area

Area %

[Min]

[Min]

[Min]

[Min]

[% Area]

vl

[WY.Min]

[%]

UNKNOWN

7015

7,225

7,589

0,000

4,01

20117

3626

4,007

UNKNOWN

8,667

9,150

9,933

0,000

95,99

364251

2687.8

95,993

Total

100,00

38436.8

9050.4

100,000
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M

-10.000}

Chromatogram : EF193_P2_ADH_9010_flow1_3

Data file: EF193_P2_ADH_S010_flow1_3.DATA
Method: HPLC1_ADH_8010_flow1_acg_60

Date: 26.01.2012 18:30:55

EF133_F2_ADH_S010_flowl_3 DATA - Jasco UV 2

260.000
250.000]
240.000]
230.000]
220.000]
z10.000]
z00.000]
190,000
160.000;
170.000;
160.000;
150.000)
140.000)
130,000
120.000)
110.000)
100.000;
50.000]
80.000]
70.000]
50.000]
=0.000]
40.000}]
20.000]
20.000]
10.000]

-10.000
-20.000
-20.00

:_......_.__._._l\,.-.—-mﬂ—a\-—.lL._,_n__,w'l k&

EtO" O

Index_ Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

1 9,669

10,300

11,281

50,199

2 126501

28,167

29,814

49,801

Total

100,000

Chromatogram : CV-930-p2_ADH_9010_flow1_3

Data file: CW-930-p2_ADH_9010_flow1_3.DATA
Method: HPLC1_ADH_9010_flow1_acq_40
Date: 03.02.2012 20:48:19

SV-330-p2_ADH_S010_flow1_3 DATA - Jasco UV 3

) L]

m
1
b
"

)
|
¥

20.000

£5.000

£0.000

Ts.000

To0.000

55.000

50.000

55.000

50.000

45.000

40.000

25.000

20.000

=2s5.000

=20.000

15.000

10.000

5.000;

-5.000

Index  Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

9,835

10,325

10,868

9,172

2 23512

30,100

32,025

90,828

Total

100,000

8 EC] R = E 35
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Chromatogram : EF280_4_ADH_9010_flow1_777
Data file: EF280_4_ADH_9010_flow1_777.DATA

Method: HPLC1_ADH_9010_flow1_acq_30
Date: 16.06.2012 22:33:02

EF2a0_&_ADH_3010_flowl1_T77.DATA - Jasco UV 2

210.000)
200.000] |
250.000
2a0.000 |
270.000 |
2e0.000 |
250.000
240,000 |

OH

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

a1a2

8,550

9,081

49,692

19,618

20,408

21,446

50,308

Total

100,000

Chromatogram : EF282-3_F4_ADH_9010_flow1_1

Data file: EF282-3_F4_ADH_5010_flow1_1.DATA
Method: HPLC1_ADH_9010_flow1_acq_30
Date: 21.05.2012 00:01:32

(N

EFZ82-3_F4_ADH_S010_flowi_1.0ATA - Jasco UV 2

sz0.000f
soo.00q
4a0.00q]
450.000
440.00d]
420.00q)
400.00q
3a0.000
250.000
240.000
320.00q
300.000
2a0.000
250.000
240.000)
220.000
200.000
120.000]
150.000]
140.000]
120.000]
100.00d]
20.000

0.0
ac.ocfg
0.0

G

-z0.000]

E]

I

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

8,151

8525

8,926

4.236

18,750

19,892

21,446

95,764

Total

100,000
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Chromatogram : EF194P2_ADH_9010_flow1_5
Data file: EF194P2_ADH_9010_flow1_5.DATA

Method: HPLC1_ADH_S010_flow1_acg_60
Date: 27.01.2012 18:02:31

EF194F23_ADH_S010_flowl _5.DATA - Jasco UV 2

1.050.000
1.000.000]
s50.000)
soc.00d] NOZ
s50.000]
s00.000]

Tsc.0od

7oo.ood N OH

&s0.000] /&

500.000) EtO 9)
ss0.000) f

soc.00d] |1

450,000 |
«oo.0od] | | )
250.000] | ! i
300.000) : I
2s0.000] | | I
200.000)
150.00] I \
100000 | [
so0.000) (o 1 b
J AN A / X

-so.00d

= E3 5 & 0 {3 12 3 s 30 2= = =5 28 E
N

Index  Start  Time End Area %

[Min] | [Min] [ [Min] [%]
13,916 | 14,558 | 15,612 | 49,986
2 | 19,558 20,400 21,531 | 50,014

Total 100,000

Chromatogram : CV951R-p1_ADH_9010_flow1_999
Data file: CVI51R-p1_ADH_9010_flow1_999.DATA

Method: HPLC1_ADH_9010_flow1_acq_60
Date: 27.02.2012 21:11:22

CVES1R-p1_ADH_3010_flow1_S93.DATA - Jasco UW 1

=00.000,
220,000 |‘|
2a0.000

270.000 ||
ze0.000 I|
220,000 I
240.000 Hi
220.000 | |
220.000 I
=10.000

200.000 | |
120.000

180,000 I
170.000] ||
180.000 .
150.000 I |
140.000 |
120.000 | |

120.000] |
110.000] |
100.000] | |
s0.009] |
&0.000) | |
70.004 |
£0.009 |
=0.009

40007 ||'lI

2200 II |'
z0.00f ! 1

1 :.OEE} | J'| J

-10.000%

i
=

T= 5 4 & & F 6 & 10171 12 12 14 12 18 17 18 15 20 27 22 27 o4 35 55 57 o8 o 50 31 32 33 34 35 35 37 56 30 20 41 22 43 42 25 46 47 28 45 50 51 52 53 &2 55 55 57 B4 55 B
(LY

Index  Start  Time End Area %
Min] [ [Min]| [Min] [%]
15,558 | 16,067 | 16,736 5,535
2 |41715)| 43,875 | 46,860 | 94465

Total 100,000
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Chromatogram : EF196_P2_ADH_9010_flow1_5

Data file: EF196_P2_ADH_3010_flow1_5.DATA
Method: HPLC1_ADH_9010_flow1_acq_6&0
Date: 26.01.2012 20:03:37

EF136_P2_ADH_S010_flowl_S DATA - Jasco UV 2

500.000f
480.000]
450.000)
440.000)
420,000
400.000;
280.000]
250.000]
240.000]
220.000]
200.000]
280.000)
260.000)
240.000)
220.000)
200.000
180.000]
160.000]
140.000]
120.000]
100.000]

80.000;

50.000]

40.000]

20.000]

Cl

OH

-z0.000
-40.000]
-£0.000

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

10475

11,208

12211

48 615

26,343

27,842

20,876

51,385

Total

100,000

EE ] 3 8 20
rAIn

T
1
1
b

Chromatogram : CV-932-p2_ADH_9010_flow1_31

Data file: CV-532-p2_ADH_3010_flow1_31.DATA
Method: HPLC1_ADH_9010_flow1_acq_40
Date: 06.02.2012 18:17:09

CV-S32.p3_ADH_S010_flowl_31.04TA - Jasco UV 1

EL] =

1.050.000

1.000.000}

=s0.000]

500.000]

50.000]

200.000]

7s0.000]

700.000]

£50.000]

500.000]

550.000]

500.000]

450.000]

400.000]

250.000}

200.000}

250.000]

z00.000]

150.00,

100.00|

=0.00]

e T i

EtO

o I

-50.000%

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

10,909

11442

12,025

7,893

27,562

29,558

31,405

92,107

Total

100,000

i3 12 15 18 17 1a 13 =0 =1 =22 =3 24 35 25 27 28
rin
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Chromatogram : EF212P2_ADH_9010_flow1_91234

Data file: EF212P2_ADH_9010_flow1_91234 DATA

Method: HPLC1_ADH_S010_flow1_acg_60

Date: 12.02.2012 18:20:32

EF212P2_ADH_3S010_flow1_S1234 DATA - Jasco UV 3

Br

OH

= 3

¥

=] S )

in

30 EF

Index Name

Start

Time

End Ret. time Offset Quantity

Height Area

Area %

[Min]

[Min]

[Min]

[Min]

[% Area]

[V ] [WY.Min]

(%]

UNKNOWN

11,135

11,858

13,403

0,000

4942

248

302.9 | 2526509

49,421

2 |UNKNOWN

33,765

35,017

37,373

0,000

50,58

257

600,7 | 2585738

50,579

Total

100,00

1105!

9036 | 5112248

100,000

Chromatogram : CV947-p2_ADH_9010_flow1_222

Data file: CV947-p2_ADH_9010_flow1_222 DATA

Method: HPLC1_ADH_8010_flow1_acq_60
Date: 10.02.2012 22:09:43

SVE4T-pI_ADH_S010_flowl

22.DATA - Jasco UV 1

a0

=3

E

EtO

/&H

o)

Index  Start  Time

End

Area %

Min] [ [Min]

[Min]

[%]

11,157 | 11,8383

12459 | 14

589

2 32,355 34,592

36942 | 85

A01

Total

100,

000

a0

a5

da




Chromatogram : EF195-P1_ADH_9010_flow1_666

Data file: EF195-P1_ADH_5010_flow1_666.DATA
Method: HPLC1_ADH_9010_flow1_acq_60
Date: 27.02.2012 22:14:06

[

EF135-F1_ADH_S010_flowl_SS55.DATA - Jasco UV 2

MeO

OH

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

14,566

15,192

16,240

47612

40,785

42,367

43,822

52,338

Total

100,000

E

E)

£

&

Chromatogram : CV953-p2_ADH_9010_flow1_222

(N

-100.004)

Data file: CV953-p2_ADH_9010_flow1_222 DATA
Method: HPLC1_ADH_S010_flow1_acg_60
Date: 28.02.2012 17:01:07

SVES3-pI_ADH_S010_flowl

22.DATA - Jasco UV

500,000
540,000
550,000
sac.00d]
520.000
500.000]
4a0.000]
450,000
440,000
420,000
400.000]
340,000
350.000]
340,000
320.000
300.000
2a0.000]
250.000]
240,000
220,000
200.000]
180.000]
150.000]
140,000
120.000]
100.000] F
20.000] | '
s0.000]
40.000]
z0.000] i

-z0.000]
-40.000
-50.000
-20.000;

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%6]

14,504

15,083

15,868

6,618

39,483

41,483

43,636

93,382

Total

100,000

30

3a

]
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Chromatogram : EF207P2_ADH_9010_flow1_8
Data file: EF207P2_ADH_9010_flow1_8.DATA

Method: HPLC1_ADH_9010_flow1_acq_6&0
Date: 11.02.2012 02:20:42

EF207F2_ADH_SO010_flowl_s DATA - Jasco UV 3

200!
130.000 |
150.000}

170,000
150.000
150,000 |
120.000

120,000
120.004
119005 (.
100.000

5 7 B E

30
rAIn

Index Name Start| Time End Ret. time Offset Quantity Height Area

Area %

Min]| [Min] [ [Min] [Min] | [% Area] V]| [UV.Min]

[%6]

1 |UNKNOWN | 10,289 | 10,933 | 11,963 0,000 49,86 | 4042413 | 116907 .1

49 857

UNKNOWN | 13.450 ) 14,133 | 15434 0,000 50,14 | 310458,6 | 117579.9

50,143

Total 100,00 | 714699.9 | 2344387.0

100,000

Chromatogram : CV956-p2_ADH_9010_flow1_444

Data file: CV956-p2_ADH_9010_flow1_444 DATA
Method: HPLC1_ADH_9010_flow1_acq_40
Date: 28.02.2012 18:44:38

CVESS-pI_ADH_S010_flowl_d444 DATA - Jasco UV 32
155,000

150.004]
145,00
140.000]
125,000
120,000
125.000]
1z0.000]
115,000
110.000]
105000
100.000]
5,000
50.000;
&5.000
&0.000;
75.000
70.000
£5.000;
£0.000
55.000;
50.000
45.000;
40.000
25.000

5 5 7 [} El

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

10,484

10,833

11,361

16,873

13,346

13,850

14,766

83,127

Total

100,000

5 =20
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Chromatogram : EF208P2_ADH_9010_flow1_3

Data file: EF208P2_ADH_S010_flow1_3.DATA
Method: HPLC1_ADH_9010_flow1_acqg_60
Date: 10.02.2012 20:11:39

EF208F2_ADH_S010_flowl 3 DATA - Jasco UV 3

Chromatogram : CV958-p2_ADH_9010_flow1_61

Data file: CV958-p2_ADH_9010_flow1_61.DATA
Method: HPLC1_ADH_9010_flow1_acq_40
Date: 27.02.2012 13:01:00

SWSSs-p2_ADH_S010_flowl_51.DATA - Jasco UV 3

| - L - S
1 2 3 4 El & 7 & 9 10 R 12 13 14 15 15 17 1a 19 20
Min

Index MName Start| Time End Ret time Offset Quantity Height Area | Area %
Min]| [Min]| [Min] [Min] | [% Area] V1| [ev.Min [%]
1 |UMKNOWN| 8962| 967510383 0000] 4971| 822659.7 | 235067.1| 49,711
2 |UNKNOWN | 13,334 | 13,958 | 15,138 0,000 50,29 | 585982,0 | 237797.5| 50,289
Total 100,00 | 14086426 | 472864.6 | 100,000

3

P - it g el | gty e o bt

bpanammapyrmintinns gt —

:"é“_“w,—wmpw?/

LW NPNENSINEIERE ALY

5 €

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

9,132

9,533

10,124

11,735

13,009

13,767

14,587

88,265

Total

100,000
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Chromatogram : CV986-p2_ADH_9010_flow1_81

Data file: CV986-p2_ADH_9010_flow1_81.DATA
Method: HPLC1_ADH_9010_flow1_acq_30
Date: 20.06.2012 21:17:52

SWIES-p2_ADH_S010_flowl_s1 DATA - Jasco UV 1

©50.000]

=00.000]

as0.000]

800.000]

750.000]

700.000]

£50.000]

£00.000]

=50.000]

=00.000]

450.000]

400.0040]

250.000]

200.000]

250.000]

200.000]

150.000}

100.000}

=0.000]

-s0.000}

] =

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

1

7872

8,275

9,298

51,083

2

11,095

11,633

12,300

48,917

Total

100,000

Chromatogram : CV1020-f5_ADH_9010_flow1_3

Data file: CV1020-f5_ADH_9010_flow1_3.DATA
Method: HPLC1_ADH_9010_flow1_acq_40
Date: 01.06.2012 16:39:12

CVI020-f5_ADH_S010_flowi_3.DATA - Jasco UV 1

270.0004
260.000]
250.000]
240.000]
230.000]
220.000]
210.000]
200.000]
190.000)
180.000]
170.000]
160.000)
150.000]
140.000]
130.000]
120.000]
110.000
100.004]
50.000]
80.000]
70.000]
50.000]
=0.000]
40.000}]
20.000]
20.000]
10.000]

-10.000)
-20.000)
-20.00

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

1

7,692

8,192

8,731

21,863

2

10,748

11,442

12,286

78,137

Total

100,000
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Chromatogram : EF209P2_ADH_9010_flow1_5
Data file: EF209P2_ADH_8010_flow1_5.DATA

Method: HPLC1_ADH_9010_flow1_acq_60
Date: 11.02.2012 00:15:15

£80.00

EF20SF23_ADH_S010_flowl _5.DATA - Jasco UV 3

e50.000]
£40.000]
£20.000] i
£00.000]

ss0.000]
ss0.000] |
s40.000] |
=20.004]
s00.000]
2s0.000] |
250,000 |
240,000
220,000 |
200.009]

280.000] |
250.000]
240.000]
220,009

220.000
200.000]
160,000
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-50.00

-50.005

T =

5 ki

0} B

0
rAIn

T B

Index_ Name

Start

Time

End

Ret. time Offset

Quantity

Height

Area

Area %

[Min]

[Min]

[Min]

[Min]

[% Area]

Wv]

[0V _Min]

[%]

1 |UNKNOWN

8,356

8,967

9.655

0,000

49.44

653113.5

18393889

49,444

2 |UNKNOWN

13,406

13,883

15,235

0,000

50,56

4687557

1881296

50,556

Total

100,00

11218692

3721185

100,000

Chromatogram : CV959-p2_ADH_9010_flow1_888
Data file: CV959-p2_ADH_9010_flow1_888 DATA

Method: HPLC1_ADH_9010_flow1_acq_40
Date: 27.02.2012 20:36:27

SWESS3-p2Z_ADH_S010_flowl_sas DATA - Jasco UV 32
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Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

2,457

8,883

9487

16,134

12913

13,683

14,896

83,866

Total

100,000
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Chromatogram : EF215-4_ADH_9010_flow1_2

Data file: EF215-4_ADH_9010_flow1_2 DATA

Method: HPLC1_ADH_9010_flow1_acq_40
Date: 23.03.2012 17:12:15

EFZ215-4_ADH_S010_flowi_Z.DATA - Jasco UV 3
| N
|i N OH
| EtO/gO Ph
| n
I'I
|
\ [ i\
1 K 4
| 1 [
|Ii| D / “'\
| it I s
1/ SV, U S e T =
| - T
2.00 I]
-4.00
5.00
.00
-ta.eo 1 2 E) £ E 7 & E] 10 k5 2 13 14 5 1€ E 1a 15 I\A:IO =1 22 23 24 35 26 27 28 29 30 2 X 33 24 35 36 37 ERS =3

Index  Start  Time End Area %

[Min] | [Min] [ [Min]

[%]

1 17,893 [ 16,675 | 19,876 | 50,229

2 125,008 |30,408]32190 | 49,771

Total

100,000

Chromatogram : CV960-f2_ADH_9010_flow1_772

Data file: CV960-f2_ADH_9010_flow1_772.DATA
Method: HPLC1_ADH_S010_flow1_acg_60
Date: 28.02.2012 01:22:18

CVSED-T2_ADH_3070_flowl_T72.DATA - Jasco UV 3

~
I| 'I EtO O Ph
|
B
|l
|
” l |I
'
I
| |
‘ I
.
i [
| I .
[ [ |
|| I| | : |
| \
- AW )\
:,_.,__....,,..,.,;lk..u\._...._,l [ Aorpm w)' e s
!i
3 4 E & 10 2 3 16 1a 20 22 =3 5 26 =0 32 EXS =5 38
Min
Index Name Start| Time End Ret time Offset Quantity  Height Area | Area %
[Min] [Min] [Min] [Min] | [% Area] V] | eV .Min] [%%]
1 UNKNOWN | 17.789 | 18,633 | 19,649 0,000 1412 | 81322 36957 14122
2 |UNKNOWN [ 29194 | 30,625 | 32417 0,000 85,88 | 28675,1 | 22480,7 | 85878
Total 100,00 | 368073 | 261774 | 100,000
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Chromatogram : EF231-6_ADH_9010_flow1_5
Data file: EF231-6_ADH_9010_flow1_5.DATA

Method: HPLC1_ADH_9010_flow1_acq_40
Date: 07.03.2012 00:36:37

EF231-5_ADH_S010_flowi_S.DATA - Jasco UV 3

140.000)
135.000
120.000]
125.000 " N
120.004] I 1
115.000 |
110.000 I
105.000 |
100.000 | /&
25,000 | EtO (6]
50.000] |
55.000] | |
50.000
75.000d | | |
70.000]
&£5.000; |
£0.000] |
55.000] | | |
=0.000] |
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+0.000d | | |
25.000] |
20.000] | |
25.000] |
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15.000]
10.000; | |
5.000] n o { \

el | g e gy b
-5.000
-10.003
-15.000 1
-20.000
-25.000

70
rAIn

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

7,686

8,108

8,760

50,312

11,281

11,658

12,355

49,688

Total

100,000
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Chromatogram : CV961-4_ADH_9010_flow1_3
Data file: CV961-4_ADH_9010_flow1_3.DATA

Method: HPLC1_ADH_9010_flow1_acq_40
Date: 14.03.2012 11:39:20

SVIS1-4_ADH_S010_flowl_3 DATA - Jasco UV 2

270,000
250.000
250,000
240.000 il

X
230.000
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=10.000] | N =Y

=200.000 /&H
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0.000] \ |
70.000] i

£0.000] i

s0.000] I |
20.000) |
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|3.c:|:w o rd e e
-10.000)
-20.000)

Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

7.934

5192

8,554

17,505

11,322

11,725

12,273

82,495

Total

100,000




Chromatogram : CV987-p2_ADH_9010_flow1_101

Data file: CV987-p2_ADH_9010_flow1_101.DATA
Method: HPLC1_ADH_8S010_flow1_acq_30
Date: 20.05.2012 22:23:18

(N

3850.00!

CVEET-p2_ADH_S010_flowl_101.DATA - Jasco UV 1

370.000]
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D e
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Index

Start

Time

End

Area %

[Min]

[Min]

[Min]

[%]

9,860

10,233

10,396

49,854

12,056

12,633

13,423

50,146

Total

100,000
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Chromatogram : CV1021-f5_ADH_9010_flow1_31

Data file: CV1021-f5_ADH_8010_flow1_31.DATA
Method: HPLC1_ADH_S010_flow1_acg_40
Date: 01.06.2012 23:22:43

(N

cvioz

1-75_ADH_3010_flowi_31.0ATA - Jasco UV 1
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o P e A% 3

Index
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Time

End

Area %

[Min]

[Min]

[Min]

[%]

9,897

10,233

10,764

22,641

11,983

12,533

13,306

77,359

Total

100,000




