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General Information: Unless otherwise indicated, all compounds and reagents were
purchased from commercial suppliers and used without further purification. Proton
nuclear magnetic resonance spectra are recorded at 300 MHz. All chemical shifts (J)
are given in ppm. NMR spectra were recorded on Varian EM-360A, Varian EM90 or
Brucker AMX-300 NMR spectrometer. IR spectra were recorded on a Perkin-Elmer
983G instrument. MS or HRMS was recorded on a HP-5989A spectrometer. Melting
points were determined on a METTLER-TOLEDO FP62 melting point apparatus and
are uncorrected. HPLC analysis was carried out on WATERS equipment.

All Catalysts were prepared from our reported literature.'™

General procedure for the Michael reaction.

To a mixture of enone 2 (0.5 mmol), catalyst 3i (0.lmmol) and 4-nitrophenol (0.1
mmol) in CH,Cl, (1.0 mL) was added nitroalkne (1.0 mL) at ambient temperature.
After 24 h of stirring, the reaction mixture was quenched with 1 M aqueous HCI
solution, extracted with EtOAc. The combined organic layer was dried over Na,SOs,
filtered, and concentrated to afford the corresponding Michael adduct 4 after flash
column chromatography on silica gel (petroleum ether/Et,O as eluant).

4aa: (S)-5-methyl-5-nitro-4-phenylhexan-2-one *
NO,
White solid; [a]p % -30.9 (¢ 1.0, CHCls); m.p. 92-94°C; 'H NMR
o (300MHz, CDCl3) & 1.45 (s, 3H), 1.53 (s, 3H), 1.99 (s, 3H), 2.68 (dd,
J=13.6,17.1 Hz, 1H), 3.09 (dd, J=10.2, 17.1 Hz, 1H), 3.92 (dd, J =
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3.3, 10.5 Hz, 1H), 7.17-7.31 (m, 5H); Enantiomeric excess: 88%, determined by
HPLC (Chiralpak OD column, hexane/i-PrOH 95:5, flow rate 0.7 mL/min, tmajor =31.4
min, tminor = 33.3 min, A =214 nm).

4ab: (S)-4-(4-fluorophenyl)-5-methyl-5-nitrohexan-2-one
NO,

Colorless oil; [a]p** -32.7 (¢ 1.0, CHCLs); '"H NMR (300MHz, CDCl5)
o 0 1.44 (s, 3H), 1.51 (s, 3H), 2.00 (s, 3H), 2.70 (dd, J = 3.3, 17.1 Hz,
1H), 3.03 (dd, J = 10.5, 17.1 Hz, 1H), 3.89 (dd, J = 2.7, 10.2 Hz, 1H),

F

6.93-6.99 (m, 2H) , 7.12-7.17 (m, 2H); °C NMR (CDCl;, 100MHz) &

22.9, 25.5, 30.5, 44.2, 48.2, 91.1, 115.7 (d, *Jer = 21.0Hz), 130.9(d, *Jcr = 8.1Hz),
133.7 (d, *Jer = 3.6Hz), 162.4 (d, 'Jop = 245.8Hz), 205.2; IR (neat): 3046, 2995, 2950,
1720, 1605, 1535, 1511, 1229, 1163, 848, 819 cm™'; HRMS calc. C3H;40;NF (M"):
253.1114. Found: 253.1115. Enantiomeric excess: 91%, determined by HPLC
(Chiralpak AD column, hexane/i-PrOH 100:1, flow rate 1.00 mL/min, tmajor = 34.5min,
tminor = 32.0 min, A = 254 nm).

4ac: (S)-4-(4-chlorophenyl)-5-methyl-5-nitrohexan-2-one*

NO,
Colorless oil; [a]p ' -35.2 (¢ 1.0, CHCLs); '"H NMR (300MHz, CDCl5)
o 0 1.48 (s, 3H), 1.54 (s, 3H), 2.05 (s, 3H), 2.74 (dd, J = 3.3, 17.1 Hz,
1H), 3.04 (dd, J = 10.5, 17.1 Hz, 1H), 3.90 (dd, J = 3.6, 10.8 Hz, 1H),
Cl

7.13 (d, J = 8.1 Hz, 2H), 7.28 (d, J = 9.3 Hz, 2H); Enantiomeric

excess: 90%, determined by HPLC (Chiralpak AD column,
hexane/i-PrOH 90:10, flow rate 1.00 mL/min, tmajor =11.8 min, tminer = 10.7 min, 4 =
254 nm).

4ad: (S)-4-(3-chlorophenyl)-5-methyl-5-nitrohexan-2-one
NO,

Colorless oil; [a]p ' -33.1 (¢ 1.0, CHCLy); 'H NMR (300MHz,
O  CDCls) & 1.45 (s, 3H), 1.52 (s, 3H), 2.02 (s, 3H), 2.70 (dd, J = 3.3,
17.7 Hz, 1H), 3.05 (dd, J = 10.5, 17.4 Hz, 1H), 3.89 (dd, J = 2.7,
Cl

10.8 Hz, 1H), 7.05-7.08 (m, 1H), 7.16 (s, 1H), 7.20-7.22 (m, 2H);
1>C NMR (CDCls, 100MHz) & 22.9, 25.7, 30.6, 44.0, 48.5, 91.0, 127.7, 128.3, 129.4,
130.0, 134.5, 140.2, 204.9; IR (neat): 3651, 3422, 2994, 2951, 1715, 1596, 1537,
1471, 1373, 1164, 1084, 851, 780, 700 cm”; HRMS calc. C;3H;c0sNCl (M"):
269.0819. Found: 269.0818. Enantiomeric excess: 87%, determined by HPLC
(Chiralpak AD column, hexane/i-PrOH 100:1, flow rate 1.00 mL/min, tmajor = 24.8
min, tpinor = 22.2 min, A = 254 nm).

4ae: (S)-4-(2-chlorophenyl)-5-methyl-5-nitrohexan-2-one

NO,
Colorless oil; [a]p ** -42.0 (¢ 1.0, CHCLy); '"H NMR (300MHz,
cl 0O
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CDCl3) 6 1.52 (s, 3H), 1.54 (s, 3H), 2.00 (s, 3H), 2.81 (dd, J= 3.6, 17.1 Hz, 1H), 3.02
(dd, J = 10.8, 17.1 Hz, 1H), 4.62 (dd, J = 3.3, 10.5 Hz, 1H), 7.08-7.11 (m, 1H),
7.16-7.20 (m, 2H), 7.37-7.40 (m, 1H); °C NMR (CDCls, 100MHz) § 22.2, 26.3, 30.2,
43.3, 449, 91.5, 127.3, 128.4, 129.1, 130.4, 136.2, 136.3, 205.2; IR (neat): 3067,
2994, 2950, 2870, 1714, 1571, 1536, 1472, 1438, 1164, 1036, 850, 757, 685 cm;
HRMS calc. Ci3H1s05NCl (M+): 269.0819. Found: 269.0824. Enantiomeric excess:
86%, determined by HPLC (Chiralpak AD column, hexane/i-PrOH 90:1 0, flow rate
1.00 mL/min, tmajor = 8.0 min, tminor = 8.4 min, 4 = 254 nm).

4af: (S)-4-(4-methoxyphenyl)-5-methyl-5-nitrohexan-2-one
NO,
Colorless oil; [a]p** -22.7 (¢ 1.0, CHCls); '"H NMR (300MHz, CDCl5)
8 1.43 (s, 3H), 1.51 (s, 3H), 1.98 (s, 3H), 2.63 (dd, J = 3.3, 17.1 Hz,
1H), 3.02 (dd, J = 10.5, 16.5 Hz, 1H), 3.73 (s, 3H), 3.85 (dd, J = 3.6,
10.8 Hz, 1H), 6.79 (d, J = 8.4 Hz, 2H), 7.08 (d, J = 8.7 Hz, 2H); °C
O NMR (CDCls, 100MHz) & 22.6, 25.7, 30.5, 44.2, 48.4, 55.4, 91.5,
114.1, 129.6, 130.4, 159.3, 205.7; IR (neat): 3668, 3647, 3420, 3038, 2996, 2955,
2839, 1705, 1612, 1583, 1538, 1515, 1470, 1241, 834 cm™; HRMS calc. Ci4H;004N
(M"): 265.1314. Found: 265.1311. Enantiomeric excess: 91%, determined by HPLC
(Chiralpak AD column, hexane/i-PrOH 100:1, flow rate 1.00 mL/min, tmajor = 61.5
min, tpinor = 75.3 min, A =254 nm).

3

4ag: (S)-5-methyl-5-nitro-4-(4-nitrophenyl)hexan-2-one*
NO,

White solid; [a]p % -43.0 (¢ 1.0, CHCls); m.p. 89-91°C; 'H NMR
(300MHz, CDCls) 6 1.48 (s, 3H), 1.55 (s, 3H), 2.05 (s, 3H), 2.84 (dd,
J=3.0,17.7 Hz, 1H), 3.13 (dd, J=10.8, 18.0 Hz, 1H), 4.01 (dd, J =
3.0, 10.8 Hz, 1H), 7.37 (d, J = 9.0 Hz, 2H), 8.12 (d, J = 8.4 Hz, 2H);

NO, Enantiomeric excess: 91%, determined by HPLC (Chiralpak AD
column, hexane/i-PrOH 90:10, flow rate 1.00 mL/min, tmajor = 53.2 min, tminor = 34.3
min, 4 =254 nm).

o3

4ah: (R)-4-(furan-2-yl)-5-methyl-5-nitrohexan-2-one*
NO,
Colorless oil; [a]p** -28.3 (¢ 1.0, CHCLs); '"H NMR (300MHz, CDCl5)
1 5147 (s, 3H), 1.54 (s, 3H), 2.05 (s, 3H), 2.50 (dd, J = 2.7, 16.8 Hz,
2% 1H), 3.07 (dd, J = 11.4, 17.1 Hz, 1H), 4.09 (dd, J = 3.0, 10.8 Hz, 1H),
= 6.15 (d, J = 3.0 Hz, 1H), 6.26-6.27 (m, 1H), 7.29-7.30 (m, 1H);
Enantiomeric excess: 88%, determined by HPLC (Chiralpak AD-H column,
hexane/i-PrOH 80:20, flow rate 0.60 mL/min, tmajor = 9.1min, tminor = 8.8 min, 4 =254
nm).

4ai: (S)-6-methyl-6-nitro-5-phenylheptan-3-one*
NO,

]
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Colorless oil; [a]p** -17.7 (¢ 1.0, CHCLs); '"H NMR (300MHz, CDCl3) & 0.87 (t, J =
7.2 Hz), 1.45 (s, 3H), 1.54 (s, 3H), 2.14-2.43 (m, 2H), 2.65 (dd, /= 2.4, 17.1 Hz, 1H),
3.08 (dd, /=10.5, 16.5 Hz, 1H), 3.92-3.96 (m, 1H), 7.16-7.27 (m, 5H); Enantiomeric
excess: 90%, determined by HPLC (Chiralpak AD-H column, hexane/i-PrOH 80:20,
flow rate 0.60 mL/min, tmajor =8.6 min, tyminor = 9.1 min, A =220 nm).

4aj: (R)-4-(2-nitropropan-2-yl)octan-2-one*

NO,
Colorless oil; [a]p 2 -20.7 (¢ 1.0, CHCls); '"H NMR (300MHz, CDCl5)

5 8082 (t,J =69 Hz, 3H), 0.99-1.31 (m, 6H), 1.47 (s, 3H), 1.49 (s,

3H), 2.14 (s, 3H), 2.27-2.52 (m, 2H), 2.68-2.76 (m, 1H); Enantiomeric

excess: 91%, determined by HPLC (Chiralpak AS-H column,
hexane/i-PrOH 90:10, flow rate 0.70 mL/min, tmajor = 9.5 min, tminor = 8.8 min, 4 =220
nm).

4ak: (R)-3-(2-nitropropan-2-yl)cyclohexanone®

(@]
om White solid; [a]p*® -13.7 (¢ 1.0, CHCl3); m.p. 61-63°C; '"H NMR
(300MHz, CDCl3) & 1.30-1.45 (m, 1H), 1.50 (s, 3H), 1.52 (s, 3H),
1.55-1.64 (m, 1H), 1.72-1.77 (m, 1H), 2.02-2.40 (m, 6H); Enantiomeric excess: 60%,

determined by GC (HP chiral 20% Permethylated B-Cyclodextrin, flow rate 2.0
mL/min, 10°C/min from 110°C to 200°C tmajor = 149.9 min, tyinor = 154.6 min).

4al: (S)-4-methyl-4-nitro-1,3-diphenylpentan-1-one’

NO
; O White solid; [a]p ** -77.5 (¢ 1.0, CHCL); m.p. 147-149°C; 'H
I NMR (400MHz, CDCl3) & 1.54 (s, 3H), 1.63 (s, 3H), 3.27 (dd, J
‘ =3.2,17.2 Hz, 1H), 3.68 (dd, J = 10.4, 17.6 Hz, 1H), 4.15 (dd, J
=32, 10.0 Hz, 1H), 7.22-7.27 (m, SH), 7.42 (t, J = 8.0 Hz, 2H),

7.53 (t, J = 7.2 Hz, 1H), 7.86 (d, J = 7.6 Hz, 2H); Enantiomeric excess: 92%,
determined by HPLC (Chiralpak AD-H column, hexane/i-PrOH 90:10, flow rate 0.80
mL/min, tmajor = 15.4 min, tminor = 17.6 min, A =254 nm).

4ba: (S)-5-nitro-4-phenylpentan-2-one*
O,N
6 White solid; [a]p * 3.3 (¢ 1.0, CHCls); m.p. 109-111°C; 'H NMR
(300MHz, CDCls) 6 3.14 (s, 3H), 2.92 (d, J = 6.9 Hz, 2H),
3.96-4.06 (m, 1H), 4.57-4.73 (m, 2H), 7.20-7.36 (m, 5H);
Enantiomeric excess: 91%, determined by HPLC (Chiralpak AD column,
hexane/i-PrOH 90:10, flow rate 1.0 mL/min, tmajor = 13.7 min, tminor = 14.5 min, 4 =
254 nm).
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NMR spectra for compounds 4

4aa ("H NMR)

WY P e 0 P £ P -0y o P 0 80D
BRhgNE=8 55 38E328
BARGNERE a8 Ee33Ry

26859
- 2847
1891

Y Yy

—_ 1530
— AT

"NO 5
0
0]
|
o HofEos
| i
Toa yoo L
h | l | ‘|
- J ¢ f‘t_ uL__,ﬁ N ',‘_h.,,)-' v |\H.Jx -
T L T T | E— T T T T T T T —T
E 7 g 5 4 3 2 1 PPM

4ab ('"H NMR)

Doooona W - @ @ - o
09N W o oD =T o o4 P o
B2V EREE @ 6w =E=2=] ~o o
Moo o @ oo e o LR R

Te— 2884

:‘:{— 2732
—%

=

NO,

2/p5 oo
.
Voo o 1oz

s A

2002

(02

1442

1512

N Jq"' M Vi

R e

—3

—

" epu'



Supplementary Material (ESI) for Chemical Communications
This journal is (c) The Royal Society of Chemistry 2010

4ab (°C NMR)
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4ad ('"H NMR)
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4ae ('"H NMR)
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4af ("H NMR)
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4ag (‘"H NMR)
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4ak ("H NMR)
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4ba ('"H NMR)
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HPLC spectra for compounds 4

daa
Software Version : 6.3.1.0504 Date : 2009-8-1 14:20:33
Sample Name @ Y6-16-A+- Data Acquisition Time : 2009-6-1 13:40:27
instrument Name : NCI901 Channel A
Rack/\Vial . 0/0 Operator : manager
Sample Amount : 1.000000 Dilution Factor : 1.000000
Cycle o1
Result File :
Sequence File : D:\200090601-.seq
g 3 %
i N02 Ll ? ;I o
e .
| L
= =
E 3 '|| 0 V1
5 151:»—_-| | | 1| \
P | A
2 l P 1T X
100'—_'5-—---- e s a8 ||‘ e /"lll S R gt s Sy
.| 0 e
50-—--1;
|
I:
P T 71 i"?";_' TT 1 1T 7] !"'T_‘."—|' TT T T'g_l_!_r T
! s 10 5 : 25 20 a5
Time [min]
HPLC REPORT
Peak Component Time Area Height Area BL
# Name [min]  [uV*sec] [uVv] [%]
1 30.993 6575756.38 127246.97 48.989 BV
2 32.636 6825369.73 120799.93 50.849 WV
3 34.833 2033242 715.36 0.151 VB
4 36.061 801.18 9163 0.006 BB
5 36.493 673.59 103.14 0.005 BB

1.34e+07 248957.03 1e+02
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Software Version : 6.3.1.0504 Date : 2008-6-1 14:58:23

Sample Mame - YE-22-A Data Acquisition Time : 2009-6-1 14:19:26
Instrument Mame : NCI901 Channel C A
Rack/Vial : oo Operator ;. manager
Sample Amount  ; 1.000000 Dilution Factor : 1.000000
Cycle |
Result File :
Sequence File ; D:\200090601-.52q
5 9 8 ¥ =
NO; 12 & 5%
T — [
g o e} |
£ = |
% 400 1
= |
00 I
I. |
T T N T _I_I—[— | L
-3 ] 1E 25 5 30 5
Time [min]
HPLC REPORT
Peak Component Time Area Height  Area BL
# Mame  [min] [uV*sec] [uv] [%]
1 30.001 515.56 4647 0.001 BY
2 30.145 129889 3273 3e04 W
3 31.430 3.50e+07 571868.10 82,751 VE
4 33.264 224707510 4189225 5946 EV
] 35470 490786.92 828021 1.299 VB
6 36,908 562.31 6467 0.001 BB
T aram 356.44 5524 9e-04 BB

3.78e+07 62224867 1e+(2



Supplementary Material (ESI) for Chemical Communications
This journal is (c) The Royal Society of Chemistry 2010

4ab

Chromatogram (Y6-16-C p-F race. org)

22
20 NO,
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(0]
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E 12 =
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Z10
~ 8 o
o o
=] =
6 g =
[op]
4
2
i
27 28 29 20 k) 32 33
Time{min)
Peak No. Peak ID Ret Time Height Area Conc.
1 29.040 5134.184 311720.063 50.4050
2 30.878 4602.223 306711.123 49.5950
Total 9736.407 618431.188 100.0000
Chromatogram (Y6—-22-B p—F. orgl
15 NO,
14
13
12 o
11
10
= 9 F
g 0
g7 S
= =
= 6 i
5
4
3
2 8
1 >
_,—.—"'_'_"L_‘_"‘—u_._
0
-1
30 31 32 33 3 35 36 37 38
Time{min)
Peak No. Peak ID Ret Time Height Area Conc.
1 31.968 354.397 18127.750 43897
2 34.485 5693.682 394833.281 95.6103
Total 6048.080 412961.031 100.0000
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4ac

Chromatogram (Y3-60-A4, org)

150]
1404 NO,
130]
120]
110]

-
w o
2. %

Cl

@
2
10.523

-
==

H1 e (v )
P S N S B S & B ]
289 2 2 2 2

11.615

=)

|
==

10 11 12 13
Time(min)

Peak No. Peak ID Ret Time Height Area Conc.

10.523 61637.637 1123288.250 50.2146
11.615 54552.043 1113686.000 49.7854

Pd =

Total 116189.680 2236974.250 100.0000

2901 Chromatogram (Y5-65-p-NO2-FhOH. org)

NO,
2004

1601
160
140
120 cl

1004

Voltage(mv)

804
604

11793

40
204

]
210?33

Time(min)

Peak No. Peak ID Ret Time Height Area Conc.

10.733 3290.935 60339.797 5.0800
11.793 49423 652 1127447625 94.9200

[

Total 52714.587 1187787.422 100.0000
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4ad
|: Chromatogram (Y6-16-E m—Clrace. org)
NO,
4
O
3
Cl

_ 2
21 o
E R
2 o
- o

0

-1

'2 _ﬁ‘_-_

15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30 31 32 33 34 35 36 37 38 39 40 41 42 43 44 45
Time{min)

Peak No. Peak ID Ret Time Height Area Conc.

25273 2237406 133312.656 51.6640
33.770 1739.753 124725125 48.3360

Total 3977.160 258037.781 100.0000

[SSIr

Chromatogram (Y6-22-D m—Cl.org)

30 NO,

Cl

Itz
]
24.823

;22 157

20 21 22 23 24 25 26 27 28
Time{min)

Peak No. Peak ID Ret Time Height Area Conc.

1 22.157 893.243 39679.715 64778
2 24823 9317.081 372868.063 93.5222
Total 10210.324 612547777 100.0000
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4ae

Chromatogram (Y6-16-D o-Cl race. org)

Voltage(mv)

NO,

Cl

8.390
8.865

Peak No. Peak ID

Ret Time

Time(min)

Height Area

Conc.

[SSI

8.390
8.865

3913.012 61670.156
3731.003 64301.844

48.9554
51.0446

Total

Chromatogram

7644.105 125972.000

(Y6-22-C oCl.org)

100.0000

NO,

Cl

8.427

Peak No. Peak ID

Ret Time

8 9
Time(min)

Height Area

Conc.

(ST

7.995
8.427

17311.387 268510.031
1477.714 20886.615

92 7827

7.2173

Total

18789.100 289396.646

100.0000
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4af

Chromatogram (Y6—16-H p-OMe race.org)

[l
[=]

NO,

= k= R

OMe

65.888

Voltage(mv)
80.872

=L G - L)

i
Fd

4

60616263 646566 GT GEBI TOT1 7273747576 77 78 79 B0 81 82 B3 B4 85 65 B7 B3 69 90 91 92
Time{min)

Peak No. Peak ID Ret Time Height Area Conc.

1 63.888 6140.966 §92067.188 49.8634
2 80.872 5232.736 §96954.938 50.1366

Total 11373.703 1789022.125 100.0000

Chromatogram (Y6-22-F p—0Me. org)

NO,

OMe

Voltage(mv)

61.515

!
>?5323

50 52 54 56 58 60 62 64 66 68 V0O V2 74 V6 7B B8O B2 84 86 88 90
Time(min)

Peak No. Peak ID Ret Time Height Area Conc.

1 61.515 2789976 406442.313 95.2790
75.323 166.022 20138.752 4.7210

Total 2955.998 426581.064 100.0000

(&)
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4ag

Chromatogram (Y6-16-1 p-NO2 race.org)

120
110
100
90
§0
70
50
50
40
30
20
10

Voltage(mv)

34 940

NO,

54 723

-10

3

Peak No

0

35 40

Peak ID Ret Time

45 50 55
Time{min)

Height Area

60

Conc.

(]

34.940
54723

2740491.750
2736037.250

38230.551
24885.682

50.0407
499593

Total

63116.232 5476529.000

Chrematogram (Y6-22-G p-NOZ. org)

100.0000

160
150
140
130
120
110
100
a0
80
70
50
50
40
30
20
10

Voltage(mv)

NO,

?34.25[1

Peak No.

30

35 40

Peak ID Ret Time

45 50 55
Time{min)

Height Area

Conc.

1

34.250
53.238

250771.234
5160162.000

4069.791
7759324

4.6345
05.3653

Total

51829115 5410933234

100.0000
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4ah
240 Chromztogram (V6-16-] Furan race. org)
220 NO,
200
180 O
e
160 -
140
=120
= - o
% 100 < 2
= o] p
S 80 /»\ Y
-
60 f \ [
]
\ {
40 [ [
II I". II| |II
20 / \ I
{ \ i
0 / \r/
20 ___._/
-40
10
Time{min)
Peak No. Peak ID Ret Time Height Area Conc.
1 9457 101871.625 920656.125 49.1550
2 9.790 99495 633 052309.313 50.8450
Total 201367258 1872965 438 100.0000
Chromatogram (Y6-22-H Furan. org)
45
40
35 &=
@
_ 30 /’\
2 f
T 25 fo
[
£ 20 | \
J \
15 II I[
|I \
i \
10 .'I ‘\
] |'I \
5 ? r \
/DS\—;—/
0
8 9 10
Time{min)
Peak No. Peak ID Ret Time Height Area Conc.
1 8815 2225.078 19412 451 6.0916
2 9.137 30728779 299261.156 93.9084
32953 857 318673.607 100.0000
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4ai

Chromatogram (Y6-16-K race.org)

700
650
600
550
500
450
400
350
300
250
200
150
100

50

Voltagelmv)

NO,

8.732
198

Peak No.

9
Time{min)

Peak ID Ret Time Height Area

Conc.

[§¥]

8.732 156666.266 1510784.250
9.198 149715281 1530839.000

49.6703
50.3297

Total

306381.547 3041623.250

Chromatogram (Y6-22-1.org)

100.0000

400

350

300

250

200

Voltage(mv)

-
o
=)

100

50

NO,

8.638

-

9.072

-50

Peak No.

7 B 9 10
Time{min)

Peak ID Ret Time Height Area

11

Conc.

[

8.638 163166.828 1549814.500
9.072 8953341 83799.563

94.8703
5.1297

172120.169 1633614.063

100.0000
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Chromatogram (Y6—16-N. org)

= 9.280

NO,

Peak No. Peak ID Ret Time

Area

Conc.

9.280
9.978

b =

2484437.000
2425183.730

50.6034
49.3966

500

Chromatogram (Y6-22-K alkyl. orgl

4909620.730

100.0000

450

400

350

e mv)
ol [ ]
= (4 y]
[ ) [ ]

—
o
[ )

100

50

9.462

——

NO,

Peak No. Peak ID Ret Time

8.843
ol |

Area

Conc.

1 §.843
2 9.462

208198.391

4390733.500

45271
95.4729

Total

4598931.891

100.0000
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4ak
Acg. Operator LXL
Acg. Instrument : Instrument 2 - Location : Vial 1
Injection Date 3/31/2009 10:07:14 AM Inj : 1
Inj Volume : External
Acg. Method C:\CHEM3Z\Z\DATANTEST.M
Last changed 3/31/2009 10:07:39% AM by LXL
) imodified after loading)
Analysis Method : C:;\CHEM32\2\DATA\TEST.M
Last changed 3/31/2009 2:11:07 PM by LXL
{modified after loading)
| “FIDTA, (SIG1003952.0) = o ) ) T -
; “Aj
ﬁ 90 °
! 80 -
70-
- &
i &
i 2 gy B
50 ! = o
i e
: IR
i 40 el ']&-5
i b
303 Hiy
Li |?:i
20 ! . £ A5
oy sy Sy g e SRRt s 3 i, sk Wereelies ey v semeenpanpach
L 0 w50 75 100 125 150 175 200
Area Parcent Report
Sorted By Signal ) 3
Multiplier 1.0000 1
Dilurien : 1.0000 E‘
Use Multiplier & Dilution Factor with ISTDs )(’w’
()
Signal 1: FIpl A,
Peak RetTime Tfpe Width Area Height Area
# {min] [min] [pA¥s] [pa] g
Bl b === {======- | SRS | memmmmm— frem i i I
1 147.497 MM 1.4455 2567.05200 29.59840 50.75023
2 151.187 MM 2.0828% 2481,15527 19.93313 49.24977
Totals 5058.20728 49.53153

*** End of Report *#*¥

mir



i ical Communications
Supplementary Material (ESI) for. Chemica :
Thigpjournal is (c) The Royal Society of Chemistry 2010

Acg. Operator 5
'~ Rcg. Instrument : Instrument 2 Location : ¥ial 1
-Injection Date - 4/30/2009 2:01:07 pM Inj : 1
Inj Volume : External
Acg. Method * C:\CHEM32\Z\DATA\TEST.M
Last changed t 4/30/2009 1:37:55 pM by 1lxl

(fmodified after logading)

Analysis Method : C:\CHEM32\2\DATA\TEST.H
Last changed : 4/30/2009 5:55:37 pM by 1x1

(modified after loading)
_?Wkﬁﬁﬁmﬁrm_'"""___"

i pA -
. 551

50 —-"I-

45 1
! 1l
[ 40
i il
| 35 1|
: il
| 30|l
i 5 it
: LI B} :
| 20+ e

R B st ol S S
L 25 50
4rea Percent Report

Sorted By : Signal
Multiplier ) g 1.0000
Dilutian ' : 1,0000 *

Use Multiplier & Dilution Factor with ISTDs

ST
Signal 1: FIDL B,

Peak RetTime Type Width Area Height Area
#  [min] (min]  [pA*s] (pA] &

1 149,880 MM 1.2830 507.41629 6.59174 79.76288
2 154.587 MM 1.3706 128.73961 1.56551 20.23712

Totals 636.155%0 815725

*** End of Report #+
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4al

Chromatogram (Y7-99-A race. org)

T>17.832

14 15

Peak No. Peak ID

Ret Time Height

19

Area

20

Conc.

1
2

24080.025
21370.057

15.648
17.832

567182.688
573374.313

49.7286
50.2714

Total

45450.082

Chromatogram (Y7-99-B. org)

1140557.000

100.0000

130
120
110
100
a0
80
70
60
50
40
30
20
10

—15.415

+17.563

-10

= 0
0

Peak ID

15 16 17
Time(min)

Ret Time Height

19

Area

20

Conc.

95.8438

83555.469
3136.110

15.415
17.563

1896096.375

82221.852

4.1561

86691.579

1978318.227

100.0000
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4ba
7 Chromatogram (rec(AD254 1.0 1 9).org)
& O,N
(@]
5.
— 4-
T
=L 3 = o
g @ 3
B o o
- —
2.
1l
|':|.
12 13 14 15
Time(min)
Peak No. Peak ID Ret Time Height Area Conc.
1 12.857 2310487 35648910 490598
2 13.648 2204316 37781789 50.9402
Total 4514 803 113430.699 100.0000
at (Y6-26-4. org)
200 Chromatogram (Y6—26—A. org
180 O,N
160 o
140
120
E 100
V)
%J
= &0
G
60
o
40 E
o)
- w
20 ]
<
D 1
12 13 14 15 16 17
Time{min)
Peak No. Peak ID Ret Time Height Area Conc.
1 13.692 23241.574 603658.750 95.3009
2 14.525 1318313 29765.469 46991
Total 24559887 633424219 100.0000



