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Experimental Details

General Information: The spectra were recorded with the following instruments; IR:
FT-IR spectrophotometer, NMR: 200 MHz (‘H) and 50 MHz (°C) spectrometers;
ESIMS: Ion trap mass spectrometer and ESIHRMS: Hybrid MS system. Column
chromatography was performed with silica gel (100-200 mesh) and TLC with silica gel
precoated plates. Visualization was accomplished with UV lamp or stains. Organic
extracts were dried over anhydrous Na,SO4. All chemicals used were commercially
available.

General Experimental Procedure: To mixture of a nitro compound (1.0 mmol), indium
powder (325 mesh, 2 mmol) and 1 N aqueous HCI (1 ml) an aldehyde (1.0 mmol), an
alkyl phosphite (1.3 mmol) and water (5 ml) were added. The mixture was stirred at room
temperature and the reaction was monitored by TLC. After completion, the reaction
mixture was washed with saturated NaHCO; solution (3x5 ml) and water (3x5 ml) and
extracted with EtOAc (3x5 ml). The extract was concentrated and the residue was
subjected to column chromatography (silica gel, hexane-EtOAc) to obtain pure a-amino

phosphonate.

Spectral Data

Diethyl (2,4-dichlorophenyl)(phenylamino)methylphosphonate (Table 2, Entry 3)

IR: Vmax 3309, 1607, 1508, 1247 cm™; "H NMR (200 MHz, CDCL): & 7.51 (1H, d, J =
8.0 Hz), 7.40 (1H, d, J= 2.0 Hz), 7.22 (1H, dd, J = 8.0, 2.0 Hz), 7.06 (2H, t, J = 8.0 Hz),
6.64 (1H, t, J = 8.0 Hz), 6.48 (2H, d, J = 8.0 Hz), 5.23 (1H, dd, J = 24.0, 10.0 Hz), 4.82
(1H, t, J = 10.0 Hz), 4.25-4.12 (2H, m), 3.91 (1H, m), 3.67 (1H, m), 1.35 (3H, t, J = 7.0



Hz), 1.11 GH, t, J = 2.0 Hz); °C NMR (50 MHz, CDCls): § 146.2 (d, J = 14.0 Hz),
130.2, 129.8, 128.2, 119.1, 113.5, 96.2, 63.4 (d, J= 6.5 Hz), 63.2 (d, J= 6.5 Hz), 51.6 (d,

-S2-
J=155.2Hz), 16.6 (d, J = 6.5 Hz), 16.2 (d, J = 6.5 Hz); ESIMS: m/z 387 [M]", 388, 390,

392 [M+H]"; HRMS (ESI): m/z 410.0459 [M+Na]" (calculated for Ci,H»0CLNO;PNa:
m/z 410.0455.

Diethyl (3,4-dimethoxyphenyl)(phenylamino)methylphosphonate ( Table 2, Entry 4)

Q\NH o

MeO /
T\OEt

OEt

MeO
IR: Vimax 3302, 1604, 1501, 1460, 1234 cm™; "H NMR (200 MHz, CDCl3): & 7.05 (2H, t,

J=28.0 Hz), 6.99 (1H, d, J= 2.0 Hz), 6.81 (1H, d, J = 8.0 Hz), 6.72 (1H, dd, J = 8.0, 2.0
Hz), 6.63 (1H, t, J = 8.0 Hz), 6.54 (2H, d, J = 8.0 Hz), 5.28 (1H, dd, J = 24.0, 10.0 Hz),
4.72 (1H, t, J = 10.0 Hz), 4.22-4.08 (2H, m), 3.91 (3H, s), 3.82 (1H, m), 3.77 (3H, s),
3.55 (1H, m), 1.32 (3H, t, J = 7.0 Hz), 1.05 (3H, t, J = 7.0 Hz); °C NMR (50 MHz,
CDCly): 8 154.2, 151.6, 146.3 (d, J = 14.0 Hz), 129.5, 125.9, 118.0, 113.9, 113.2, 111.1,
63.1 (d, J= 6.5 Hz), 62.9 (d, J = 6.5 Hz), 56.1, 55.3,48.2 (d, J= 155.5 Hz), 16.2 (d, J =
6.5 Hz), 16.0 (d, J = 6.5 Hz); ESIMS: m/z 380 [M+H]" HRMS (ESI): m/z 402.1444
[MJrNa]Jr (Calcd. for C19H,6NOsPNa: m/z 402.1446).

Diethyl (4-isopropylphenyl)(phenylamino)methylphosphonate (Table 2, Entry 5)

IR: Vmax 3314, 1602, 1500, 1235 cm™; "H NMR (200 MHz, CDCls):  7.49 (2H, d, J = 8.0
Hz), 7.16 (2H, d, J = 8.0 Hz), 7.08 (2H, t, J = 8.0 Hz), 6.67 (1H, t, J = 8.0 Hz), 6.60 (2H,
d, J=8.0 Hz), 4.85 (1H, brs), 4.76 (1H, d, J = 24.0 Hz), 4.18-4.01(2H, m), 3.90 (1H, m),
3.63 (1H, m), 2.83 (1H, m), 1.25 (3H, t, J= 7.0 Hz), 1.18 (6H, d, J= 7.0 Hz), 1.05 (3H, t,
J=7.0 Hz); >C NMR (50 MHz, CDCls): & 146.2 (d, J = 14.0 Hz), 133.0, 129.1, 128.0,



126.0, 118.2, 113.9, 62.9 (d, J = 6.5 Hz), 55.1 (d, J = 153.5 Hz), 33.5, 23.9, 16.8 (d, J =
6.5 Hz), 16.2 (d, J = 6.5 Hz); ESIMS: m/z 384 [M+Na]"; HRMS (ESI): m/z 362.1875
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[M+Na]" (Caled. for CaoHaoNOsP: m/z 362.1885).

Diethyl (4-ethoxyphenyl)(3-nitrophenylamino)methylphosphonate (Table2, Entry 6)

EtO

IR: Vinax 3289, 1615, 1529, 1349, 1238 cm™'; "H NMR (200 MHz, CDCL): & 7.50 (1H,
dd, J=8.0, 2.0 Hz), 7.46 (1H, d, J = 2.0 Hz), 7.37 (2H, d, J= 8.0 Hz), 7.19 (1H, t, J = 8.0
Hz), 6.84 (1H, dd, J = 8.0, 2.0 Hz), 6.81 (2H, d, J = 8.0 Hz), 5.68 (1H, t, J = 10.0 Hz),
4.68 (1H, dd, J = 24.0, 10.0 Hz), 4.22-4.04 (2H, m), 4.02-3.96 (2H, m), 3.84 (1H, m),
3.60 (1H, m), 1.44 (3H, t, J= 7.0 Hz), 1.37 3H, t, J= 7.0 Hz), 1.24 (3H, t, J = 7.0 Hz),
1.10 (3H, t, J = 7.0 Hz); *C NMR (50 MHz, CDCl3): & 159.0, 149.1, 147.2 (d, J = 14.0
Hz), 129.9, 129.1, 126.2, 119.6, 115.0, 113.1, 107.9, 63.3 (d, J = 6.5 Hz), 63.2, 63.1 (d, J
= 6.5 Hz) 55.0 (d, J= 154.8 Hz), 16.8 (d, J= 6.0 Hz), 16.3 (d, J = 6.0 Hz), 14.5; ESIMS:
m/z 431 [M+Na]"; HRMS (ESI): m/z 431.1362 [M+Na]" (Calcd. for C;oH,sN,O¢PNa: m/z
431.1347).

Diethyl (3-chloro-4-fluorophenyl)(p-tolylamino)methylphosphonate (Table 2,Entry 7)

H30\©\
NH

Cl
IR: Vmax 3303, 1616, 1519, 1239 cm™; "H NMR (200 MHz, CDCL): & 7.50 (1H, d, J =

8.0 Hz), 7.32 (1H, brs), 7.04 (1H, t, J= 8.0 Hz), 6.85 (2H, d, J = 8.0 Hz), 6.42 (2H, d, J =
8.0), 4.77 (1H, brs), 4.62 (1H, d, J = 24.0 Hz), 4.28-4.05 (2H, m), 3.99 (1H, m), 3.82 (1H,
m), 2.19 (3H, s), 1.28 (3H, t, J = 7.0 Hz), 1.19 3H, t, J = 7.0 Hz); °C NMR (50 MHz,



CDCly): § 159.3, 143.5 (d, J = 14.0 Hz), 133.2, 130.0, 129.6, 127.9, 127.2 (d, J = 4.0 Hz),
121.1 (d, J= 16.0Hz), 116.8 (d, J = 16.0 Hz), 113.5, 63.6 (d, J= 6.5 Hz), 63.0 (d, J= 6.5
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Hz), 55.2 (d, J = 152.5 Hz), 20.2, 16.2 (d, J = 6.0 Hz), 16.0 (d, J = 6.0 Hz); ESIMS: m/z
386, 388 [M+H]"; HRMS (ESI): m/z 408.09.4 [M+Na]" (Calcd. for C;sH,CIFNO;PNa:
m/z 408.0907).

Diethyl (4-hydroxyphenylamino)(4-nitrophenyl)methylphosphonate (Table 2,
Entry 8)

IR: Vimax 3299, 1666, 1518, 1347, 1231 cm™; "H NMR (200 MHz, CDCl;): & 8.18 (2H, d,

J=28.0 Hz), 7.61 (2H, d, J= 8.0Hz), 6.60 (2H, d, J = 8.0 Hz), 6.35 (2H, d, J = 8.0 Hz),
4.72 (1H, d, J = 24.0 Hz), 4.50 (1H, brs), 4.20-4.05 (2H, m), 4.02 (1H, m), 3.89 (1H, m),
1.30 3H, t, J = 7.0 Hz), 1.21 (3H, t, J = 7.0 Hz); *C NMR (50 MHz, CDCl;): & 150.5,
147.3, 138.8 (d, J = 14.0 Hz), 128.6, 123.3, 116.0, 115.1, 64.0 (d, J = 6.5 Hz), 63.2 (d, J
= 6.5 Hz), 57.1 (d, J = 152.0 Hz), 16.1 (d, J = 6.0 Hz), 16.0 (d, J = 6.0 Hz); ESIMS: m/z
403 [M+Na]"; HRMS (ESI): m/z 403.1052 [M+Na]" (Calcd. for C;7H;N,OsPNa: m/z
403.1034).

Diethyl (4-(dimethylamino)phenyl)(p-tolylamino)methylphosphonate (Table 2,
Entry 9)

IR: Vmax 3276, 1616, 1522, 1447, 1232 cm™; "H NMR (200 MHz, CDCls): § 7.25 (2H, d,
J=28.0 Hz), 6.83 (2H, d, J = 8.0 Hz), 6.62 (2H, d, J = 8.0 Hz), 6.46 (2H, d, J = 8.0 Hz),
4.55 (1H, d, J = 24.0 Hz), 4.14-4.02 (2H, m), 3.90 (1H, m), 3.62 (1H, m), 2.90 (6H, s),
2.15 (3H, s), 1.26 (3H, t, J = 7.0 Hz), 1.11 (3H, t, J = 7.0 Hz); >C NMR (50 MHz,



CDCls): § 150.1, 144.1(d, J = 14.0 Hz), 129.2, 128.3, 127.2, 122.9, 113.9, 112.1, 62.8 (d,
J=6.5Hz), 55.2 (d, J= 155.0 Hz), 40.2, 20.1, 16.2 (d, J= 6.2 Hz), 16.0 (d, J= 6.2 Hz);

-S5-
ESIMS: m/z 399 [M+Na]; HRMS (ESI): m/z 399.1852 [M+Na]" (Calcd. for
C20H29N203PN31 m/z 3991837)

Diethyl (4-chlorophenyl)(4-methoxyphenylamino)methylphosphonate (Table
2, Entry 10)

IR: Viax 3334, 1616, 1511, 1459, 1388, 1220 cm™; "H NMR (200 MHz, CDCl3): & 7.39
@H, d, J = 80 Hz), 728 (QH, d J = 80 Hz, 663
(2H, d, J = 8.0 Hz), 6.47 (2H, d, J = 8.0 Hz), 4.60 (1H, d, J = 24.0 Hz), 4.19-4.02 (2H,
m), 3.95 (1H, m), 3.76 (1H, m), 3.65 (3H, s), 1.32 (3H, t, J = 7.0 Hz), 1.13 3H, t, J= 7.0
Hz); *C NMR (50 MHz, CDCLy): & 152.9, 140.0 (d, J = 14.0 Hz), 135.0, 133.8, 129.2,
129.0, 115.1, 114.5, 63.6 (d, J = 6.5 Hz), 63.1 (d, J = 6.5 Hz), 56.3 (d, J = 152.5 Hz),
55.3, 16.1(d, J = 6.2 Hz), 16.0 (d, J = 6.0 Hz); ESIMS: m/z 384 [M+H]"; HRMS (ESI):
m/z 406.0940 [M+Na]" (Caled. for C1sHxsCINO4PNa: m/z 406.0950).

Dimethyl 2-methyl-1-(p-tolylamino)propylphosphonate (Table 2, Entry 21)

o

&O

MeO/RONIe
IR: Vimax 3429, 2958, 1618, 1521, 1233, 1033 cm '; 'H NMR (200 MHz, CDCl3): & 6.99
(2H, d, J= 8.0 Hz), 6.59 (2H, d, J= 8.0 Hz), 3.72 (3H, d, J=10.0 Hz), 3.70 (3H, d, J
=10.0 Hz), 3.65 (1H, dd, J=24.0, 4.0 Hz), 2.25 (1H, m), 2.22 (3H, s), 1.08 (3H, d, J =
7.0 Hz), 1.02 (3H, d, J = 7.0 Hz); >C NMR (50 MHz, CDCL3): & 145.2, 129.9, 127.2,

113.4, 56.6, 53.2 (d, J = 6.0 Hz), 52.1 (d, J = 6.0Hz), 29.7 (d, J = 6.0 Hz), 20.8 (d, J = 6.0



Hz), 20.2 (d, J = 6.0Hz), 18.1; ESIMS: m/z 272 [M+H]"; HRMS (ESI): m/z 294.1227
[M+Na]" (Caled. for C;3H2NO3PNa: m/z 294.1235).
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Dimethyl 1-(4-chlorophenyl)-1-(p-tolylamino)ethylphosphonate (Table 2,

Entry 22)
Me
L,

P\—OMe
OMe
IR: Vimax 3289, 1616, 1518, 1234 czl"; 'H NMR (200 MHz, CDCl3): 6 7.51 (2H, d, J =
8.0 Hz, 7.32 (2H, d, J = 8.0Hz), 6.79 (2H, d, J = 8.0 Hz), 6.24 (2H, d, J = 8.0 Hz), 4.50
(1H, brs), 3.70 (3H, d, J = 10.0 Hz), 3.56 (3H, d, J = 10.0 Hz), 2.17 3H.,s), 1.91(3H, d, J
= 15.0 Hz); C NMR (50 MHz, CDCL): & 142.0 (d, J = 14.0Hz), 137.2, 133.1, 129.7,
129.2, 128.3, 128.0, 117.0, 59.3 (d, J = 154.6 Hz) 54.2 (d, J = 6.0 Hz), 54.0 (d, J = 6.0
Hz), 20.4, 20.2 (d, J = 6.0 Hz); ESIMS: m/z 354, 356 [M+H]"; HRMS (ESI): m/z
376.0835 [M+Na]" (Calcd. for C17H,;CINO3sPNa: m/z 376.0845).

Diethyl 4-methyl-2-(phenylamino)pentan-2-ylphosphonate (Table 2, Entry 23)

g

NH
WT\OB
okt

IR: Vimax 3319, 1602, 1500, 1322, 1225 cm™; "H NMR (200 MHz, CDCl;): 6 7.11(2H, t, J
= 8.0 Hz), 6.90 (2H, d, J = 8.0 Hz), 6.75 (1H, t, J = 8.0 Hz), 4.12-3.90 (4H, m), 3.52 (1H,
brs), 2.01-3.82 (2H, m), 1.69 (1H, m), 1.50 (3H, d, J = 15.0 Hz) 1.24 (3H, t, J= 7.0 Hz),
1.20 (3H, t, J= 7.0 Hz), 0.98 (3H, d, J= 7.0 Hz), 0.91 (3H, d, J = 7.0 Hz); *C NMR (50
MHz, CDCl;): & 146.2, 128.9, 119.5, 118.8, 62.5 (d, J = 6.2 Hz), 62.2 (d, J = 6.5 Hz),
57.9 (d, J = 155.0 Hz), 43.4, 25.0, 23.4 (d, J = 6.5 Hz), 21.2, 16.1 (d, J = 6.0 Hz);
ESIMS: m/z 314 [M+H]"; HRMS (ESI): m/z 336.1711 [M+Na]® (Calcd. for
C16H2sNOsPNa: m/z 336.1704).



Dimethyl 1-(4-fluorophenylamino)cyclohexylphosphonate (Table 2, Entry 24)
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.,

IT\OMe

OMe
IR: Vmax 3314, 1509, 1452, 1321, 1223 cm™; 'H NMR (200 MHz, CDCl3): & 7.05-6.96
(2H, m), 6.88 (2H, d, J= 8.0 Hz), 3.64 (6H, d, J= 10.0 Hz), 2.17-2.03 (2H, m), 1.84-1.62
(3H, m), 1.60- 1.49 (4H, m) 1.30 (1H, m); °C NMR: & 159.1, 141.8, 120.4, 115.0 (d, J =
10.0 Hz), 57.9 (d, J = 154.8 Hz), 52.3 (d, J = 6.0Hz), 30.1, 24.6, 20.0 (d, J = 6.0Hz);
ESIMS: m/z 302 [M+H]"; HRMS (ESI): m/z 324.1136 [M+Na]" (Calcd. for
C14H, FNOsPNa: m/z 324.1140).
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Intensity, counts ‘

60
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~+TOF MS: 0.734 10 0.751 min from 200UL09.wiff
8=3.548168731341719908-004, 10=-1.47517705134887360e+001. Centroided

388.0662

'Mé;. 4'24‘0 counfé.?

410.0459
|
NH 4é3 |
p
| “OEt
ol o) OFt
12043
|
i
|
|
M0 40 430 40 450 460 470 480 490 50 50 50

‘mlz, amu o .

-S22-



Beg. Files: nfa Sample Name: n/a Acg. Date: n/fa
Sample Comment: n/a Acg. Time: n/fa
Elemental composition calculator
Target m/z: +410.0459 amu !
Tolerance: +10.0000 jejeul E
Result type: Elemental I
Max num of results: 10
Min DBE: +0.0000 Max DBE: +50.0000
Electron state: OddAndEven
Num of charges: 8] |
Add water: N/A 5
Add proton: N/A
File Name: 20JULO9.wiff
Elements Min Number Max Number
1 & 0 13
2 H 0 121
3 N 0 1
4 el 0 |2 |
o |
5 P 0 1 |
i 6 S Na 0 1 ‘
L 7 o 0 |3
. . . o - S — S
|
= : : : S —
Formula Calculated m/z (amu)| mDa Error  PPM Error DBE
- __I
| 1 Cl7 H20 N O3 Na P Cl12 410.0455 |0.3427 0.8357 [7.5 “
i . - ) g o ]
L |
NH 7
&
| TOEt ‘
Cl ] OEt |
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Intensity, counts

+TOF MS' 0634 to 0.784 min from Sample 3 (BDS-2NO) of 20JUL0 wift
523 54810733913544390e-004, t0=-1,513231502331473206+001, Centroided
20
210

200

100
%0

380.1642
80-

60

50 |
o0
30

20
381.1689

Max 10609 counts

402.1444

NH
MeO //
T\OEt
MeO OEt

403.1470

365

999 1311 418.1187

370 375 380 35 30 35 40

m/z. amu

-S24-

405

0

420

o




sa Sample

Name :

n/a Acg. Date:

Elemental composition calculator
Target m/z: +402.1444 amu |
Tolerance: +10.0000 ppm
Result type: Elemental
Max num of results: 10
Min DBE: +0.0000 Max DRE: +50.0000
Electron state: CddAndEven |
Num of charges: 0 i
Add water: N/A !
Add proton: N/A
File Name: 20JULOS.wiff
== 2 . | S— W47| SMEEEII = I
Elements | Min Number Max Number: |
1 5 0 19
2 H 0 26 |
3 N 0 Z
4 Na 0 11
— — - | S —_— —_— -
5 o) 0 & |
3 P 0 1 }
— - e — B — e ey - — —
Formula Calculated m/z (amu) mDa Error | PPM Error | DBE |
B o S OO i i e S R L — |
IC19 H26 N 05 Na P 402.1446 -0.2313 =0 5752 s 5

-S25-

MeO

MeO

L

NH
o}

Va

—

OEt

OEt



']
é
| €
3
Q
0
>
&
[}
=
0
o
[

, ESI-TOFHRMS

+TOF MS: 0.950 to 1.017 min from Sample 7 (BDS-41SP) of 11MAY0S wiff
a=3 54753417689455850e-004, {0=-1.97003089585487030+001

490 362.1875

480 ‘

460ﬁ
440

20
400-
30

360
340
320+
300-
280
260
240

3416713

3631885

Sample Name: BDS-415P

40}
20 |
287.?317 4208750 360.1697 3811463
| [ . i

Acqg. Date: Monday, May 11, 2009

Acq. Time: 15:03

£a)

384.1634

385‘1654 4001339 4079309

s

20 30 M0 30 360 370

280 2w

-S26-

miz, amu__

30 300 400 410 420 430 440 450

~ Max. 1350.8 counts]

467.7982

e i
460 470




Acg. File: n/a Sample Name: n/fa Acg. Date: n/fa
Sample Comment: n/a Acg. Time n/a
Elemental composition calculator
Target m/z: +362.1875 amu
Tolerance: +5.0000 ppm
Result type: Elemental
Max num cof results: 10
Min DBE: +0.0000 Max DBE: +50.0000
Electron state: OddAndEven
Num of charges: 0
Add water: N/A
2Add proton: N/A
File Name: 11MAYO9.wiff
Elements Min Number Max Number:
1 0 20
2 Q 30
3 0 1
4 0 4
5 0 1

Formula

1 |c20 H29 N O3 P

Calculated m/z (amu) | mDa Error | PPM Error |DBE
362.1885 -1.0074 -2.7816 D
: NH
jp
'T\OEQ

-S27-



Intensity, counts

+TOF MS: 1.218 to 1.434 min from Sample 2 (BDS-AET) of 20JUL0S wiff
3=3 54816873134171900e-004, 10=-147517705134857360e+001, Centroided

6.0
50
4.0+
3.0+

2.0

4311362

30 340 30 360 370 380 390 400 410 420 430 440 450 460 470 480 490
m/z, amu

-S28-

Max'22.6 counts

NO,

NH

P//
|“0Et
EtO OFEt

500 510 50 530 540 550 560 570 580



fisY

|

L lc19 H25 N
1 - S

Sample Name:

Target m/z:
Tolerance:

Result type:

+431,1362
+10.0000

Elemental composition calculator

amua

pPpm
Elemental

Max num of results: 10
Min DBE: +0.0000 Max DBE: +50.0000
Electron state: OddAndEven
Num of charges: 0]
Add water: N/A
Add proton: N/A
File Name: 20JULOS2 .wiff
Elements 1 Min Number Max Number-
C IO 1e
— o P —
|H ‘O 126
ol !O 12
— B —-
Na is} ek
o] |0 S
P 9] il
31 I— — S ——
Formula Calculated m/z {(amu) mba Error PPM Error
2 06 Na P 431.1347 1.4050 2. 2582
NO 2
NH o
6?
|\0Et
OEt
EtO

-S29-




Acg. File: 05JUNOY.wiff

Sample Co

lntensﬁy.codﬁié

E:

850
a00-
750
700-
650
600-
550
500
450
400

360+

30+
250§%
0.
150°

100-

mnent: NlkFies

N R

BDS-4NME

ESTHRMS , +VE

+TOF MS. 0.701 o 0.734 min from Sample 7 (BDSANME) of 05JUNOG.wiff
23 548 14486646532800¢-004, 10=-1.43520014553686860e+001, Centroided

248.0657
250.0640
202.1824 |
: - 260.2286
200 20 40 260

Sample Name: BDS4NME

363.1258

0 320 M40 360

-S30-

"0

ol g 12:1
"~ Max. 12611 counts|
ch@
NH
0
F‘//
| OEt
F OEt
386107 o
408.0910
|
|
|
388.1112
4100904
! |
4240648
i ;
400 420 440 460 480




Sample Name: n/a Acg: Date:r nfa
Sample Comment: n/a Acg. Time: n/a
Elemental composition calculator 1
Target m/z: +408.0910 amu
Tolerance: +5.0000 ppm
Result type: Elemental
Max num of results: 10
Min DBE: +0.0000 Max DBEE: +50.0000
Electron state: OddAndEven
Num of charges: o
Add water: N/A
Add proton: N/A
File Name: O05JUNOS.wiff
— : D T
Elements | Min Number Max Number |
; 1 C 0 18 l
| i |
l 2 i 0 40 |
3 N Q 2
I 4 Na lo i
| 5 ‘O 0] 4
& P 0 |11
7 cl 6] 1
‘ 8 F 0 1 ‘
Formula ‘Calculated m/z (amu) mba Error | PPM Error i DBE i
| 1 §C18 H22 N 03 F Na P C1 |408.0907 |10.2421 ’ !0.5932 7.5 |
L s e e e ! g ui |

Cl

-S31-




Acq. File: 05JUNOY.wiff Sample Name: BDS4NOH Beq. Date: Friday, Junme 05, 2009

Comment: NIRITH B , BDS-4NOH ,

I “TOF MS. 0934 to 0.068 min from Sample 5 (BDSANOH) of O5JUNOSwiff : S
4=3.54814465546532890e-004, 10=-1.43522014553686860e+001, Centroided

403.1052
-
# : HO

= NH

10- /ﬁ
| | P\‘**oEt

28- OEt

26-; | OZN

Intensity, counts

404.115

24 349.1408 3811190

"""w_J_"'i'_"""I"'“""““ T T T T "‘T"I"i“"\“‘ T Vi . T T T T T T L2 ISIRTA S T
340 345 350 355 360 365 370 375 380 385 390 395 400 405 410 415 420 425 430 435 440 445 450 455 460 465
mlz, amu I e M
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Acqg. File: n/a Sample Name: n/a Acg. Date: n/a
Sample Comment: n/a ARecg. Time: nfa
‘ Elemental composition calculator
‘ Target m/z: +403.1052 amu
| Tolerance: +5.0000 ppm
1 Result type: Elemental
i Max num of results: 10
Min DRE: +0.0000 Max DBE:
Electron state: CddAndEven
Num of charges: 6]
Add water: N/A
Add proton: N/A

File Name: 05JUNOS .wiff

+50.0000C |

i‘ i Elements Min Number Max’g;;;;;fugﬂ*
I - 71 - W]P 0 - - 17 o - - T
| 2 C |0 17

| ’ H 0 25

4 N o ;

\ s i 0 h

i s © 0 7 |
|5 B

Formula

= R
M 1 |c17 H21 N2 O6 Na P l403.1034

!1.7052

e

OzN

Calculated m/z (amu)im@a Error | PPM Error | DBE
! |

fses |

NH

Va

P
l

OEt

-S33-

i4.2301

OEt

]




Sample

Intensit;.‘go]‘ﬁ‘ts‘

+TOF MS: 0,768 {0 0.784 min from Sample 6 (BDSNNM) of 05JUNOS wiff

Comment

: NIRITH B,

BDS-NNM , ESIHRMS , +VE

3=3.54813711129210740e-004, 0=-1 43522914553686860e+001, Centroided

1250
wzoo{j
1160-
100’
1050
1000-
950
900
B50-
800
750-
10-
650
500
550
500
450°
400-

B0
300
250-
200-
150%
100
5.

0

T oW 2

270.1295

239.1556
260.2308

2021810

e

240 260

280

i Nanm BDSNKEM 1. D Friday, June
Feq. Time: 12:
- - - - a ___Max 12505 COUmS‘,‘
399,185 HyC
: NH
0
P// ‘
| oRt
N Ot
M0 0 M0 %0 30 400 40 40 460 480 500
__miz, amu_ R o

-S34-




Sample Name: n/a Acg Date n/a
ample omment N/ a Acg Time: n/sa
Elemental composition calculator
Target m/z: +3929.1852 amu
Tolerance: +5.0000 ppm
Result type: Elemental
Max num of results: 10
Min DBE: +0.0000 Max DBE: +50.0000
Electron state: OddAndEven
Num ©f charges: 6]
Add water: N/A
Add proton: N/A
File Name: O05JUNOS . wiff
— ‘
| Elements Min Number Max Number: |
‘ c 0 20 f
2 H o] 40
3 N |0 |4 t
S | = = e I
4 Na o] 1 !
i 5 o 0 7
6 P o] il ‘
} Formula Calculated m/z (amu)| mDa Error PPM Error DBE |
i i Cl5 H28 N4 07 Na 399.1855 =04 3693 =0 9252 3+5 ||
i T T
1 2 Ji.czo H29 N2 03 Na P 399.1837 i1.4435 3.6162 {LO.5

-S35-



Intensity, counts

+TOF MS' 1001 to 1051 min from Sample 4 (BDS-ANOME) of 20JUL09 wiff
4=3 54819733913544390e-004, 10=-1 51323150233147320e+001, Centroided

406.0940

MeQ

a OFt

60
: 3841129 408.0916

407.0949

- 382,096 3861096
10 ] 4090054 4220695

390 400 410 430 440 450 470 480

m/z, amu

360 370 380 420

-S36-

' Max. 5183 counts

Q0 500




= Mame: n/a

Elemental composition calculator
Target m/z: +406.0940 amu
Tolerance: +10.0000 ppm
Result type: Elemental
Max num of results: 10
Min DBE: +0.0000 Max DBE: +50.0000
Electron state: OddAndEven
Num of charges: 6]
Add water: N/A
Add proton: N/A
File Name: Z2Z0JULO9.wiff
| Elements | Min Number Max Numbezr
: _4‘_ S e S R
1 e lo 19
2 H 0 26
3 N 0 %
| 4 Na 10 1
| iy | . S i T S——
5 o 8] 16
_ b e e e e S S | o _
I |
= P 0 11
- T ; . e S S
7 Fi 0 1
‘ S P o : : - S
| Formula Calculated m/z (amu)| mDa Error PPM Error
1  Cl18 H23 N 04 Na P C1 {406.0950 -1.0943 -2.6947
NH
P//O
| TOEt
Cl OEt

-S37-




Intensity, counts

M SRTLATH
M sRILALDA 4

TOFHAMS

" TOF MS: 1.017 min from Sample 5 (1SB) of 29July2009 vt
553 548471352864082306-004, 10=-1 61071351847713230e+001, Centroided

40

80-
55
50-

457

3%

30-

/
L FKOMe

162.1336

136.0248

miz, amu

-S38-

272.1448

2751258

o0 10 o o 10 10 180 190 20 210 20 20 20 20 260 20 " 280

2941227

3011468

%0 200 30 @0 30 M0 30

Max 101.3 counts.




Acqg: File: nfa Sample Name: n/a Acg. Dare: n/a

¥ode| Fime n/a
Elemental composition calculator
| Target m/fz: +294.1227 amu
l Teolerance: +5.0000 pom
i Result type: Elemental
| Max num of results: 10
| Min DBE: +0.0000 Max DBE: +50.0000
Electron state: OddAndEven
Num of charges: 8]
i Add water: N/A
| Add proton: N/A
File Name: 29July2009.wiff
Elements | Min Number Max Number
C 8] 13
E g 2
3 H 0 23
4 2 N 0 il
i 5 MNa 0 1.
i 6 (=} 8} 3
E: B 0 i
Formula iCalculated m/z (amu)| mDa Error | PPM Error DBE |
B . —
1 Cl3 H22 N O3 Na P i294.1235 -0.8019 w;2‘7264 !3.5

‘ Me
| j>;f2?-—<::i>k’
v

MeO

=0 |
R i
OMe

-S39-



sample C

Intensity, counts

le Commen

+TOF MS: 090010 0.933 min flom Sample 2 (KETO) o 20,2009 wif

; e
,,,,,,,

a=3.54853568164836660e-004, t0=-1.52436629057556270e+001. Centroided

376.0835

0,

P\‘-OMe
OMe

cl |

378,079
3541049

770032

| 379.0780
356,109

o S e S—

| ] i T USTI—— . NS S snten :
345 350 355 360 365 370 375 380 385 390
SOST——— 1| ||| P S

-S40-

\ Max 33.8 counts |




Sample Mame: n/a

Acqg Date: Ja
Sample Comment: n/a Aog Time S a
I Elemental composition calculator |
| |
| Target m/z: +376.0835 amu
| Tolerance: +5.0000 ppm ‘
i Result type: Elemental |
I Max num of results: 10 ‘
I Min DBE: +0.0000 Max DBE: +50.0000 |
| Electron state: OddAndEven |
| Num of charges: 0 ‘
| ndd water: N/A |
add proton: N/A |
i File Name: 29%July2009.wiff ‘
I — N 1 \ SR
|| I Elements \ Min Number | Max Number: “
| |
S S S . I :
| I S - & o
R 8 & E 22 \|\
[ 3 i o 1 |
I T - R
[ i 4 |Na lo l1 _‘l‘
pre= == 4[ I S A - O
‘ T 5 lo 0 |2 |I
| | 6 lc1 ||O \2 \
N | T I ===l
i 7 P 0 L |
L S——— 1o . e R ST I T R 1 P ST =SSR
| \
| e L B e R AR S S 7’7 ESe I e F —_— 1 ’“I |
‘ | Formula Calculated m/z (amu) | mba Error | PEM Errcr | DBE |
R — —_— — et it —— —_— — i
: ‘ _1 7£17 HZi,N_OB Na P Cl1 ‘376.0845 ) —}.0295 L—2.7376 .J',SJ‘
\ . ‘
| |
| Me ‘
| L |
NHP i
| R—OMe
i OMe |
i el |
i : |
| |
| \
|
| |
| |
|
| |
|
| 1
|
|
P - 2 - . ]

-S41-



SBI ES1-TOFHRMS

) “Max.'g@éo counts.

I +TOF 1S, 0.867 to 0.933 min from Sample 4 (1SBT) of 20July2009 wif
a=3.54847135288408230@—004‘t0=-161071351847713230e+001,Cenvoﬁed

Intensity, counts

300+
280
260
20
220
200-
180-
160
140

120

100
80

60

40

20

140

16

176.1484

1.0390

w180

T ]

336.1711

| ot
OFt

3141892

751
iEas 301.1446

W 30
iz, amu_

-S42-

W

¥ 30

400

a

440

40

8



e: nfa Sample Name: n/fa Acg. Date: n/a

Elemental compdsiﬁon calculator

Target m/z: +336.1711 amu
Tolerance: +5..0000 P
Result type: Elemental

Max num of results: 10

Min DBE: +0.0000 Max DBRE: +50.0000
Electron state: OddAndEven
Num of charges: Q

Add water: N/A
Add proton: N/A
File Name: 29July2009.wiff

[ 7 Elements B Min Number ”&éx Numbe r:
g o o] 16 . -
2 F 0 2
3 H 0 29
4 N 8] 1
5W7 Nari 0 ) - 1
[ O -b 3 _
7 P ) - 0 1
%érmula o Calculated m/z (amu)jﬁDa ﬁ;;or FPPM Error iDBE
1 clemze N oO3IwNaP 336.1704 ~ o.ea7s 1.9271 EE

~ ]

RS i
T~ort
OEt

-S43-



Intensity, counts

TYALAKSHMI , CY-ME,  ESI-TOFHRMS

3=3.54847135288408230e-004, 10=-1.61071351847713230e+001, Centroided

1921224

6- 193.1291

2 A —— PRI S S - RN 18 S
160 170 180 190 200 210

2751293

20 230 40 250 260 270
N— mlz, amu_

-S44-

301.1408

2971456

1

280

290

w

310

te: Wednesday,

324.1136

0 3

Max. 494 counts.

—

30

340 %0 SGIT 30 380



Acg. ‘Files mia Sample Name: n/fa Acg. Pate: n/a
Sample Comment: n/a Acg. Time: nifa
[ Elemental composition calculator }
{
! Target m/z: +324.1136 amu ‘
Tolerance: +5.0000 ppm |
‘ Result type: Elemental !
Max num of results: 10 |
Min DBE: +0.0000 Max DBE: +50.0000 |
Electron state: OddAndEven
Num of charges: 6]
| Add water: N/A
Add proton: N/A
File Name: 29July2009.wiff
![ ! Elements Min Numbexr ‘ Max Number: I
1 & 0 |14 ‘
2 F 6] 2
 CEECEE - S ”
3 H 0 22 |
- | - i
4 N 0] i
! 5 Na 6] L
| ] ) |
6 @] 0 13
7 [p 0 . |
L s = e i
Formula Calculated m/z (amu) mDa Error PPM Error LDBE
T F P [324.114 -0.4801 -1.4813 la.s5 |
}C1_4_ HZ21 N O3 Na 7 |324 0 3 - 48] A !

F\Q\
R

B ~ome

OMe

-S45-




