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1. General Information of the synthesis and characterization of the new compounds.

General Experimental Methods. '"H NMR and ">C NMR spectra were recorded on a 300 MHz spectrometer and
the chemical shifts were measured from the solvent peak as an internal standard. Chemical shifts and coupling
constants (J-value) are reported in ppm and Hertz respectively. The following abbreviations are used for spin
multiplicity: s = singlet, d = doublet, t = triplet, q = quartet, m = multiplet, br = broad. High Resolution Mass spectra
(HRMS) samples were analyzed by positive ion electrospray. Analytical thin-layer chromatography (TLC) was
performed using silica gel 60 F254 pre-coated plates (0.25-mm thickness). Preparative TLC separations were made
on precoated analytical plates, 0.50 mm thick, silica gel 60 F254. Flash column chromatography was performed with
Silica-P Flash Silica Gel (ultra pure 40-63um). Reagents and solvents purchased from Aldrich Chemical Co., Acros
Organics, VWR International Inc., Pfaltz & Bauer and Pharmco and used without any further purification. All
reactions were carried out in oven-dried glassware under argon or nitrogen atmosphere unless otherwise specified.

1.1 Synthesis of 1H-benzo[e]cyclobuta[b][1,4]thiazine-1,2(8H)-dione (2)
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Reagents and conditions: (i) oxalyl chloride, DMF, CCl,, -78°C to reflux, 3hr; (ii) 2-aminothiophenol, TEA, benzene,
0°C to reflux, 16hr; (iii) RNH,, TEA, THF, r.t., 16hr.

(1) Synthesis of 2

Finely powdered 1,2-Dihydroxycyclobutene-3,4-dione (0.57 g, 5 mmol), carbon tetrachloride (10 mL), and DMF
(0.05mL), were introduced into a 25 mL round-bottomed flask previously filled with argon. The mixture was frozen
by immersion in dry ice-acetone and oxalyl chloride (0.85 mL, 10 mmol) was introduced at once through the
condenser’s outlet. Then the flask was allowed to warm to room temperature, agitation started at 300 rpm, and the
flask was then lowered into an oil bath thermostatted to 50-60 °C. Regular gas evolution started immediately and
was no more apparent after 50 min. After further 2hr, heating and agitation were discontinued. The solvent was
removed to give 1,2-dichlorocyclobutene -3,4-dione (0.6g) as yellow crystal.

1,2-Dichlorocyclobutene-3,4-dione (0.6g) was dissolved in dry benzene (50mL) and cooled down to 0 °C under
argon atmosphere. 1 eq of thiophenol was added in one portion, followed by addition of excess of triethylamine
(2.2eq) in anhydrous benzene (5mL). Reaction mixture was stirred at 0°C for 0.5hr, at r.t. for 0.5hr and at reflux
overnight. The mixture was filtered and the solid was washed with water and methanol to give a yellow solid. Yield:
0.45g (55%). 'HNMR (300 MHz, DMSO-dg) : & 7.35-6.89 (m, 3H), 6.73-6.70 (m, 1H). "CNMR (75 MHz,
DMSO-dg) : 5 183.84, 183.39, 179.66, 164.62, 134.48, 129.57, 128.39, 126.63, 119.14, 115.03. MS: cacld. for M":
203, found: 203.

(2) General procedures for the synthesis of 8 and 9

To a mixture of 2 (1mmol, leq) and TEA (2mmol, 2eq) in dry THF (20mL) at r.t. under Ar was added substituted
amine (3mmol, 1.5eq). The mixture was stirred at r.t. overnight. The mixture was concentrated and the residue was
partitioned between water and ethyl acetate. The organic layer was separated, washed with brine, dried and
concentrated. The residue was purified by flash chromatography using PE:EA (1:1) as eluent to give a yellow solid.
3-(Allylamino)-4-(2-mercaptophenylamino)cyclobut-3-ene-1,2-dione (8): Yield 0.17g (65%). MS m/z (%): cacld.
for [M+H]": 261.1, found: 261.1; "HNMR (300 MHz, DMSO-d) : 8 9.59 (brs, 1H), 8.70-8.66 (1H), 8.19 (s, 1H),
6.91-6.74 (m, 3H), 6.54 (dd, J = 7.5 Hz, 3Hz, 1H), 5.85-5.72 (m, 1H), 5.11-5.01 (m, 2H), 3.73-3.68 (m, 2H).



Supplementary Material (ESI) for Chemical Communications
This journal is (c) The Royal Society of Chemistry 2011

BCNMR (75MHz, DMSO-dy) : 8 177.52, 163.26, 147.03, 135.38, 135.27, 128.19, 127.72, 126.83, 120.97, 117.66,
116.26, 102.40, 41.64.

(S)-methyl-3-(1H-indol-3-yl)-2-(2-(2-mercaptophenylamino)-3,4-dioxocyclobut-1-enylamino)propanoate (9). Yield
0.23g (55%). MS m/z (%): cacld. for [M+H]": 422.1, found: 422.1; "HNMR (300 MHz, DMSO-dg) : 5 10.86 (s, 1H),
9.73 (s, 1H), 8.73 (d, J = 7.8 Hz, 1H), 8.03 (s, 1H), 7.46 (d, /= 7.8 Hz, 1H), 7.33 (d, J = 7.8 Hz, 1H), 7.13 (s, 1H),
7.06-6.78 (m, 5H), 6.56 (d, J = 7.8 Hz, 1H), 4.53 (m, 1H), 3.62 (s, 3H), 3.21 (m, 2H); "CNMR (75MHz,
DMSO-de) : & 176.24, 171.77, 162.83, 146.36, 136.21, 134.43, 127.48, 127.09, 126.99, 126.20, 123.92, 121.14,
120.14, 118.59, 118.08, 117.02, 111.62, 109.38, 101.63, 53.04, 52.23, 26.43.

1.2 Synthesis of  4-((1,2-dioxo-1,2-dihydrobenzo[f]cyclobuta[b][1,4]oxazepin-9(8H)-yl)-methyl)  -1-methyl

-pyridinium iodide (3)
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Reagents and conditions: (i) 4-aminomethyl pyridine, EtOH, r.t. lhr; (ii) NaBH,, EtOH, 0°C to r.t., lhr; (iii)
3,4-dichlorocyclobutene-1,2-dione, TEA, benzene, 0°C to reflux, 16hr; (iv) CH;1, CH,Cl,, r.t., 16hr

(1) Synthesis of 2-((pyridin-4-ylmethylamino)methyl)phenol (10)

A mixture of salicyaldehyde (10mmol) and amine (leq) in EtOH (10mL) was stirred at r.t. for 2hr. The mixture
was cooled to 0°C and NaBH, (1.2 eq) was added in portions. The mixture was then stirred at that temp. for 2hr. The
reaction was quenched by water and concentrated. The residue was partitioned between water and DCM. The
organic layers were combined, dried and concentrated. The residue was purified by flash chromatography using
DCM:MeOH (20:1) as eluent to give a colorless sticky oil. Yield 1.9g (90%). '"HNMR (300 MHz, CDCl3) : &
8.61-8.56 (m, 2H), 7.26-7.01 (m, 3H), 7.01-6.78 (m, 3H), 4.06 (s, 2H), 3.85 (s, 2H).

(2) Synthesis of 9-(pyridin-4-ylmethyl)-8,9-dihydrobenzo|[f]cyclobuta[b][ 1,4]oxa -zepine-1,2-dione (11)

1,2-Dichlorocyclobutene-3,4-dione (0.6g) was dissolved in dry benzene (50mL) and cooled down to 0 °C under
argon atmosphere. 1 eq of 2-((pyridin-4-ylmethylamino)-methyl)phenol in anhydrous benzene (25mL) was added
dropwise, accompanied by addition of excess of triethyl amine (2.2eq) in anhydrous benzene (25mL). Reaction
mixture was stirred at 0°C for 0.5hr, at r.t. for 0.5hr and at reflux overnight. The reaction mixture was then filtered
and concentrated. Flash chromatography using Hexanes (100mL), DCM (100mL), DCM:MeOH (100:1, 200mL),
DCM:MeOH (80:1, 200mL), DCM:MeOH (60:1) as eluent afforded a brown sticky oil, which was dried under high
vacuum to give a foamy solid. Yield: 0.19g (16.3%). MS m/z (%): cacld. for [M+H]": 293.1, found: 293.1; 'HNMR
(300 MHz, DMSO-d¢) : 8 8.57 (dd, J= 1.5, 4.5Hz, 2H), 7.48-7.31 (m, 5H), 7.22-7.16 (m, 1H), 4.89 (s, 2H), 4.67 (s,
2H).

3) Synthesis of  4-((1,2-dioxo-1,2-dihydrobenzo[f]cyclobuta[b][1,4]oxazepin-9(8H)-yl)methyl)-1-methyl
-pyridinium iodide (3)

A mixture of 9-(pyridin-4-ylmethyl)-8,9-dihydrobenzo[f]cyclobuta[b][1,4]Joxazepine -1,2-dione (20mg) and
iodomethane (excess) in anhydrous DCM (0.4mL) was stirred at r.t. for overnight. The mixture was filtered and the
solid was dried under high vacuum to give a pale white solid with rather good water solubility. Yield : 18.9mg
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(90%). HRMS m/z: cacld. for [M+H-I]": 307.1082, found: 307.1083; "HNMR (300 MHz, DMSO-dy) : 8 8.96 (d, J =
6.3Hz, 2H), 8.11 (d, J = 6.0Hz, 2H), 7.51-7.19 (m, 4H), 5.16 (s, 2H), 4.74 (s, 2H), 4.32 (s, 3H). "CNMR (75MHz,
DMSO-d) : & 188.44, 181.18, 175.26, 173.81, 155.30, 154.41, 145.69, 132.27, 130.86, 125.91, 125.37, 123.61,
120.50, 53.86, 52.73, 47.65.

1.3 Synthesis  of  4-((6-fluoro-1,2-dioxo-1,2-dihydrobenzo[f]cyclobuta[b][1,4]Joxazepin  -9(8H)-yl)methyl)
-1-methylpyridinium iodide (4)
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Reagents and conditions: (i) 4-aminomethyl pyridine, EtOH, r.t. lhr; (ii) NaBH,, EtOH, 0°C to r.t., lhr; (iii)
3,4-dichlorocyclobutene-1,2-dione, TEA, benzene, 0°C to reflux, 16hr; (iv) CH;I, CH,Cl,, r.t., 16hr

(1) Synthesis of 4-fluoro-2-((pyridin-4-ylmethylamino)methyl)phenol (12)

A mixture of aldehyde (10mmol) and amine (leq) in EtOH (10mL) was stirred at r.t. for 2hr. The mixture was
then cooled to 0°C and NaBH, (1.2 eq) was added in portions. The mixture was then stirred at that temp. for 2hr. The
reaction solution was quenched by water at 0°C and concentrated. The residue was extracted by DCM. The organic
layers were combined, dried and concentrated. The residue was purified by flash chromatography using
DCM:MeOH (20:1) as eluent to give a colorless sticky oil. Yield 1.44g (65%). '"HNMR (300 MHz, DMSO-dy) : 8
8.50 (d, J= 6 Hz, 2H), 7.35 (d, J= 6Hz, 2H ), 7.03 (dd, J =9, 3 Hz, 1H), 6.89 (m, 1H), 6.74-6.69 (m, 1H), 3.73 (s,
2H), 3.70 (s, 2H).

(3) Synthesis of 6-fluoro-9-(pyridin-4-ylmethyl)-8,9-dihydrobenzol[f]cyclobuta[b][ 1,4]-oxazepine-1,2 -dione (13)

1,2-Dichlorocyclobutene-3,4-dione (0.6g) was dissolved in dry benzene (40mL) and cooled down to 0 °C under
argon atmosphere. 1 eq of phenol in anhydrous benzene (30 mL) was added dropwise, accompanied by addition of
excess of triethyl amine (2.2eq) in anhydrous benzene (30 mL). Reaction mixture was stirred at 0°C for 0.5hr, at r.t.
for 0.5hr and at reflux overnight. The reaction mixture was then filtered and concentrated. Flash chromatography
using PE (100mL), DCM (100mL), DCM:MeOH (100:1, 200mL), DCM:MeOH (80:1, 200mL), DCM:MeOH (60:1)
as eluent afforded a brown sticky oil, which was dried under high vacuum to give a foamy solid. Yield 0.31g (25%).
HRMS m/z: cacld. for [M+H]": 311.0832, found: 311.0822; 'HNMR (300 MHz, DMSO-dg) : 8.59-8.58 (m, 2H),
7.46-7.26 (m, SH), 4.98 (s, 2H), 4.66 (s, 2H).

(3) Synthesis of  4-((6-fluoro-1,2-dioxo-1,2-dihydrobenzo[f]cyclobuta[b][1,4]oxazepin  -9(8H)-yl)methyl)
-1-methylpyridinium iodide (4)

A mixture of 6-fluoro-9-(pyridin-4-ylmethyl)-8,9-dihydrobenzo[ flcyclobuta[b][ 1,4 ]-oxazepine-1,2 -dione (20mg)
and iodomethane (excess) in anhydrous DCM (0.4mL) was stirred at r.t. overnight. The mixture was filtered and the
solid was washed with large amount of DCM, dried under high vacuum to give a pale white solid with rather good
water solubility. Yield: 18.8 mg (90%). HRMS m/z: cacld. for [M+H-I]": 325.0988, found: 325.0996; "HNMR (300
MHz, DMSO-d¢) : 6 8.97 (m, 2H), 8.13-8.11 (m, 2H), 7.50-7.23 (m, 3H), 5.15 (s, 2H), 4.72 (s, 2H), 4.33 (3H).
BCNMR (75MHz, DMSO-dy) : 5 188.33, 181.08, 175.32, 173.72, 159.47, 156.26, 155.05, 150.82, 150.78, 145.68,
126.02, 125.62, 125.51, 122.59,122.48, 118.58, 118.26, 117.47, 117.16, 53.02, 52.71, 47.72.
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1.4 Synthesis of 4-((4,6-difluoro-1,2-dioxo-1,2-dihydrobenzo[ flcyclobuta[b][ 1,4]-oxazepin-9(8H)-yl)
-methyl)-1-methylpyridinium iodide 5
OH
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Reagents and conditions: (i) 4-aminomethyl pyridine, EtOH, r.t. lhr; (ii) NaBH,, EtOH, 0°C to r.t., lhr; (iii)
3,4-dichlorocyclobutene-1,2-dione, TEA, benzene, 0°C to reflux, 16hr; (iv) CH;1, CH,Cl,, r.t., 16hr

(1) Synthesis of 4,6-difluoro-2-((pyridin-4-ylmethylamino)methyl)phenol (14)

A mixture of aldehyde (10mmol) and amine (leq) in EtOH (10mL) was stirred at r.t. for 2hr. The mixture was
then cooled to 0°C and NaBH, (1.2 eq) was added in portions. The mixture was then stirred at that temp. for 2hr. The
reaction solution was quenched by water at 0°C and concentrated. The residue was extracted by DCM. The organic
layers were combined, dried and concentrated. The residue was purified by flash chromatography using
DCM:MeOH (20:1) as eluent to give a colorless sticky oil. Yield 1.63g (65%). '"HNMR (300 MHz, DMSO-dy) : 8
8.61 (d, /=4 Hz, 2H), 7.27-6.84 (m, 2H ), 6.84-6.76 (m, 1H), 6.56-6.53 (m, 1H), 4.04 (s, 3H), 3.85 (s, 3H).

(2) Synthesis of 4,6-difluoro-9-(pyridin-4-ylmethyl)-8,9-dihydrobenzo[f]cyclobuta-[b][1,4]oxazepine- -1,2-dione
15)

1,2-Dichlorocyclobutene-3,4-dione (0.6g) was dissolved in dry benzene (40mL) and cooled down to 0 °C under
argon atmosphere. 1 eq of phenol in anhydrous benzene (30 mL) was added dropwise, accompanied by addition of
excess of triethyl amine (2.2eq) in anhydrous benzene (30 mL). Reaction mixture was stirred at 0°C for 0.5hr, at r.t.
for 0.5hr and at reflux overnight. The reaction mixture was then filtered and concentrated. Flash chromatography
using PE (100mL), DCM (100mL), DCM:MeOH (100:1, 200mL), DCM:MeOH (80:1, 200mL), DCM:MeOH (60:1)
as eluent afforded a brown sticky oil, which was dried under high vacuum to give a foamy solid. Yield 0.33g (25%).
HRMS m/z: cacld. for [M+H]": 329.0738, found: 329.0737; '"HNMR (300 MHz, DMSO-d¢) : 8.70-8.69 (m, 2H),
7.27-7.23 (m, 2H), 7.08-7.01 (m, 1H), 6.64-6.60 (m, 1H), 4.94 (s, 2H), 4.74 (s, 2H).

3) Synthesis  of  4-((4,6-difluoro-1,2-dioxo-1,2-dihydrobenzo[ flcyclobuta[b][1,4] -oxazepin-9(8H)-yl)
-methyl)-1-methylpyridinium iodide (5)

A mixture of 6-fluoro-9-(pyridin-4-ylmethyl)-8,9-dihydrobenzo[ flcyclobuta[b][1,4]-oxazepine-1,2 -dione (20mg)
and iodomethane (excess) in anhydrous DCM (0.4mL) was stirred at r.t. for overnight. The mixture was filtered and
the solid was washed with large amount of DCM, dried under high vacuum to give a pale white solid with rather
good water solubility. Yield : 19mg (90%). HRMS m/z: cacld. for [M+H-I]": 343.0894, found: 343.0903; 'HNMR
(300 MHz, DMSO-dy) : 6 8.98 (d, J = 4Hz, 2H), 8.12 (d, J = 4Hz, 2H), 7.67-7.60 (m, 1H), 7.15-7.11 (m, 1H), 5.16
(s, 2H), 4.78 (s, 2H), 4.33 (3H). >CNMR (75MHz, DMSO-dy) : & 188.37, 180.68, 175.31, 172.86, 158.61, 158.45,
155.37, 155.20, 155.03, 153.80, 150.49,150.31, 145.67, 139.74, 139.69, 139.58, 139.52, 127.13, 127.00, 125.92,
113.82, 113.77, 113.49, 113.45, 106.54, 106.23, 106.18, 105.87, 53.00, 52.83, 47.68.

1.5 Synthesis of 9-(4-(2-(2-(2-methoxyethoxy)ethoxy)ethoxy)phenyl)-8,9-dihydrobenzo[ flcyclobuta[b][ 1,
-4]oxazepine-1,2-dione (6)
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Reagents and conditions: (i) Pd/C, H2, MeOH; (ii) salicy aldehyde, EtOH, r.t. 1hr; (iii) NaBH,4, EtOH, 0°C to r.t.,
1hr; (iv) 3,4-dichlorocyclobutene-1,2-dione, TEA, benzene, 0°C to reflux, 16hr.

(1) Synthesis of 4-(2-(2-(2-methoxyethoxy)ethoxy)ethoxy)aniline (16)

A mixture of 1 (10 mmol) and 10% Pd/C (10%wt) in MeOH (50 mL) was hydrogenated at room temperature
under a hydrogen balloon, with vigorous stirring, overnight. The catalyst was filtered through Celite, and the filtrate
was concentrated to give a brown sticky oil. The oil was used directly for the next step without further purification.

(2) Synthesis of 2-((4-(2-(2-(2-methoxyethoxy)ethoxy)ethoxy)phenylamino)methyl)phenol (18)

A mixture of aldehyde (10mmol) and amine (leq) in EtOH was stirred at r.t. for 2hr. The mixture was cooled to
0°C and NaBH, (1.2eq) was added in portions. The mixture was then stirred at that temp. for 2hr. The reaction was
solution was quenched by water and concentrated. The residue was extracted by DCM. The organic layers were
combined, dried and concentrated to give a brown sticky oil. The oil was used directly for the next step without
further purification.

3) Synthesis  of  9-(4-(2-(2-(2-methoxyethoxy)ethoxy)ethoxy)phenyl)-8,9-dihydrobenzo[f]cyclobuta[b][ 1,
-4]oxazepine-1,2-dione (6)

1,2-Dichlorocyclobutene-3,4-dione (0.6g) was dissolved in dry benzene (50mL) and cooled down to 0 °C under
argon atmosphere. 1 eq of phenol in anhydrous benzene (5mL) was added dropwise, accompanied by addition of
excess of triethyl amine (2.2eq) in anhydrous benzene (5mL). Reaction mixture was stirred at 0°C for 0.5hr, at r.t.
for 0.5hr and at reflux overnight. Flash chromatography using Hexanes:EtOAc (1:1) as eluent afforded a yellow
sticky oil, which was dried under high vacuum to give semi solid. Total yield (three steps): 52.7%. HRMS m/z:
cacld.: 440.1709 [M+H]", found: 440.1700; "HNMR (300 MHz, CDCl;) : § 7.50-7.15 (m, 6H), 6.98 (d, J = 9.0 Hz,
2H), 4.99 (s, 2H), 4.16-4.14 (m, 2H), 3.89-3.86 (m, 2H), 3.76-3.57 (m, 8H), 3.39 (s, 3H).

1.6 Synthesis of 9-(2-(2-hydroxyethoxy)ethyl)-8,9-dihydrobenzo[f]cyclobuta[b][ 1,4]-oxazepine-1,2-dione (7)

o) o)
OH OH OH j\;/(
©/CHO BON @A\N/\/O\L - @/\N/\/OI G of N
OH " OH @J Z
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19 20 7

(1)Synthesis of 2-((2-(2-hydroxyethoxy)ethylamino)methyl)phenol (20)

A mixture of aldehyde (10mmol) and amine (1eq) in EtOH was stirred at r.t. for 2hr. The mixture was cooled
to 0°C and NaBH, (1.2eq) was added in portions. The mixture was then stirred at that temp. for 2hr. The
reaction was solution was quenched by water and concentrated. The residue was extracted by DCM. The
organic layers were combined, dried and concentrated to give a yellow sticky oil. The oil was used directly for
the next step without further purification.

(2)Synthesis of 9-(2-(2-hydroxyethoxy)ethyl)-8,9-dihydrobenzo[ flcyclobuta[b][ 1,4]-oxazepine-1,2-dione (7)
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1,2-Dichlorocyclobutene-3,4-dione (0.6g) was dissolved in dry benzene (50mL) and cooled down to 0 °C under
argon atmosphere. 1 eq of phenol in anhydrous benzene (SmL) was added dropwise, accompanied by addition of
excess of triethyl amine (2.2eq) in anhydrous benzene (5mL). Reaction mixture was stirred at 0°C for 0.5hr, at r.t.
for 0.5hr and at reflux overnight. Flash chromatography using Hexanes:EtOAc (1:1) as eluent afforded a yellow
sticky oil. Total yield (two steps): 23.1%. HRMS m/z (%): cacld.: 290.1023 [M+H]", found: 290.1026; "HNMR (300
MHz, CDCl;) : & 7.42-6.89 (m, 4H), 4.68 (s, 2H), 3.96-3.56 (m, 8H).

2. Ligation of cyclic squarate derivative 3 with L-cysteine and L-cysteine ethyl ester
Table S1. Ligation of cyclic squarate derivative 3 with L-cysteine and L-cysteine ethyl ester (Scheme 1).*

Entry Reactant Product Time (Conv >95%)
(0] o]
HOOC.__NH, T N—
1 \E HOOC NH N \ /e 5 min
SH (
SH OH
o) o)
H3CH,COOC.__NH, HCI j\;t \_ N

2 I S 5 min
SH HsCH,CO0C™ “NH,HCI OH

*Reaction conditions: H,O, r.t.

3. UV spectra of 3, NHS-Biotin and SQ-Biotin
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Figl UV spectra of 10 uM of 3 in PBS buffer (10 mM, pH 8.02) at increment of 5 min from 0 to 70 min (solid line), and in
CH;CN  (dash line). The insert shows the plot of (AbSmaxo min-AbSmaxn) at 264 nm of 3, NHS-Biotin and SQ-Biotin versus time
in PBS buffer (10 mM, pH 8.02).
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4. The Maldi-Tof spectra for the ligation of the proteins using squarate pyridium salts.
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Figure 2. The spectrum of Maldi-Tof of modified Lysozyme by 3 at pH 7.75 in 10mM PBS buffer.
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: 14603235
£100- RN
E Ribonuclease A j;( - N
N N \_/ [©)
lo) o) 14296.846 H
Ribonuclease A —
e Ny =g RN or
801 N N 3
OH
2 O, O
Ribonuclease A j;( =
Wi
N ®
604 H N
14910.122
O O 13990.636 d/OH
H O “
. N—
Ribonuclease A H N \ /&
40+ o, 0O
Ribonuclease A ﬁ /—CN
lo} \ /&
N ®
\ N N
C§°H
5
204
Unmodified 15217 443
Ribonuclease A ¥
13682.515

12000 12500 13000 13500 14000 14500 15000 15500 16000 16500 17000

Figure 3. The spectrum of Maldi-Tof of modified Ribonuclease A by 3 at pH 7.75 in 10mM PBS buffer.
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E 14520.957
é (@] O
\ /&
N N )
Unmodified 14630.000Z H
Lysozyme
2500 \A 14307.126 14723646 F OH
2000+

14839.031

15004

10004

500+

1300 14000 14500 15000 1550 16000

Figure 4. The spectrum of Maldi-Tof of modified Lysozyme by 4 at pH 7.75 in 10mM PBS buffer.
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———

14007.533 Ribonuclease A N/:\th‘@*
200 «— H

fa.ul

Intens
[f;]\\/
o
I

14332.939

10004

Ribonuclease A
8004 /

600+

Unmodified
400 Ribonuclease A ﬂﬁ

N

Ribonuclease A

14657.599

200

| 12000 12500 13000 13500 14000 14500 15000 15500 16000 16500 17000 .

Figure 5. The spectrum of Maldi-Tof of modified Ribonuclese A by 4 at pH 7.75 in 10mM PBS buffer.
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(0] o] 14647.000
N \
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Lysozyme
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Figure 6. The spectrum of Maldi-Tof of modified Lysozyme by 5 at pH 7.75 in 10mM PBS buffer.
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N
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o
n

13682.561 o) o)

Unmodified j:( =\,
Ribonuclease A 14025780 Ribonuclease A N N \ S
H

S

Intens. [a-.]

10004

800+

600

O, O
XN@Q—

N
H

4004 14368.668

200+

0,
12500 13000 13500 14000 14500 15000 15500

" 16000
miz

Figure 7. The spectrum of Maldi-Tof of modified Ribonuclese A by 5 at pH 7.75 in 10mM PBS buffer.
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File
Oper at or
Acqui r ed

I nst runent

Sanpl e Narre:

Msc Info

Vi al NurrberE

Abundance

1500000

1400000

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000
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: C:\ M8DChem 1\ Def aul t\ Dat a\ BSB\ DC- 1- 39- 101. D This journal is (c) The Royal Society of Chemistry 2011
amh
11 Dec 2009 11:30

11

I nst rument
dc-1-39-101

#1

usi ng AcqMet hod 00_GEN 30_1 SPLIT ALS_INJ_EI 40C 40_500DA. M

TIC: DC-1-39-101.D\data.ms

Time-->
Abundance

130000

120000

110000

100000

90000

80000

70000

60000

50000

40000

30000

20000

10000

o

m/z-->

23.80

45

40

24.00

63

60

76

80

9

103

120

Al 133

24.40

146

24.60 24.80

175

O\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\

24.20

25.00 2520 2540 2560 25.80 26.00 26.20 26.40 26.60 26.80
Average of 25.054 to 25.154 min.: DC-1-39-101.D\data.ms

203

HM S

DC-1-38-101

Chemical Formula: CigHsMNO,S
Exact Mass: 203.00
Molecular Weight: 203.22

223 251265 281295 328341 355 403 429 475 489

100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480
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7.360
7.091
7.084
7.069
7.065
7.062
7.058
7.043
7.035
7.006
6.987
6.980
6.961
6.954
6.950
6.932
6.928
6.925
6.906
6.902
6.744

6.740
6.718
6.713

Nﬂ\x%//

dc-

1-39-101

HM S

O

DC-1-39-101

Chemical Formula: CygHgNO»S

Molecular Weight: 203.22

Exact Mass: 203.00

3.326
3.0098
3.073
3.049
2.507
2.502
2.495
2.489
2.483

N

NZR

Supplementary Material (ESI) for Chemical Communications
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Current Data Parameters

N NAME dc—1-39-101
o EXPNO 1
— PROCNO 1

F2 — Acquisition Parameters

=

vvvvvvvvv

1.175

vvvvvvvvv

vvvvvvvvv

vvvvvvvvv

vvvvvvvvv

Date_ 20100622
Time 17.43
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
SOLVENT DMSO
NS 16
DS 0
SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 812.7
DW 104.400 usec
DE 54.00 usec
TE 296.2 K
D1 1.00000000 sec
TDO 1
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1324000 MHz
F2 — Processing parameters
1 SI 32768

SF 300.1300024 MHz
WDW no

""""" —————— SSB 0

1 ppm LB 0.00 Hz

GB 0
PC 1.00
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- W oo o — ™~ < @0 M
< © o WA ® MM D @O D
DC-1~39~101 @ ™o ] TOMmY Ao T Tl o
. . - R - MO NG
_ MR = LA = =R te] N e .
Dhiqk}_d o o~ [} ™o — OO, Mo
= fi — — o e - ER R S A Y
5
1
H
0 0 ‘
|
/

T T T T T T T T T T T T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120 110 100 g0 80 70 60 50 40 30 20 10 a ppm
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Print of window 80: MS Spectrum
Data File : D:\EZXDATA\ASORG\12-09\DC-1-48-1011-__
Sample Name : dc-1-48-101

Supplementary Material (ESI) for Chemical Communications
-04697 DThis journal is (c) The Royal Society of Chemistry 2011

Acg. Operator : Angela Hansen

Acg. Instrument : INSTRUMENT 1 L
Injection Date : 12/17/2009 12:23:56 PM
Inj
Acg. Method : D:\METHODS\POS_MIXED_LOOP_150_

Last changed :12/17/2009 12:23:35 PM by Angela
(modified after loading)
Analysis Method : D:\METHODS\16MIN_150_1000_LCMS_BO
Last changed :12/15/2009 2:38:59 PM by David Dy
(modified after loading)
Method Info  : Method for loop analysis of small

Sample Info  :test

Easy-Access Method: 'pos_mixed_lo
Database #:

MS Spectrum

ocation : Vial 2
Inj: 1
Volume : 10 pl

Hansen

TH_POS.M
e

organics

op_150_1000'

MSD2 SPC, time=0.293:0.328 of D:\EZXDATA\ASORG\12-09\DC-1-48-1011-__-04697.D MM-ES+APCI, Pos, Scan, Frag: 70, "high
7 261.1
1600007 Max: 164608
| (8] (8]
140000 | QH N N\=
i SH
i DC-1-48-101
120000 — Chemical Formula; C1 3H12N2023
Exact Mass: 260.06
1 Moalecular Weight: 260.31
100000 —
80000 —
60000 —|
| 391.3
40000 —
E 262.0
20000 —
| 243.1 277.0 3923
413.2
7 151.1 263.0
0 ‘H‘M:.lﬂﬁﬁ?‘qﬂm"\WZ&MJJMmHhhum.m\Hhhhmu.hh‘\\ 470‘&‘ ‘M%ﬁ Hiﬂm‘w‘um‘\mu“‘\ﬁg%rmﬂm‘mwwmh\‘345“()\\”\\\“\‘\ e ‘\3933\” ‘\414‘2\“ o D T e
T T —T T T — T :
150 200 250 300 350 400 450 m/Z
INSTRUMENT 1 12/17/2009 12:37:51 PM David Dye Page 1 of

1
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Current Data Parameters

NAME dc-1-48-101dmso
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20091221
Time 12.08
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
SOLVENT DMSO
dc—-1-48-101dmso NS 16
DS 0
0 (0] SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4.5613556 sec
M N‘“\;ﬁ RG 574.7
H H DW 139.200 usec
SH DE 54.00 usec
TE 298.2 K
DC-1-48-101 D1 1.00000000 sec
Chemical Formula; C13H12N2023 TDO 1
Exact Mass: 260.06
Molecular Weight: 260.31 —======= CHANNEL fl ========
NUC1 1H
Pl 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300063 MHz
WDW no
SSB 0
LB 0.00 Hz
- GB 0
PC 1.00
J N Al \M | B
N k | N | IV *
10 9 8 7 6 5 4 3 2 1 ppm
T} ™ 0 N||o Te} NeJ 0
o~ o o ollo r~ 0 o
o o o o || o — N
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S S gggg&lg}g%ﬂ;g mmowmmHOCurrent Data Parameters
dc-1-48-101 ¥s) I OMN ™~ 000N < o )10~ o oy NAME de-1-48-101
. . WO~ oo m o oo EXPNO 1
- o WM Oorr-~-Ww o s e v v E 2 DROCND 1
~~ W TOONNNNAA O OO OO0
— o A A A O T M
F2 - Aeguisiticn Parameters
Date 20100105
Time 16.40
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgdc
; TD 65536
B SOLVENT DMSO
0 O : NS 300
DS 0
SWH 18832.393 Hz
:::ff‘=N MH FIDRES 0.287360 Hz
H . AQ 1.7400308 sec
SH RG 1448.2
DW 26.550 usec
DE 6.00 usec
TE 2%8.2 K
Dl 1.00000000 sec
| i dll 0.03000000 sec
| TDO 1
I .
i mm====== CHANNEL fl ========
NUC1 13C
Pl 11.80 usec
PL1 C.00 dB
SFC1 75.4760200 MH=z
======== (CHANNEL {2 ========
CPDPRG2Z waltzlg
NUCZ .. 10
PCPD2 95.00 usec
PL2 0.00 dB
PL1Z 18.00 dB
SFOZ 300.1312005 MH=z
! F2 - Processing parameters
ST 32768
SF 75.4677190 MHz
WDW no
SSB 0
: 4 B 0.00 Hz
cdu Uk : ULl e il sh il e dL AL UL AL ! el T PIRT IR iicd LA ‘ bl b Ll ol il 0
L ) it i gt bR e e IR TR R N EAR AT i.40

| ' T ' l ' | ' t ' | * s i T ' | ' T ' 1 '
220 200 180 160 140 120 1G0 80 60 . 40 20 0 ppm



Dawei Cui
Placed Image


Print of w ndow 80: MS Spectrum
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MS Spectrum
*MSD2 SPC, time=0.223:0.983 of D:\EZXDATA\ASORG\02-10\DC-2-10-1011-__-05158.D MM-ES+APCI, Pos, Scan, Frag: 70, "high
100 — 422.1 Max: 44827
| O, o]
| oy H
H NH
H4CO N
~ e
B DC-2-10-101
Chemical Formula: CoaHgN304S
Exact Mass: 421.11
80 — Molecular Weight: 421.47
1911
60
444.1
40 —
423.1
20
1 421.1
2711
445.1
1 53.0 243.1 865.2
424.1
58.1 305.1
1 60.1 243.1 3912 ,1436.1
04 l\u\n‘\.“‘\‘\‘ bl ‘\ ‘J\ i ‘M ‘h\ \h\‘ b Lufu e \‘l“ ] m‘ m‘\““\ el —
200 300 400 600 700 800 900 1000m/z
I NSTRUMVENT 1 2/2/2010 1:42:38 PM Chunyin Zhu Page 1of 1
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10.862

9.728

8.729
8.031

dc-2-10-101

| o, O
oy
H4CO N M
e

DC-2-10-101

Chemical Formula: CoaHygN504S
Exact Mass: 421.11
Molecular Weight: 421.47

4.527
3.622
3.316
3.213
2.489

vvvvvvvvv

1.000

1.029

1.085
1.062

2.495

vvvvvvvvv

7.944

1.239

vvvvvvvvv

1.092
3.760
2.871

vvvvvvvvv

Current Data Parameters

Supplementary Material (ESI) for Chemical Communications
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NAME dc-2-10-101
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20100130

Time 15.02
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG Zg

TD 32768
SOLVENT DMSO

NS 16

DS 0

SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4.5613556 sec
RG 456.1

DW 139.200 usec
DE 54.00 usec
TE 298.2 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768

SF 300.1300042 MHz
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00
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230

220

210

200

176.242
171.773

DC-2-10-carbon?2

SH

DC-2-10-101

Chemical Formula: CzsH4gMN3045
Exact Mass: 421.11
Molecular Weight: 421.47

190 180 170

162.831

160

146.357
136.214

150

134.433
127.480
127.095
126.993
126.201

123.920

140

130

121.137

120.145

120

118.587
118.075
117.017
111.617
109.382
101.634

110

100

90

80

70

53.041
52.226
40.4061
40.274
40.186
39.910

60

50

40

39.354
39.075
38.792
26.425

30

20

10

ppm
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Current Data Parameters

NAME DC-2-10-carbon2
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20100130

Time 16.42
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgdc

D 65536
SOLVENT DMSO

NS 800

DS 0

SWH 18832.393 Hz
FIDRES 0.287360 Hz
AQ 1.7400308 sec
RG 4597.6

DW 26.550 usec
DE 6.00 usec
TE 298.2 K

D1 1.00000000 sec
dlil 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C

P1 11.80 usec
PL1 0.00 dB
SFO1 75.4760200 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6

NUC2 1H
PCPD2 95.00 wusec
PL2 0.00 dB
PL12 18.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
ST 32768

SF 75.4677751 MHz
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00
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S ANMOE-WOETMETLOVTNHOMNMANNOONATM AT O A A ONM
QOO TNDWOWLTMANOOOVMT IO OWWWOH0WWMmM— O W WO
@@mLOLDLOC\](\](\]C\]NNNHHOOOO@@O\OOOOOOOOOOOOOOOOI\I\M
OOOOOOOOOOOOI\[\[\l\l\[\l\l\l\l\l\l\l\KOLO&OkOLOkOkOLOkOkOLOkOKOLO

U= e—

DC-2-32-102

OH
M | o
H N

1.661
3.158
0.454
1.749

2.089

2.000

Current Data Parameters

Supplementary Material (ESI) for Chemical Communications
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NAME DC-2-32-102
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20100208

Time 18.41
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zZg

TD 32768
SOLVENT CDC13

NS 16

DS 0

SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4.5613556 sec
RG 574.7

DW 139.200 usec
DE 54.00 usec
TE 298.2 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768

SF 300.1300042 MHz
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00


Dawei Cui
Placed Image


Supplementary Material (ESI) for Chemical Communications
This journal is (c) The Royal Society of Chemistry 2011

8.585

QOO AT MULOAOAWIDODOILHANOOIT O H ONII~-00MMm 0 W ~ (@) O AN O O < O L0
O~ WOWOOOOMNOANNOMS O TN AN OO O o~ o O O O 00 I~ N
LOLOLOWQ"Q"WWWWMMMMMMMMMNNﬂHHﬂl\ (e6) O ™ o <t << < [Q\ Current Dataparameters
R T T S S S S S S S S N S S ST - ™ RESESESES — NAME Dc-2-119-101
EXPNO 1
&\N%//// % i
F2 - Acquisition Parameters
Date__ 20100312
Time 16.03
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
Dc-2-119-101 ID 32768
SOLVENT CDC13
NS 32
DS 0
Q Q SWH 3591.954 Hz
FIDRES 0.109618 H=z
— AQ 4.5613556 sec
RG 1024
] N DW 139.200 usec
KH DE 54.00 usec
/ TE 299.2 K
. D1 1.00000000 sec
M TDO 1
======== CHANNEL f]l] ========
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00

4.813
1.086
2.003
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Print of w ndow 80: MS Spectrum Supplementary Material (ESI) for Chemical Communications

This journal is (c) The Royal Society of Chemistry 2011

MS Spectrum
*MSD2 SPC, time=0.188:0.464 of D:\EZXDATA\JKARTY\02-10\DC-2-3P-1011-_-05328.D MM-ES+APCI, Pos, Scan, Frag: 70, "hig
100 — 293.1 Q o Max: 78484
(o] N
J o
=N
Chemical Formula: Cq7H12N205
1 Exact Mass: 292 0848
miz: 292.0848 (100.0%), 293.0881 (18.4%),
294.0915 (1.6%)
80 |
60 —
40 |
20+ 294.1
2431 | 3150 622.0
922.0
E 241.1
04 ‘m\“\“m m:h‘m‘.\.”\“ gl ‘m“w g “‘m‘h o R~ ‘J “‘ T by — . ——
200 300 400 500 600 700 800 900 m/z

I NSTRUVENT 1 2/11/2010 3:49:54 PM Derek Fi scher Page 1of 1
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O ™~ VO ONWOWHOWMWOK O LW [ee) [Q\N — () — O
~ N O H00WHOW<TTANITAN OO O < [Q\] (@) oY OO
o O H A< I TN MM NN A A — ~ ™M ™M < < Current Data Parameters
© © © 00~ [~~~ [~~~ 0 < < ™ NES NAME DC-2-45-103
EXPNO 1
\/ \\\\\w///// \/ PROCNO 1
F2 - Acquisition Parameters
Date_ 20100212
Time 15.04
INSTRUM spect
DC-2-45-103 PROBHD 5 mm QNP 1H/1
PULPROG zZg
TD 32768
SOLVENT DMSO
O O NS 32
% DS 0
_ SWH 3591.954 Hz
=) FIDRES 0.109618 Hz
O N I AQ 4.5613556 sec
f R, RG 645.1
*gh DW 139.200 usec
\ DE 54.00 usec
TE 299.2 K
D1 1.00000000 sec
TDO 1

NUC1 1H

Pl 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768

SF 300.1300042 MHz
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00

S Ne]
2.012
1.981 ]
4.037
2.000
2.077
3.095
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[6)) L0 < [QVI®)) <<
L0 O ()} O O (0]
o — k. O o N Current Data Parameters
© ~ 10 R NAME DC-2-45-103-H20
EXPNO 1
\/ PROCNO 1
F2 - Acquisition Parameters
Date__ 20100218
Time 10.05
INSTRUM spect
DC-2-45-103-H20 PROBHD 5 mm QNP 1H/1
PULPROG zg
D 32768
SOLVENT D20
0 0 NS 32
% DS 0
_ SWH 3591.954 Hz
=) FIDRES 0.109618 H=z
O N | AQ 4.5613556 sec
/ = RG 256
Ch DW 139.200 usec
= DE 54.00 usec
\ TR 298.2 X
D1 1.00000000 sec
TDO 1
======== CHANNEL f]l] ========
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
— L

1.803

1.747
3.644
2.000
2.926
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o O O ™M AN ™~ (&)} <~ O AN WO O
< ~ O A O [e@) O O~ O OMOWOOHOOOMWOII™~O
N N M0 N 00 Oy @) O DT LT RES Current Data Parameters
© = nm o < o NOOLWLO MmO . e e e e e e . NAME DC-3-45-101-carbon
(00 O ~ - Lo < M M AN ANANAN M AN~ OO O OO OOy O
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100513
Time 7.53
INSTRUM sSpect
PROBHD 5 mm QNP 1H/1
DC-3-45-101-carbon PULPROG zgdc
TD 65536
SOLVENT DMSO
NS 13000
RN O DS 0
SWH 18832.393 Hz
— 8 FIDRES 0.287360 Hz
O N | AQ 1.7400308 sec
f R RG 2048
Ch DW 26.550 usec
= DE 6.00 usec
\ TE 297.2 K
D1 1.00000000 sec
diil 0.03000000 sec
TDO 1

NUC1 13C

Pl 11.80 usec
PL1 0.00 dB
SFO1 75.4760200 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlo6

NUC2 1H
PCPD2 95.00 usec
PL2 0.00 dB
PL12 18.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
ST 32768

SF 75.4677751 MHz
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00

230 220 210 200 1%0 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 rpm
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Elemental Composition Report Page 1
Tolerance = 50.0 PPM / DBE: min =-1.5, max = 80.0

Selected filters: None

Monoisotopic Mass, Even Electron lons

13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:

C:0-18 H:0-15 N:0-2 0:0-3 Na:0-1

File name:dc-2-45-103 Notebook Ref: |U Databaset:

Instrument: LCT KC366
Method: ESI-TOF

dc-2-45-103c 28 (0.702) AM (Cen,6, 90.00, Ar,6000.0,1222.14,0.70,LS 4); Sm (SG, 2x6.00); Cm (27:28)

Test name: Accurate Mass
Base Peak Mass: 307.10818481

26-Feb-2010 14:45:30

1: TOF MS ES+

100+ 307.1082 630
o, 0
, )n G
o N
| i A
SN
Y
1 Chemical Formula: CygHsN204*
Exact Mass: 307 1077
1 m/z: 307.1083 (100.0%), 308.1116 (19.5%),
300.1150 (1.8%)
%7
| 308.1127
301.1304 311 9988 304.9691 306.9695 309.9772 3111593
304.8743 309.1942 | 310.9446
303.1060 ‘ 1 306. 08251 ‘ ‘ ‘ ‘ 1 311.9280
S I RN | EOYSR Fe T|A TA A [T ‘\Hm_umH,wm_\\‘\_wwm -
3010 | 302.0 303.0 304.0 305.0 306.0 307.0 308.0 309.0 310.0 311.0 312.0

M ni rum 80. 00 -1.5
Maxi num 100. 00 5.0 50.0 80.0
Mass RA Cal c. Mmss nmDa PPM DBE i-FIT For mul a
307. 1082 100. 00 307. 1083 -0.1 -0.3 12.5 21.1 Cl8 H15 N2 3
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o <t AN MM ANOANNWWOWAAN > T O A OO O~ OO 0N N L — O
<t AN O OV LWNOFTTMHOWMO QOO METIOH T AOON0VOOE~VWOVOETNODI>IT ™M O O
WO [~ WOW0OLWN S < LT ONNONONON NN NNNN NN NAME DC-2-65-100
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date__ 20100218
Time 11.07
INSTRUM spect
PROBHD 5 mm QNP 1H/1
TD 32768
SOLVENT D20
NS 32
4] ] DS 0
— SWH 3591.954 Hz
\ oS FIDRES 0.109618 Hz
HOOGE AQ 4.5613556 sec
RG 362
SH DW 139.200 usec
OH DE 54.00 usec
TE 298.2 K
- DC_2.65.1 géo l.OOOOOOOS sec
Chemical Formuda Gy HpMNeOsS*
Biad Mass 478 175 ======== CHANNEL fl ========
Molecula YW enhl 478 4509 NUC1 1H
P1l 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MH=z
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
o e, m s ( ° . ——_
""""" R I D e
10 9 8 7 6 5 4 3 2 1 0 pPpm
[Q\] O (@] O | (@) — (@)
— (@) — Q| |00 (@) ~ [e))
~ o NIEREES < © <
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Elemental Composition Report

Tolerance =50.0 PPM / DBE: min =-1.5, max = 80.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

81 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:0-21 H:0-22 N:0-3 0:0-5 Na:0-1 S:0-1

File name:dc-2-65-1 Notebook Ref:

Instrument: LCT KC366 Test name: Accurate Mass

Method: ESI-TOF Base Peak Mass: 428.12838745
dc-2-65-1 32 (0.802) AM (Cen,6, 90.00, Ar,6000.0,1222.14,0.70,LS 4); Sm (SG, 2x6.00); Cm (31:32)
100+ 428.1284

429 1376 Chemical Formuia: CpHpANROs5"

426.1364 430.1391

424.9030

(e ‘ “ ‘M‘ “ M\ ‘ “H ““‘H‘H‘ ‘\“ “ “‘\“‘H

431.0905 431.9086 433.9861 435.9213

‘\““ A HHM | “m Al L Ll ‘\“\‘\N“‘M\‘ | \‘\ﬁ |

Page 1

U Database#:
26-Feb-2010 12:25:12

1: TOF MS ES+
730

436.9149 437.9890

422.0 42‘4.‘0‘ | 426.0 425.‘0‘ o 430.0‘ o 432.0 434.0 436.0 438.0‘ T
M ni mum 80. 00 -1.5
Maxi mum 100. 00 5.0 50.0 80.0
Mass RA Cal c. Mass PPM DBE i-FIT For mul a
428.1284  100.00 428.1280 0.4 0.9 12.5 68.7 C21 H2 N3 O S
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OO ANMOYLOVI ATV TN OMOAAAFTOOONDNNAOMODVO>~TWOVNHUOILOHOANNAHOOODHDOOTMCTVOVIOHIPITITNMOANAOOHOHOME OO OO WL >0 LW
AN DOCN VOO IILILTIILILTITONOMMODOOOOOOOOOOOVOVOVOWOWOWOMOWWOWOMIOWOL WO PP ONONAO SO
OO oo >0 WO OO OO OO OO0 WWOWWOWOWOWOWOWOWOWO0OWOUOUOWO0OVWOVOVOWOVWLOVOVLOVWWLOVWOAAOANNN A A Current Data Parameters
EXPNO 1
= PROCNO 1
F2 - Acquisition Parameters
Date_ 20100222
Time 9.07
INSTRUM spect
PROBHD 5 mm QNP 1H/1
DC—2-65-2 PULPROG zZg
TD 32768
SOLVENT D20
NS 32
o o DS 0
j;i/_@"_ SWH 3591.954 Hz
b FIDRES 0.109618 Hz
“’“m\t"* AQ 4.5613556 sec
sH H RG 362
DW 139.200 usec
DS DE 54.00 usec
. m " TE 298.2 K
u“”“'??ﬁ;ﬂ::gﬁm D1 1.00000000 sec
Mool Wisght: #1534 TDO 1
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
SI 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
S, it gt i J%k 4 11‘ o
""""" I T A
10 9 8 7 6 5 4 3 2 1 0 rem
N o LO — — < — O
(0] (@] (@] < < e} N ~
— ™ o\ — ™ o ™~ ™
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Page 1

Tolerance =50.0 PPM / DBE: min =-1.5, max = 80.0

Selected filters: None

Monoisotopic Mass, Even Electron lons

81 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:
C:0-23 H:0-26 N:0-3 0:0-5 Na:0-1 S:0-1
File name:dc-2-65-2
Instrument: LCT KC366
Method: ESI-TOF

Notebook Ref:
Test name: Accurate Mass
Base Peak Mass: 456.15817261
dc-2-65-2 30 (0.752) AM (Cen,6, 90.00, Ar,6000.0,1222.14,0.70,LS 4); Sm (SG, 2x6.00); Cm (29:30)

U Database#:
26-Feb-2010 12:21:02

1: TOF MS ES+

100 456.1582 4.00e3
D 0
1 ppp— \ .
G Céw
i Chermical Fomuls: G HalNaOs5"
B Mesx 50158
Holeoi Wi bt 850534
%7
] 457.1631 462.1506
| 458.1650 463.1528
| 453.8441 450.1707
452.3184 464.1791
444.1909 446.8975 Sl il ‘ I ( 467.8888468.8507 4/1:9048476.8528478 1506
oL ‘u‘\‘w‘\“‘ P Ly HH\ \\ ‘M‘\H“ bl [IRAm HHHHMMH\MH il \‘\‘H\M‘H‘\‘wh‘u i \‘\“‘H“‘Himum‘ NN EES ‘H‘w‘\‘ miz
445.0 450.0 455.0 465.0 470.0 475.0
M ni rum 80. 00 -1.5
Maxi num 100. 00 5.0 .0 80.0
Mass RA Cal c. Mmss nmDa PPM DBE i-FIT For mul a
456. 1582 100. 00 456. 1593 -1.1 -2.4 12.5 44. 9 C23 H26 N3 O S
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MOV AHOOMCET OO WAV A OO MANINOTDIHNOOMCTVWVWOIOLITMMOANANAOOONNVOMTWOVWIOHWOITMANNHODOONHNOOETMT~TLVINHLFANGETFITTITOOMOAWMANONMM
LmMmoaNOCTOCH LN ITNO~TVWVWOoOMEMmLWwooorSEEErEreErErEreEreErErCT T~ vVvovovwVvwovovuLOvLOVLOVLOVLOLOVLOVLONOHOWOWWWOMWOWOWOWOMANONHO O O o O
I OO OO0 ™ W LWWLWILWWLWOWLWLWOWLWOWLWWOWOWLOWOULWOWOLWOWOOUOO“ULWOWOOUOWOUWOWOVULOUOWOVULOWOVWOWOOAAOOMEESWWOWOL LW <
(oolNeolNe ol nl n i n N N B ANOC EANC RO BN ENC I TO I N U N U N U N LN LN AN AN U N AN I N U N UV U R VU U U U R G S U A Y G U R R S S U S R I U R R A U O O o I A IO A IO A e A NG A RN A TN A TN QD]
L L L L L
DC-2-95-101
4] A
o
Isjf&
HO
H
DC-2-554H
Chemical Formela: Coplin M0 45
Exnct Maz= 385 1217
M olecainr Weight 385 4562
||
— —— — - -
- IJJWU A 1
L o e I e e L o L L e e I L e e L L L o NI
10 9 8 7 6 5 4 3 2 1 0 prm
O — <[ |O] O (@) L0 N [ee) n o (@) L0
o™ (00) O||o0]| |~ N L0 (@) ™ OO N e6)
(@) ~ OO0 1O — (00) O N — O (@) —
(@) — Ol || | O N (@) (@) < oM < (@)
[ [

Current Data Parameters

Supplementary Material (ESI) for Chemical Communications
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NAME DC-2-95-101
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date__ 20100226

Time 18.36
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg

TD 32768
SOLVENT D20

NS 32

DS 0

SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4.5613556 sec
RG 645.1

DW 139.200 usec
DE 54.00 usec
TE 299.2 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

Pl 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768

SF 300.1300042 MHz
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00
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File name:dc-2-95-101
Instrument: LCT KC366
Method: ESI-TOF

Notebook Ref: 24821
Test name: Accurate Mass
Base Peak Mass: 387.13412476

IU Database#: 24821
06-May-2010 11:34:47

dc-2-94-201 (0.035) Is (0.50,0.50) C20H21N204S 1: TOF MS ES+
385.1222 7.47e12
100
theoretical for M-I
S
386.1253
387.1225
388.1238
0 [ ——
dc-2-95-101 64 (1.603) AM (Cen,8, 90.00, Ar,4000.0,1222.14,0.70,LS 6); Sm (SG, 2x4.00); Cm (63:71) 1: TOF MS ES+
387.1341 1.89e4
100
1) 1)
/r data from sample
386.1284 HO d_ﬂ“
nC2-5% 4
LIS Chemical Formala € opity 70 45*
Exnct Maz= 385 1217
M oleruinr Weight 385 4562
388.1368
385.1242
389.1363
384.0082 393.2966
364.9884 3690428 377.0986 378.9998 W I ‘ ‘ 396.9502 4009253 403-1308 411.0344 413.0461
0 L “ , ‘\\ ! ““ L‘ oty H‘\ . u‘\ TRESN P TET H‘\ T 1‘ !m 1‘ \‘um‘\\ u\“h\\\\“\m”‘ ‘ Il i \M‘ | HH‘ \‘Hh‘ \\Hh‘w‘w‘w‘\H\\u\\\um“\ H“w‘uu“mu\u‘\m \‘m ot \H‘H ! \‘\ PR A i TR TR “u “M I (I m/Z
365 370 375 380 385 390 395 400 405 410
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Hz
Hz
sec

usec
usec

sSecC

MHz

Hz

NN NODONITINOOONOSEANDMNMONITITNOODINTNNOOMONEONOONTFTNANATANSNM O™ O
SO NONOOSN AN A0 MNNOON ANOLT AN FTANDNDOLD A0 ANOVOOSNNFOOSASILTO A A
TELTOANNOODOOVNNOOOOCONNNVVWOVMDWITNNEOEVONHAAOONT N OOOANM WV Current Data Parameters
00 00 00 W WM M~ [~ [~ [~ [~~~ T~~~ [~ 0000000000000 dDDPI LTI ONNNONM M N NN giggo DC_2_117_101
e & e
F2 - Acquisition Parameters
Date_ 20100310
Time 15.18
INSTRUM spect
PROBHD 5 mm QNP 1H/1
Dc-2-117-101 PULPROG zZg
TD 32768
SOLVENT D20
NS 32
DS 0
4] 4] SWH 3591.954
— FIDRES 0.109618
5, Jﬁ;“ AQ 4.5613556
XH“/ RG 256
DW 139.200
WS“S H DE 54.00
TE 299.2
D1 1.00000000
TDO 1
nC-2-117-1n
+ ======== CHANNEL fl ====
CtrNO 15 NUC1 1H
BExart Mass 459 1519 P1 9.75
PL1 0.00
SFO1 300.1315007
F2 - Processing parameters
ST 32768
SF 300.1300042
WDW no
SSB 0
LB 0.00
GB 0
PC 1.00
= /f
_ / A /—[ﬁ

vvvvvvvvvvvvvvvvvvvvvvvvvvv

2.039
1.938
2.256
2.000
3.755
1.431
1.388
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File name:dc-2-117-101B
Instrument:
Method: ESI-TOF

LCT KC366

Notebook Ref: 24952
Test name: Accurate Mass
Base Peak Mass: 459.15127563

IU Database#: 24952
13-May-2010 12:39:59

dc-3-86-101 (0.035) Is (0.50,0.50) C20H22N303S 1: TOF MS ES+
384.1382 7.4512
100-
o, 0 o
]:f =, |
N_
' N s
HS/_H/ Theroretical M+
OH
0\07
385.1412
386.1383
387.1395
0 T T
dc-2-117-101B 34 (0.852) AM (Cen,8, 90.00, Ar,5000.0,1222.14,0.70,LS 6); Sm (SG, 2x4.00); Cm (23:40) 1: TOF MS ES+
459.1513 7.15e4
100-
o o
O
/l"—\—_/
-5
u;(j H data from sample
S DC-2-11r-1n
CAMNO0S;
Exat Mass 4591519
383.1332
460.1648 65 2632
383.6360 -
255.1135 330.1097 4611644 66,0727
456.1179
552.1509 761.0568
o R mﬁ462-1676 % 660.2200 | 768.2727  917.3237 104523581075.2205 12234429 .
L L A B L L L L L SO L L A FL S L
200 300 400 500 600 700 800 900 1000 1100 1200
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Current Data Parameters

NAME DC-2-92-101
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date__ 20100226
Time 14.48
INSTRUM spect
PROBHD 5 mm QNP 1H/1
DC-2-92-101 PULPROG 29
TD 32768
SOLVENT D20
NS 32
DS 0
O SWH 3591.954 Hz
O .j:fp - FIDRES 0.109618 Hz
m’\uﬁ/m H/_@e_ AQ 4.5613556 sec
H RG 256
DW 139.200 usec
HS o4 DE 54.00 usec
TE 299.2 K
D1 1.00000000 sec
DC-221 TDO 1
Chemical Formmular CygH Ny g5 ======== CHANNEL fl ========
Euacd kiags: 435 1419 NUC1 1H
Rickeaula Weight- 485 5323 P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
-~
ﬁ/\/ﬁ qu _J\
""""" e e B S B I
10 9 8 7 6 5 4 3 2 1 0 Ppm
— O [0)} (@) ~ | |©O < ~
— L0 ~ (@) (00 Q| (M ~ [0)}
[Q\V [Q\V ™ (@) ~ O] [N N [Q\V
~ ~ ~ ~ " ol |« |« o
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Elemental Composition Report Page 1

Multiple Mass Analysis: 2 mass(es) processed
Tolerance = 10.0 PPM / DBE: min =-1.5, max = 80.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

31200 formula(e) evaluated with 3 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:23-23 N:04 0O:06 Na01 S:0-1 2H:1-5 1H:1-29

File name:dc-2-92-101 Notebook Ref: 24694 IU Database#: 24694
Instrument: LCT KC366 Test name: Accurate Mass 28-Apr-2010 12:17:42
Method: ESI-TOF Base Peak Mass: 486.15707397
dc-2-92-101 31 (0.785) AM (Cen,6, 90.00, Ar,4000.0,922.36,0.70,LS 4); Sm (SG, 2x4.00); Cm (29:45) 1: TOF MS ES+

486.1571 1.44e4
100 ()

HOOG 5 ji]/_C -
485.1509 N N Y A E
H
HS OH
487.1631 I-2-2-1

Chemical Fommuia CygHes Ny g 54

BExacd Lingg- 485_1489
hice-odar Waight 485 5323
484.6395
484.1366 488.1652
4819669 4831139 ‘ 489.1614 491.9400 4929497 494.9489  4oc 9sa5
479.9590
0 ‘ ‘\‘\‘\‘\\‘\‘u‘w‘\““\‘\ “ \“‘H‘H‘H‘\W‘H‘ “M“H‘ “‘ : ‘H‘ : ““ ‘\‘ —L HuE “\‘ ‘\“‘ ‘\“ ‘\‘\“ \“\‘H‘\l\‘u“‘\\‘\\‘\‘\n‘\‘H‘u‘\\‘ “ “\“ \‘\““‘\‘ \‘\‘ ‘H‘H‘\‘H‘\“ “ “\(\“19‘6"5%?26
480.0 482.0 484.0 486.0 488.0 490.0 492.0 494.0 496.0
M ni num 80. 00 -1.5
Maxi mum 100. 00 5.0 10.0 80.0
Mass RA Cal c. Mass nDa PPM DBE i-FIT For nul a
485. 1509 85.78 485. 1464 4.5 9.3 14.5 8216.9 C23 N4 06 S 2H2
1H21
486. 1571 100. 00 486. 1558 1.3 2.7 13.5 953.5 C23 N O S 2H
1H24
486. 1527 4.4 9.1 14.5 2915. 8 C23 N4 O6 S 2H3

1H20
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8.656
8.634
8.435
8.419
8.398
7.878
7.857
7.569
7.547
7.284
7.146
7.133
7.099
7.094
7.081
7.075
7.056
7.051
7.024
6.740
6.715
6.684
6.484
6.473
6.458
6.446

et

/

DC-3-82-101-5min

HAN
O —
W o
o7 "NH
: o OH
C-382-11

Chemical Formuba: CHeNeOq S*
Exadt Mass 61915
Molecular Welght- 614.6462

mEie

Supplementary Material (ESI) for Chemical Communications
This journal is (c) The Royal Society of Chemistry 2011

A AT AT MOO OO~ LOWOO0OMWUOOAMETMOWWOWOVMWWOLONMOOEIETML KO O

NN~ OOVOVEOOMUMITMANOFTMOONANTLNONSM M 0L N WO — O

—H O OO~ LWVWOWANAAAOODOODOVOMTVWVOWOIOHWOHWO TV TITMMOMOOOOO Current Dataparameters

O S T T L P LSS S LS L DL L DO O O NN NNNNN NN NN NN N NAME DC-3-82-101-5min
EXPNO 1

\\\\// %/n/mn// PROCNO 1

F2 - Acquisition Parameters
Date_ 20100503
Time 17.31
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zZg
D 32768
SOLVENT D20
NS 32
DS 0
SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 512
DW 104.400 usec
DE 54.00 usec
TE 296.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f]l ========
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1324000 MHz
F2 - Processing parameters
ST 32768
SF 300.1300024 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00

1.076 .

0.287
1.407
0.322
1.436
0.292
2.030

1.344
1.935
0.765
2.738
2.471
1.691
0.738 il
. ]
0.362
2.021
2.000
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AL OO V0O OWOWU AL OO M AODDLWOOO WAL N OMCETO0OONWUL STOOWOWOVVDOD AL M ANWOWANANLETIOOTDHAAONOMOVDOOITLWO O OAN WO~
NHOOOMAN-OILITATNOOON T TOVOUNINMNATODATOVNOOLNAANETLTNOONSTF AN MOOOMS L AN MN O
WWWMLOLOOOOOOOOOO[\[\[\[\LOLOQ"<l"<ﬁ<l"<f‘WOOO\O\GJ[\[\[\l\[\&OH\—iOOOOOOOOKOLOLOLOﬁ'WWWQ"mmmmmooooooom Current Dataparameters
00 D W 0™ M~~~ O 00 0000000 OO DT T D LD LT DN ONNOONNNNNNNNNNN NN NN NAME DC-3-82-101-1h
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100504
Time 8.55
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zZg
DC-3-82-101-1h D 32768
SOLVENT D20
NS 32
DS 0
SWH 4789.272 Hz
- FIDRES 0.146157 Hz
Z AQ 3.4210291 sec
o — RG 512
X EH—— DW 104.400 usec
& DE 54.00 usec
TE 683.2 K
07 "NH D1 1.00000000 sec
i o OH TDO 1
NUC1 1H
DC-382-908 Pl 9.75 usec
) PL1 0.00 dB
Chemical Fonmugar CopHoh Gy 5* SFo1 300.1324000 MHz
Bt Mass 6 115
M olecular Yeiphl- 614 65462 F2 - Processing parameters
ST 32768
SF 300.1300024 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
L_kaﬂi_“mi:mk LJJMEQ B
] ] ] ] ] ] ] ] ] T T ] ] ] ] ] ] ] ]
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 ppm
~ Lo Lo ~ — Lo OO [|M (@) O
N [QV] — < (@) — <O [OY O (@)
N [e)) — O () (e6) OO0 — [QV]
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Elemental Composition Report Page 1

Tolerance = 20.0 PPM / DBE: min =-1.5, max = 80.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

114 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:0-28 H:0-32 N:0-5 0:09 S:0-1

File name:dc-3-82-101 Notebook Ref: 24823 IU Database#: 24823
Instrument: LCT KC366 Test name: Accurate Mass 06-May-2010 11:43:09
Method: ESI-TOF Base Peak Mass: 614.19097900
dc-3-82-101 57 (1.436) AM (Cen,8, 90.00, Ar,4000.0,1222.14,0.70,LS 6); Sm (SG, 2x4.00); Cm (57:60) 1: TOF MS ES+

. 614.1910 1.67e4
100

2 L4 ] 0
| O —
m;r\s M
o7 "NH
1 : 0 OH
%7
3821
i 615.1974
Chemical Fommiar CopHaMeOn 5
1 Bxad Mass 6115
Mool Yenph- 614 6462
616.1997
1 610. 2670 611.9348 613.6064 617.2007 181031
607.2139 ) ‘ | | 622.0082622.6437 625.3506_626.1266
0 S Fu ‘:‘N““‘M”“\M‘H L L Y e bt m i e ke
606.0 608.0 610.0 612.0 614.0 616.0 618.0 620.0 622.0 624.0 626.0 628.0

M ni mum 80. 00 -1.5
Maxi num 100. 00 5.0 20.0 80.0
Mass RA Calc. Mass nDa PPM DBE i-FIT Formul a

614. 1910 100. 00 614. 1921 -1.1 -1.8 15.5 30.9 C28 H32 Ns OO S
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7.134
7.131
7.118

___—17.866
CTT—7.844

o
[QV]
Ne)
[00)

DC-3-86-101-5min

- 8.646

V

/sgxmﬁmxm/m Aoe N \“_

OH

DC 335101
Chemical Formub- CyHosNpOyS*
Exact Mass 9713676
Molecubar Weight 9720119

5.169
5.048
4.709
4.708
4.707
4.706
4.705
4.704
4.703
4.699
4.698
4.697
4.696
4.687
4.673
4.672
4.671
4.652
4.633
4.385
4.362
4.250
4.140
4.124
3.859
3.852
3.844
3.824
3.807
3.793
3.779
3.087
1.958

Supplementary Material (ESI) for Chemical Communications
This journal is (c) The Royal Society of Chemistry 2011

Current Data Parameters
NAME DC-3-86-101-5min

1.335
1.319

1.312
1.295

\%V////m%/ Y/ Frocio 1

F2 - Acquisition Parameters
Date_ 20100505
Time 15.45
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zZg
TD 32768
SOLVENT D20
NS 64
DS 0
SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 512
DW 104.400 usec
DE 54.00 usec
TE 683.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1324000 MHz
F2 - Processing parameters
ST 32768
SF 300.1300024 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
-
o _ e _ f N

0.999
1.202
1.048
1.230
0.817
2.561

o)
ol
o)
o
ol
ol
o
o
1NN
U
1N
o
w A
o
w1
o
N
U
N
o
'_\
U
'_\
o
o
U
e
o
3

— —| |00 o0 |O — N o0} O (@) o~
o o |~ Ol |O o ~ ~ [QV < (@)
O AN | O OO NN — (Q\ N (&) ~ o
(@) AN |O N|M|™M oo o N — < ™
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< O O < ™ O O [6)) ™ DN O 10O FITHF T ITOOO A AFTOITTIOONHT TN AN AT OM WO
N O ™~ DM MO—HWO O W OO MO~ OLIOLTNAOTNONSOWWOWHO0LWANLW M O O
O < ™M Lo — — O O < O WWLOWOWWOWWOWMMMMONAATHOVOO>TIMTMT~TOCODOOVMrMrCEO0O OOMAN N Current Data Parameters
© © @ Fe MR O O NI T TS LLTNONNO NN NN NN NN A o NAME DC-3-86-101-1h
EXPNO 1
VOV TT SRR\ e, "
F2 - Acquisition Parameters
Date_ 20100505
Time 16.33
DC-3-86-101-1h INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zZg
D 32768
SOLVENT D20
Q. 0 _ NS 64
s & oy /cz;rﬂ N bs 0
- -~ SWH 4789.272 Hz
A o FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 512
DC3-36-10 DW 104.400 usec
Chemical Formula- CyHz NpOysS™ DE 54.00 usec
Exact Mazx 971 3676 TE 683.2 K
Molecular Weght 9720119 D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1324000 MHz
F2 - Processing parameters
ST 32768
SF 300.1300024 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00

0.519
D~
2.060

™ N O < o0} LO|— | N —[O|N[O]| | — O Lo O (@)

(&)} ~ — Lo o O |~ N[O || |~ N — N Lo O

™ — < ™ < |~ |~ (=[] WO o~ N O < —

o [Q\ (@) ™ — O | <N WO || | ™ [QV [Q\ O Lo
—
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7.094
7.070
7.043
6.702

__—17.557
o T—— 7.537

/
~_

DC-3-86-101-3h

/sgxmﬁmxm/m Aoe N \“_

OH

DC 335101
Chemical Formub- CyHosNpOyS*
Exact Mass 9713676
Molecubar Weight 9720119

L L

L ataan i

"
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~ O N<TO MO OO T ANNMMMIECETOONMTOTMT~TOMW ™~ oo N o O <

N ™ MO O0WOMOMOL) FLOFTNWONCHONWWWS O LN O ™M — O

<t <t OOV~ VWOLOWMMOMMANAT A>T~ oCoor-r-~r-o oM ™M N CurrentDataParameters

© © O T T LD S LTSN OOOOOOOO N NN N o NAME DC-3-86-101-3h
EXPNO 1

V SSS\VEEET V e "
F2 - Acquisition Parameters
Date_ 20100505
Time 18.32
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zZg
D 32768
SOLVENT D20
NS 32
DS 0
SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 512
DW 104.400 usec
DE 54.00 usec
TE 683.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f]l ========
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1324000 MHz
F2 - Processing parameters
ST 32768
SF 300.1300024 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00

wtj w/w 4/[

0.078
2.000
0.029
2.057
-0.012
2.482

1.373
8.886
2.600
2.147
2.036
5.057
4.006

3.691 .
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O N — O O N <t 1 ™M O N [ IS UN0e) ANMHOOY O OOAN OO NLOLIOAODMWOMOOWO N> A
< N O © OO MO WS O AN NOHOVOVOOTADTNONSONANWWMHOOOWNNW WOMAD
< <M O ooo ~ << OV WOWVWWOWMMMMOAN AT ANV~ OODOOHOOIMITIE-O0O I« MMA Current Data Parameters
© 0 © © I R DS T TP LP DL LN N NOONONOON NN NN o NAME DC-3-86-101-16h
EXPNO 1
V WVIY S\ WE T T
F2 - Acquisition Parameters
Date_ 201005006
Time 9.39
DC-3-86-101-16h INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zZg
TD 32768
SOLVENT D20
NS 32
PN DS 0
o T P T SWH 4789.272 Hz
“rap A o FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 512
DC3-36-10 DW 104.400 usec
Chemical Formula- CyHz NpOysS™ DE 54.00 usec
Exact Mazx 971 3676 TE 683.2 K
Moleculsr Weght 9720119 D1 1.00000000 sec
TDO 1
======== CHANNEL f]l ========
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1324000 MHz
F2 - Processing parameters
ST 32768
SF 300.1300024 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
A]j( - — _— T
- Wil B

J .
1.710
1.818
2.000
1.463

3.227

15.478
1.914
1.681
1.460
6.977
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File name:dc-3-86-101
Instrument: LCT KC366
Method: ESI-TOF

Notebook Ref: 24947
Test name: Accurate Mass
Base Peak Mass: 486.18878174

IU Database#: 24947
13-May-2010 12:23:17

dc-3-86-101 (0.035) Is (0.50,0.50) C41H54N12014S 1: TOF MS ES+
486.1880 5.54e12
100+
Theroretical (M-1+H)2+
486.6894 o o
=] ay oy L N s
anmwf H"“Amff ot
DH
487.1896 6101
Chemical Formula CoHoNpOy st
487.6902 Exact Mazt 971 3676
Moleculer Weight 9720119
0 T T T T T T T T T T T T T T T T T T “ T T T T \ T T T T \ T T
dc-3-86-101 48 (1.202) AM (Cen,8, 90.00, Ar,5000.0,1971.61,0.70,LS 6); Sm (SG, 2x4.00); Cm (48:54) 1: TOF MS ES+
486.1888 5.22e3
100+
data from sample
486.6890
IS
487.1888
501.1944
4851818 487 6893 501.6942
471.1208 502.2033
467.9601 / 477.1794 | W 488 9796 497.1749 (( 506 0193 513 1466 517.9317 522 8782
O-lo e Loy, el ol L w‘\wHUH“‘H\“M‘\H“ m‘\“ alily \ K TR T \ L H\‘m\‘m\‘ Aol L \( AR S TR P “m/z
470 475 48 485 490 495 500 505 510 515 520
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N1 OO~ OO A>T MOWON O O N A~ OO O AT M AN ANIS I 0 < 00 < O~
VWO W FNAHNMN O W WO~ LD NOWOWONODINOWMSIWW MO N O I~ < — oo
LOkOO\(DQ"Q"WQ“MMMMN(\]H\—i —H O OANANNAAAOOOOI> OO OO OO O N — CurrentDataParameterS
e S N N D LS L LT LT LONON NN N N NN o NAME DC-2-92-201-5min
EXPNO 1
I W2 B
F2 - Acquisition Parameters
Date__ 20100226
Time 14.42
oo _ . INSTRUM spect
DC-2-92-201-5min PROBHD 5 mm ONP 1H/1
PULPROG zZg
TD 32768
SOLVENT D20
2. 2 NS 32
4] /_<j_ DS 0
il W s SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4.5613556 sec
ﬁ OH RG 256
En DW 139.200 usec
DE 54.00 usec
TE 299.2 K
DC-2-522HM D1 1.00000000 sec
TDO 1
Chemical Formaln: CapHzMz055"
ExactMacs 546 2067 ======== CHANNEL fl ========
Molkecala Weight 546 656 NUCL 18
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
U{ L
""""" [ T T T T T T T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 0 ppm
— — l\ﬁ (@) NI||™M O () ™
L0 ™ (Q\] (@) AN || N L0 — <
O ~ N (@) ([@XiTp] — — N
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NOHONOWONOO AVMOOWANTMIDWOVANDOSEMOOANAOANNDLTATOWOOAOSTNMOOAITIOMASTMLT OO OWORNWORN MO
OIF>FTODMANANONONOFTNANNDMOWOWOWODWMONNSFANMSOMNSOTOFTHOWOOINDTNMMNDWOIFTMMDOM NSO N O™~ T
LOMMEOOOWLIITONNMNNNNNNNNAFTAOOOONANT VO HOEOLOANNNNAAAAAAATAOOOO™ OO WO M Current Data Parameters
oooooooot\l\1\1\[\[\l\[\[\[\l\l\[\[\[\[\[\[\l\[\[\[\&OLOLO&OLO&O&OLOW<r'<ﬁ<r'<r'<ﬁ<r'<r'<r1<r'wwwwwvwwvwmmmmmmmmmmﬁ‘—iﬁ NAME DC_2_92_201_1d
EXPNO
\\H\"\\\////// \\\\\\\\//'%m/ﬂ// PROCNO 1
F2 - Acquisition Parameters
Date_ 20100227
Time 11.31
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
D 32768
DC-2-92-201-1d SOLVENT D20
0 o NS 32
0 — DS 0
N dd SWH 3591.954 Hz
HH FIDRES 0.109618 Hz
AQ 4.5613556 sec
DW 139.200 usec
DE 54.00 usec
TE 298.2 K
2922 D1 1.00000000 sec
TDO 1
Chemical Formaha: C *
Endﬂmﬁl:l::z;faﬂﬁs ======== CHANNEL fl ========
- NUC1 1H
Mokcalar Weght 546 6596 p1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
/- LB 0.00 Hz
GB 0
L~ L — — PC 1.00
I~ — — r H
~ A —~— \/‘/ — —— ~ ‘lﬁ \_J — —1
Sy ) M A WJ bd \,A.,,JU " N A " o ——
R e T H
10 9 8 7 6 5 4 3 2 1 0 ppm
of |m ™ oo) N o ™ o oo} o — N
o| |m oo} © © ™ 0| |™ © < ™ ™
o| |= =~ o o ™~ — ™ ™ — o) o
— (@) (@) — — (@) — — O N — N
[
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Current Data Parameters

NAME DC-2-92-201-3d
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100301
Time 18.23
INSTRUM spect
DC-2-92-201-3d PROBHD 5 mm QNP 1H/1
PULPROG zZg
D 32768
SOLVENT D20
Q. 0 NS 16
4] Ty DS 0
il W s SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4.5613556 sec
= OH RG 456.1
En DW 139.200 usec
DE 54.00 usec
TE 299.2 K
DC-2-322M D1 1.00000000 sec
TDO 1
Chemical Formain - CapHzHa055"
ExactMacs 546 2067 ======== CHANNEL fl ========
Eecala Wei NUC1 1H
Wo Welhl 546656 P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
""""" I D A
10 9 38 7 6 4
— << ™M — — [Q\V [0)} ~ QN (@) — (@)
O N N ™ ™ [0)} — < (09] L0 [\ (@)
(@) N (@) ™ — O N N N (@) O o
clﬁ — O|.|—.| ~ To. ol o dmm' — ™
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Current Data Parameters

NAME Dc-2-92-201-6d
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100303
Time 18.12
INSTRUM spect
Dc—-2-92-201-6d PROBHD 5 mm QNP 1H/1
PULPROG zZg
D 32768
SOLVENT D20
0. >0 NS 16
4] Ty DS 0
il W s SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4.5613556 sec
= OH RG 456.1
En DW 139.200 usec
DE 54.00 usec
TE 299.2 K
DC-2-522M D1 1.00000000 sec
TDO 1
Chemical Formain - CapHzHa055"
ExactMacs 546 2067 ;;:::: CHANNEL f1 =E=====
Wokecuiar WelhL S46.655 P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
— a
-/ " 4(4 A \_JN f —_
""""" I T O
10 9 8 7 6 5 4 3 2 1 0 ppm

1.438
1.653
6.828
1.081
3.941
6.216
2.000
1.774
2.837
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Elemental Composition Report Page 1

Tolerance =50.0 PPM / DBE: min =-1.5, max = 80.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

74 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:0-30 H:0-32 N:0-3 0:0-5 Na:0-1 S:0-1

File name:dc-2-92-201b Notebook Ref: 25563 IU Database#: 25563
Instrument: LCT KC366 Test name: Accurate Mass 15-Jun-2010 17:23:10
Method: ESI-TOF Base Peak Mass: 546.20770264

dc-2-92-201b-rerun5 67 (1.686) AM (Cen,8, 90.00, Ar,5000.0,922.36,0.70,LS 7); Sm (SG, 2x4.00); Cm (67:68) 1: TOF MS ES+
100+ 546.2077 644

DC-2-52-2

Chemical Formala: CapllzoM 055"
Exach M az= 546 2057

] 547.2179 Mokcular Weight $46.6%6
548.2059
i 544.1744 564.2323
533.0600 537.8928 549.1921 ’
5320311 ‘ || ‘ 54‘1"56?8“ ‘H il 555.0842 561.0829562-‘1216
0 ‘qu_"M‘M““_J‘J‘J“:u‘\“““H‘\“l“‘“‘m“‘Hn“‘“”m‘m — H“M ‘ et miz
530.0 535.0 540.0 545.0 550.0 555.0 560.0 565.0
M ni num 70. 00 -1.5
Maxi num 100. 00 5.0 50.0 80.0
Mass RA Cal c. Mass nDa PPM DBE i-FIT For nul a

546. 2077 100. 00 546. 2063 1.4 2.6 16.5 0.2 C30 H32 N3 O S
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—5min

Hz
Hz
sec

usec
usec

secC

MHz

Hz

O~ O0OWMOOWANOD A ANCOOLTANNAOONOE~ONILITITNANATODNNOSOOIOFTMNMMMDO LM MWOS OO LN
NN O~NMANONONMOUNDNAAAAAA A 1000000000 ODODODONANANNAANNANANNNOVWWWOAOM™WOITNO LI M N
POAEIITNONAAATCCCCCCEEEEDEEE S S 0000000000 000NOCOC MO0 Current Data Parameters
00 00 [~ I~ I~ I~ [~ [~ [~ [~ [~ [~ L) S S SH Sh SH S SH S S Sk Sh S S S SH SH SH S S S Sh Sh SH S S S S S S SH S S S S S M Y Y N 0 ™ NAME DC-2-69-100
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100219
Time 10.08
5 o e INSTRUM spect
DC-2-69-100-5min PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
SOLVENT D20
— DS 0
N— SWH 3591.954
FIDRES 0.109618
AQ 4.56135506
RG 256
DW 139.200
DE 54.00
TE 298.2
DC-2691 D1 1.00000000
TDO 1
_ +
Chemcal Fosmuty” G H-NOpg ======== CHANNEL f1l ====
Exad Mass 412 1503 NUC1 1H
Molecular YWeipht 412 4153 Pl 9.75
PL1 0.00
SFO1 300.1315007
F2 - Processing parameters
ST 32768
SF 300.1300042
WDW no
SSB 0
LB 0.00
GB 0
PC 1.00
»
‘AM \_Jﬁ —_ —A
R T e L
10 9 8 7 6 5 4 3 2 1 0 ppm

2.000
1.983
4.230
2.420

3.523
6.683
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NODOIFTANNNONDFT AOCOOTNONANNAONND OO TONNANAOONTNANOODTONANAOOND~OOOFTONNSENONS0OLO T OO O LD
MDD O O~ O0OMNOOVULTNAO0OO0OOODODODONANNANNNNANANNNNANNNVOWO N~~~ O0OO0OOOOOOWOOOINTFTNMNSMOMOMOMIMS O o O ®©
©WOWMMOWOWIOM O~~~ 000000000 OO0 OO ILO OO0 OOV WOV IOWLOIOIWOWVWOOANHO®DIDD®DMO®MO®M®MS Cyurrent Data Parameters
MWD SIS ONONONN NN NAME DC-2-69-100-1d
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date__ 20100220
Time 10.42
INSTRUM spect
PROBHD 5 mm QNP 1H/1
DC-2-69-100-1d PULPROG 29
TD 32768
SOLVENT D20
o O NS 32
— DS 0
3 — SWH 3591.954 Hz
R FIDRES 0.109618 Hz
HOOS., NH N
AQ 4.5613556 sec
RG 574.7
OH OH DW 139.200 usec
DE 54.00 usec
TE 298.2 K
nCc-269-1 D1 1.00000000 sec
TDO 1
Chamical F oanuk H N0 +
Exact HEE'_.." 412 1503 NUC1 1H
Molecular YWeight 412 4153 Pl 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
(\
. | -l
N e —— — ] J 4
oy M J UJ LUK“ " - ——
""""" I D T T )
10 9 8 7 6 5 4 3 2 1 0 ppm
o |~ NI o) of |~ 0o <
ol |~ —Al ||| [~ o) <| |0 %)) <
ol | ol| |o||lov| |+ o NI ol ~
—| |o —| |ol|lo| |~ o —| | | o
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DC-2-69-100-3d

e O
fa il

DC-2-69-1

W4
OH

Chamical Fosnuly: CogH-N-Dg"
Exac Mass 4121503
Molecular Weight 412 4153

)

L
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Current Data Parameters

0.328

1.600

vvvvvvvvv

0.332

vvvvvvvvvvvvvvvvvv

1.917
2.347
1.076
0.545
4,247

vvvvvvvvv

3.787

vvvvvvvvvvvvvvvvvvvvvvvvvvvvvvvvvvvv

7.499

vvvvvvvvv

NAME DC-2-69-100-3d
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100222
Time 9.14
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
SOLVENT D20
NS 32
DS 0
SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4.5613556 sec
RG 362
DW 139.200 usec
DE 54.00 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00

ppm
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Current Data Parameters

2.000

2.050
2.356
1.375

5.246
3.437
7.213

NAME DC-2-69-100-6d
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date__ 20100225
Time 10.34
INSTRUM spect
PROBHD 5 mm QNP 1H/1
DC-2-69-100-6d PULPROG zg
TD 32768
SOLVENT D20
NS 32
%, P DS 0
j;f = SWH 3591.954 Hz
N b N FIDRES 0.109618 Hz
HOOC. LNH AQ 4.5613556 sec
‘1: RG 574.77
OH OH DW 139.200 usec
DE 54.00 usec
TE 298.2 K
nC-2691 D1 1.00000000 sec
TDO 1
Chemical F oty CoiHzN0Og" —=—==—== CHANNEL fl ========
Exact Mass 412 1503 NUC1 14
Molecular Weight 412 4153 P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
L e L B B
10 9 7 ppm
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Page 1

Tolerance =5.0 PPM / DBE: min =-1.5, max = 80.0

Selected filters: None

Monoisotopic Mass, Even Electron lons

23 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:
C:0-21 H:0-22 N:0-3 0:0-6
File name:dc-2-69-100

Instrument: LCT KC366
Method: ESI-TOF

dc-2-69-100 48 (1.203) AM (Cen,8, 90.00, Ar,4000.0,1222.14,0.70,LS 6); Sm (SG, 2x4.00); Cm (48:74)

Notebook Ref: 24824
Test name: Accurate Mass

|U Databaset: 24824
06-May-2010 11:47:20

Base Peak Mass: 412.14990234

1: TOF MS ES+

100 412.1499 1.41e4
| (4] 4]
] oc\tu-l N 5@
| . d""
| DC-2601
%7
Chamical Fosmuly o HNL05"
, 413.1521 Exad Mass 412 1503
Molecular Weight 412 4153
i 411.0621
| 410.0576
414.1361
409.0669
400.0766 406.0483 419.0210
| 397.0484 ‘ W 1 ‘ 416.0310 420.0431 425.9879 431.0705
0 ‘M ‘H “‘ M‘ M‘ ‘ “‘\ U “‘m“\\ \“ \‘H\“H\“”‘“‘\‘ \‘M“\H“ “‘ “n‘ il “‘ M“\‘ | 1 ‘\‘\‘ “ MH\ ‘ “ . ‘M“‘H‘ “M‘M “‘ il “HM‘M‘ “h “(\‘\ \“ [m“ “ ‘\ T ‘MM‘M‘H \‘\ “ ‘m‘m‘\ U\ ‘\ “ \MH‘ ‘u‘ sl miz
395.0 400 0 405.0 410.0 415 0 420.0 425.0 430 0
M ni rum 80. 00 -1.5
Maxi num 100. 00 5.0 5.0 80.0
Mass RA Cal c. Mmss nmDa PPM DBE i-FIT For mul a
412. 1499 100. 00 412. 1509 -1.0 -2.4 12.5 761.1 C21 H22 N3 6
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O O N MM AN T N0 WOWOETOO MO dOWATANMOVDLOVIOOATOFTOOWRODITNO O ~ oM O
VOO MMNHNANATONO -~V ATOONOETONFTITNATONA OO MOON MO © ™M —
LWL LITLTTONO AN A A A A AT O OO NNANANANANNNNAAAAADOO OO O)OYOY O AN N CurrentDataParameterS
0000 ™~ I~ I~~~ I~~~ I~ I~ [~ L0 SHOSH SH Sh Sh Sh M S S S Sh S SH SH SH Sh Sh SH S S S ) o0 o0 o0 o) — NAME DC-2-69-200-5min
EXPNO 1
A=\ e\l 1
F2 - Acquisition Parameters
Date__ 20100219
Time 10.15
DC-2-69-200-5min INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
SOLVENT D20
NS 32
DS 0
0 0 SWH 3591.954 Hz
—= FIDRES 0.109618 Hz
h x%;_ AQ 4.5613556 sec
HsCHCOOG. ,MH N RG 256
‘EN DW 139.200 usec
OoH DE 54.00 usec
OoH TE 298.2 K
D1 1.00000000 sec
DC-2-69-2 TDO 1
Chemical Fomuta: Cp3HpsN50g" ======== CHANNEL fl ========
Exact Mass. 44D.1816 NUC1 1H
“Hlnweylmm Pl 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
1 GB 0
PC 1.00
—
J— B
M \_J'— |
} - ) .y L
R T L L I
10 9 8 7 6 5 4 3 2 1 pPprm
(@) L0 N ™ O (e} e\
(@) [Q\ ~ (e6) Lo O Ne)
(@) [ee] (@) — [ee] ™ O
N o T% ~ < | o
— —
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T H OO M AT M A MMOFTANDDLT OO O0N QO I MO o WO o OMUOWANMCTWLOMETdAWL MOIANANITITANLLOMOM™ O WAN LW O W o ™M O O LW
OO~ O0OMMNMANAO0ONOT-WOVOINFFAODVONNODNIMMNAHOOMAAOT OO A~ OVONMIFN AHONN~OLIIITMNONNMNOONDM — O W
WM MOIO NPT ONON A A A A A AO OO OO o< DN OOV OVOWANANANNANNNANNAAAAAAOOOOOOYOD O N AN (N Current Data Parameters
0 00 00 W™ ™~~~ 0 W0 (0 0 (O (O O O L S S Sk Sh S S SH SH S S S Sh Sk SH S S SH SH S SH S SE S M 0 0 00 00 O NAME DC-2-69-200-1d
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100220
Time 10.50
DC-2-69-200-1d INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
SOLVENT D20
NS 32
DS 0
0 0 SWH 3591.954 Hz
—= FIDRES 0.109618 Hz
N M- AQ 4.5613556 sec
HsCH,COOC. ,NH N RG 362
‘EN DW 139.200 usec
oH DE 54.00 usec
OH TE 298.2 K
D1 1.00000000 sec
DC-2-69-2 TDO 1
Chemical Fomuta: Cp3HpsN50g" ======== CHANNEL fl ========
Exact Mass: 44D.1816 NUC1 1H
“Hlnweylmm Pl 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
L
\_‘J J‘ﬁg/_\\/\/\ ‘J"J/
\ Wln[ o
S J " Ju P A A -
R T A L L I
10 9 8 4 1 ppm
(@) N L0 QO | [~ < — [ee] AN < [Q\] —
(@) [e6] L0 <t [ — (@) O < ™ < (@)
(@) ~ [e)) 3| O ™M ™ < N N [Q\] o
=l o ol lollo| |« o B P ol |o —
| — —
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3d

Hz
Hz
sec

usec
usec

sSecC

MHz

Hz

AN NOTWOWOMO-TANOMMMOOMOOT MO ANMOHL AN TTMHmOOONNFTOOO AT I MU MO NIDDIOIE-0MmOoOOHOI™ LW O
OFOVOOOWWMANMTOOXETIFINANANNMOVOMMDMOOWVWOIFEWOWIODFTMNMAHONVWDOOMMMAONOLM— OSSN O~
O WOWMMMOOOWOWUW AN AT A A OO OO0 TMTCT O AT LLOWLOANANANNANANANANETETAAAAAAOOODHNOHOO O OWN AN CurrentDataParameters
0 00 00 W™ I~~~ [~~~ I~~~ O O 0 O OO0 L < S S S SH S S Sh Sh Sh S S S SH SH S SH S Sh Sh SR S ) 0 0 00 0 00 O NAME DC-2-69-200—-
EXPNO 1
il V7 B
F2 - Acquisition Parameters
Date_ 20100222
Time 9.21
INSTRUM spect
DC-2-69-200-3d PROBHD 5 mm QNP 1H/1
PULPROG zZg
D 32768
SOLVENT D20
NS 32
DS 0
Q 0 SWH 3591.954
— FIDRES 0.109618
N, xﬁ;— AQ 4.5613556
HJCH,COOG,_ ,NH N RG 322.5
‘EN DW 139.200
OH DE 54.00
OoH TE 298.2
D1 1.00000000
DC-2-69-2 TDO 1
Chemical Famuta: C3HpgN30g" ======== CHANNEL f1l ====
Exact Mass. 44D.1816 NUC1 1H
Molecular Weight: 440 4685 Pl 9.75
PL1 0.00
SFO1 300.1315007
F2 - Processing parameters
SI 32768
SF 300.1300042
WDW no
SSB 0
LB 0.00
GB 0
PC 1.00
- MM ‘ U _— P _
R T T O L
10 9 8 7 6 5 4 3 2 1 0 prm

0.076
1.600
0.049
1.714
0.097
2.457
0.683
0.352
5.189
16.760
9.720
11.944
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Current Data Parameters

NAME DC-2-69-200-6d
EXPNO 1
\\‘X\N/V/\\\N PROCNO 1
F2 - Acquisition Parameters
Date__ 20100225
Time 10.42
DC-2-69-200-6d INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
SOLVENT D20
NS 32
DS 0
0 0 SWH 3591.954 Hz
— FIDRES 0.109618 Hz
- AQ 4.5613556 sec
HiCHCO00C. NH N RG 406.4
W:N DW 139.200 usec
OH DE 54.00 usec
OH TE 298.2 K
D1 1.00000000 sec
DC-2-69-2 TDO 1
Chemical Famula: Co3HpsN20g" ======== CHANNEL fl ========
Exact Mass. 440.1816 NUC1 1H
Molecular Weight: 44D 4685 P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
-
»
jm | J
) UUL | el
R e L
10 9 8 7 6 5 4 3 2 1 ppm

2.000
2.539
2.646
1.515
7.524

18.566
10.167
13.635
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Elemental Composition Report Page 1

Tolerance =5.0 PPM / DBE: min =-1.5, max = 80.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

23 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:0-23 H:0-26 N:0-3 O0:0-6

File name:dc-2-69-200 Notebook Ref: 24825 IU Database#: 24825
Instrument: LCT KC366 Test name: Accurate Mass 06-May-2010 11:51:31
Method: ESI-TOF Base Peak Mass: 440.18399048
dc-2-69-200 44 (1.102) AM (Cen,8, 90.00, Ar,4000.0,1222.14,0.70,LS 6); Sm (SG, 2x4.00); Cm (44:49) 1: TOF MS ES+
440.1840 5.48e3
100
0 0
-
| Hacl-lsz"H N
| > dﬂ"
1 DC-2-69-2
[y Chemical Fomua: GoaHogNA0g"

Exact Mass. 44D.1816
| Moecutar Weight: 440 4685

441.1870

1 412.1447
4531195  458.1927
411.0681 | 413.1404 439.0803 '
: 480.0863
401.0746 419.0952 443.0934 459.1994 485.1519
0— m/z
410.0 420.0 430.0 440.0 450.0 460.0 470.0 480.0 490.0

M ni mum 80. 00 -1.5
Maxi mum 100. 00 5.0 5.0 80.0
Mass RA Cal c. Mass PPM DBE i-FIT For mul a
440. 1840 100. 00 440. 1822 1.8 4.1 12.5 66.5 C23 H26 N3 O©6
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Current Data Parameters

NAME DC-2-94-201-5min
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date__ 20100226
Time 16.13
INSTRUM spect
PULPROG zZg
TD 32768
SOLVENT D20
NS 32
o, ° DS 0
j:{ = SWH 3591.954 Hz
P - FIDRES 0.109618 Hz
HN AQ 4.5613556 sec
RG 256
OH DW 139.200 usec
DE 54.00 usec
OCH TE 299.2 K
HoN 3 D1 1.00000000 sec
0 TDO 1
DC-2-94-20r ======== CHANNEL fl ========
) . NUC1 1H
Chemni a Fomua: CegHaqN4Os Pl 9.75 usec
Exarct Mass: 467 2280 PL1 0.00 dB
Molecular Weight: 467 5360 SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
- W ) u)h Jk A _
""""" e e e e O O B B
10 9 8 7 6 5 4 3 2 1 0 ppm
[&)) (@) Lo ~ [@2){Te] jo o o Lo Lo
O (@) [e) ~ QO ||M [ ~ (&) — Lo
[&)) (@] [QV ™ LO || < LO ~ [&)) O
— N <t (Q\] oM || ™M N N [Q\] N
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T OO N —AONENWOMOSEOANLTOLTNMNMOOOEOITNOANATOONOOETANTITOONONANNOVONMIDOONWO IS O A AN OO0
N O OASNMANOODFTLITMNDVDOONANNNNOVOM~OOOOWOWOOOOOOVWONOOOENEMASNFOOMNAHOMNMOOSNSNIDFTNNSTM A O O M~ [~
POMMEEVVANNAAAHHNONTVOVVOVWVVOVYVOVOVOOVOOOLOOOLOON—HFODORE NN WWW®WOWVIDLTTITTMMM Current Data Parameters
OOOOOOOOl\[\[\l\l\[\[\l\l\[\m<ﬁ<ﬁ<ﬁ<ﬁ<ﬁ<ﬁ<ﬁ<ﬁ<ﬁ<ﬁ<ﬁ<r'<ﬁ<r'<r‘<r'<ﬁ<r'<r‘<r'<ﬁ<r'<r‘<r'<ﬁ<r'<r‘Q'WWMNNNHH\—i\—IHH\—i\—IHH\—i\—IHH\—i\—IH NAME DC-2-94-201-1d
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100227
DC-2-94-200-1d Time 11.41
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
SOLVENT D20
— DS 0
_ SWH 3591.954 Hz
HN P - FIDRES 0.109618 Hz
AQ 4.5613556 sec
RG 512
OH DW 139.200 usec
DE 54.00 usec
OCH; TE 298.2 K
HzN D1 1.00000000 sec
0 TDO 1
DC-2-94-20r1 ======== (CHANNEL fl ========
N i * NUC1 1H
m'ﬂ"talmlnua_'cﬂ-lm"‘m Pl 9.75 usec
Molerutar Weight: 467 5360 SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SFE 300.1300042 MHz
WDW no
SSB 0
IB 0.00 Hz
GB 0
PC 1.00
L~ n " /\
~d \N\ — J~« ~
M—NL " L Kl\ A

T T T T

10 9 8

1.000
0.219
0.931
1.346

1.863

1.611
-0.444
1.087
1.266
1.811

ppm
™ o | |©| ]
© o) | |ov] |~
© ~ o| || |
™~ — N B
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Current Data Parameters

. NAME DC-2-94-201-3d
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100301
Time 18.32
INSTRUM spect
PROBHD 5 mm QNP 1H/1
DC-2-94-201-3d PULPROG zg
TD 32768
SOLVENT D20
NS 16
Q.9 DS 0
j:{ = SWH 3591.954 Hz
Y M FIDRES 0.109618 Hz
HN AQ 4.5613556 sec
RG 456.1
DW 139.200 usec
OH DE 54.00 usec
OCH TE 299.2 K
HoN 3 D1 1.00000000 sec
0 TDO 1
DC-2-94-2011 ======== CHANNEL fl ========
] . NUC1 1H
Chemni a Fomua: CegHaqN4Os Pl 9.75 usec
Exact Mass: 467 2280 PL1 0.00 dB
Molecular Weight: 467 5360 SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
-
- _1- A | .
""""" e e O ) IO
10 9 8 7 6 5 3 2 1 0 Ppm
™ [QV — (@i Ie)} O Tl\ <t N O | < N N [Q\ (@)
— ~ [Q\V NORIeN ™ — < ~ < | AN O (&)) N ~ (@)
[Q\] — — A [ ~ ~ ™ — o ~ N (@] — (@)
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ANOLOH MOV WOWWOWAVDVDOOTOYOVMCTLVINHHFAHOOOTWOVWIOHULFTMOANNHOODOO OO~V OUINHPATITOOAN A A OODDVOOMTWOWVWLOWIOHLTMOOOANATOOODODONITOHMOWOWNT OYM
OOV VOFTFTDAD AT O A ANV OVOVDXODOODOICIICETCTETTETET TV OVVOVWOVOVOVOVOVOVVOVVOVOVVOVOOHOWOLWOWMWLWOLWWOOWWOLWWWLWST I OO N O
R N VS e e e v v e e e e v e o e i e e e e o o e e v i e e I NAME Dc-2-94-201-6d
_ EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100303
Time 18.31
INSTRUM spect
PROBHD 5 mm QNP 1H/1
Dc—-2-94-201-6d PULPROG zg
TD 32768
SOLVENT D20
0 o NS 16
__ DS 0
;i:fi N— SWH 3591.954 Hz
HN P - FIDRES 0.109618 Hz
AQ 4.5613556 sec
RG 406.4
OH DW 139.200 usec
DE 54.00 usec
OCH TE 299.2 K
HoN 3 D1 1.00000000 sec
0 TDO 1
DC-2-94-201 ======== CHANNEL fl ========
_ i * NUC1 1H
Chemi ad Formuta: CosH31N4Os P1 9.75 usec
Exact Mass: 467 2289 PL1 0.00 dB
Molecular Weight: 467 5360 SFO1 300.1315007 MHz
F2 - Processing parameters
SI 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
,_J ———
J‘% ?‘tM I A
, Wi .

vvvvvvvvvvvvvvvvvv

(@) O < [0} ~ [QV ~ — | |[N| |
(@) (@) O (@)} ~ O o0} ~ o 1O [
(@) ™ o [0} (@) (] o ~ ~ |O| |00
— — — (@) ™ ™ [QV — L I K N
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Elemental Composition Report Page 1

Tolerance =5.0 PPM / DBE: min =-1.5, max = 80.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

25 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:0-25 H:0-31 N:0-4 O:0-5
File name:dc-2-94-201

Instrument: LCT KC366 Test name: Accurate Mass

Method: ESI-TOF Base Peak Mass: 467.22994995
dc-2-94-201 30 (0.752) AM (Cen,8, 90.00, Ar,4000.0,1222.14,0.70,LS 6); Sm (SG, 2x4.00); Cm (29:36)

Notebook Ref: 24820 IU Database#: 24820

06-May-2010 11:30:37

1: TOF MS ES+

100 467.2299 3.50e3
0 0]
e

| HN W Yo

* dm

| HoN OCH4

0
%7
DC-2-84-201
| 468.2386 Chemi a Formula: CosHagMgOs*
Exact Mass: 467 22789
i Molecular Waght: 467 5360
455.1269
471.2281 479.9738 481.9683 483.1726
464.5735 466.9709
457.0306 461.0211 W ‘ 472, 9554 476.9798.477.9128 1 ‘ ‘ ‘ ‘
0 ‘ “HM“\“M “\‘M\“\m “‘ ‘\M‘\m‘u “ \‘M“H “ \“ ‘HH‘T H\HH“MU o “‘ “\ U\H ‘H‘ ‘\ “Hm“ “\‘ ‘H\‘\ “ \H\Hm \‘\W‘\“\“‘H‘MH‘\“H \““ M HH“ NNRALS m/z

455.0 457.5 460.0 462.5 465 0 467.5 470 0 472.5 475 0 477.5 480.0 482.5
M ni num 80. 00 -1.5
Maxi num 100. 00 5.0 5.0 80.0
Mass RA Cal c. Mass nDa PPM DBE i-FIT For nul a
467. 2299 100. 00 467. 2294 0.5 1.1 12.5 38.6 C25 H31 N b
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H OO MNWOWHT OV HOOELW AT OWOWMMEEVOVOOHNINDNOMTFTANODNDDDOOMCTVOOHOWLOLTMOANAOODODHDOHDOMCETVOVOIOHTTITNOANANAAOONHOOO>OCOOMMI™WOWH LN LW
LOANLOMMOO0VM-OO0MEOWWOWWOWLTOHLOWOWNWOWOHOOOWOOOWOIErErrrErErErESWOWWOWOWOWOWOOUOWOOLOVOWLWOLWLWLWLWLWLWO W AN — O
@@w@kokou')mﬁ"ﬁ“(")(ﬁ(\]\—!|—|\—1\—IOOO\—IO\kOkOkOkOkO.kOkOKOKOKOKO.kOkO.kOkO.kOkOkOkO\OkO.kOkOkOkOkOkOKO'kO.kOKOKOKOKOKOKOKO.kOKOKOKOKOKOLO'(V.@@Qﬁ Current Data Parameters
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date__ 20100226
Time 9.14
DC-2-91-101-5min INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zZg
TD 32768
0 0 SOLVENT D20
— NS 32
M1 N @ SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4.5613556 sec
RG 406.4
DW 139.200 usec
DE 54.00 usec
TE 298.2 K
D1 1.00000000 sec
DC-2-81-1 DO 1
Chemical Fonmuia: CoHoN.Os* NUC1 1H
Exact Mass: 511.1976 Pl 9.75 usec
Malecular Weight: 511.5470 PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
SI 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
/\ b
| IV SN
M M ] -
L e e e e
10 9 8 7 6 5 4 3 2 1 0 ppm
Lo O||IN|O ||| ™ (0] < | O 0~ [~
— O[O O || AN — —| |O | |O
~ Q|| |O|O||LO — o O O —| O
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T OO NOUONOWOMWOAAONLULOANDODMOMOTNMIIMTNOOWOWMOOMECEOHOWOAMANAFTOMOODOVOMETMCTVIOITITNADLT N HOOWOW WIS LW 0
WO NI AN AT A OO0~ OO AN AV OITTITNATDODNODOMTLNMIEOHWOWIOHOOOOVWWMWOWVWWOWLOWWOWIOWOWOWOWMLWOWLWLWLWHTITIT OO O A—AO WO
@@mmOOLOﬂ“Q“Q"NNN\—I\—!|—|\—1\—|\—||—|OOOOOOOO\OWI\[\[\.LC3<I‘:<I"‘|—.|OO.I\.[\[\[\.l\kOkO.LOkOkOkOkOkOKOKO.LOkOkOkOLOKOKO'kO.kOkO(Vz(V)(Y)‘C\}\—'![\.TMQ Current Data Parameters
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100301
Time 18.18
INSTRUM spect
DC-2-91-101-3d PROBHD 5 mm QNP 1H/1
PULPROG zZg
TD 32768
0 0 SOLVENT D20
— NS 16
Nl N @ SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4.5613556 sec
RG 512
DW 139.200 usec
DE 54.00 usec
TE 299.2 K
D1 1.00000000 sec
DC-2-81-1 DO 1
======== CHANNEL fl ========
Chemical Formuia: CogHoN4Os* NUC1 1H
Exact Mass: 511.1976 P1 9.75 usec
Weight: PL1 0.00 dB
Maecukar o154 SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
i Yo
| (' § N S e
e ] ‘m 4+ 4 — 4

f

L
Pa—
[
-
—
1

10 9 8 7 6 5 4 3 2 1 0 ppm
< [Q\V (@] < L0 < | | o || < (@] ~
™| ™ —| |wo ~ o) | o M| ol |o
N Lo N (@)} L0 N < O ||~ (@] (00]
(@] — (@] ™M L0 (@] o < — || ™ —
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OO AN AT O NOAMOOL N T OWOIOANMO LALLM AL TTO O AMMOWMANAITANNHOULNMITANLULOOMMMWOWOHLU ONTI™ LW
MNMA A0V O0OHOMM A AANOOOTTTOWUO T AAATOOOWOWOWOWOUINOHFTAN TN MAHODLOLWOWMMULIETIOODOOHOIOHOITITITIODDVDOLOMETOHOWLM ATITNOOI>NO >
mm@@mmmmvﬁ*ﬁ"ﬁ"vQ‘NC\]\—||—|\—1\—|\—||—|\—1\—|\—|OOOOOOOOOOOWOWI\[\l\l\KOQ"Q"Q“<l“OOI\KOKO.LO.kO.K(zKO.LO.LQC\Iﬁ!\—i\—f\—!ﬁ!TQ:(V?(?@qu CurrentDataParameters
000 ™ ™~~~ e e s W0 (0 (0 (0 (0 (O O O O WO O S St S S SH S S SH SH SH SE S S SR S S N N Y 0 0 0 o) o NAME Dc-2-91-101-6d
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100303
Time 18.18
INSTRUM spect
PROBHD 5 mm QNP 1H/1
oA PULPROG zg
Dc-2-91-101-6d D 32768
0 o SOLVENT D20
_ NS 16
O - o
wi N Lze SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4.5613556 sec
RG 574.7
DW 139.200 usec
DE 54.00 usec
TE 299.2 K
D1 1.00000000 sec
4 TDO 1
======== CHANNEL f]l ========
Chemica Formula: GogHoN, Ot NUC1 1H
Exact Mass: 511.1076 Pl 9.75 usec
X PL1 0.00 dB
Malecutar Weight: 511.5470 SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
1B 0.00 Hz
GB 0
PC 1.00

1.594
3.899
5.504
1.149

vvvvvvvv

vvvvvvvvv

5 4 3 2 1 0 ppm
(@)} < (@)
N o o
(@)} — (@)
o < N
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Elemental Composition Report

Multiple Mass Analysis: 2 mass(es) processed
Tolerance = 10.0 PPM / DBE: min =-1.5, max = 80.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

This journal is (c) The Royal Society of Chemistry 2011

Page 1

82 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:

C:0-29 H:0-27 N:0-4 0:0-5 Na:0-1
File name:dc-2-91-101

Instrument: LCT KC366

Method: ESI-TOF

Notebook Ref: 24689

Test name: Accurate Mass
Base Peak Mass: 511.19808960
dc-2-91-101 31 (0.786) AM (Cen,6, 90.00, Ar,4000.0,922.36,0.70,LS 4); Sm (SG, 2x4.

IU Databaset: 24689
28-Apr-2010 11:56:47

00); Cm (27:50) 1: TOF MS ES+

100~ 511.1981 0 0 4.65e3
o H O
512.2056 HO NH N & @
. d""
NH
Py DC-2-51-1
513.2071 Chemica Formula: CogHz N O
506.1390 Exact Mass: 511 1976
' Mdier ular Weight: 511 5470
506.6373 509.0406 520.9939
510.0494 514.2109 518.9324 521.9996
] [T
oL LU Hy “WL L1 ‘\‘H‘\ L H‘ Lttty ALy \‘H‘H‘\ | M I “‘\,\‘\_ AN mw -
506.0 508.0 510.0 512.0 514.0 516.0 518.0 520.0 522.0
M ni num 80. 00 -1.5
Maxi mum 100. 00 5.0 10.0 80.0
Mass RA Cal c. Mass PPM DBE i-FIT For nul a
511. 1981 100. 00 511. 1981 0.0 0.0 18.5 1145.0 C29 H27 N b
512. 2056 84.11 ---
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T MO MO ANMOMCT 0O AM AT TOOVUNTTITNMOLOANCTOOOTITNDOANNHOODINNDOETTWOVWIOIFITTMOANAAOOONDNVOM>TVOVOWIOHOFTOOWOLWOTMNMAN O A
O <IN O0ONHOOODOHOOWwWINTF HOoOoILOTOaOoOTOrhoroooo MM EEECTVVOVWOVWOVWOVOVLOVWOVWUOVLOVDOOLVLOLVLOVWOOHWOWLWOWOMWWLWNWOWO<FI 00w~ WO
OCWOWWONLLIITHTTTONN A A A AO HLOWWWIWIWWWWWWWWOWWOWWOWWOWWOWWOUWOVWWWOWWOWWOWWWWOWWOWWOWWOWWOWWOWWOWWOVWWOVWWOWWOWWOWWOWWWOUMMMHAMSMMMM Current Data Parameters
oSN S S S S N S S S S S S S S Qe e v v v s v v e s v s s s O N e R R NAMEO DC—2—91—201—5min
EXPN
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100226
Time 9.21
DC-2-91-201-5min INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
SOLVENT D20
NS 32
o DS 0
o - SWH 3591.954 Hz
u % sw FIDRES 0.109618 Hz
HE£0 H AQ 4.5613556 sec
RG 574.7
= DW 139.200 usec
HH OH DE 54.00 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
nC-2-v1-21
Chvemacal Formmia CapH s NUC1 1H
Exad Mass 5252132 P1 9.75 usec
_ PL1 0.00 dB
Moke cular Wemght 525.5745 SFo1 300.1315007 MHz
F2 - Processing parameters
SI 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
a -
AML - m# |
""""" I D e Y A
10 9 8 7 6 5 4 3 2 1 0 Ppm
N (@) (O] [ < MO (@] O
< (e6) O | < Lo LO O (@] O
(@) ()} N[O]| | [QV] O I (@] (o))
N — N [=1R[s) ™~ olm ™ —
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Page 1

Tolerance = 20.0 PPM / DBE: min =-1.5, max = 80.0

Selected filters: None

Monoisotopic Mass, Even Electron lons

22 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:

C:0-30 H:0-29 N:0-4 O0:0-5
File name:dc-2-91-201

Instrument: LCT KC366

Method: ESI-TOF

Notebook Ref: 24822
Test name: Accurate Mass
Base Peak Mass: 525.21215820
dc-2-91-201 34 (0.853) AM (Cen,8, 90.00, Ar,4000.0,1222.14,0.70,LS 6); Sm (SG, 2x4.00); Cm (27:42)

|U Databaset: 24822
06-May-2010 11:38:59

1: TOF MS ES+

100 525.2122 9.67e3
p=(
i o T M—
| HEL O
HH dnn
| C-2-31-81
%] 526.2174
Chemical Formmia: CanHoMgs®
Exat Mazs- 525 2132
i Mok ouiar Wemht 525 5745
| 527.2147 537.8811
521.1356
R 523.9931 538.9145
517.1291 520.0598 ‘ ‘ ‘ 528.2129 533.1086 535.8945 ‘ 542.1194
oL m“ TR \“M‘\H\\u‘m‘\ | “ L H\H ‘H “\U\‘M‘HM‘ : “ . “ “ U“l“ \“m “\“ u“\ ‘\w“m‘\‘\“\“ EH‘HH“H“ M \‘H\‘\‘ }\ “\U | “\Uu“‘ ‘\u“ “h U m/z
515.0 517.5 520.0 522.5 525.0 527.5 530.0 532.5 535.0 5375 540.0 542.5
M ni num 80. 00 -1.5
Maxi mum 100. 00 5.0 20.0 80.0
Mass RA Cal c. Mass nDa PPM DBE i-FIT For nul a
525. 2122 100. 00 525. 2138 -1.6 -3.0 18.5 447.6 C30 H29 NM &
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File name:dc-3-118-101

Notebook Ref: 25174 IU Database#: 25174
Instrument: LCT KC366 Test name: Accurate Mass 01-Jun-2010 15:51:53
Method: ESI-TOF Base Peak Mass: 453.22174072
dc-3-118-101 146 (3.254) AM (Cen,8, 80.00, Ar,6000.0,0.00,0.70); Sm (SG, 2x4.00); Cm (140:159) 1: TOF MS ES+
453.2217 7.46e4
100
1] [1]
- \ /5
s
HO
- d‘"
o Fe
DC-3-HE-W
ChervicalFormubx CaH gMOs" data from sample
Excacd Miws- 453 2107
Rilecy fiar Weight 453 5903
A
347.1832
330.1565
454.2350
218.0993
348.1899
455.2418
284.1500 450.2368
. 476.2215 5951871 25 1262 723.3093 905_]4552 949.43141019.1943 1268.7639
0- L B e e L e o e e e e B LR e s el 114
200 300 400 500 600 700 800 900 1000 1100 1200
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2.503
2.497
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Current Data Parameters

OH
H

=N

F

,,,,,,,,, R L o o B T B o
9 8 7 9

~ ool

o~ O~|mn|o

~ ofov|ov|o

— —o|lo|—

vvvvvvvvv

vvvvvvvvv

vvvvvvvvv

NAME  dc-3-127-101
EXPNO |
PROCNO 1
F2 — Acquisition Parameters
Date_ 20100604
Time 10.38
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
SOLVENT DMSO
NS 16
DS 0
SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 406.4
DW 104.400 usec
DE 54.00 usec
TE 296.2 K
D1 1.00000000 sec
TDO |
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1324000 MHz
F2 — Processing parameters
SI 32768
SF 300.1300024 MHz

""""" T  WDW no

1 ppm SSB 0

LB 0.00 Hz
GB 0
PC 1.00
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OO HOOO AN NOWMHOANM>ANN O (@) ~ L0
2523928939523858 88 323 & Current Data Parameters
K§§§j>é§§§§§$%;;2;§2éﬁiJ \/ PROCNO 1
F2 — Acquisition Parameters
Date_ 20100604
Time 10.33
dc—-3-134-101 INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
O O SOLVENT DMSO
NS 16
DS 0
(o} M SWH 4789.272 Hz
f R FIDRES 0.146157 Hz
AQ 3.4210291 sec
=N RG 645.1
DW 104.400 usec
F DE 54.00 usec
TE 296.2 K
D1 1.00000000 sec
TDO 1
NUC1 1H
P1 9.75 usec
PL1 0.00 dB

SFO1 300.1324000 MHz

J[ JJU\ h J F2 — Processing parameters
) SI 32768

SF 300.1300024 MHz

""""" T e e e e e ———— - WDW no
9 8 7 6 5 4 3 2 1 ppm SSB 0

LB 0.00 Hz
GB 0
PC 1.00

2.000
3.070
2.251
2.249
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Page 1

Multiple Mass Analysis: 2 mass(es) processed
Tolerance = 10.0 PPM / DBE: min =-1.5, max = 80.0

Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons

29 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:

C:0-17 H:0-12 N:0-2 0:0-3 F:0-1 Na:0-1

File name:dc-3-134-101
Instrument: LCT KC366
Method: ESI-TOF

Notebook Ref: 25561
Test name: Accurate Mass
Base Peak Mass: 311.08215332
dc-3-134-101 70 (1.753) AM (Cen,8, 90.00, Ar,5000.0,1222.14,0.70,LS 7); Sm (SG, 2x4.00); Cm (70:82)

IU Database#: 25561
15-Jun-2010 16:24:54

1: TOF MS ES+

100+ 311.0822 9.04e3
(o] (o]
o N
o
=N
F
DC-3-134-101
Chemical Formula: Cy7H1FN;O4
Exact Mass: 310.0754
%7
312.0888
308.7441
301.1450 302.1478 304.9661 307.1981 ‘ 313.0878 314.0920 315.7469 318.9604 321.0341
0 ‘\"“\“‘“\‘/“‘\‘“w‘““\‘”‘w““M‘“\““‘“\m‘““‘\“““m\““”‘”\”““\‘”‘”w/“‘w““/\““\"“\‘““\““\“‘”\“‘H\‘ m/z
300.0 302.0 304.0 306.0 308.0 310.0 312.0 314.0 316.0 318.0 320.0 322.0
M ni mum 70. 00 -1.5
Maxi mum 100. 00 5.0 10.0 80.0
Mass RA Cal c. Mass nDa PPM DBE i-FIT For mul a
311. 0822 100. 00 311. 0832 -1.0 -3.2 12.5 12.2 Cl7 Hi2 N2 8B F
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Current Data Parameters

HORNLSLR8RE92228I380E S 5 G onnEe NAME ~ de-3-137-101
N HHDTIITNNONNOMNNDNNNN = = O ™ O < < S EXPNO 1
e o S O O S A S R T T R ™ NN NN PROCNO 1
W / F2 — Acquisition Parameters
Date_ 20100604
Time 10.28
INSTRUM spect
dc-3-137-101 PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
0 O SOLVENT DMSO
NS 16
DS 0
0 N SWH 4789.272 Hz
Yy & FIDRES  0.146157 Hz
f@r)\l\ ! AQ 3.4210291 sec
RG 724.1
E DW 104.400 usec
DE 54.00 usec
TE 296.2 K
D1 1.00000000 sec
TDO 1
NUC1 1H
P1 9.75 usec
PL1 0.00 dB

SFO1 300.1324000 MHz

e 1 F2 — Processing parameters
I A U A SI 32768

o SF 300.1300024 MHz

WDW no
yyyyyyyyy L B L L L L L I L B S L SSB O
9 8 7 6 5 4 3 2 1 ppm LB 0.00 Hz
GB 0
PC 1.00
(e} AN O (N N (@) [QV
— O OO < — (@]
N — O N ™ <
N AN — | N N ™
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SO M A0 NOONLMOWT O~ O
N O AN HOWOANNT-HO™ 0L WO —— O™~ 0O dH < W
MO MM T NOOOMC~-WVWOoOLOWVWOLW TN I A N NWOONLWI™~O A
. O~ TNOWOWMO © Current Data Parameters
A G SN LI I i T g N N NAME  DC-3-137-carbon-
s e B e B B B B e B B I I I I B I ] OO TOMMMNM EXPNO 1
PROCNO 1
\\\\ \\ / \\\\/% F2 — Acquisition Parameters
Date_ 20100730
DC-3-137-carbon-2 Time 15.48
INSTRUM spect
PROBHD 5 mm QNP 1H/1
0 0 PULPROG ngC
TD 65536
SOLVENT DMSO
o N NS 250
o DS 0
=N 19 SWH 18832.393 Hz
@™ FIDRES 0.287360 Hz
E AQ 1.7400308 sec
RG 3251
DW 26.550 usec
DE 6.00 usec
TE 2952 K
D1 1.00000000 sec
dil 0.03000000 sec
TDO 1
NUC1 13C
P1 11.80 usec
PL1 0.00 dB
SFO1 75.4760200 MHz
CPDPRG2 waltz16
NUC2 1H
Wt WY s —————— 1115 95.00 usec
PL2 0.00 dB
PL12 18.00 dB

-— . SFO2  300.1312005 MHz
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Elemental Composition Report

Tolerance =50.0 PPM / DBE: min =-1.5, max = 80.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

Page 1

29 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:

C:0-18 H:0-14 N:0-2 0:0-3 F:0-1 Na:0-1

File name:dc-3-137-101 Notebook Ref: 25562
Instrument: LCT KC366 Test name: Accurate Mass
Method: ESI-TOF Base Peak Mass: 325.09957886

IU Database#: 25562
15-Jun-2010 17:19:02

dc-3-137-101-rerun5 42 (1.053) AM (Cen,8, 90.00, Ar,5000.0,922.36,0.70,LS 7); Sm (SG, 2x4.00); Cm (42) 1: TOF MS ES+
. 325.0996 614
100
o] (o]
D
| J Ny
& Qe
@ ™
1 F
, dc-4-137-101
Chemical Formula: CqgH4FN,04"
Exact Mass: 325.0983
%7
R 326.1038
1 323.0157 336.9913
321.0107 327.1221 '
‘ ‘ 330.9764 333.0199 334.9502 ‘ 338.9806 341.1000 343.0092
| wrc L L b | | | \ , Lo \
O e e e e e e e e T T T e T e e m/z
320.0 322.0 324.0 326.0 328.0 330.0 332.0 334.0 336.0 338.0 340.0 342.0 344.0
M ni num 70. 00 -1.5
Maxi mum 100. 00 5.0 50.0 80.0
Mass RA Cal c. Mass PPM DBE i-FIT For nul a
325. 0996 100. 00 325. 0988 0.8 2.5 12.5 3.7 Cl8 Hi4 N2 OB F
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OO T O NTOVOIHNOMTE OO AN OO [eXTe}
S%ZZQQQ%SS@iSE’%?@QQS% g Current Data Parameters
0 00~~~ [~ O O O O O OO OO OO OO < o NAME dc—4-23-101
EXPNO 1
\\ \N/// / PROCNO 1
F2 — Acquisition Parameters
Date_ 20100628
dc-4-23-101 Time 11.43
INSTRUM spect
PROBHD 5 mm QNP 1H/1
OH PULPROG 7g
TD 32768
F N S SOLVENT CDCI3
H _N NS 8
DS 0
F SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 362
DW 104.400 usec
DE 54.00 usec
TE 296.2 K
D1 1.00000000 sec
TDO 1
NUC1 1H
P1 9.75 usec
. PL1 0.00 dB
JL N - 4 SFO1  300.1324000 MHz
5 I F2 — Processing parameters
SI 32768
,,,,,,,,,,,,,,,,,, T %&I:DW 300.1300024 MHz
no
9 8 4 1 prm SSB 0
LB 0.00 Hz
< ~] |Hllo ol GB 0
i i I P D= PC 1.00
~ ~| ol NN
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WM O OVOPITFTOVOOO AN ANM N o
e NANNOOO00000v0owBmmo ™ P ﬁgﬁDwﬁﬁg?%l
. c—4-25—
kaL¢>é§§§§§%§/5122;;22i¢L?/)/ PROCNO 1
F2 — Acquisition Parameters
Date_ 20100629
dc-4-25-101 Time 15.46
INSTRUM spect
PROBHD 5 mm QNP 1H/1
O 0 PULPROG 7g
TD 32768
SOLVENT CDCl3
o N NS 16
= oS DS 0
—N SWH 4789.272 Hz
FIDRES 0.146157 Hz
£ AQ 3.4210291 sec
RG 1149.4
DW 104.400 usec
DE 54.00 usec
TE 2952 K
D1 1.00000000 sec
TDO 1
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
e (_1 P SFO1 300.1324000 MHz
jL J A l JLL F2 — Processing parameters

SI 32768
,,,,,,,,, e SE 3001300024 Mz
no
9 8 7 6 5 4 3 2 1 ppm SSB 0
LB 0.00 Hz
GB 0
PC 1.00

2.103
1.000
2.230
2.337
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Page 1

Tolerance = 100.0 PPM / DBE: min =-1.5, max =80.0

Selected filters: None

Monoisotopic Mass, Even Electron lons

28 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:

C:0-17 H:0-11 N:0-2 0:0-3 F:0-2
File name:dc-4-25-101

Instrument: LCT KC366

Method: ESI-TOF

dc-4-25-101 115 (2.887) AM (Cen,8, 80.00, Ar,5000.0,1222.14,0.70,LS 7); Sm (SG, 2x4.00); Cm (115:117)

Notebook Ref: 25942
Test name: Accurate Mass
Base Peak Mass: 329.07366943

IU Databaset: 25942
09-Jul-2010 14:37:47

1: TOF MS ES+

100— 329.0737 453
o
f H
A S Re
DC4-25101
i Chemica Fomrula: GoH, FoH, 0
Ewact Whaes: 3000655
Wickscu bar Wegh): 330, 2667
%7
301.0836
| 330.0878
296.9093 320.9450 351.0580
| 306.9217 318.9061 328.9211 330.9180 350.9660 356.9645 360.8422 387.0770
ninm U bl e L NI v
0 \\“H“\“}‘“‘ “\\\H“\“\H‘ h “‘H“IH‘M“H \Mh H\\ ‘h \‘ | H“L \!H‘ ‘HH\‘\“‘ ‘H H\H‘ i \‘ Hh‘”‘ “H\‘H \‘MHH\H U “ \“ ““!“‘\““ ‘\“ m/z
300.0 310.0 320 0 330.0 340 0 350.0 360.0 370 0 380.0 390.0
M ni num 60. 00 -1.5
Maxi num 100. 00 5.0 100. 0 80.0
Mass RA Cal c. Mass nDa PPM DBE i-FIT For nul a
329. 0737 100. 00 329. 0738 -0.1 -0.3 12.5 0.7 Cl7 Hi1 N2 8

F2


Dawei Cui
Placed Image


Supplementary Material (ESI) for Chemical Communications
This journal is (c) The Royal Society of Chemistry 2011

N TN A MM MO H O — ~ ~ o O N [~ O
250268TILLSITAL L 8 £ 8 5 22332 Current Data Parameters
. . . . Ce e c—4-33-101c
\\\N / % N/ PROCNO 1
F2 — Acquisition Parameters
Date_ 20100709
dc-4-33-101c Time 10.49
INSTRUM spect
PROBHD 5 mm QNP 1H/1
0 o PULPROG zg
TD 32768
SOLVENT D20

o N NS 3
F b o DS 0
=N_ | SWH 4789272 Hz

e FIDRES  0.146157 Hz
F AQ 3.4210291 sec
RG 1024
DW 104.400 usec
DE 54.00 usec
TE 296.2 K
Dl 1.00000000 sec
TDO 1
NUC1 IH
P1 9.75 usec
PL1 0.00 dB
j( L~ jk SFO1  300.1324000 MHz
e - F2 — Processing parameters
ST 32768
,,,,,,,,, i S S e B e o e %&I:DW 300.1300024 MHz
no
9 8 7 6 5 4 3 2 1 prm SSB 0
LB 0.00 Hz
GB 0
PC 1.00

2.197
0.885
1.000

2.280
2.368
3.499
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DO~ O NVDOOHT MO AN MM MDA~ MO AN~ N W0
O~ O AT OMONVDOMETMOOOANNOA AT OO T MO AN AT IO A< O~
MO MO WOU<TOMOHONODWOWOWTMWOMEOVWOWOAODODOOMEFIT IO NGO MMOLWLII™OO N I W o
e e e e e e e e e e e e e 4 e e s e e e e e e e e e e e OO0 OFTAHODOMO ™~
D OO ANV DOWOWOLWLMMOOUL OO MmMmMMWWWOWL) « ¢ o ¢ o o o o o o
QOO WOWOWOWOWOTOOMOMONMOANNNATAATATOOOOMNMANI>OOOO OO0
4T A 41 1414 4T A4 A A AT A" A AT A A A A "A A A A A A A A A OO TITTOONDODONOM
DC-4-33-carbon-2
D D
0 N
F Y e
=N |
®
F
W e Mva—- oy Jﬂwl oyl "
x ' x ' x ' x x x x x x x x x
220 200 180 160 140 120 100 80 60 40 20 0 ppm

Current Data Parameters
NAME DC-4-33—carbon—-2

EXPNO 1
PROCNO 1

F2 — Acquisition Parameters
Date_ 20100731

Time 17.53
INSTRUM spect

PROBHD 5 mm QNP 1H/1

PULPROG zgdc
TD 65536
SOLVENT DMSO
NS 2400

DS 0

SWH 18832.393 Hz
FIDRES 0.287360 Hz
AQ 1.7400308 sec
RG 5792.6

DW 26.550 usec
DE 6.00 usec
TE 2952 K

D1 1.00000000 sec
dl1 0.03000000 sec
TDO 1

NUCI1 13C

P1 11.80 usec
PL1 0.00 dB
SFO1 75.4760200 MHz
CPDPRG2 waltz16
NUC2 1H
PCPD2 95.00 usec
PL2 0.00 dB
PL12 18.00 dB
SFO2 300.1312005 MHz
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Elemental Composition Report

Multiple Mass Analysis: 2 mass(es) processed
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Page 1

Tolerance =5.0 PPM / DBE: min =-1.5, max = 80.0

Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons

28 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:
C:0-18 H:0-13 N:0-2 0:0-3 F:0-2
File name:dc-4-33-101

Instrument: LCT KC366
Method: ESI-TOF

Notebook Ref: 26284
Test name: Accurate Mass
Base Peak Mass: 343.09027100
dc-4-33-101b 30 (0.752) AM (Cen,8, 80.00, Ar,5000.0,1222.14,0.70,LS 6); Sm (SG, 2x6.00); Cm (29:30)

IU Databaset: 26284
30-Jul-2010 12:34:30

1: TOF MS ES+

100+ 343.0903 1.52e3
0 0
o} N l@
R
F
[ o
s
F
DC-4-33-101
% Chemical Formula: CigHq3FsMz04"
Exact Mass: 343.0889
Molacular Weight: 343.3037
344.0911
345.1035 09T 352904
334.9874 338.9539 : 356.9663
329.0655 W 336.9907 ( 348.9691 W ‘ ‘ 354.9638 360.9343 362.9685
Lol o 0 e ‘\ T R R TP L A NP1 YAt TFPON TR TPVRPCTN YR DOPVE APUOR VR PO PR AR [ ey miz
L e e e e LA e s e B T LA o e e o e B
330.0 335.0 340.0 345.0 350.0 355.0 360.0
M ni mum 50. 00 -1.5
Maxi num 100. 00 5.0 5.0 80.0
Mass RA Calc. Mass PPM DBE i-FIT Formul a
343. 0903 100. 00 343. 0894 0.9 2.6 12.5 4.6 Cl8 H13 N2 &3

F2
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OO OMVOIETIO T ONTNMHMOOOITdMETOO0OTODOINTINOTOILITOHO OO TANMAHOM <
LOITOHOANTNONNAOOVOTNNODNILTNNANNHOOMSMSOWOTMWWOWLOTMLO O
N>~ LV o LovwLOvwLOwoocowoOwrIErErErErErEC-TVVOVWOVOOVWOVOVOnLWWLWLWTOMAN Current Dataparameters
[~ (0 (0 (0 (0 O O OO WWLLMMMMM MMM OO MM M®O®O OO oo o NAME DC-2-46-101
EXPNO 1
\\\% \r&n\m// PROCNO 1
F2 - Acquisition Parameters
Date__ 20100211
Time 10.11
INSTRUM sSpect
PROBHD 5 mm QNP 1H/1
PULPROG zg
TD 32768
DC-2-46-101 SOLVENT CDC13
NS 16
DS 0
SWH 3591.954 Hz
FIDRES 0.109618 H=z
O 0 AQ 4.5613556 sec
~o T~ RG 90.5
DW 139.200 usec
HzMN DE 54.00 usec
TE 298.2 K
DC-2-46-101 D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
ST 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
""""" I e L e L
10 9 38 7 6 5 4 3 2 1 ppm
oo ©O| [~[~[wv|w
<O O |0 |O|N
N |O M| [N[OY|LO O
e NN
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Elemental Composition Report Page 1

Tolerance = 15.0 PPM / DBE: min =-1.5, max = 80.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

25 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:0-24 H:0-26 N:0-1 0O:0-7 Na:0-1

File name:dc-2-59-101 Notebook Ref: U Database#:
Instrument: LCT KC366 Test name: Accurate Mass 26-Feb-2010 12:12:41
Method: ESI-TOF Base Peak Mass: 440.16995239

dc-2-59-101 23 (0.586) AM (Cen,6, 90.00, Ar,6000.0,1222.14,0.70,LS 4); Sm (SG, 2x6.00); Cm (23) 1: TOF MS ES+
100~ 440.1700 4.13e3

o] o]

j:( O~ O~
o N ] o]
DC-1-59-101

Chemical Formula; CayHasNO7
Exact Mass: 438.1631

| 441.1743

. 442.1804

435.0812 438.7084
425.9483 431.9131434. 1042\ \ Ll HHHHMMMH \ L (442 8886 446, 8597 450.8867.451.8943  454.8516
0 i RNt R T e TN YRRVt A R P R R

425.0 4275 430.0 4325 435.0 4375 4400 4425 4450 4475 450.0 4525 455.0
M ni rum 80. 00 -1.5
Maxi num 100. 00 5.0 15.0 80.0
Mass RA Cal c. Mmss nmDa PPM DBE i-FIT For mul a

440. 1700 100. 00 440. 1709 -0.9 -2.0 12.5 5.8 C24 H26 N Or


Dawei Cui
Placed Image


7.275
7.274
7.266
7.256
7.249
7.184
7.177
7.155
7.147
6.992
6.985
6.963
6.955
4.991
4.984
4.157
4.151
4.140
3.894
3.886
3.876
3.862
3.761
3.756
3.752
3.742
3.736
3.714
3.707
3.698
3.690
3.678
3.676
3.669
3.660
3.652
3.585
3.577
3.569
3.557

dc-2-59-201b

o] o]
Oj\;(N —‘QID\V/\D/\VO\/«\O/
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Current Data Parameters
NAME dc—2-59-201b
EXPNO 1
PROCNO 1

3.555
3.395
3.394
3.386

F2 — Acquisition Parameters

Date_ 20100814
Time 10.50
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 7g
TD 32768
SOLVENT CDCI3
NS 8

DS 0

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 362

DW 104.400 usec
DE 54.00 usec
TE 2942 K

D1 1.00000000 sec
TDO 1

NUCI1 1H

P1 9.75 usec
PL1 0.00 dB

SFO1 300.1324000 MHz

F2 — Processing parameters

SI 32768
SF 300.1300024 MHz

vvvvvvvvv L A LA A BN AR

.000
0.873
4.779
2.176

1

1 ppm  ggB 0
LB 0.00 Hz
GB 0
PC 1.00
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O~ ANOWINHOMOOODWMO WL MOOYLO) M N OCTNANOOM WO AN ™ 0 A —
O O0VOVDLOWIOHMMOIAOAETITMHOOO ™ WO < O OO T M OMO N4 O~ OO LW I~ ™
N A A A A1 OO0~~~ QN O~~~ voOvwOn LWL LWL 0 O O [Q\] Current Data Parameters
NN OVOOVOVWOOOWOWWOWWOWOWWWOIND FTOMMOMNONNNONOMNMOMMMN N N — NAME DC-2-61-101b
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date__ 20100216
Time 14.13
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zZg
DC-2-61-101b D 32768
SOLVENT DMSO
NS 16
DS 0
SWH 3591.954 Hz
OH FIDRES 0.109618 Hz
0 AQ 4.5613556 sec
N-—‘“‘u.,,-f RG 80.6
DW 139.200 usec
FI DE 54.00 usec
TE 299.2 K
OH D1 1.00000000 sec
TDO 1
NUC1 1H
DE-E-E1-1ﬂ1b P1 9.75 usec
PL1 0.00 dB
SFO1 300.1315007 MHz
F2 - Processing parameters
SI 32768
SF 300.1300042 MHz
WDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
|~
""""" I T L
10 9 8 7 6 5 4 3 2 1 0 ppm
olo| o o) O[] 0o ™
[@ QN ()} ™ QO | NN | |+ (6]
O] |00 < N[O [ N
oA |~ N NMIENEES o~
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D:\Xcalibur\..\Dawei Cui\dc-2-63-101-c1 02/26/2010 02:52:41 RAJpplementary Material (ESI) for Chemical Communications
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dc-2-63-101-c1 #88-91 RT: 4.14-4.28 AV: 4 NL: 3.19E7

T: + ¢ Cl Full ms [ 94.50-700.50]

100
98

3 0 0

967 j:(

94

92—

290.1016

E OH

86— DC-1-63-101
Chemical Formula: CqgHsNOg
3 Exact Mass: 289.0950

Relative Abundance
a1
T

16 291.1030

=
N

=
N

289.0921

=
o

275.1125

A O @

330.1348

358.0954 568.9702 650 0834

173.0490 274.1097
107.0493 097 381.1564 420 0901 £18.9386 692.9377
\\‘ L Ll v L H‘i ) ‘ \h“ ‘\‘\‘\ I ‘\ | 1 \‘ I“ \‘ U\u ‘ \‘ \‘ \l ] il | . i - 1“‘\ : ] L i L

B A e \ \\i“\” ' S S e S s s B B B e Bt B
100 150 200 250 300 350 400 450 500 550 600 650 700

m/z

N

o
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7.449
7.443
7.416
7.398
7.392
7.298
7.274
7.267
7.241
7.200
7.196
7.172
7.147
6.914

6.889
4.791
4.676
4.626
4.591
3.961
3.946
3.929
3.862
3.791
3.773
3.764
3.758
3.751
3.745
3.734

N
(@)
l\
m

3 687
3.649
3.629
3.619
3.612
3.599
3.579
3.562
2.615
1.272
1.258
1.248
1.224
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Current Data Parameters
NAME dc—2-63-101b

\XX\N// /% E

dc-2-63-101b

SANRS

dec-2-63-101b

F2 — Acquisition Parameters

Date_ 20100814
Time 10.55
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 7g
TD 32768
SOLVENT CDCI3
NS 8

DS 0

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 362

DW 104.400 usec
DE 54.00 usec
TE 2942 K

D1 1.00000000 sec
TDO 1

NUCI1 1H

P1 9.75 usec
PL1 0.00 dB

SFO1 300.1324000 MHz

F2 — Processing parameters
SI 32768
SF 300.1300024 MHz

vvvvvvvvv S L I L B I L L L N B

1.912

8.736

1 ppm  ggB 0
LB 0.00 Hz
GB 0
PC 1.00
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