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S1-EXPERIMENTAL PROCEDURES AND CHARACTERIZATION

Abbreviations. Acetonitrile (MeCN), ammonium chloride (NH4CI), dichloromethane (DCM), diethyl
ether (Et,0), N,N-diisopropylethylamine (DIPEA), N,N’-dimethylformamide (DMF), hydrochloric acid
(HCI), lithium aluminum hydride (LAH), methanesulfonyl chloride (MsCI), methanol (MeOH),
oligoethylene glycol (OEG), potassium thioacetate (KSAc), sodium azide (NaNs), sodium hydride (NaH),
sodium iodide (Nal), sodium sulfate (Na,SO,), tetrahydrofuran (THF), triethylamine (EtzN).
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Scheme 1 Synthesis of alkyne terminated heterobifunctionalized OEG linkers. Reagents and conditions: (a)
Propargyl bromide, NaH, THF, 0 °C-RT-60 °C, 15 h; (b) 4-nitrophenyl chloroformate, pyridine, MeCN, RT, 15 h;
(c) MsCl, EtzN, DCM, 0 °C-RT, 3.5 h; (d) Nal, acetone, 65 °C, 15 h; () KSAc, DMF, RT, 15 h; (f) LAH, THF, -10
°C-RT, 3 h; (g) Potassium phthalimide, DMF, 110 °C, 15 h; (h) Hydrazine, EtOH, 60 °C, 3 h; (i) N-
methoxycarbonyl maleimide, Sat. ag NaHCO;3, 0 °C-RT, 2 h.

Synthesis of 2a. By using the general procedure in the main article with OEG l1la (5.20 g, 26.8 mmol),
NaH (0.15 g, 18.7 mmol), and propargyl bromide (3.18 g, 26.8 mmol), the pure product was obtained as a
colorless oil (3.61 g, 58%). 'H NMR (400 MHz, CDCl3) =3.88 (d, J = 2.4 Hz, 2H, HCCCH,0-), 3.42
(m, 1H, -CH,CH,0H), 3.42-3.33 (m, 14H, -OCH,CH,0-), 3.26 (t, J = 4.0 Hz, 2H, -CH,CH,0H), 2.37
ppm (t, J = 2.4 Hz, 1H, HCCCH,0-). *C NMR (100.6 MHz, CDCl;) & = 80.34 (1C), 75.77 (1C), 73.16
(1C), 71.04-70.79 (5C), 69.52 (1C), 61.86 (1C), 58.74 ppm (1C). HRMS (ESI): m/z calcd for
C11H20s+Na" [M+Na]* 255.1208; found 255.1016.
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Synthesis of 2b. By using the general procedure in the main article OEG 1b (5.27 g, 18.7 mmol), NaH
(0.31 g, 13.10 mmol), and propargyl bromide (2.22 g, 18.7 mmol), the pure product was obtained as a
colorless oil (2.22 g, 37%). 'H NMR (400 MHz, CDCls) & = 4.00 (d, J = 2.4 Hz, 2H, HCCCH,0-), 3.49-
3.39 (m, 24H, -OCH,CH,0-), 2.39 ppm (m, 1H, HCCCH,0-). *C NMR (100.6 MHz, CDCls) & = 80.37
(1C), 75.59 (1C), 73.26 (1C), 71.17-70.93 (9C), 69.67 (1C), 62.11 (1C), 58.94 ppm (1C). HRMS (ESI):
m/z calcd for Ci5H,07+Na’ [M+Na]* 343.1733; found 343.2077.

Synthesis of 3a. By using the general procedure in the main article with 2a (0.24 g, 1.01 mmol), 4-
nitrophenyl chloroformate (0.31 g, 1.52 mmol), and pyridine (0.16 g, 2.02 mmol), the pure product was
obtained as a yellow oil (0.30 g, 75%). '"H NMR (400 MHz, CDCls) & = 8.13 (d, J = 9.2 Hz, 2H, Ar-H-
NO,), 7.28 (d, J = 9.2 Hz, 2H, Ar-H-OCO-), 4.30 (m, 2H, -O-CH,CH,-OCO-), 4.12 (d, J = 2.4 Hz, 2H,
HCCCH,0-), 3.67 (m, 2H, -O-CH,CH,-OCO-), 3.57-3.52 (m, 12H, -OCH,CH,0-), 2.38 ppm (t, J = 2.4
Hz, 1H, HCCCH,0-). **C NMR (100.6 MHz, CDCls) & = 156.25 (1C), 153.12 (1C), 146.02 (1C), 125.97
(2C), 122.59 (2C), 80.47 (1C), 75.48 (1C), 71.31-71.22 (4C), 71.01 (1C), 69.76 (1C), 69.26 (1C), 69.05
(1C), 59.98 ppm (1C). HRMS (ESI): m/z calcd for CigH3sNOg+Na® [M+Na]* 420.1271; found
420.0280.

Synthesis of 3b. By using the general procedure in the main article with 2b (0.25 g, 0.78 mmol), 4-
nitrophenyl chloroformate (0.24 g, 1.17 mmol), and pyridine (0.12 g, 1.56 mmol), the pure product was
obtained as a yellow oil (0.27 g, 71%). *H NMR (400 MHz, CDCl;) & = 8.21 (d, J = 9.2 Hz, 2H, Ar-H-
NO,), 7.34 (d, J = 9.2 Hz, 2H, Ar-H-OCO-), 4.38 (m, 2H, -O-CH,CH,-OCO-), 4.12 (d, J = 2.4 Hz, 2H,
HCCCH,0-), 3.75 (m, 2H, -O-CH,CH,-OCO-), 3.64-3.59 (m, 20H, -OCH,CH,0-), 2.42 ppm (t, J = 2.4
Hz, 1H, HCCCH,0-). *C NMR (100.6 MHz, CDCl3) & = 156.29 (1C), 153.20 (1C), 146.12 (1C), 126.03
(2C), 122.58 (2C), 80.48 (1C), 75.42 (1C), 71.43-71.29 (8C), 71.11 (1C), 69.83 (1C), 69.34 (1C), 69.08
(1C), 59.09 ppm (1C). HRMS (ESI): m/z calcd for C,;H3NOp;+Na™ [M+Na]® 508.1795; found
508.0996.

Synthesis of 4a. By using the general procedure in the main article with 2a (2.03 g, 8.75 mmol), MsCl
(1.50 g, 13.1 mmol), and Et;N (1.77 g, 17.5 mmol), the pure product was obtained as a pale yellow oil
(2.69 g, 100%). *H NMR (400 MHz, CDCly) & = 4.24 (m, 2H, HCCCH,0-), 4.06 (d, J = 2.40 Hz, 2H, -
OCH,CH,-SO,CHs), 3.64 (m, 2H, -OCH,CH,-SO,CHj), 3.57-3.51 (m, 12H, -O-CH,CH,-0-), 2.96 (s, 3H,
-S-(CHs), 2.42 ppm (t, J = 4.8 Hz, 1H, HCCCH,0-). *C NMR (100.6 MHz, CDCl3) &= 80.49 (1C),
75.59 (1C), 71.23-71.14 (4C), 70.99 (1C), 70.27 (1C), 69.76 (1C), 69.63 (1C), 58.98 (1C), 38.32 ppm
(1C). HRMS (ESI): m/z calcd for Cy,H2,0,S+Na™ [M+Na]* 333.0984; found 333.0419.
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Synthesis of 4b. By using the general procedure in the main article with 2b (1.71 g, 5.34 mmol), MsCl
(0.92 g, 8.01 mmol), and Et3N (1.08 g, 10.7 mmol), the pure product was obtained as a pale yellow oil
(2.11 g, 100%). *H NMR (400 MHz, CDCls) & = 4.30 (m, 2H, HCCCH,0-), 4.13 (d, J = 2.40 Hz, 2H, -
OCH,CH,-S0,CHg), 3.70 (m, 2H, -OCH,CH,-SO,CH3), 3.63-3.57 (m, 20H, -O-CH,CH,-0O-), 3.02 (s, 3H,
-S-(CHs), 2.42 ppm (t, J = 2.4 Hz, 1H, HCCCH,0-). *C NMR (100.6 MHz, CDCls;) & = 80.48 (1C),
75.44 (1C), 71.34-71.22 (8C), 71.10 (1C), 70.17 (1C), 69.83 (1C), 69.72 (1C), 59.08 (1C), 38.43 ppm
(1C). HRMS (ESI): m/z caled for CieH30S+Na* [M+Na]® 421.1508; found 421.1120; for
C16H3000S+K" [M+K]" 437.1248; found 437.07609.

Synthesis of 5a. By using the general procedure in the main article with 4a (0.24 g, 7.67 mmol) and Nal
(0.46 g, 3.07 mmol), the pure product was obtained as a pale yellow oil (0.19 g, 74%). '"H NMR (400
MHz, CDCly) § = 4.15 (d, J = 2.4 Hz, 2H, HCCCH,0-), 3.70 (t, J = 6.8 Hz, -OCH,CHjl, 2H), 3.66-3.61
(m, 12H, -OCH,CH,-0), 3.22 (t, J = 6.8 Hz, 2H, -OCH,CH,l), 2.42 ppm (t, J = 2.4 Hz, 1H, HCCCH,0-).
3C NMR (100.6 MHz, CDCls) & = 80.48 (1C), 75.43 (1C), 72.72 (1C), 71.41-71.34 (3C), 71.18 (1C),
70.98 (1C), 69.87 (1C), 59.16 (1C), 3.86 ppm (1C). HRMS (ESI): m/z calcd for CiHiglOs+H™ [M+H]*
343.0406; found 342.9579.

Synthesis of 5b. By using the general procedure in the main article with 4b (0.24 g, 0.60 mmol) and Nal
(0.36 g, 2.38 mmol), the pure product was obtained as a pale yellow oil (0.20 g, 78%). *H NMR (400
MHz, CDCl3) 6 =4.13 (d, J = 2.4 Hz, 2H, HCCCH,0-), 3.69 (t, 2H, J = 6.8 Hz, -OCH,CH,l), 3.64-3.58
(m, 20H, -OCH,CH,-0), 3.19 (t, J = 6.8 Hz, 2H, -OCH,CH;l), 2.42 ppm (t, J = 2.4 Hz, 1H, HCCCH,0-).
3C NMR (100.6 MHz, CDCI3) & = 80.46 (1C), 75.46 (1C), 72.69 (1C), 71.41-71.31 (7C), 71.13 (1C),
70.96 (1C), 69.84 (1C), 59.13 (1C), 3.85 ppm (1C). HRMS (ESI): m/z caled for CisHy710s+Na*
[M+Na]* 453.0750; found 453.0149; for C15H,710s+K* [M+K]* 469.0489, found 469.0003.

Synthesis of 6a. By using the general procedure in the main article with 4a (0.20 g, 0.64 mmol) and KSAc
(0.11 g, 9.66 mmol), the pure product was obtained as a colorless oil (0.19 g, 99%). *H NMR (400 MHz,
CDCl3) 6 =4.18 (d, J = 2.4 Hz, 2H, HCCCH,0-), 3.69-3.56 (m, 14H, -OCH,CH,0-), 3.07 (t, J = 6.4 Hz,
2H, -OCH,CH,-SCOCHs), 2.43 (t, J = 2.4 Hz, 1H, HCCCH,0-), 2.31 ppm (s, 3H, -OCH,CH,-SCOCH).
3C NMR (100.6 MHz, CDCl;) & = 196.18 (1C), 80.47 (1C), 75.33 (1C), 71.39-71.09, (5C), 70.51 (1C),
69.88 (1C), 59.15 (1C), 31.32 (1C), 29.62 ppm (1C). HRMS (ESI): m/z calcd for Ci3H2,0sS+Na”
[M+Na]* 313.1086; found 313.1276.

Synthesis of 6b. By using the general procedure in the main article with 4b (0.25 g, 0.63 mmol) and KSAc
(0.11 g, 0.94 mmol), the pure product was obtained as a colorless oil (0.22 g, 97%). '"H NMR (400 MHz,
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CDCls) 5 =4.10 (d, J = 2.4 Hz, 2H, HCCCH,0-), 3.60-3.48 (m, 22H, -OCH,CH,0-), 2.98 (t, J = 6.4 Hz,
2H, -OCH,CH,-SCOCHs), 2.40 (t, J = 2.4 Hz, 1H, HCCCH,0-), 2.24 ppm (s, 3H, -OCH,CH,-SCOCH3).
13C NMR (100.6 MHz, CDCls) & = 196.00 (1C), 80.43 (1C), 75.44 (1C), 71.34-71.02, (8C), 71.09 (1C),
71.02 (1C), 70.44 (1C), 59.06 (1C), 31.26 (1C), 29.53 ppm (1C). HRMS (ESI): miz calcd for
C17H300;S+Na* [M+Na]* 401.1610; found 401.1097.

Synthesis of 7a. By using the general procedure in the main article with 6a (0.19 g, 0.64 mmol) and LAH
(0.12 g, 3.18 mmol), the pure product was obtained as a pale yellow oil (0.15 g, 92%). *H NMR (400
MHz, CDCly) § = 4.18 (d, J = 2.4 Hz, 2H, HCCCH,0-), 3.69-3.56 (m, 14H, -OCH,CH,0-), 2.68 (m, 2H,
-OCH,CH,SH), 2.43 (t, J = 2.4 Hz, 1H, HCCCH,0-), 1.58 (t, J = 8.4 Hz, 1H, -OCH,CH,SH). *C NMR
(100.6 MHz, CDCl3) & = 80.46 (1C), 75.34 (1C), 73.65 (1C), 71.40-71.01 (5C), 69.89 (1C), 59.16 (1C),
25.04 ppm (1C). HRMS (ESI): m/z calcd for Cy1H200,S+Na* [M+Na]* 271.0980; found 271.0797.

Synthesis of 7b. By using the general procedure in the main article with 6b (0.03 g, 0.08 mmol) and LAH
(0.01 g, 0.24 mmol), the pure product was obtained as a pale yellow oil (0.02 g, 83%). *H NMR (400
MHz, CDCl3) 6 =4.22 (d, J = 2.4 Hz, 2H, HCCCH,0-), 3.72-3.62 (m, 22H, -OCH,CH,0-), 2.72 (m, 2H,
-OCH,CH,SH), 2.45 (t, J = 2.4 Hz, 1H, HCCCH,0-), 1.61 ppm (t, J = 8.0 Hz, 1H, -OCH,CH,SH). *C
NMR (100.6 MHz, CDCls) & = 80.49 (1C), 75.32 (1C), 73.71 (1C), 71.47-71.36 (7C), 71.23 (1C), 71.06
(1C), 69.94 (1C), 59.22 (1C), 25.08 (1C). HRMS (ESI): m/z calcd for CisHp0sS+Na" [M+Na]*
359.1504; found 359.1524.

Synthesis of 8a. By using the general procedure in the main article with 4a (2.29 g, 7.36 mmol) and
potassium phthalimide (2.04 g, 11.04 mmol), the pure product was obtained as a yellow oil (2.64 g, 99%).
'H NMR (400 MHz, CDCls) & = 7.82 (m, 2H, Ar-H), 7.70 (m, 2H, Ar-H), 4.17 (m, 2H, HCCCH,0-), 3.87
(t, J = 6.0 Hz, 2H, -OCH,CH,-NPhth), 3.71 (t, J = 3.2 Hz, 2H, -OCH,CH,-NPhth), 3.64-3.55 (m, 14H, -
OCH,CH,0-), 2.43 ppm (t, J = 2.4 Hz, 1H, HCCCH,0-). *C NMR (100.6 MHz, CDCls) & = 169.06 (2C),
134.70 (2C), 132.91 (2C), 123.98 (2C), 80.49 (1C), 75.35 (1C), 71.35-71.32 (3C), 71.12 (1C), 70.87 (1C),
69.86 (1C), 68.66 (1C), 59.13 (1C), 38.06 ppm (1C). HRMS (ESI): m/z calcd for CigH;sNOg+Na*
[M+Na]" 384.1423; found 384.0653.

Synthesis of 8b. By using the general procedure in the main article with 4b (1.73 g, 4.34 mmol) and
potassium phthalimide (1.21 g, 6.52 mmol), the pure product was obtained as a yellow oil (1.80 g, 92%).
'H NMR (400 MHz, CDCl3) 8= 7.79 (m, 2H, Ar-H), 7.68 (m, 2H, Ar-H), 4.15 (d, J = 4.4 Hz, 2H,
HCCCH,0-), 3.85 (t, J = 5.6 Hz, 2H, -OCH,CH,-NPhth), 3.71-3.53 (m, 22H, -OCH,CH,0-), 2.43 ppm (t,
J = 2.4 Hz, 1H, HCCCH,0-). *C NMR (100.6 MHz, CDCl5) & = 169.96 (2C), 134.70 (2C), 132.88 (2C),
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123.97 (2C), 80.47 (1C), 75.40 (1C), 71.34-71.28 (7C), 71.13 (1C), 70.84 (1C), 69.85 (1C), 68.64 (1C),
59.12 (1C), 38.03 ppm (1C). HRMS (ESI): m/z calcd for Cy3H3 NOg+Na®™ [M+Na]* 472.1942; found
472.1947.

Synthesis of 9a. By using the general procedure in the main article with 8a (2.63 g, 7.28 mmol) and
hydrazine (2.60 g, 81.25 mmol), the pure product was obtained as a pale yellow oil (1.67 g, 99%). ‘H
NMR (400 MHz, CDCl5) § = 3.93 (m, 2H, HCCCH,0-), 3.42-3.36 (m, 14H, -OCH,CH,0-), 3.22 (m, 2H,
-OCH,CH,NH,), 2.57 (m, 2H, -OCH,CH,NH,), 2.32 ppm (m, 1H, -HCCCH,0-). **C NMR (100.6 MHz,
CDCls) &= 80.31 (1C), 75.47 (1C), 73.98 (1C), 71.12-71.01 (3C), 70.91 (1C), 70.80 (1C), 69.61 (1C),
58.86 (1C), 42.34 ppm (1C). HRMS (ESI): m/z caled for CiiHuNO,+H® [M+H]™ 232.1549; found
232.1547.

Synthesis of 9b. By using the general procedure in the main article with 8b (1.70 g, 3.78 mmol) and
hydrazine (1.70 g, 63.8 mmol), the pure product was obtained as a pale yellow oil (1.20 g, 99%). *H NMR
(400 MHz, CDCl5) § = 3.98 (d, J = 2.4 Hz, 2H, HCCCH,0-), 3.48-3.39 (m, 22H, -OCH,CH,0-), 3.28 (t,
J=5.2 Hz, 2H, -OCH,CH,NH,), 2.63 (t, J = 5.2 Hz, 2H, -OCH,CH,NH,), 2.34 ppm (t, J = 2.4 Hz, 1H, -
HCCCH,0-). *C NMR (100.6 MHz, CDCls) & = 80.33 (1C), 75.48 (1C), 74.02 (1C), 71.17-71.09 (7C),
70.96 (1C), 70.87 (1C), 69.66 (1C), 58.92 (1C), 42.39 ppm (1C). HRMS (ESI): m/z calcd for
Ci5H20NOg+H™ [M+H]" 320.2073; found 320.1923.

Synthesis of 10a. By using the general procedure in the main article with 9a (0.21 g, 0.91 mmol) and N-
methoxycarbonyl maleimide (0.14 g, 0.91 mmol), the pure product was obtained as a pale yellow oil
(0.14 g, 49%). *H NMR (400 MHz, CDCls) 8 = 6.67 (s, 2H, Mal-H), 4.14 (d, J = 2.4 Hz, 2H, -HCCCH,O-
), 3.67-3.54 (m, 16H, -OCH,CH,0-), 2.42 ppm (t, J = 2.4 Hz, 1H, HCCCH,0-). *C NMR (100.6 MHz,
CDCl3) & = 171.40 (2C), 134.93 (2C), 80.47 (1C), 75.40 (1C), 71.32-71.28 (3C), 71.11 (1C), 70.79 (1C),
69.84 (1C), 68.53 (1C), 59.10 (1C), 37.88 ppm (1C). HRMS (ESI): m/z calcd for CisH,iNOg+Na*
[M+Na]" 334.1261; found 334.1267.

Synthesis of 10b. By using the general procedure in the main article with 9b (0.24 g, 0.75 mmol) and N-
methoxycarbonyl maleimide (0.12 g, 0.75 mmol), the pure product was obtained as a pale yellow oil
(0.18 g, 63%). *H NMR (400 MHz, CDCl5) & = 6.64 (s, 2H, Mal-H), 4.10 (d, J = 2.4 Hz, 2H, -HCCCH,0-
), 3.64-3.49 (M, 24H, -OCH,CH,0-), 2.41 ppm (t, J = 2.4 Hz, 1H, HCCCH,0-). *C NMR (100.6 MHz,
CDCls) & = 171.37 (2C), 134.94 (2C), 80.45 (1C), 75.45 (1C), 71.30-71.23 (7C), 71.08 (1C), 70.76 (1C),
69.80 (1C), 68.48 (1C), 59.06 (1C), 37.84 ppm (1C). HRMS (ESI): m/z calcd for CigHpgNOg+Na*
[M+Na]" 422.1791; found 422.1298.
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Scheme 2 Sequential synthesis of azide terminated heterobifunctionalized OEG linkers. Reagents and conditions:
(a) Method A: (i) MsCI, Et;N, DCM, 0 °C-RT, 3 h; (ii) NaN3;, DMF, 65 °C, 15 h; Method B: (i) MsCl, Ag,O, DCM,
0 °C-RT, 24 h; (ii) NaN3, DMF, 65 °C, 15 h; (b) (i) MsClI, Et;N, DCM, 0 °C-RT, 4 h; (ii) NaN3, DMF, 65 °C, 15 h;
(c) 4-nitrophenyl chloroformate, pyridine, MeCN, RT, 15 h; (d) MsClI, EtzN, DCM, 0 °C-RT, 3.5 h; (¢) Nal, acetone,
65 °C, 15 h; (f) Potassium phthalimide, DMF, 110 °C, 15 h; (g) Hydrazine, EtOH, 60 °C, 3 h; (h) PhsP, Et,O-5% aq
HCI, RT, 24 h.

Synthesis of 11a

By using the general procedure in the main article for Method A with OEG 1a (5.19 g, 26.7 mmol), MsCI
(2.76 g, 24.1 mmol), EtzN (4.05 g, 40.1 mmol), and NaN; (8.69 g, 134 mmol), the pure product was
obtained as a pale yellow oil (1.90 g, 36%). By using the general procedure in the main article for
Method B with OEG 1a (1.00 g, 5.15 mmol), Ag,O (1.79 g, 7.72 mmol), and MsCI (651 mg, 5.66 mmol),
the pure product was obtained as a pale yellow oil (774 mg, 69%): *H-NMR (400 MHz, CDCl,) & = 3.62-
3.58 (m, 12H, -OCH2CH20-), 3.51 (m, 2H, -OCH,CH,0H), 3.30 (t, J = 4.8 Hz, 2H, N3CH,CH,0-), 3.10
ppm (t, J = 6.0 Hz, -OCH,CH,0H). *C-NMR (100.6 MHz, CDCls) & = 73.28 (1C), 71.37-71.13 (3C),
71.02 (1C), 70.72 (1C), 62.29 (1C), 51.35 ppm (1C). HRMS (ESI): m/z calcd for CgHi;N;O,+Na*
[M+Na]" 242.1111; found 242.0553.

Synthesis of 11b

By using the general procedure in the main article for Method A with OEG 1b (5.25 g, 18.6 mmol), MsClI
(1.92 g, 16.8 mmol), Et;N (2.82 g, 27.9 mmol), and NaN; (6.04 g, 93.0 mmol), the pure product was

obtained as a pale yellow oil (2.11 g, 37%). By using the general procedure in the main article for
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Method B with OEG 1b (500 mg, 1.77 mmol), Ag,O (616 mg, 2.66 mmol), KI (59.0 mg, 0.35 mmol), and
MsCI (223 mg, 1.95 mmol), the pure product was obtained as a pale yellow oil (293 mg, 54%): 'H-NMR
(500 MHz, CDCly) 6 = 3.52-3.47 (m, 18H, -OCH,CH,0-), 3.40 (m, 4H, N3CH,CH,0O- & -OCH,CH,0H),
3.21 ppm (t, J = 5.0 Hz, 2H, N3CH,CH,0-). *C-NMR (125.8 MHz, CDCls) & = 72.44 (1C), 70.33-70.25
(7C), 70.04 (1C), 69.77 (1C), 61.20 (1C), 50.38 ppm (1C). HRMS (ESI): m/z calcd for C1,H,sN3;06+Na*
[M+Na]* 330.1636; found 330.1119; for C1,H,sN30s+K* [M+K]" 346.1375; found 346.0851.

Synthesis of 12a

By using the general procedure in the main article with OEG 1a (1.03 g, 5.30 mmol), MsClI (1.84 g, 15.9
mmol), Et;N (1.61 g, 15.9 mmol), and NaN; (1.72 g, 26.5 mmol), the pure product was obtained as a pale
yellow oil (1.30 g, 100%): ‘H-NMR (400 MHz, CDCls) § = 3.47 (m, 12H, -OCH,CH,0-), 3.25 ppm (t, J
= 5.0 Hz, 4H, NsCH,CH,0-). *C-NMR (100.6 MHz, CDCls) & = 71.26-71.20 (4C), 70.60 (2C), 51.25
ppm (2C). HRMS (ESI): m/z calcd for CgH16NgOs+Na* [M+Na]" 267.1176; found 267.1507.

Synthesis of 12b

By using the general procedure in the main article with OEG 1b (200 mg, 0.708 mmol), MsCI (244 mg,
2.13 mmol), EtsN (215 mg, 2.13 mmol), and NaNz (230 mg, 3.54 mmol), the pure product was obtained
as a pale yellow oil (235 mg, 100%): *H-NMR (500 MHz, CDCl,) & = 3.53 (m, 20H, -OCH,CH,0-), 3.25
ppm (t, J = 5.0 Hz, 4H, N3CH,CH,0-). *C-NMR (125.8 MHz, CDCl3) & = 71.42-71.35 (8C), 69.81 (2C),
50.44 ppm (2C). HRMS (ESI): m/z calcd for C1,H4NeOs+Na* [M+Na]™ 355.1700; found 355.1082.

Synthesis of 13a

By using the general procedure in the main article with 11a (253 mg, 1.15 mmol), 4-nitrophenyl
chloroformate (349 mg, 1.73 mmol), and pyridine (183 mg, 2.13 mmol), the pure product was obtained as
a pale yellow oil (417 mg, 94%): 'H-NMR: (400 MHz, CDCls) & = 8.24 (d, J = 5.2 Hz, 2H, Ar-H-NO,),
7.36 (d, J = 5.2 Hz, 2H, Ar-H-OCO-), 4.41 (t, J = 1.6 Hz, 2H, -O-CH,CH,-OCO-), 3.79 (t, J = 1.6 Hz,
2H, -O-CH,CH,-OCO-), 3.66 (m, 10H, -OCH,CH,0-), 3.36 ppm (t, J = 4.8 Hz, 2H, NsCH,CH,0-). *C-
NMR (100.6 MHz, CDCls) & = 156.33 (1C), 153.23 (1C), 146.14 (1C), 126.04 (2C), 122.58 (2C), 71.44
(4C), 70.79 (1C), 69.37 (1C), 69.11 (1C), 51.44 ppm (1C). HRMS (ESI): m/z calcd for Ci5H;0N4Og+Na*
[M+Na]" 407.1173; found 407.0414.

Synthesis of 13b
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By using the general procedure in the main article with 11b (100 mg, 0.33 mmol), 4-nitrophenyl
chloroformate (98.3 mg, 0.49 mmol), and pyridine (51.5 mg, 0.65 mmol), the pure product was obtained
as a pale yellow oil (134 mg, 87%): 'H-NMR: (500 MHz, CDCl;) & = 8.32 (d, J = 5.0 Hz, 2H, Ar-H-
NO,), 7.44 (d, J = 5.0 Hz, 2H, Ar-H-OCO-), 4.49 (m, 2H, -O-CH,CH,-OCO-), 3.86 (m, 2H, -O-CH,CH,-
0OCO0-), 3.71 (m, 18H, -OCH,CH,0-), 3.43 ppm (t, J = 5.0 Hz, 2H, N5sCH,CH,0-). *C-NMR (100.6
MHz, CDCl3) & = 155.51 (1C), 152.45 (1C), 145.34 (1C), 125.27 (2C), 121.79 (2C), 70.67-70.55 (8C),
69.99 (1C), 68.58 (1C), 68.30 (1C), 50.64 ppm (1C). HRMS (ESI): m/z calcd for CigHasN4Oro+Li*
[M+Li]" 479.1960; found 479.1313; for C19HsN,O10+Na” [M+Na]" 495.1698; found 495.1131.

Synthesis of 14a

By using the general procedure in the main article with 11a (1.15 g, 5.25 mmol), MsCI (901 mg, 7.86
mmol), and Et;N (1.06 g, 10.5 mmol), the pure product was obtained as a pale yellow oil (1.54 g, 99%):
'H-NMR (400 MHz, CDCl3) & = 4.35 (m, 2H, -OCH,CH,OMs), 3.75 (m, 2H, N3CH,CH,0-), 3.65 (m,
10H, -OCH,CH,0-), 3.37 (t, J = 4.8 Hz, 2H, NsCH,CH,0-), 3.06 ppm (s, 3H, -OSO,CHs). *C-NMR
(100.6 MHz, CDCl3) & = 71.44-71.37 (4C), 70.79 (1C), 70.17 (1C), 69.77 (1C), 51.45 (1C), 38.42 ppm
(1C). HRMS: m/z calcd for CgH19N30sS+Na” [M+Na]* 320.0887; found 320.0583.

Synthesis of 14b

By using the general procedure in the main article with 11b (1.10 g, 3.59 mmol), MsCI (616 mg, 5.38
mmol), and EtzN (724 mg, 7.17 mmol), the pure product was obtained as a pale yellow oil (1.37 g, 99%):
'H-NMR (500 MHz, CDCls) & = 4.41 (m, 2H, -OCH,CH,0Ms), 3.80 (m, 2H, N3CH,CH,0-), 3.69 (m,
18H, -OCH,CH,0-), 3.43 (t, J = 5.0 Hz, 2H, N3CH,CH,0-), 3.12 ppm (s, 3H, -0SO,CH3). “*C-NMR
(125.8 MHz, CDCl3) & = 71.61-71.52 (6C), 70.45 (1C), 69.96 (1C), 69.40 (1C), 68.95 (1C), 50.62 (1C),
37.67 (1C), 31.58 ppm (1C). HRMS (ESI): m/z calcd for Ci3H,;N30sS+Na* [M+Na]* 408.1411; found
408.0851; for C13H27N30gS +CsHigN™ [M+CsH1gN]" 487.2769; found 487.2290.

Synthesis of 15a

By using the general procedure in the main article with 14a (200 mg, 0.67 mmol) and sodium iodide (403
mg, 2.69 mmol), the pure product was obtained as a pale yellow oil (213 mg, 96%): *H-NMR (400 MHz,
CDCl3) 6 =3.73 (t, J = 6.8 Hz, 2H, -OCH,CH,l), 3.65 (m, 10H, -OCH,CH,0-), 3.37 (t, J = 4.8 Hz, 2H,
N3CH,CH,0-), 3.24 ppm (t, J = 6.8 Hz, 2H, -OCH,CH,l). *C-NMR (100.6 MHz, CDCly) § = 72.73
(1C), 71.49-71.46 (3C), 71.01 (1C), 70.84 (1C), 51.48 (1C), 3.85 ppm (1C). HRMS (ESI): m/z calcd for
CgHi6IN303+Na” [M+Na]" 352.0129; found 351.9791.
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Synthesis of 15b

By using the general procedure in the main article with 14b (117 mg, 0.30 mmol) and sodium iodide (182
mg, 1.21 mmol), the pure product was obtained as a pale yellow oil (77.3 mg, 61%): *H-NMR (500
MHz, CDCl3) 6 = 3.81 (t, J = 10.0 Hz, 2H, -OCH,CH,l), 3.72 (m, 18H, -OCH,CH,0-), 3.44 (t, J =5.0
Hz, 2H, NsCH,CH,0-), 3.31 ppm (t, J = 5.0 Hz, 2H, -OCH,CH,l). **C-NMR (125.8 MHz, CDCl;) & =
71.19 (1C), 71.68-71.57 (7C), 70.20 (1C), 70.02 (1C), 50.66 (1C), 3.01 ppm (1C). HRMS: m/z calcd for
C1oH24IN3Os+Na™ [M+Na]* 440.0653; found 440.0297.

Synthesis of 16a

By using the general procedure in the main article with 14a (850 mg, 2.86 mmol) and potassium
phthalimide (688 mg, 3.72 mmol), the pure product was obtained as a yellow oil (956 mg, 96%): ‘H-
NMR (400 MHz, CDCl3) & = 7.78 (m, 2H, Ar-H), 7.67 (m, 2H, Ar-H), 3.85 (t, J = 5.6 Hz, 2H, -
OCH,CH,NPhth), 3.70 (t, J = 6.0 Hz, 2H, -OCH,CH,NPhth), 3.58 (m, 10H, -OCH,CH,0-), 3.32 ppm (t,
J = 4.8 Hz, 2H, NsCH,CH,0-). ®*C-NMR (100.6 MHz, CDCl3) & = 168.95 (2C), 134.69 (2C), 132.89
(2C), 123.94 (2C), 71.41-71.36 (3C), 70.88 (1C), 70.73 (1C), 68.64 (1C), 51.41 (1C), 38.05 ppm (1C).
HRMS (ESI): m/z calcd for C16HN,Os+Na" [M+Na]" 371.1326; found 371.0903.

Synthesis of 16b

By using the general procedure in the main article with 14b (1.16 g, 2.89 mmol) and potassium
phthalimide (803 mg, 4.34 mmol), the pure product was obtained as a yellow oil (1.30 g, 99%): *H-NMR
(500 MHz, CDCl;) & = 7.89 (m, 2H, Ar-H), 7.76 (m, 2H, Ar-H), 3.94 (t, J = 10.0 Hz, 2H, -
OCH,CH,NPhth), 3.78 (t, J = 5.0 Hz, 2H, -OCH,CH,NPhth), 3.70 (m, 18H, -OCH,CH,0-), 3.43 ppm (t,
J = 5.0 Hz, 2H, N3sCH,CH,0-). *C-NMR (125.8 MHz, CDCl5) & = 168.19 (2C), 133.91 (2C), 132.09
(2C), 123.18 (2C), 70.64-70.48 (7C), 70.04 (1C), 69.98 (1C), 67.85 (1C), 50.64 (1C), 37.22 ppm (1C).
HRMS (ESI): m/z calcd for CyHzsN4O7+Na™ [M+Na]* 459.1850; found 459.1211.

Synthesis of 17a

By using the general procedure in the main article for Route 1 with 16a (955 mg, 2.74 mmol) and
hydrazine (1.02 g, 31.9 mmol), the pure product was obtained as a yellow oil (550 mg, 92%). By using
the general procedure in the main article for Route 2 with 12a (500 mg, 2.05 mmol), triphenyl phosphine
(483 mg, 1.84 mmol), 5% HCI (10 mL), and Et,O (10 mL) , the pure product was obtained as a pale
yellow oil (394 mg, 88%): 'H-NMR (400 MHz, CDCl5) & = 3.55 (m, 10H, -OCH,CH,0-), 3.41 (t, J = 5.2

10
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Hz, 2H, N3CH,CH,0-), 3.30 (t, J = 4.8 Hz, 2H, -OCH,CH;NH,), 2.76 (t, J = 5.2 Hz, 2H, N3CH,CH,0-),
1.43 ppm (bs, 2H, -NH,). *C-NMR (100.6 MHz, CDCly) & = 74.19 (1C), 71.42-71.09 (3C), 71.01 (1C),
70.68 (1C), 51.39 (1C), 42.51 ppm (1C). HRMS (ESI): m/z calcd for CgHisN,Osz+H* [M+H]* 219.1452;
found 219.1202.

Synthesis of 17b

By using the general procedure in the main article for Route 1 with 16b (1.44 g, 3.31 mmol) and
hydrazine (1.45 g, 45.3 mmol), the pure product was obtained as a yellow oil (940 mg, 93%). By using
the general procedure in the main article for Route 1 with 12b (500 mg, 1.50 mmol), triphenyl phosphine
(355 mg, 1.35 mmol), 5% HCI (10 mL), and Et,O (10 mL) , the pure product was obtained as a pale
yellow oil (398 mg, 86%): "H-NMR (500 MHz, CDCls) & = 3.70 (m, 18H, -OCH,CH,0-), 3.54 (t, J = 5.0
Hz, 2H, N3CH,CH,0-), 3.42 (t, J = 5.0 Hz, 2H, -OCH,CH,NH,), 2.89 ppm (t, J = 5.0 Hz, 2H,
N5CH,CH,0-). *C-NMR (125.8 MHz, CDCl5) & = 73.46 (1C), 70.65-70.52 (7C), 70.31 (1C), 69.98 (1C),
50.63 (1C), 41.78 ppm (1C). HRMS (ESI): m/z calcd for Cy,HyN,Os+H™ [M+H]* 307.1976; found
307.1723.

11
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MOONHOOMMN 0NN N EXPNO 1
PROCNO 1
V Date_ 20111006
Time 23.15
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
™ 65536
SOLVENT cpcI3
NS 16
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
3.7224948 sec
o o RG 7.12
O/\/ \/\O/\/ V\OH DW 56.800 usec
4 DE 6.50 usec
TE 292.5 K
D1 1.00000000 sec
2a 1
P1 14 .85 usec
PL1 -0.60 dB
PLIW 13.81451130 W
SFO1 400.1320007 MHz
sl 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
10 9 8 7 6 5 3 2 1 0 ppm
) G ¢
N[ o
(@] N O [ NN
% % B § g Q § § § 8 @ &O\I) g § NAME ZH3-121-C_AlKk-P4-OH
S OB BN IO 000 a g PROCKD 1
8l\l\l\l\l\l\l\l\l\l\8©$ Date_ 20111007
Time 0.16
\\P\\%/ INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
™ 65536
SOLVENT cocl3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 80.6
DwW 20.800 usec
DE 6.50 usec
TE 294.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1 ========
13C
9.99 usec
-3.00 dB
73.67452240 W
100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
uc2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
sl 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
AJ
T ‘ T T ‘ T ‘ T ‘ T T ‘ T ‘ T T ‘
200 180 160 140 120 100 80 60 40 20 ppm
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Applied Biosystems Mariner System 5268

Mariner Spec /1:105 (T /0.00:1.86) ASC[BP = 255.1, 2696)

P 2551016 €&——— [M+Na]+
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[

= o7 O O o
2a

Chemical Formula: C;1H,(0s
Exact Mass: 232.1311

--» Mariner System State <--

Instrument State ON
lon Polarity POS
Auxillary Gas ON
Curtain Gas ON
g.qNebulizer Gas ON
Calibration Constant A 5.0146867E-007
Calibration Constant B 77.798312
TDC Deadtime 10
--> Source Settings <--
Spray Tip Potential 45090.96
SCIEX Heater 300.05
--> APl Interface Settings <--
Nozzle Potential 149.90
Skimmer 1 Potential 10.01
Quadrupole DC Potential 5.49
Deflection Voltage 0.10
Einzel Lens Potential -24.00
Quadrupole RF Voltage 999.76
Quadrupole Temperature 140.01
MNozzle Temperature 140.01
--= Analyzer Settings «<--
Push Pulse Potential 490.00
Pull Pulse Potential 213.11
Pull Bias Potential 10.00
Acceleration Potential 3999.94
Reflector Potential 1549.99
Detector Voltage 1700.24
--» Spectrum Acquisition Settings <--
Seconds Per Spectrum 1.00
lon Count Threshold 0.00
First Mass 50.00
Last Mass 2000.00
Accumulate Spectra OFF
Standby at End of Acquisition OFF
--» Centroid Spactra Seftings <--
Centroid Spectra OFF
--» System Settings <--
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00

T T T
438.2 8294

o
E=

Acguired: Oct 07 09:14:00 2011
Mariner Mass Spectrum
C\Mariner\Data\2011'Oct\07 Fri\ZH3-121-A001.dat

T T
12196 1609.8
Mass (m/z)
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©O®®ONNNNKN TEILLTLTLLONNNOOOMMM®N NN PROCNO 1
L\E=3§§$§§§§E§:§§§¢// Date_ 20111018
Time 21.04
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
D 65536
SOLVENT cDCl3
NS 16
DS 2
NO SWH 8802.817 Hz
o 2 FIDRES 0.134320 Hz
AQ 3.7224948 sec
o o /JL\ RG 14.2
/////’\\O//\\\// \\J//\\O//\\\// \\J//\\o o DW 56.800 usec
F DE 6.50 usec
TE 292.6 K
D1 1.00000000 sec
3a TDO 1
—======= CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PLIW 13.81451130 W
SFO1 400.1320007 MHz
S1 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
A_LJU_.J L LJ k L
[rorrrTTTT [ Tttt [rrrrrrTTT [T [T I T [T [T il T I
11 10 9 8 7 6 5 4 3 2 0] ppm
NAME ZH3-129-A_Alk-P4-PNPC
8 ] 8(8[H|® 3 EXPNO -2
o o NN N o PROCNO 1
Date_ 20111018
Time 22.06
INSTRUM spect
o o oM< PROBHD 5 mm PABBO BB-
N E g 0 @I § NNQNA ) [ PULPROG zgpg30
‘\!(’\!..:@.. $§§§8§§§%8§§§5 ™ 65536
1 I} 1 1 I} ] 1 [} ] ] L} ] 1 SOLVENT CDCIS
F3SSY N8N grerKrRrrr8284 = tots
NAVN TSN SiH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 80.6
DW 20.800 usec
DE 6.50 usec
TE 294.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
=—======= CHANNEL f1l ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W 0.54996562 W
PL13W 0.54996562 W
SFO2 400.1316005 MHz
S1 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
! L
I ) I ) I ) I I I ) I ) I ) I I ) I
200 180 160 140 120 100 80 60 40 20 0O ppm
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Applied Biosystems Mariner System 5268

Mariner Spec /1:28 (T /0.00

4200280

< _ [M+Na]*

Z

T

% Inkensity

Unidentified Peak

4770857

Xj <« [M+CsHgN]

ABA 0367

71,1246

127308 2H01704 |..J,l L?E-MEI 5B5. 37736760200 8398750030 p2ap  10BD.2057 12120618 13846521

:0.48) ASC[BP = 420.0, 170]

o)

/o/\/owo/\/o\/\o)J\o

3a

Chemical Formula: C{gH,3NOg
Exact Mass: 397.1373

+

NO,

15801045 1650.1607 170202111634 0108) "

- Mariner System State <--
Instrument State
lon Polarity
Auxillary Gas
Curtain Gas

1g0,5 Nebulzer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime
-—» Source Settings <--
Spray Tip Potential
SCIEX Heater
—= APl Interface Settings <—
MNozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage
Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Mozzle Temperature
= Analyzer Seftings <-
Push Pulse Potential
Pull Pulse Potential
Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage
--» Spectrum Acquisition Settings <—
Seconds Per Spectrum
lon Count Threshold
First Mass
Last Mass
Accumulate Spectra
Standby at End of Acquisition
- Centroid Spectra Setlings <--
Centroid Spectra
—= System Settings <-
Gas Control Mode
Syringe Pump Maode
Syringe Pump Rate
Syringe Diameter
Min Analyzer Mass
Max Analyzer Mass

o 1h2 aas

' 12f0g ' 16008

Mass (m/z}

Acguired: Oct 18 14:38:00 2011
Mariner Mass Spectrum
CAMariner Data\201 \Oct\18 Tues\ZH3-129001.dat
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2000.0

ON

POS

ON

ON

ON
5.0146867E-00i
77.798312

10

4509.96
300.05

40.04
10.01
5.49
0.10
-24.00
999.76
140.01
140.01

480.00
21311
10.00
3999.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 14:39, October 18, 2011
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NAME ZH3-128_Alk-P4-0OMs
EXPNO 1
PROCNO 1
Date_ 20111017
Time 21.04
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDCI3

NS 16

DS 2

SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 12.7

DW 56.800 usec
DE 6.50 usec
TE 292.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H

P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
SI 32768

SF 400.1300000 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
NAME ZH3-128_Alk-P4-0OMs
EXPNO 2

PROCNO 1

Date_ 20111017

Time 22.05

INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDCI3

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz

AQ 1.3631988 sec

RG 1030

DW 20.800 usec
DE 6.50 usec
TE 294.5 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C

P1 9.99 usec
PL1 -3.00 dB
PL1W 73.67452240 W

SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16

NUC2 1H

PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W

SF02 400.1316005 MHz

Si 32768

SF 100.6126885 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40
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This journgApplied BiosysteriddiarinerzSystem 5268

Mariner Spec /1:25 (T /0.00:0.43) ASC[EP = 333.1, 2281]

1004

TOH

% Inte nsity

219.1213'."L

z-tz.Jsm

3330419

%

[335.0419

5201940

[M+Na]*

Unidentified Peak

/\O /\/O\/\O /\/O\/\OMS
4a

Chemical Formula: C;,H»,0S
Exact Mass: 310.1086

+

Tetrabutyl ammonium TBA

=2

!3%12

Acquired: Oct 18 09:03.00 2011
Mariner Mass Spectrum
CAMarineriData\ 201 1'Octi 18 Tues\ZH3-128001 dat

824

I 12‘|I&B ' 1ﬂh.B '

Mass (m'z)}

18

-= Mariner System State =--

Instrument State
lon Polarity
Auxillary Gas
Curtain Gas

oq.4Nebulzer Gas

Calibration Constant A
Calibration Constant B
TDC Deadtime

-—= Source Seftings =<--
Spray Tip Potential
SCIEX Heater

—= API Interface Settings <—

MNozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage
Einzel Lens Potential
Quiadrupole RF Voltage

CQuadrupole Temperature

MNozzle Temperature

-= Analyzer Settings =
Push Pulse Potential
Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

-= Spectrum Acquisition Settings =--

Seconds Per Spectrum
lon Count Threshold
First Mass

Last Mass
Accumulate Spectra

Standby at End of Acquisition
-= Centroid Spectra Setfings =--

Centroid Spectra

--= System Settings <
Gas Control Mode
Syringe Pump Mode
Syringe Pump Rate
Syringe Diameter

Min Analyzer Mass
Max Analyzer Mass

ON

POS

ON

ON

ON

5.0146867 E-007
T7.798312

10

4509.96
300.05

40.04
10.01
5.49
0.10
-24.00
989.76
140.01
140.01

490.00
213.1
10.00
3909.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 09:04, October 18, 2011
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e - ) ; NAME ZH3-131_Alk-P4-1
This journal is © The Royal Society of Chemistry 2012 SYND AN QRS DO -
: YRS ! AUNEEERERREYINLLY BROCNO I
TTOONOONOMNONNMNNNN Date 20111018
s Time 23.21
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
0 o) SOLVENT CDCI3
()///\\\¢// \\\///«\\()//A\\\//’ \\\///ﬁ\\\| NS 16
g
7 DS 2
SWH 8802.817 Hz
ba FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 22.6
Dw 56.800 usec
DE 6.50 usec
TE 292.5 K
D1 1.00000000 sec
TDO 1
—======= CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PLIW 13.81451130 W
SFO1 400.1320007 MHz
Si 32768
SF 400.1300000 MHz
WDW EM
SSB 0
i LB 0.30 Hz
GB 0
PC 1.00
A 1
T R R L A I T T T T
10 7 5 4 3 2 1 ppm
N - g - -
0 0 OO0 OONNLDMN o NAME ZH3-131_Alk-P4-1
EXPNO 2
I\§NON\—|H|\¢> SNNN© PROCNO 1
SR RRERNR R 8 RE" g
. Time 0.21
ORNNMNNNNNMNNNNNRKROD ™ INSTRUM spect
e ——" | PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 724
DW 20.800 usec
DE 6.50 usec
TE 294.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PL1IW 73.67452240 W
SFO1 100.6228298 MHz
—======= CHANNEL 2 ========
CPDPRG2 waltzl1l6
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Sl 32768
SF 100.6126885 MHz
WDwW EM
SSB 0
JuuU - LB 1.00 Hz
GB 0
PC 1.40
T T T T T " T " T " T T " T
180 160 140 120 100 80 60 40 20 ppm

19
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Mariner Spec /1:39 (T /0.00:0.68) ASC[BP = 343.0, 439]
100 342 8570 _438.2
<« [M+Na]+
90
@) O
ol /\O/\/ \/\O/\/ \/\I
S5a

™ Chemical Formula: C;;H4l0O,

Exact Mass: 342.0328
m_
m.
:m.
zﬂ.
10

1545120 ﬂg;“— [2a+K]+
0 E22039 |, , L_mz 360.0232450 0713541 3880 BRI EIAR 7007031 053, 3497 11200897 19355033 13753384 1513.0707 1619.2857 179372081805 0037 o
49.0 ' 1982 ' 8204 ' 12106 ' 1600.8 ' 20000
Mass (m'z)

Acquired: Jul 13 11:03:00 2012
Mariner Mass Spectrum
C:\Marinef Data\2012\Jul\13 FriZzH3-131-APCI002.dat

20

= Mariner System State <—
Instrument State

lon Polarity

Awxillary Gas

Curtain Gas

Nebulzer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

= Source Settings <—
Spray Tip Potential
SCIEX Heater

= AP Interface Settings <—
Mozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Mozzle Temperature

—= Analyzer Settings <-
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

-—= Spectrum Acquisition Settings <--

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra

Standby at End of Acguisition

—= Centroid Spectra Settings <--

Centroid Spectra

= System Settings <--
Gas Control Mode
Syringe Pump Mode
Syringe Pump Rate
Syringe Diameter

Min Analyzer Mass
Max Analyzer Mass

5.0149194E-007
78.267402
10

4509.96
300.05

40.04
10.01
5.49
0.10
-24.00
999.76
140.01
140.01

490.00
213.1
10.00
3999.594
1549.59
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF
Manual
Manual
50.00
3.26

4000.00

Printed: 11:05, July 13, 2012
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<03 05 03 03 €5 03,0303 08 3 €3 €5 03,03 08 3 5 N N NAWE,  LG-8L1B Alkyne-P4-Shc
T p—————" PROCNO 1
Date_ 20111020
Time 17.33
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
o) TD 65536
SOLVENT CDCI3
o o )k NS 16
4%%///\\0//\\\// TN TN g CHa DS 2
SWH 8802.817 Hz
6a FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 28.5
DW 56.800 usec
DE 6.50 usec
TE 292.7 K
D1 1.00000000 sec
TDO 1
=—======= CHANNEL 1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
Si 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
1 J L L
NS RAARAREAA AN I IR AN IR AN IR AN IR IR AR
11 10 9 8 7 6 5 4 3 2 1 0 ppm
N @ o (9
N [Te} N (92
—
§ - . . EQMEO LG—811A_AIkyn§—P4—SAC
: SERELELEEEL B .
o o d v Ti - 18.38
ngkpr\r\r\hr\ 88«) Il!lg$RUM spect
‘ L\¢::éségggg;;§lﬁg;gézf%ff::i’) PROBHD 5 mm PABBO BB-
PULPROG zgpg30
™D 65536
SOLVENT cDCl3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 645
DwW 20.800 usec
DE 6.50 usec
TE 294.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL 1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
—======= CHANNEL 2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Sl 32768
SF 100.6126885 MHz
-, WDW EM
SSB 0
LB 1.00 Hz
T T T T T T T T T T GB 0
200 180 160 140 120 100 80 60 40 20 ppm PC 1.40
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--> Mariner System State <--

Mariner Spec /1:23 (T /0.00:0.39) ASC[BP = 313.1, 95] Instrument State ON
lon Polarity POS
Auxillary Gas ON
Curtain Gas ON
31278 a5 Nebulizer Gas ON
1007 I Calibration Constant A 5.0146867E-007
+ Calibration Constant B 77.798312
< [M+Na] TDC Deadtime 10
-->» Source Settings «<--
Spray Tip Potential 4509.96
901 SCIEX Heater 300.05
--» APl Interface Settings <--
(o) Nozzle Potential 40.04
)k Skimmer 1 Potential 10.01
O O Quadrupole DC Potential 5.49
804 //\O/\/ \/\0/\/ \/\S CH3 Deflection Voltage 0.10
/ Einzel Lens Potential -24.00
6a Quadrupole RF Voltage 999.78
Quadrupole Temperature 140.01
Nozzle Temperature 140.01
70 : . --» Analyzer Settings <--
Chemlcal Formula. C13H22058 Push Puyl’se Potentﬁal 490.00
. Pull Pulse Potential 213.11
Exact Mass: 290.1188 Pull Bias Potential 10.00
Acceleration Potential 3999.94
60+ Reflector Potential 1549.99
Detector Voltage 1700.24
--» Spectrum Acquisition Settings <--
Seconds Per Spectrum 1.00
2 lon Count Threshold 0.00
5 50/ First Mass 50.00
= Last Mass 2000.00
¥ Accumulate Spectra OFF
Standby at End of Acquisition OFF
--» Centroid Spectra Settings <--
401 Centroid Spectra OFF
--» System Seftings <--
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
a0/ Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
20
10
2434709
906484172 B0H7 a0 (912941 5188853 £000001 725.3126515.6162911.2091 1027 4749 12054007 1338 4158 14453401 1588 4431 1700.4777 18660141
2 .0 ‘ 4302 8204 12106 ‘ 16008 20c0(.)0

Acquired: Oct 24 08:47:00 2011

Mariner Mass Spectrum

C\Mariner\Data\2011\0Octi24 Mon\LNG-811002.dat

22

Printed: 08:48, October 24, 2011
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Z
7a

0] 0]
//////”\\()//”\\\/// \\\///A\\()//A\\\/// \\//\\SH

A I

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

10 9 8 7 6

117.803
80.467
78.248
78.132
77.930
77.612
75.337
73.653
73.267
72.978

71.406

—135.574

/

5

4

2.00 —

~ e\ NS

71.358 17.88
71.327
71.197
71.147
71.010
70.214
69.890
62.499
59_.166

3 2 1 m
PP NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

2.23
LS —

0.92 —

1.13

25.046
25.007

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SF02
S1

SF

' wow
SSB

T T T T T
200 180 160 140 120

100

80

0 GB

60 40 20 ppm PC

23

LG-813A_Alkyne-P4-SH
1

1
20111026
18.47
spect
5 mm PABBO BB-
zg30
65536
CDCI3
16
2
8802.817 Hz
0.134320 Hz
3.7224948 sec
28.5
56.800 usec
6.50 usec
292.4 K
1.00000000 sec
1

CHANNEL f1 ========

14 .85 usec
-0.60 dB
13.81451130 W
400.1320007 MHz
32768
400.1300000 MHz
EM

0
0.30 Hz

0
1.00

LG-813A_ Alkyne-P4-SH
2

1
20111026
19.48
spect
5 mm PABBO BB-
zgpg30
65536
CDCI3
1024
4
24038.461 Hz
0.366798 Hz
1.3631988 sec
80.6
20.800 usec
6.50 usec
294.5 K
2.00000000 sec
0.03000000 sec

13C
9.99 usec
-3.00 dB
73.67452240 W
100.6228298 MHz

CHANNEL f2 ========
waltz16
1H
80.00 usec
-0.65 dB
13.40 dB
13.40 dB
13.97447491 W
0.54996562 W
0.54996562 W
400.1316005 MHz
32768
100.6126885 MHz
EM

0
1.00 Hz
0

1.40
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Mariner Spec /1:38 (T /0.00:0.68) ASC[BP = 271.1, 1286]

i 2710797 1285.9
+
[M+Na]
90
/\O/\/O\/\ O/\/O\/\SH
80- P
/
7a
70- .
Chemical Formula: C11H,,0,4S
Exact Mass: 248.1082
60|
=
z 2631194
§ 50 +
= [M-H+2Na]
40-
30
>15.0097
20
10
295 1966
309.0874
ol Teetes 292 ﬂl, 426.2414519.1803 6511755 767.0545 8663249 967 77091060 0524 12567981 14804556 1692 03921724 5261 18416540 i
49.0 4329.2 820.4 12106 16008 2000.0

Acquired: Oct 27 10:18.00 2011

Mariner Mass Spectrum
C\Mariner\Data\2011\Oct\27 Thur\LNG-813001.dat

Mass (m/z)

24

--» Mariner System State <--
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

Nebulizer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

--> Source Settings <--
Spray Tip Potential
SCIEX Heater

--> APl Interface Settings <--
Nozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Nozzle Temperature

--> Analyzer Settings <--
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

--» Spectrum Acquisition Settings <--

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra

Standby at End of Acquisition
--> Centroid Spectra Settings «--
Centroid Spectra

--» System Settings «--

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

POS

ON

ON

ON
5.0146867E-007
77.798312

10

4509.96
300.05

149.90
10.01
5.49
0.10
-24.00
999.76
140.01
140.01

490.00
213.11
10.00
3999.94
1548.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 10:19, October 27, 2011
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This journal BERHE Bm/almqém g@m@m&@m NYLUNISD 2

|,

i

U

——

1 R S

11 10 9 8 7 6 5 4 3

134.697 2.00\—

133.595 2.03,~
132.909
132.450
124.178
123.982
80.493

78.271

78.154

77.952

77.634

75.348

73.297

71.349 i'gj
71.322
71.163 m/_
71.124

70.867

69.862

68.661

62.491

50.130

0.85 =

41.234
38.055

|

ppm

\ \ \ \ \ \
200 180 160 140 120 100 80 60

ppm

NAME ZH3-130_Alk-P4-NPth
EXPNO 1
PROCNO 1
Date_ 20111019
Time 21.04
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 28.5
DW 56.800 usec
DE 6.50 usec
TE 292.4 K
D1 1.00000000 sec
TDO 1
—======= CHANNEL 1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
Si 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME ZH3-130_Alk-P4-NPth
EXPNO 3
PROCNO 1
Date_ 20111019
Time 22.05
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
1.3631988 sec
RG 724
DW 20.800 usec
DE 6.50 usec
TE 294.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PL1IW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
S1 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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—= Mariner System State <--
Mariner Spec /1:28 (T /0.00:0.48) ASCIBP = 384.1, 360] > v =

Instrument State ON
lon Polarity POS
Auxillary Gas ON
Curtain Gas ON
Mebulzer Gas ON
100, o 0o %98 Calibration Constant A 5 0146867E-007
+ Calibration Constant B 77798312
< [M+Na] TDC Deadtime 10
—= Source Settings <
Spray Tip Potential 4509.96
90+ Q SCIEX Heater 300.05
o o > APl Interface Settings <--
Mozzle Potential 40.04
P g g Skimmer 1 Potential 10.01
Quadrupole DC Potential 549
B0 8a 8 Deflection Voltage 0.10
. Einzel Lens Potential -24.00
Chemical Formula: C;9H;3NOgq gugupo:e _FrIF Volta%e ?ﬁ.;?
uadrupole Temperature .
Exact Mass: 361.1525 Noazle Temperature 14001
70 —= Analyzer Settings <--
Push Pulse Potential 490.00
Pull Pulse Potential 2121
Pull Bias Potential 10.00
Acceleration Potential 399904
60-| Reflector Potential 1549.99
Detector Voltage 1700.24
-—» Spectrum Acquisition Settings <—
Seconds Per Spectrum 1.00
& lon Count Threshokd 0.00
2 ol First Mass 50.00
= Last Mass 2000.00
# Accumulate Spectra OFF
Standby at End of Acquisition OFF
—= Centroid Spectra Setfings <—
a0 Centroid Spectra OFF
—> System Settings <
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Raie 50.00
a0 Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
20-
10-|
+ +
365 0800 < [M+H]" + Na
ol 3470700 3527978 38B7IS 3634438567 17gy 711384 375.3015,37 21430 L\.ﬁas-mw.m 393.4095 00,0267 A071758 y90 g7y AIE0805 o
346.0 ' 3618 ' aTre ' 3008 ' 084 ' 4240
Mass (m'z)
Acquired: Oct 18 14:52:00 2011 Printed: 14:53, October 18, 2011

Mariner Mass Spectrum
CAMariner\Data\201 1'Oct\ 18 Tues\ZH3-130001 dat
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HI\LDHQLONI\Q‘O(DNQN(’OO’)QDMOO’JI\NLD
MANATHd0O0ONAAOO MANAONONCAO
COYITMMMMONOANNNNDLDO®®T
OHDONNOONDONNOHMNNNNNN A NAME 7H3-132 AlK—P4-
Te——a\———— EXPNO 1
PROCNO 1
Date_ 20111019
Time 23.09
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
(o) TD 65536
//\o/\/ R T TN SOLVENT CcDCI3
Zz NS 16
DS 2
9a SWH 8802.817
FIDRES 0.134320
AQ 3.7224948
RG 10
DW 56.800
DE 6.50
TE 292.6
D1 1.00000000
TDO 1
=—======= CHANNEL f1 ===
NUC1 1H
P1 14.85
PL1 -0.60
PL1W 13.81451130
SFO1 400.1320007
Si 32768
SF 400.1300000
WDW EM
SSB 0
LB 0.30
GB 0
U PC 1.00
A —
L L E [rorrrTeTT [rorrrTTTT [rorrrrTTT [rorrrTTT I T
10 5 4 3 2 1 ppm
o N —|o —
NAME ZH3-132_Alk-P4-
R PR EEEEEEEELE S 2
B R R R B B Date 20111020
SRRRRRRREIRNRRREBERY Time 0.11
\\‘\m\%// INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 24038.461
FIDRES 0.366798
AQ 1.3631988
RG 80.6
DwW 20.800
DE 6.50
TE 294.5
D1 2.00000000
D11 0.03000000
TDO 1
=—======= CHANNEL f1 ====
NUC1 13C
P1 9.99
PL1 -3.00
PL1W 73.67452240
SFO1 100.6228298
=—======= CHANNEL 2 ====
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00
PL2 -0.65
PL12 13.40
PL13 13.40
PL2W 13.97447491
PL12W 0.54996562
PL13W 0.54996562
SFO02 400.1316005
Si 32768
SF 100.6126885
T | 1 wow By
LB 1.00
T T T T T T T T T T T cB 0
PC 1.40
200 180 160 140 120 100 80 60 40 20 0 ppm
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Mariner Spec /1:30 (T/0.00:0.52) ASC[BP = 232.2, 12139] =5 A B Blee ¢ -
lon Polarity POS
Auxillary Gas CN
Curtain Gas ON
Nebulizer Gas ON
100; R #5*Calibration Constant A 5.0149194E-007
+ Calibration Constant B 78.267402
&< [M+H] TDC Deadtime 10
--> Source Settings <--
Spray Tip Potential 4508.98
801 SCIEX Heater 300.05
--» API Interface Settings <--
Nozzle Potential 120.12
Skimmer 1 Potential 10.01
Quadrupole DC Potential 5.49
804 Deflection Voltage 0.10
Einzel Lens Potential -24.00
Quadrupole RF Voltage 999.76
Quadrupole Temperature 140.01
/\/O\/\ /\/O\/\ Nozzle Temperature 140.01
5 4 0] O NH; --> Analyzer Settings <--
Push Pulse Potential 490.00
9 Pull Pulse Potential 213.11
a Pull Bias Potential 10.00
Acceleration Potential 3999.94
80 . Reflector Potential 1549.99
Chemlcal Formula: C] 1H21NO4 Detector Voltage 1700.24
. --> Spectrum Acquisition Settings <--
Exact Mass. 23 1 . 1 471 Seconds Per Spectrum 1.00
= lon Count Threshold 0.00
§ 504 First Mass 50.00
= Last Mass 2000.00
Ly Accumulate Spectra OFF
Standby at End of Acquisition OFF
--» Centroid Spectra Settings <--
201 Centroid Spectra OFF
--> System Settings «--
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 80.00
il Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
20
10
341718
5 ‘ : 469 2989 8152751 824 4567 . ‘ ‘ ‘ ‘ i
49.0 439.2 829.4 1219.6 1609.8 2000.0
Mass (m/z)
Acquired: Mar 12 13:50.00 2012 Printed: 13:52, March 12, 2012

Mariner Mass Spectrum
C\Mariner\Data\2012\Mar\12 Mon\ZH3-132001.dat

28
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AN OULNNOIITINOONONNONOOOMUOOM
[To] SONNODSOONNTATODOONOUOWUSTONNAA
<Q R e i e s e e B e R
u‘) TN MOMOMONHOOHMNHOHNHNMOHOHMOMMHMOMHMHNNN
NAME ZH3-133-A_Alk-P4-Mal
EXPNO 1
PROCNO 1
Date_ 20111025
Time 1.20
INSTRUM spect
O PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
/\/O\/\ /\/O\/\ \ SOLVENT cDCI3
% O O N NS 16
DS 2
SWH 8802.817 Hz
10a 8 FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 22.6
DW 56.800 usec
DE 6.50 usec
TE 292.5 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
Sl 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
L N o
\ T \ [ [ [ I \ — [ [ I I
10 9 8 7 6 5 4 3 2 ppm
8 @) |9 §
! : : ) NAME ZH3-133-A_Alk-P4-Mal
- o 9 " EXPNO T2
PROCNO 1
Date_ 20111025
Time 2.21
% INSTRUM spect
o B3 Y EHBBBBYRIBRYBAS PROBHD 5 mm PABBO 8B-
f T ' < — PULPROG zgpg30
ﬁ a§ N Illllllri 1 1 1 | o D) 65536
5 d BRRRERNRRACRRBBRBH SOLVENT coci3
NS 1024
| \/ | TTSSsSSN— DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 812
DW 20.800 usec
DE 6.50 usec
TE 294._4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
SI 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
. L. )
I I I I I I I I I I I
200 180 160 140 120 100 889 60 40 20 (6] ppm
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—= Mariner System State <--

Mariner Spec /1:24 (T /0.00:0.41) ASC[BP = 334.2, 338] Instrument State ON
lon Polarity POS
Auxillary Gas ON
Curtain Gas ON
5 MNebulizer Gas ON
334.1518 337.9
100 i Calibration Constant A 50146867 E-007
Calibration Constant B Fr.798N2
[M N ]+ TDC Deadtime 10
< +Na > Source Settings <-
Spray Tip Potential 4509.96
904 SCIEX Heater 300.05
—= APl Interface Settings <—
Mozzle Potential 40.04
Skimmer 1 Potential 10.01
Cuadrupole DC Potential 549
80+ o Deflection Voltage 0.10
Einzel Lens Potential -24.00
Quadrupole RF Voltage 99976
O O CQuadrupole Temperature 140.01
//\O/\/ V\O/\/ V\N \ Noszle Temperature 140,01
704 / -—= Analyzer Settings =—-
Push Pulse Potential 490.00
1 oa 0o Pull Pulse Potential 2121
Pull Bias Potential 10.00
Acceleration Potential 3900.94
B0 1 . Reflector Potential 154999
Chemical Formula: C{5H,;NOgq Detsctor Voltage 170024
Exact Mass: 311.1369 --= Spectrum Acquisition Settings <
Seconds Per Spectrum 1.00
& lon Count Threshokd 0.00
2 First Mass 50.00
E Last Mass 2000.00
& Accumulate Spectra OFF
Standby at End of Acquisition OFF
-= Centroid Spectra Setlings =-—
a0 Centroid Spectra OFF
--= System Settings <--
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
20 Syringe Diameter 3.26
. . Min Analyzer Mass 50.00
Unidentified Peak Max Analyzer Mass 4000.00
204
2931662
104
350.1277
2¢2.1‘n§ l
0 52.2158132 9275, |_| ™ *T-?L"“a 4551145 5576860 7054052  BLi4430 0935101 1107.3342 12380701 1400.8866 15221353 1670.4556  1830.5660 o
24,0 4302 8204 26 1608 2000.0
Mass {m'z)
Acquired: Oct 25 019:49:00 2011 Printed: 09:50, October 25, 2011

Mariner Mass Spectrum
CAMariner\Datai 201 110ct25 Tues\ZH3I- 133002 dat
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4.007
4.001

3.489

3.458
3.404
3.34

——2.385

\’ \/ / NAME ZH3-134-C_Alk-P6-0H
EXPNO 1
PROCNO 1
Date 20111024
Time 23.15
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
D 65536
o o SOLVENT cbci3
NS 16
//\ o > \éAO " 0oH DS 2
= SWH 8802.817 Hz
3 FIDRES 0.134320 Hz
2b AQ 3.7224948 sec
RG 10
Dw 56.800 usec
DE 6.50 usec
TE 292.5 K
D1 1.00000000 sec
TDO 1
======== CHANNEL 1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PLIW 13.81451130 W
SFO1 400.1320007 MHz
S1 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
“““ I B R B e e I R
10 8 7 6 5 4 3 ppm
Q © NAME ZH3-134-C_AlK-P6-OH
rﬁ ﬁ ﬂé :j EXPNO 2
N PROCNO 1
Date_ 20111025
Time 0.15
%5&§§§8$N§23§ INSTRUM spect
n N = - 8 © < PROBHD 5 mm PABBO BB-
1 1 1 ] 1 J ] L} U U 1 1} PULPROG ngg3o
0 oMW dd00@N ™ 85536
8#[\&1\91\1\1\1\%@8 SOLVENT e
Tea\\e=— NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 575
DW 20.800 usec
DE 6.50 usec
TE 2944 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
—======= CHANNEL 2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SFO2 400.1316005 MHz
S 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
|
T T T T T T T T T T
200 180 160 140 120 100 80 60 40 O ppm
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Mariner Spec /1:34 (T /0.00:0.53) ASC[BP = 343.2, 186]

TH

% Ine nsity

104

3473 M7

—

3812435

[M+Na]*

319-33*3'3 4720468 £00.890 JUS.8144

4/\0/\/0%/\oivo\/\o,4

2b

8706677 9751357 1073.2003 1196.4862 1307.5041 1416.5451 1534.T162 16447402 1751.9713

Chemical Formula: C;5sH,30~
Exact Mass: 320.1835

1804 7184

—= Mariner System State <
Instrument State
lon Polarity
Auxillary Gas
Curtain Gas

4850 Nebulzer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime
—» Source Sefttings <-—
Spray Tip Potential
SCIEX Heater
—= API Interface Settings =<--
Nozzle Potential
Skimmer 1 Potential
CQuadrupole DT Potential
Deflection Voltage
Einzel Lens Potential
Quadrupole RF Voltage
CQuadrupole Temperature
MNozzle Temperature
--= Analyzer Settings -
Push Pulse Potential
Pull Pulse Potential
Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage
—= Spectrum Acquisition Settings =--
Seconds Per Spectrum
lon Count Threshold
First Mass
Last Mass
Accumulate Specira
Standby at End of Acquisition
—= Centroid Spectra Settings <
Centroid Spectra
--= Sysiem Settings <-
Gas Control Mode
Syringe Pump Mode
Syringe Pump Rate
Syringe Diameter
Min Analyzer Mass
Max Analyzer Mass

E2.0620 {51 03062423003

-l-ﬂh.Z

Acguired: Oct 25 09:51:00 2011
Mariner Mass Spectrum

CiMariner\Data\201 1\Oct\25 Tues\ZH3-134001.dat

8za4

Mass (m'z)

121'9.6 I 'IEI*D.,B

32

200

ON

POS

ON

ON

ON

5.0146867 E-007
T7.798312

10

4509.96
300.05

40.04
10.01
5.49
010
-24.00
99976
140.01
140.01

490.00
21311
10.00
3999.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 09:52, October 25, 2011
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— O M QO QN <IN

YRR BYEY BRERRUNERRRERY

BOLOO NNNN

NO,

L

|

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
N

2

10 9 8 7 6 5 4

1.94
1.93
1.96
2.00 =

156292
—_153.19¢
_146.118
__1o6.0%2
—_ 122531

3

0.93

1

ppm

T T T T T T
200 180 160 140 120 100 80

60

40

20

ppm

ZH3-136_Alk-P6-PNPC
1

1
20111026
21.59

spect
5 mm PABBO BB-
zg30
65536
CDCI3
16
2
8802.817 Hz
0.134320 Hz
3.7224948 sec
18
56.800 usec
6.50 usec
292.9 K
1.00000000 sec
1

CHANNEL f1 ========

400.1320007 MHz

32768
400.1300000 MHz
EM
0
0.30 Hz
0
1.00
NAME ZH3-136_Alk-P6-
EXPNO 2
PROCNO 1
Date_ 20111026
Time 22.59
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 24038.461
FIDRES 0.366798
AQ 1.3631988
RG 1030
DW 20.800
DE 6.50
TE 294.6
D1 2.00000000
D11 0.03000000
TDO 1
======== CHANNEL f1 ====
NUC1 13C
P1 9.99
PL1 -3.00
PLIW 73.67452240
SFO1 100.6228298
CHANNEL f2 ==
waltzl6
1H
80.00
-0.65
13.40
13.40
13.97447491
0.54996562
0.54996562
400.1316005
32768
100.6126885
EM
0
1.00
0
1.40

PNPC
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--= Mariner System State «<--
Mariner Spec /1:46 (T /0.00:0.81) ASC[EP = 508.1, 681] y ye =

Instrument State ON
lon Polarity POS
Auxillary Gas ON
Curtain Gas ON
08,0996 6814 Mebulzer Gas ON
1007 Calibration Constant A 5.0146867E-007
Calibration Constant B F7.798312
+ TDC Deadtime 10
[M+Na] = Source Seftings <
/ Spray Tip Potential 4509.95
901 SCIEX Heater 300.05
-= APl Interface Settings =--
Nozzle Potential 40.04
Skimmer 1 Potential 10.01
Quadrupole DC Potential 549
801 Deflection Voltage 0.10
Einzel Lens Potential -24.00
CQuadrupole RF Voltage 999.76
NO Quadrupole Temperature 140.01
o /@/ 2 Maozzle Temperature 140.01
T )L --= Analyzer Settings «--
Push Pulse Potential 490.00
//\ o O\QAO%\/ O o Pull Pulse Potential 213.11
zZ 3 Pull Bias Potential 10.00
Acceleration Potential 3909.94
“ 3» Ry s
) . g r Voltage .
Chemical Formula: Cy,H3;NOy; > Spectrum :—l’muisnm Settings <-
. Seconds Per Spectrum 1.00
= Exact Mass: 485.1897 o Thrartoid 0,00
2 First Mass 50.00
E Last Mass 2000.00
# Accumulate Spectra OFF
Standby at End of Acquisition OFF
-—= Centroid Spectra Settings <—
an Centroid Spectra OFF
--= System Settings =
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
30 Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
m- . ..
A Unidentified Peaks
<& /
N e
2431345
510.1160
p 82182 13“-'35;’1 20077y f971188 } 1 | 30,1781 £16.3574 O17.2836 10227665 1155.45561260.7003 1375.6734 15002877 17024101 18450086 o
19,0 439.2 8204 ixes 16008 2000.0
Maszs (m'z)
Acquired: Oct 27 09:35:00 2011 Printed: 09:37, October 27, 2011

Mariner Mass Spectrum
CiMariner.Data\201 1\Oct\Z¥ ThunZH3-136001.dat
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DMANOOO O
NHANNOO

© ©
TETIIIITONOMNMNOMNM

—\

N
© ©

Mmmm

[oo] (DyO
—
©

3.605
3.596
3.591
3.582
3.572
3.565
3.107
3.022
2.430
2.424
2.418

NAME ZH3-1
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD 5 mm
PULPROG
™
o o SOLVENT
NS
//\ o O>/\/ ~"owms DS
= SWH
3 FIDRES
AQ
4b RG
DW
DE
TE
D1 1
TDO
======== CHANN
NUC1
P1
PL1
PLIW 13
SFO1 40
SI
SF 40
wow
SSB
LB
GB
PC
. LA_L "
R S S e e e e ..
10 9 8 7 6 5 4 3 2 1 ppm
AN [D|M o <
oo |e|wn o 0
ﬁ: o Lj g?l ﬁn Cj NAVE
EXPNO
PROCNO
| = o | Date
e PEECEE LR EET =
L0 < SR R Rt R INSTRUM
BRERRERRARARCRBBBBY PR OB
™
TN\ e—— SOLVENT
NS
DS
SWH
FIDRES
AQ
RG
oW
DE
TE
D1
D11
DO
NUC1
P1
pL1
PLIW
SFo1
CPDPRG2
NUC2
PCPD2
pL2
PL12
PL13
PL2W
pL12W
PL13W
SF02
sl
SF
wow
SSB
LB
GB
pC
I I I I I I I I I I
200 180 160 140 120 100 80 60 40 20 ppm

35_Alk-P6-0Ms
1

1
20111025
21.04
spect
PABBO BB-
zg30
65536
CcDCI3

16

2
8802.817 Hz
0.134320 Hz

3.7224948
18

56.800
6.50
292.5 K
.00000000
1

-0.60
.81451130 W
0.1320007

32768
0.1300000

EM

0
0.30 Hz

0
1.00

ZH3-135_Alk-P6-
2

1

20111025

22.05

spect

5 mm PABBO BB-
zgpg30

65536

CDCI3

1024

4

24038.461
0.366798
1.3631988
645

20.800
6.50

294.5
2.00000000
0.03000000

CHANNEL f1

9.99

-3.00
73.67452240
100.6228298

CHANNEL f2
waltz16
1H

80.00

-0.65

13.40

13.40
13.97447491
0.54996562
0.54996562
400.1316005
32768
100.6126885
EM

0
1.00
0
1.40

OMs
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1004

TH

% Ine nsity

BiosEstens

Mariner Spec /1:67 (T /0.00:1.17) ASC[BP = 437.1, 447]

437 10769 <— [M+K]+

laba 11
54.8191145.3913 539208 335 541

5002437

481 1120 6 [M+Na]+

/\O/\/O\é/\o>;\/o\/\OMs

4b

517.7649610.2380 7425728 900.2057 10049423

<« [M+C6H16N]+

12983550 1491.9438

Chemical Formula: C16H3009$
Exact Mass: 398.1611

1675.8663 1796.6810

=

U] 430.2

Acqguired: Oct 26 08:52:00 2011
Mariner Mass Spectrum
CiMariner\Data\2011\Oct\26 Wed\ZH3-135001.dat

4

1

36

1=

—= Mariner System State <
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

3 Nebulzer Gas

Calibration Constant A
Calibration Constant B
TDC Deadtime

- Source Settings <
Spray Tip Potential
SCIEX Heater

-= APl Interface Settings =--
Nozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage
Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Mozzle Temperature

--= Analyzer Settings =
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

- Spectrum Acquisition Settings =—

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra

Standby at End of Acquisition
—= Centroid Spectra Setftings <—
Centroid Spectra

--= System Settings «=--

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

POS

ON

OMN

ON
5.0146867E-007
T7.798312

10

4509.96
300.05

40.04
10.01
5.49
0.10
-24.00
99976
140.01
140.01

490.00
2131
10.00
3999.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 09:54, October 26, 2011
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g §NHH§§ %%289&83
HHN BBOO0B83RBRNINTT T
MmoMMmNNN

S0 0nnnnnnnoo NAME ZH3-137_Alk-P6-1
—— EXPNO 1
PROCNO 1
Date_ 20111027
Time 0.03
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
/\\/O Q\/A\ % %
D
/\ © 0 ' SWH 8802.817 Hz
:3 FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 18
Sb DW 56.800 usec
DE 6.50 usec
TE 292.6 K
D1 1. 00000000 sec
TDO
======== CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
Si 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

10 9 8 7 6 5 4 3 2 1 ppm

461
34
o75
756
460
692
408
331
308
133
959
841
1238
—3.849

[Tg] dddd0 Q NAME ZH3-137_Alk-P6-1
SIO\DIO\JRI\IQII\l\I\I\I\gLQ EXPNO - 2
Date_ 20111027
Time 1.04
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT cocl3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 575
DW 20.800 usec
DE 6.50 usec
TE 294.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PL1W 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SFO02 400.1316005 MHz
S1 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
. L GB 0
PC 1.40
I ) I ) I ) I ) I ) I ) I ) I ) I ) I ) I
200 180 160 140 120 100 80 60 40 20 O ppm
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--= Mariner System State «<--
Mariner Spec /1:54 (T /0.00:0.95) ASC[EP = 453.0, 1695] y ys =

Instrument State ON
lon Polarity POS
Auxillary Gas ON
Curtain Gas ON
MNebulzer Gas ON
100, 4530149 [M+Na]* 16848 - alibration Constant A 5.0146867E-007
/ Calibration Constant B TV 798312
TDC Deadtime 10
-> Source Settings <-—
Spray Tip Potential 4509.96
90+ SCIEX Heater 300.05
—= APl Interface Settings <—
Mozzle Potential 149.90
Skimmer 1 Potential 10.01
Cuadrupole DC Potential 5.49
80- Deflection Voltage 0.10
Einzel Lens Potential -24.00
Quadrupole RF Voltage 999.76
Cuuadrupole Temperature 140.01
Mozzle Temperature 140.01
704 -—= Analyzer Settings =—-
Push Pulse Potential 490.00
Pull Pulse Potential 2131
Pull Bias Potential 10.00
//\o/\/ o\éﬂo%\/o\/\| Acceleration Potential 3999.94
80 / Reflector Potential 154999
3 Detector Voltage 1700.24
-= Spectrum Acquisition Settings =--
- 5b Seconds Per Spectrum 1.00
. . lon Count Threshold 0.00
g Chemical Formula: C{5H,710¢ Firsi ass 5000
E . ast Mass .
£ Exact Mass: 430.0852 Faumaiate Spectra v
Standby at End of Acquisition OFF
-= Centroid Spectra Setlings =-—
a0 Centroid Spectra OFF
--= Sysiem Settings <--
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
a0 Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
20
10] e — Unidentified Peak
k
460.0003 f [M+K]+
. 242 26% ' u-tm s L5:33.1:1,1? . . . . .
44.0 4302 8204 12fae 1edo8 2000.0
Mass {m'z)
Acquired: Oct 27 09:56:00 2011 Printed: 09:58, October 27, 2011

Mariner Mass Spectrum
CiMarinerData\201 1"\Oct27 ThurZH3-137001.dat
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NAME LG-816_Alkyne-P6-SAc
EXPNO 1
PROCNO 1
Date_ 20111027
0] Time 15.11
INSTRUM spect
o) o) )J\ PROBHD 5 mm PABBO BB-
O/\/ o V\s PULPROG zg30
Z D 65536
3 SOLVENT cDCI3
NS 16
DS 2
6b SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 14.2
Dw 56.800 usec
DE 6.50 usec
TE 292.4 K
D1 1.00000000 sec
TDO 1
=—======= CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
S1 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
L
“““ D L L B B I B IR
10 9 8 7 6 5 4 3 2 1 ppm
8 g 8 § 8 NAME LG-816_Alkyne-P6-SAc
~N PROCNO 1
Date 20111027
3 3888958388883
9 LY ARYONGNOONRO NG INSTRUM spect
3 BRERERRRREREB 88 PLRROG | 2gpgg0
‘ \“\N%/ \/ D 65536
SOLVENT CDCI3
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 724
DwW 20.800 usec
DE 6.50 usec
TE 294.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 3C
P1 9.99 usec
PL1 -3.00 dB
PL1W 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Si 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
T T T T T T T T T T T pC 1-40
200 180 160 140 120 100 80 60 40 20 0 ppm
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1100

TioH

% Ine nsity

104

eBioSFstens

BO.7434

4011057

—

2POSYstem 5268

Mariner Spec /1:29 (T/0.00:0.50) ASC[BP = 401.1, 670]

[M+Nal]*

0
/O/\/O%/\oi\/ov\sk
6b

Chemical Formula: C7H;,0,S
Exact Mass: 378.1712

Unidentified Peak

/

422 1450

B

242 2676 W03

Acquired: Oct 27 16:22:00 2011
Mariner Mass Spectrum
CiMariner\Data\201 1\Oct\Z7 ThunLNG-816001.dat

458.8206 5580164
-!3§2

7204051814 4384 021.5170 1085.2714 1191.57521200.0043 13576049 15384377 1660.2413

4 121136 1
Mass (m'z)

40

18382435

-= Mariner System State <—
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

Nebulzer Gas

Calibration Constant A
Calibration Constant B

TDC Deadtime

-= Source Settings =--
Spray Tip Poiential

SCIEX Heater

- API Interface Settings <-—
MNozzle Potential

Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Eirzel Lens Potential
Quadrupole RF Voltage
Cuadrupole Temperature
MNozzle Temperaiure

= Analyzer Settings <—
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential

Detector Voltage

—= Spectrum Acquisition Settings <
Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra
Standby at End of Acquisition
--» Centroid Spectra Setlings <--
Centroid Spectra

= System Settings =

Gas Control Mode

Syringe Pump Mode

Syringe Pump Raie

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

eeaT

ON

POS

ON

ON

ON

5.0146867 E-007
77798312

10

4509.96
300.05

40.04
10.01
549
0.10
-24.00
999.76
140.01
140.01

480.00
213.11
10.00
3899.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 16:23, October 27, 2011
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NAME LG-819_Alkyne-P6-SH
EXPNO 1
PROCNO 1
Date_ 20111031
Time 19.52
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 64
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 128
DW 56.800 usec
DE 6.50 usec
TE 292.5 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
Si 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME LG-819_Alkyne-P6-SH
EXPNO 2
PROCNO 1
Date_ 20111031
Time 21.48
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 2000
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 645
DwW 20.800 usec
DE 6.50 usec
TE 294.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL 2 ========
CPDPRG2 waltz1l6
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Sl 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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This jouldppliedi-Bios)tstems Mariref By stem 5268

Mariner Spec /1:35 (T /0.00:0.61) ASC[BP = 359.2, 455]

(4553

100 350.1524
[M+Na]* o o
oo / /\0/\/ \éAO%V \/\SH
3
Tb .
0. Chemical Formula: C;5H,304S
Exact Mass: 336.1607
242 2880
704
+
o0l < —  Tetrabutyl ammonium TBA
£
2
@ 0
"
a0
30
20
10 BE1.1720
54 2002 107
72,0869 JB6.2pO7 L lasgc-m 5£D. 4205 15?5.3.134 B3 4245 053.4784 1138 1738 1299 6208 1408.3704 1520 6085 18543076 18250535
a0.0 4302 ' 8204 ' 12{08 ' 16008 '
Mass (m'z)

Acquired: Nov 01 10:41:00 2011
Mariner Mass Spectrum
CiMarineriData'201 1'"Novi01 Tue'LNG-818001 dat

42

—= Mariner System State <—
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

Mebulzer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

—= Source Settings =-—
Spray Tip Potential
SCIEX Heater

—= APl Interface Settings =<-—
Mozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupcle RF Voltage
Quadrupole Temperature
MNaozzle Temperature

--= Analyzer Settings <
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

-—» Spectrum Acquisition Settings <—

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate 5

Standby at End of Acquisition
-—» Centroid Spectra Settings <-—
Centroid Spectra

—= System Settings =—

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

POS

ON

OMN

ON
5.0146867E-007
T7.798312

10

4509.96
300.05

40.04
10.01
5.49
0.10
-24.00
999.76
140.01
140.01

480.00
213.11
10.00
3909.04
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 10:52, Movember 01, 2011
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( NAME LG-814M_Alkyne-P6-NPth
EXPNO 1
PROCNO 1
Date_ 20111027
Time 3.12
INSTRUM spect
PROBHD 5 mm PABBO BB-
0} PULPROG 2930
T 65536
o o SOLVENT CDCI3
NS 16
//\O/\/ O>/\/ SN DS 2
/ SWH 8802.817 Hz
3 FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 22.6
8b o DwW 56.800 usec
DE 6.50 usec
TE 292.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PLIW 13.81451130 W
SFO1 400.1320007 MHz
Si 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
I PC 1.00
1 J L
10 9 8 7 6 5 4 3 2 1 ppm
R[S g(@ 8
[N N (e}
NAME LG-814M_Alkyne-P6-NPth
AIIQRALSQYINT S EXPNO 2
© 0 ONOAN—THOOOINO OO MWL MO Mmoo PROCNO 1
- O — @@oo##amoooooolxmmgmlxmo NMdA®M Date 20111027
Poror o b  aFMNEHOO0MM NNHO OO e
@m[\mggm(\]mqq—m.................. Time 4.12
O O Oom MOMONNNOOONMNNMNULMNAAAAAO N O N O INSTRUM spect
AdddddAddAdAdAdAAAONNMNNNNMNNMNNNNMNNNNOOONL M PROBHD 5 mm PABBO BB-
N T\ T \——— PULPROG 2g9pg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 575
DW 20.800 usec
DE 6.50 usec
TE 294.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 3C
P1 9.99 usec
PL1 -3.00 dB
PL1IW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz1l6
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Si 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
‘ AR S = PC 1.40

‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘
200 180 160 140 120 100 80 60 40 20 0 ppm
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“ Inensity
2

3431633

AT21A5TT

[M+Na]*

/\

8b

483 1448

0
O/VO%/\O%\/O\/\N
3
0

Chemical Formula: C,3H;;NOg
Exact Mass: 449.2050

5172

54,0840 080608 |
w T T
40,0 4302

Acquired: Oct 26 16:14:00 2011
Mariner Mass Spectrum

8294

| BRISTRO BBD.Z283 7018014 BO54542  1021.5354 11444245 1299.0616  1423.3414 1528 4988 1637 5271
T T T T

) T
12186 1600.8

Mass {mz)

CiMarinerData\201 1'Ochi26 Wed\LNG-814M001.dat

44

ks
2000.0

lon Polarity

Auxillary Gas

Curtain Gas

MNebulizer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

--= Source Settings <=
Spray Tip Potential
SCIEX Heater

—= API Interface Settings <—
Nozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
CQuadrupole RF Voltage
Quadrupole Temperature
MNozzle Temperaiure

—= Analyzer Settings <—
Push Pulse Potential
Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

--= Spectrum Acquisition Settings <—

Seconds Per Specirum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra

Standby at End of Acqguisition
—= Centroid Spectra Settings <—
Centroid Spectra

—= System Settings <—

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

N

POs

ON

ON

ON
5.0146867E-00%
77.798312

10

4509.96
300.05

40.04
10.01
5.49
0.10
-24.00
99976
140.1
140.1

490.00
21311
10.00
3999.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 16:15, October 26, 2011
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

117.485
80.332
78.589
78.268
77.947
75.479
74.018
73.530
72.705
71.173
71.139
71.090
70.961
70.869
70.037
69.659
61.750
58.924
42.390

—135.461

|
|

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2
Sl

SF
WDW
SSB
LB

GB

PC

\ \ \ \ \ \ \
200 180 160 140 120

100 80

ppm

LG-815M_Alkyne-
1

1

20111027

5.17

spect

5 mm PABBO BB-
zg30

65536

CDCI3

16

2
8802.817

0.134320
3.7224948

13.81451130
400.1320007

32768
400.1300000
EM

0

0.30

0
1.00

LG-815M_Alkyne-
2

1

20111027

6.17

spect

5 mm PABBO BB-
zgpg30

65536

CDCI3

1024

4
24038.461

0.366798
1.3631988

294.5
2.00000000
0.03000000

1

CHANNEL 1 ====

-3.00
73.67452240
100.6228298

CHANNEL 2 ====

waltz16

1H

80.00

-0.65

13.40

13.40
13.97447491
0.54996562
0.54996562
400.1316005
32768
100.6126885
EM

0
1.00

0
1.40

P6-NH2

Hz
Hz
sec

usec
usec

sec

P6-NH2
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This joudppifetiBios)Estems

100+

T

% Inte nsity

arineeBystem 5268

Mariner Spec /1:39 (T /0.00:0.68) ASC[BP = 320.2, 13306]

320.1923

/

[M+H]*

(322 2024

[324.2241

/\OA/OMO%BVO\/\NHZ

9b

Chemical Formula: C;sH,oNOgq
Exact Mass: 319.1995

—= Mariner System State =--
Instrument State
lon Polarity
Auxillary Gas
Curtain Gas
ebulzer Gas

e ration Gonstant A
Calibration Constant B
TDC Deadtime
—= Source Settings <—
Spray Tip Potential
SCIEX Heater
—= API Interface Settings <—
MNozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage
Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
MNozzle Temperature
-= Analyzer Settings <
Push Pulse Potential
Pull Pulse Potential
Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage
--= Spectrum Acguisition Settings <
Seconds Per Spectrum
lon Count Threshold
First Mass
Last Mass
Accumulate Spectra
Standby at End of Acquisition
-= Centroid Spectra Setlings =--
Centroid Spectra
--= System Settings <—
Gas Control Mode
Syringe Pump Mode
Syringe Pump Rate
Syringe Diameter
Min Analyzer Mass
Max Analyzer Mass

=

a3hz ' 8204

Acquired: Oct 27 10:29:00 2011

Mariner Mass Spectrum

CAMarinenData\201 1"Oct\27 ThurLNG-815M001.dat

Mass {m'z}

121'9.6

46

ON

POS

ON

ON

ON
5.0146867E-007
77.798312

10

450996
300.05

149.90
10.01
5.49
0.10
-24.00
999.76
140.01
140.01

490.00
21311
10.00
3909.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 10:30, October 27, 2011
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NAME ZH3-139_Alk-P6-Mal
EXPNO 1
PROCNO 1
Date_ 20111027
Time 21.05
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 18
DwW 56.800 usec
DE 6.50 usec
TE 292.4 K
D1 1.00000000 sec
TDO 1
—======= CHANNEL 1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
Si 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME ZH3-139_Alk-P6-Mal
EXPNO 2
PROCNO 1
Date_ 2011102
Time 22.0
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 724
DW 20.800 usec
DE 6.50 usec
TE 294.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO
======== CHANNEL f1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PL1W 73.67452240 W
SFO1 100.6228298 MHz
—======= CHANNEL f2 ========
CPDPRG2 waltz1l6
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Si 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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This joultppdiedh Blosystem st Mariner:8ystem 5268

--= Mariner System State <--
Mariner Spec /1:25 (T /0.00:0.43) ASCIBP = 422.1, 167] - ve =

Instrument State ON
lon Polarity POS
Auxillary Gas ON
Curtain Gas ON
Nebulzer Gas ON
1007 (e 1672 Calibration Constant A 5.0146867E-007
Calibration Constant B 77798312
+ TDC Deadtime 10
[M+Na] —= Source Settings <—
/ Spray Tip Potential 450996
904 SCIEX Heater 300.05
—= API Interface Settings <—
MNozzle Potential 40.04
Skimmer 1 Potential 10.1
CQuadrupole DC Potential 549
80 Deflection Voltage 0.0
Einzel Lens Potential -24.00
Quadrupole RF Voltage 99976
9] Quadrupole Temperature 140.01
MNozzle Temperaiure 140.01
70+ @) (0] = Analyzer Settings <
//\o/\/ \é/\o>/\/ ~ W Push Pulse Potential 480.00
4 3 Pull Pulse Potential 213.11
Pull Bias Potential 10.00
o) Acceleration Potential 3909.94
601 10b Reflector Potential 1549.99
: . Detector Voltage 1700.24
Chemical Formula: C;9HNOs = Spectrum Acquisition Settings <
Exact Mass: 399.1893 Seconds Per Spectrum 1.00
& lon Count Threshold 0.00
2 First Mass 50.00
£ Last Mass 2000.00
# Accumulate Spectra OFF
Standby at End of Acquisition OFF
—= Centroid Spectra Settings <—
a0 Centroid Spectra OFF
--= System Settings <
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
a0 Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
204
4241523 Unidentified Peaks
10 46 1571
4752301
478
cn 0107 128.6492 4z ogd7 | ||y 477-2648 B30.1630 EODO150 91ZEIRA 10228052 1142.1003 12505238 13866513 15885615 1693.6405  1823.5039
i T . T : T 0
49.0 agha 8704 12{a6 1600.8 2000.0
Mass {miz)
Acquired: Oct 27 16:17:00 2011 Printed: 16:19, October 27, 2011

Mariner Mass Spectrum
C:MarineriData\201 1'Oct\27 ThurZH3-138001 dat

48
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D
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i 0 ~"oH DS
Z S
5 FIDRES
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D1
TDO
======== CHA|
NUC1
P1
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PLIW
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Si
SF
WDW
SSB
LB
GB
PC
| 1 L JK
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o NAME
Bl 3l B e
PROCNO
Date
X3288839g89L388 e
< - 0nm HNMHAd00 < d INSTRUM
e T o s N, PROBHD
SRRNKNRRREINEEBE R PULPROG
T\ e—" SOLVENT
NS
DS
SWH
FIDRES
AQ
RG
DW
DE
TE
D1
D11
TDO
NUC1
P1
PL1
PLIW
SFO1
CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SF02
Sl
SF
WDW
SSB
LB
GB
PC
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698_Alk-P8-0H
1

1
20110519
18.34
spect
m PABBO BB-
zg30
65536
CDCI3
16
2
8802.817 Hz
0.134320 Hz
3.7224948 sec
71.8
56.800 usec
6.50 usec
292.4 K
1.00000000 sec
1

400.1320007 MHz
32768

400.1300000 MHz
EM

0
0.30 Hz
0

1.00

LG-698_AIk-P8-0H
2

1
20110519
19.35
spect
5 mm PABBO BB-
zgpg30
65536
CDCI3
1024
4
24038.461 Hz
0.366798 Hz
1.3631988 sec
71.8
20.800 usec
6.50 usec
294.9 K
2.00000000 sec
0.03000000 sec

-3.00 dB
73.67452240 W
100.6228298 MHz

— CHANNEL 2 ========
waltz16
1H
80.00 usec
-0.65 dB
13.40 dB
13.40 dB
13.97447491 W
0.54996562 W
0.54996562 W
400.1316005 MHz
32768
100.6126885 MHz
EM
0
1.00 Hz
0
1.40
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This jourpAppdied termsMarinep 8y stem 5268
Mariner Spec /1:20 (T /0.00:0.34) ASC[BP = 431.3, 98]
100 431.2579
[M+Na]*
nl / o) o)
/\O/\/ \é/\o>/v \/\OH
5
80 2C
Chemical Formula: C1gHz60q
Exact Mass: 408.2359

T

B0
£
g 50
bT-‘

an]

[M+Na+K]**
ol /
2351013
. / vkl
4472413 Unidentified Peak
dag.zage/
3402182 4852520
| l 5750034  B09.5333 7RA.D62T  026.5165 10286183 1143.2600 13004868 14D9.7754  1556.3831 1662 4180 1792 23901804 4484
-i:l|9.2 ' az'n-i ' 12‘I|9.6 I IBI]IGI.B I 2000.0

Acquired: May 20 14:16:00 2011
Mariner Mass Spectrum
CAMariner\Data\201 1'"May\20 Fri\LNG-698B001.dat

Mass (m'z)

50

—= Mariner System State <—
Instrument State

lon Polarity

Awdllary Gas

Curtain Gas

Nebulzer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

--» Source Settings <—
Spray Tip Potential
SCIEX Heater

—= APl Interface Settings =<--
Nozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Mazzle Temperature

--= Analyzer Seitings =-
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

- Spectrum Acquisition Settings =—

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Specira

Standby at End of Acquisition
—= Centroid Spectra Setlings <—
Centroid Spectra

--= System Settings «=--

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

POS

ON

ON

ON
5.0174991E-007
78.221559

10

4509.96
300.05

12012
10.01
5.49
0.10
-24.00
999.76
140.01
140.01

490.00
21311
10.00
3909.94
1549.99
1700.88

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 14:17, May 20, 2011
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NAME LG-793P2_Alkyne-P8-p-N02-Ph-carbonate
EXPNO 1

PROCNO 1
Date_ 20110928
NO, Time 18.17
o) INSTRUM spect
PROBHD 5 mm PABBO BB-
0 0 ///U\\\ PULPROG 2930
O/\/ o \/\o o ™ 65536
4 SOLVENT cocl3
5 NS 16
DS 2
SWH 8802.817 Hz
3c FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 16
DW 56.800 usec
DE 6.50 usec
TE 292.9 K
D1 1.00000000 sec
DO 1
======== CHANNEL fl ========
NUCL 1H
P1 14.85 usec
PL1 -0.60 dB
PLIW 13.81451130 W
SFO1 400.1320007 MHz
SI 32768
SF 400.1300000 MHz
Wow EM
SSB 0
LB 0.30 Hz
GB 0
A»T PC 1.00
B R L I I
10 9 8 7 6 5 ppm
8 g 8 8 © 'ER - NAVME LG-793P2_Alkyne-P8-p-N02-Ph-carbonate
) ) 19| [ W S EXPNO 2
N N NN NQ \ PROCNO 1
_— 8 © © Date_ 20110928
Time 19.36
INEL N Nd oo N [9)] < o
NS S 8 b 8% §%oo§$im § INSTRUM spect
88'8' @I ! Qlﬂ:\—!l\l@l ) l(\! IOQO?S ) PROBHD 5 mm PABBO BB-
RS R - | PULPROG zgpg30
BHS  SY gQERNERRRRgs88g n B
\ / ‘ \ / \\N/n// SOLVENT coci3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 1030
DW 20.800 usec
DE 6.50 usec
TE 294.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUCL 13C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL 2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Sl 32768
SF 100.6126885 MHz
Wow EM
SSB 0
LB 1.00 Hz
GB 0
} l PC 1.40
T " T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 ppm
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This journdl pplieciRBY0 Syste mshifarmern System 5268

TOH

% Ine nsity

10

1930828

371.1319

459.1289

Mariner Spec /1:59 (T /0.00:1.03) ASC[BP = 596.1, 2938]

506.0696

< [M+Na]’

NO,
0
/\O/\/OMO%S\/O\/\OXO/@/

3¢ Chemical Formula: C,4H39NO 5

sizose <—— [M+K]

Exact Mass: 573.2421

—= Mariner System State <
Instrument State
lon Polarity
Awdllary Gas
Curtain Gas
MNebulzer Gas

2934 Calibration Constant A
Calibration Constant B
TDC Deadtime
—= Source Settings <—
Spray Tip Potential
SCIEX Heater
—= APl Interface Settings <—
Mozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage
Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Mozzle Temperature
= Analyzer Settings =
Push Pulse Potential
Pull Pulse Potential
Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage
--» Spectrum Acquisition Settings <
Seconds Per Spectrum
lon Count Threshold
First Mass
Last Mass
Accumulate Specira
Standby at End of Acquisition
--= Centroid Spectra Setfings =-—
Centroid Spectra
--= System Settings <
Gas Control Mode
Syringe Pump Mode
Syringe Pump Rate
Syringe Diameter
Min Analyzer Mass
Max Analyzer Mass

=0

Acquired: Sep 28 13:12:00 2011

Mariner Mass Spectrum
CAMariner\Data\2011.Sep'28 Wed LNG-793001 dat

H§.2

I ﬂhd I 12119.6 I

Mass {m'z)

52

ON

FOS

ON

ON

ON
5.0146867E-007
77798312

10

4509.96
300.05

12012
10.01
5.49
0.10
-24.00
99976
140.01
140.01

49000
2131
10.00
3999.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 13:14, September 28, 2011
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NAME LG-719M_Alkyne-OEG-OMs
EXPNO 1
PROCNO 1
Date_ 20110614
Time 21.35
INSTRUM spect
/\/O O\/\ PROBHD 5 mm PABBO BB-
4 @) @) OMs PULPROG 2930
5 TD 65536
SOLVENT cDCI3
4 NS 64
DS 2
¢ SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 20.2
DW 56.800 usec
DE 6.50 usec
TE 293.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PLIW 13.81451130 W
SFO1 400.1320007 MHz
Sl 32768
SF 400.1300000 MHz
WDwW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
It I \_A_,U Ae_a
“““ e e I A
10 9 8 7 6 5 4 3 2 1 ppm
813 2] [B (8] |8
N[N NS | o NAME LG-719M_Alkyne-0OEG-OMs
EXPNO 2
PROCNO 1
-
3038I2393988383 20110831
NOORYOANNAAONON® Time 22.35
ONONWLAAAA0D O O @ N INSTRUM spect
ONNMNNMNNNNNNNOODOM®M PROBHD 5 mm PABBO BB-
\\\/(%/ / / PULPROG zgpg30
D 65536
SOLVENT cDCI3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 1030
DwW 20.800 usec
DE 6.50 usec
TE 294.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1l ========
NUC1 3C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
—======= CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
S1 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
| . PC 1.40
\ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ \ \ \ \ \
200 180 160 140 120 100 80 60 40 20 0O ppm
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Applied Biosystems Mariner System 5268

Mariner Spec /1:38 (T /0.00:0.66) ASC[BP = 509.3, 83]

100+

90+

20

70

B0

50+

% Intensity

40

204

Unidentified Peak

509 3040

—

[M+Na]*

/O/\/Oé/\o%svowo,ws

4c

Chemical Formula: C,,H3g0;S

Exact Mass: 486.2135

+
204 [M+K]
+
10 5e8 4410 L————— [M+C H N]
— N 6 16
5252436
238 2803
86 2457 i 3eg.08gy 4379 8503000 7708442 9127287 1027.9448 11599328 1341 8946 1453 (2351556 9476 1690 8426 1856 4812
o a
0 . T T . = . T 0
48.0 438.2 B829.4 1219.6 1609.8 2000.0
Mass (m'z)y

Acquired: May 24 11:33:00 2011
Mariner Mass Spectrum
CiMarineriData\2011\May\24 Tues\LNG-700001.dat

54

--= Mariner System State <--
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

Nebulizer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

--= Source Settings <--
Spray Tip Potential
SCIEX Heater

--> APl Interface Settings <--
Nozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Nozzle Temperature

--» Analyzer Settings <--
Push Pulse Potential

Pull Pulse Patential

Full Bias Potential
Acceleration Potential
Reflector Potential
Deatactor Voltage

ON

POS

ON

ON

ON
5.0174991E-007
78.221558

10

4509.98
300.05

40.04
10.01
5.49
0.10
-24.00
999.78
140.01
140.01

490.00
213.11
10.00
3999.94
1549.99
1700.24

--> Spectrum Acquisition Settings «<--

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra

Standby at End of Acguisition
--» Gantroid Spactra Settings <--
Centroid Spectra

--> System Settings <--

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

Printed

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3286
50.00
4000.00

c11:34, May 24, 2011
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NAME ZH3-118_Alk-P8-1
EXPNO 1
PROCNO 1
Date_ 20110927
Time 21.04
//\O/\/ O\é/\o%\/ O\/\| INSTRUM spect
/ PROBHD 5 mm PABBO BB-
55 PULPROG zg30
TD 655?2
SOLVENT CcDC
Sc NS 16
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 9
DW 56.800 usec
DE 6.50 usec
TE 292.5 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
Sl1 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
" PC 1.00
T T T L T L A T T
10 8 7 6 5 4 3 2 ppm
NAME ZH3-118_Alk-P8-1
S| (R18] 18 S EXPNO 2
|| R‘ [N =] PROCNO 1
Date_ 20110927
Time 22.04
%3%‘83588@2%%‘ © INSTRUM spect
SN EANODN—S0®0OO0 5 PROBHD 5 mm PABBO BB-
OO0V NTATAO0OO0O D ® 1 PULPROG zgpg30
ONNNMNNMNNMNNMNNMNNMNNNOLW <t TD 65536
\\\ %/ SOLVENT cDCI3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 724
DW 20.800 usec
DE 6.50 usec
TE 294 .4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PLAIW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
S1 32768
SF 100.6126885 MHz
WDW EM
SSB 0
ﬂ LB 1.00 Hz
GB 0
PC 1.40
\ \ \ \ \ \ \ ‘ \ ‘ \ \
200 180 160 140 120 100 80 60 40 20 0 ppm

55



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
eBm&psd‘sm&ﬂwm

This jousdgje epSystem 5219
. ) _ --> Mariner System State <-
Mariner Spec /1:27 (T /0.00:0.46) ASC[BP = 5158.2, 129] Instrument State ON
lon Polarity POs
Auxillary Gas ON
Curtain Gas ON
510.1459 o Nebulizer Gas ON
1007 [ Calibration Constant A 5.0149194E-007
+ Calibration Constant B TB.267402
<—— [M+H] TDC Deadtime 10
--= Source Settings <—
Spray Tip Potential 4509.96
904 SCIEX Heater 300.05
--> APl Interface Settings =<-
Mozzle Potential 40.04
Skimmer 1 Potential 10.01
Quadrupale DC Potential 5.49
80 Deflection Voltage 010
Einzel Lens Potential -24.00
Quadrupole RF Voltage 999.76
Quadrupale Temperature 140.01
(@) (@) Mozzle Temperature 140.01
0 //\O/\/ \é/\0>/\/ \/\l - Analyzer Settings <—
2 5 Push Pulse Potential 490.00
Pull Pulze Potential 213.11
5 Pull Bias Potential 10.00
C : . Acceleration Potential 3999.94
50 Chemlcal Formula. C19H35108 Reflector Potential 1548.99
. Detector Voltage 1700.24
Exact Mass: 518.1377 —» Spectrum Acquisition Settings <--
Seconds Per Spectrum 1.00
£ lon Count Threshold 0.00
g 504 First Mass 50.00
= Last Mass 2000.00
# Accumulate Spectra OFF
Standby at End of Acquisition OFF
--= Centroid Spectra Settings <--
an Centroid Spectra OFF
--= System Setlings <--
Gas Control Mode Manual
Syringe Pump Maode Manual
Syringe Pump Rate 80.00
104 Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
z]_
10
343 068
, 0255701951528 | | 4800807 5742140 708 4177708 47008005255 10632078 1222.4207 13900118 1443.9817 15508204 1610753 1785.8201 R
49.0 -ﬂ-ﬂh2 &{ll 121|9.E |EdB.B 20000
Mass {m'z)
Acquired: Jul 13 11:19:00 2012 Printed: 11:20, July 13, 2012
Mariner Mass Spectrum

C:\Marinen Data\2012\Jul\13 FrilZH3-118-APCI001 .dat
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# # MOMOHHOHOMMOOH OO0

SRnns A

NAME ZH3-141_AlKk-P8-SAc
EXPNO 1
PROCNO 1
(0] Date 20111101
//”\\\ Time 21.04
INSTRUM spect
()//A\\\//() o ()\\”///\\\S PROBHD 5 mm PABBO BB-
65;; PULPROG 2930
55 D 65536
SOLVENT cbci3
NS 16
6¢ DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 28.5
Dw 56.800 usec
DE 6.50 usec
TE 292.4 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
SI 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T A T T T
10 8 7 6 5 4 3 2 1 ppm
gl |8 %.j g8
N Q - O |N
M ™
< NOQANMMOANNND O Eg 0 D NAME ZH3-141_Alk-P8-SAc
N LDUOMAOOLW 0NN N8 EXPNO 2
© NSNogomYMmANdoued 0o PROCNO 1
o)} QONNMNINAdTAdAdAdHAO O o O Date_ 20111101
- ONNMNNNNNNNNNOD MW Time 2205
g\:::;S§§§§§%:\§4;2;;%%f§;:i" \ / INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT cDCI3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 724
DW 20.800 usec
DE 6.50 usec
TE 294.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
S1 32768
SF 100.6126885 MHz
WDwW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I I I I I I I I I I
200 180 160 140 120 100 80 60 40 20 0O ppm
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This jourpdppdied Bie Siariner System 5268
Mariner Spec /1:23 (T /0.00:0.39) ASC[BP = 489.2, 269]
100 489.2032 260,
/ [M+Na]+
90
80
(0]
(o) (0] )k
T /\O/\/ \éﬂo>/\/ \/\S
5
n bc Chemical Formula: Cy;Hs500S
Exact Mass: 466.2237

£
2
a 50
.E

a0

30

[M+K]*
204
242 7858
o Tetrabutyl an:monium
505.1811 TBA
8057031401200 2574765 ag9sastd [F-2073599.11E7 703 576R704 27 10885 BE54 11618520 1286.0315 1357 60&1 1556.4803 1668445 17805357 18947202
8.0 a3hz ' 824 ' 1600.8 ' 2000.0

Acquired: Nov 01 16:25:00 2011

Mariner Mass Spectrul

m

Mass (m/z)

CAMarinerData'201 1"Novi01 Tue'ZH3-141001.dat

58

I

-—= Mariner System State =<-
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

Mebulzer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

- Source Settings =--
Spray Tip Potential
SCIEX Heater

-= APl Interface Settings <-—
Mozzle Potential
Skimmer 1 Potential
CQuadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Cluadrupole Temperature
Mozzle Temperature

--= Analyzer Settings «=--
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

—= Spectrum Acquisition Settings <

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra

Standby at End of Acquisition
—= Centroid Spectra Settings <—
Centroid Spectra

—> System Settings <—

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

POS

ON

ON

ON
5.0146867E-007
T7.798312

10

4509.95
300.05

40.04
10.01
5.49
0.10
-24.00
99976
140.01
140.01

490.00
213.1
10.00
3999.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
B80.00
3.26
50.00
4000.00

Printed: 16:26, November 01, 2011



NAME LG-820_Alkyne-P8-SH

EXPNO 1

PROCNO 1

Date_ 20111102

Time 18.56

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 65536

SOLVENT CDCI3

NS 64

DS 2

SWH 8802.817 Hz

FIDRES 0.134320 Hz

AQ 3.7224948 sec

RG 71.8

DW 56.800 usec

DE 6.50 usec

TE 292.4 K

D1 1.00000000 sec

TDO

======== CHANNEL f1 ========

NUC1 1H

Pl 14.85 usec

PL1 -0.60 dB

PL1W 13.81451130 W

SFO1 400.1320007 MHz

Si 32768

SF 400.1300000 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00
NAME LG-820_Alkyne-P8-SH
EXPNO 2
PROCNO 1
Date_ 20111102
Time 22.58
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 2000
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 80.6
DW 20.800 usec
DE 6.50 usec
TE 294.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUC1
Pl 9.99 usec
PL1 -3.00 dB
PL1W 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SFO2 400.1316005 MHz
S1 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Electronic Supplementary Material (ESI) for Organic & Biop lar Chemy
This journal is © The Royal Society of Chemistry 2012 3 8%5%5 B © G%ﬂg&%}@ % g % @ 883§
o 0 (
/\O/\/ \</\O V\SH
5
7c
1 bk
HELE L D I r Tt T L N B T
10 7 6 5 4 3 ppm
-l % AN [ -
AN OONO©OMWOWOLN o
NOONSINONNONO® e}
SARNO9INaacas 9
QONNMNLONAdAdddd O el
i 1
\ \ \ \ \ \ \ \ \ \ \
200 180 160 140 120 100 80 60 40 20 0 ppm
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This jourdhpptiact Bivsysien

TH

% Inke nsity

Bystem 5268

Mariner Spec /1:26 (T /0.00:0.45) ASC[BP = 447.2, 531]

447 1960

/

[M+Na]*

/O/\/Of\ﬂoivo\/\w

Tc

498.3018

5263517
o7 4445 205.1493 .335'2'41 I E05.4339 725 7457 200.070 9006364 1132.2134

Chemical Formula: C;gH;404S

Exact Mass: 424.2131

1306.8431 1505.7804 1673.6944 1707.4840

530.6

o

L0

Acquired: Nov 03 12:55:00 2011

Mariner Mass Spectrum

uhz th
Mass {m'z)

C:\MarinenData\201 1'\Nov\03 ThunLNG-820001.dat

1

60

—= Mariner System State <
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

Nebulzer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

- Source Seftings <—
Spray Tip Potential
SCIEX Heater

—= APl Interface Settings <-
Nozzle Potential
Skimmer 1 Potential
Quadrupole DT Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Nozzle Temperature

--= Analyzer Settings =
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

-= Spectrum Acquisition Settings =-

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate 5

Standby at End of Acquisition
—= Centroid Spectra Setfings <—
Centroid Spectra

--= System Settings «<-

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

POS

ON

ON

ON

5.0146867 E-007
T7.798312

10

4509.96
300.05

40.04
10.01
549
0.10
-24.00
999.76
140.01
140.01

490.00
2131
10.00
3909.04
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
100.00
3.26
50.00
4000.00

Printed: 12:56, November 03, 2011
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=
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)

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

©

10

1.98
1.73

71.408 17—

71.386 2663
71.359
71.219
70.907
69.929
68.714
59.206
38.079

—_
0.78 =

135.081
134.718
124372
124_035
80.494
78.144
78.028
77.826
77.509

75.310

—169.046 555

™\ 132.974

j
|

\ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘
200 180 160 140 120 100 80 20 0O ppm
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ZH3-048_Alk-P8-NPth
1

1

20110601
13.16
spect

5 mm PABBO BB-
zg30

65536
CDCI3

16

2

8802.817
0.134320
3.7224948
228

56.800
6.50

292.9
1.00000000
1

CHANNEL f1

14.85

-0.60
13.81451130
400.1320007
32768
400.1300000
EM

0

0.30

0

1.00

NAME ZH3-048_Alk-P8-NPth
EXPNO 2
PROCNO 1
Date_ 20110601

Time 23.01
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDCI3

NS 2048

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 80.6

DW 20.800 usec
DE 6.50 usec
TE 294.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL 1 ========
NUC1 13C

P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16

NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Sl 32768

SF 100.6126885 MHz
WDwW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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Marinep8ystem 5268

This jour

&l

Mariner Spec /1:26 (T /0.00:0.44) ASC[BP = 576.3, 228]
100- 762664 2385
"
[M+K]
304
m_
O,
01 O O~
= o A N
8c 0
0 Chemical Formula: C,,H3oNO
Exact Mass: 537.2574

g
2

dﬂ_

:m_

' [M+Na]*
[2c+K]
m-
5602883
104 447 2420
5782650
2512536
o SE10B0 137 2540 24D 3345 330 516 22813 pgg E7ED 7047008 945 0433 1062 2335 1100,1831 13062175 1420 6033 1577.2683 16915541 19P0.6RET N
29.0 1302 8204 1206 1600.8 2000.0
Maas (m'z)

Acquired: May 25 15:34:00 2011
Mariner Mass Spectrum
C\Mariner Datd 2011'May\25 Wed LNG-701M001 dat

62

> Mariner System State <—

Instrument State ON

lon Polarity pPOs
Auxillary Gas ON
Curtain Gas ON
Nebulizer Gas ON
Calibration Constant A 5.0174991E-007
Calibration Constant B 78.221559
TDC Deadtime 10

--= Source Settings <—

Spray Tip Potential 4509.96
SCIEX Heater 300.05
--> APl Interface Settings =—

MNozzle Potential 12012
Skimmer 1 Potential 10.01
Quadrupole DC Potential 5.49
Deflection Voltage 0.10
Einzel Lens Potential -24.00
Quadrupole RF Voltage 98976
Quadrupole Temperature 140.01
MNozzle Temperature 140.01
- Analyzer Settings <—

Push Pulse Potential 490.00
Pull Pulse Potential 213.11
Pull Bias Potential 10.00
Acceleration Potential 39939.94
Reflector Potential 1543.99
Detector Voltage 1700.24
--> Spectrum Acquisition Settings <--

Seconds Per Spectrum 1.00

lon Count Threshaold 0.00
First Mass 50.00
Last Mass 2000.00
Accumulate Spectra QOFF
Standby at End of Acquisition OFF
- Centroid Spectra Setfings <

Centroid Spectra OFF
--= System Setlings <--

Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00

Printed: 15:37, May 25, 2011
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=Cl - i _ %'%CHW&JQ ¥ N 9dge
This journal is © The Royal SocietyRof Chemistry 200N RN RR 88865 § SEREER NAME ZH3-061_Alk-P8-NH2
N TN NN NN O NOODONOHMONNNN EXPNO - 1
‘ NN%‘%// PROCNO 1
Date_ 20110616
Time 21.44
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
/\O/\/O o O\/\NH2 AQ 3.7224948 sec
= RG 161
5 DW 56.800 usec
DE 6.50 usec
oc TE 292.8 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
S1 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
| LT
LN L I L I L L I B
10 9 8 7 6 5 4 3 2 1 ppm
8| 18K S| B NAME ZH3-061_Alk-P8-NH2
i g | | |o EXPNO 2
PROCNO 1
NOOHONDNTLW® 2‘?“3— 201%3612
ime -
sSLELLEREREE: BT i
mm _
Q DY dIIdRRYN PULPROG zgpg30
SRRRRIRIRBBY ™ gggse
—\|ge=——"/ SOLVENT cDel3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 812
DW 20.800 usec
DE 6.50 usec
TE 2945 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL ¥l ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
—======= CHANNEL 2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
sl 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
| ‘ ’ PC 1.40
I ) I ) I ) I ) I ) I ) I ) I ) I ) I ) I
200 180 160 140 120 100 80 60 40 20 0 ppm
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This journdgipfiete Biosystems-Maiiner 8ystem 5268

Mariner Spec /1:23 (T/0.00:0.39) ASC[BP = 408.2, 492]

408.2108

402.3

100+
a0
] @) @)
™ e Chemical Formula: C,9H3,NOg
Exact Mass: 407.2519
B0
z
B
& 50
é
404
30
204
404
o 1186730 242 IBE3 j10-e=2 5247114 E2270B8 737.0887 B30 8742 0065777 1020.0355  1153.4680 12922008 14604754 1608.4901 1714.9778 18827019|
49.0 a3n2 4 1z2lae 1 2000.0

Acquired: Aug 05 09:47:00 2011

Mariner Mass Spectrum
CAMariner\Data\201 1\Aug\05 FriZH3-087001 dat

Mass (m'z)

64

-= Mariner System State =<-

Instrument State

lon Polarity

Auwdllary Gas

Curtain Gas

MNebulzer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

—= Source Settings =--
Spray Tip Potential
SCIEX Heater

—= APl Interface Setfings <—

Mozzle Potential
Skimmer 1 Potential
Cuadrupole DC Potential
Deflection Voltage
Einzel Lens Potential
Quadrupole RF Voltage

Cluadrupole Temperature

MNozzle Temperaiure

--= Analyz er Seitings «<--
Push Pulse Potential
Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

—= Spectrum Acquisition Setftings <

Seconds Per Spectrum
lon Count Threshold
First Mass

Last Mass

Accumulate Spectra

Standby at End of Acquisition
—= Centroid Spectra Settings <—

Centroid Spectra

--= System Settings =—-
Gas Control Mode
Syringe Pump Mode
Syringe Pump Rate
Syringe Diameter

Min Analyzer Mass
Max Analyzer Mass

ON

POS

ON

ON

ON
5.0126144E-007
71.956893

10

4509.96
300.05

14990
10.01
5.49
0.10
-24.00
999.76
140.01
140.01

490.00
213.11
10.00
3909.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 09:48, August 05, 2011



Electronic Supplementary Material (ESI) fgr Organjc
This journal is © The Royal Society of Ch@nlstry zm

©

eagsy

@ O @ O @

CREpUSEYS ~

MMNN A
@ O @ @ O @

ﬁ # MOMHOHMMMON®NH MO m

NAME LG-72
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD 5 mm
0 PULPROG
D
SOLVENT
///////“\\() ()\<V//”\\()>/”\\\v//() NS
DS
f;;; 5 / SWH
FIDRES
Al
10¢ 0 RS
DW
DE
TE
D1 1.
TDO
======== CHANN
NUC1
P1
PL1
PLIW 13.
SFO1 40!
S1
SF 40!
WDW
SSB
LB
GB
PC
I J . J
L I L B B B BRI T R \ i I T
10 6 5 4 3 2 ppm
8 &l N 5
i i : ; NAME
o - ® © EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS
DS
SWH
FIDRES
AQ
RG
DW
DE
TE
D1
D11
TDO
NUC1
P1
PL1
PL1W
SFO1
CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SF02
Sl
SF
WDW
SSB
LB
] 1 GB
PC
T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 ppm
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5_Alkyne-P8-Maleimide
1

1
20110624
12.35

spect
PABBO BB-
zg30
65536
CDCI3

16

2
8802.817 Hz
0.134320 Hz

3.7224948 sec

56.800 usec
6.50 usec
K

00000000 sec
1

-0.60 dB
81451130 W
0.1320007 MHz
32768
0.1300000 MHz

EM

0
0.30 Hz

0
1.00

LG-725_Alk-P8-Mal
2

1
20111229
14.04
spect
5 mm PABBO BB-
zgpg30
65536
CDCI3
1024
4
28985.508 Hz
0.442284 Hz
1.1305633 sec
4096
17.250 usec
6.50 usec
296.5 K
2.00000000 sec
0.03000000 sec

80.88274384 W
125.7709936 MHz

CHANNEL f2 ========
waltzl6
1H
80.00 usec
1.20 dB
15.40 dB
15.40 dB
17.72078514 W
0.67372549 W
0.67372549 W
500.1320005 MHz
32768
125.7577890 MHz
EM
0
1.00 Hz
0
1.40
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This journd pplieeBiosysten s Matiner Sy stem 5268

Mariner Spec /1:29 (T /0.00:0.50) ASC[BP = 510.3, 123]

100 510.2936 1230
/ [M+Na]+
90
80
(0]
AP O~
7] / o o 5 N /
10c¢ o
1 Chemical Formula: C,3H3,NOy,
Exact Mass: 487.2417

E
2
g 50
;

40

3

20

1

512.3008
o G 4TBE 2121321 380.3801 1533‘3&5]523.59@3713.9193 876.6408519.3513 10239074 11455314 1771.9815 1432 3688 541 65001643.9810 1785.7773 1804 087 5 "
449.0 ' ﬂ§.2 I azju ' 12119.6 I Im ' 2000.0

Acquired: Jun 24 15:09:00 2011

Mariner Mass Spectrum
C:\Mariner\Data\201 1\Jun\24 FriLNG-725001._dat

Mass (miz}

—= Mariner System State <—

Instrument State

lon Polarity

Auwxllary Gas

Curtain Gas

Nebulzer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

—= Source Seftings <—
Spray Tip Potential
SCIEX Heater

> API Interface Setlings <--

MNozzle Potential
Skimmer 1 Potential
Quadrupole DT Potential
Deflection Voltage
Einzel Lens Potential
Cuuadrupole RF Voltage
Quadrupole Temperature
Nozzle Temperature

--= Analyzer Settings =-
Push Pulse Potential
Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

--= Spectrum Acguisition Settings <

Seconds Per Spectrum
lon Count Threshold
First Mass

Last Mass
Accumulate Spectra

Standby at End of Acquisition
—= Centroid Spectra Settings <--

Centroid Spectra

--» System Settings <-
Gas Control Mode
Syringe Pump Mode
Syringe Pump Rate
Syringe Diameter

Min Analyzer Mass
Max Analyzer Mass

ON

POS

ON

ON

ON
5.0174991E-007
78.221559

10

4509.96
300.05

40.04
10.01
5.49
0.10
-24.00
999.76
140.01
140.01

450.00
2131
10.00
3599.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 15:10, June 24, 2011
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Method A /\/O o o
OH N fﬂoh
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n NO
2

13a-c

0 OH
HO™ >~ MO%V ]
n

1a-c J n=2,4o0r6

Method B 11a-c J

Route 1 ) N: Q
0 NHy <—— Ny~ %AO%\/
Ns/\/ \é/\o>/n\/ 2 3 n O
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NAME ZH3-123-P_N3-P4-0H
EXPNO 1
PROCNO 1
Date_ 20111010
Time 21.04
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 18
DW 56.800 usec
DE 6.50 usec
TE 292.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
Sl 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME ZH3-123-P_N3-P4-0H
EXPNO 2
PROCNO 1
Date_ 20111010
Time 22.05
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 812
DwW 20.800 usec
DE 6.50 usec
TE 294.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1
P1 9.99 usec
PL1 -3.00 dB
PL1W 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL 2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Si 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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1004

TOH

% Inke nsity

104

osysternshanitor System 5268

Mariner Spec /1:46 (T /0.00:0.81) ASC[BP = 242.1, 5275]

242 0553

<« [M+Na]

Unidentified Peak

252 1164

2spoaan T8 g g B80.1641

o) OH
Ns/\/ O

2
Chemical Formula: CgH{7N304
Exact Mass: 219.1219

11a

=

4302

Acquired: Oct 11 11:20:00 2011
Mariner Mass Spectrum
C:Mariner Data\201 1\Octi11 Tue\ZH3-123001 dat

A4

Mass (m/z)

12fas ' 1608

69

--= Mariner System State =--
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

cors.phebulzer Gas

Calibration Constant A
Calibration Constant B
TDC Deadtime

--= Source Settings =--
Spray Tip Potential
SCIEX Heater

—= APl Interface Setfings <--
Mozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole AF Voltage
Quadrupole Temperature
Nozzle Temperature

—= Analyzer Settings =—-
Push Pulse Potential
Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

—-= Spectrum Acquisition Settings =

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate S

Standby at End of Acquisition
—= Centroid Spectra Setfings =--
Centroid Spectra

= System Settings =--

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

FOS

ON

ON

ON

5.0146867 E-00%
7779832

10

4509.95
300.05

40.04
10.01
5.49
0.10
-24.00
99976
140.01
140.1

490.00
2131
10.00
3999.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 11:22, October 11, 2011
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NAME ZH3-123-A_N3-P4-N3
EXPNO 1
PROCNO 1
Date_ 20111007
Time 14.08
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
D 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 9
Dw 56.800 usec
DE 6.50 usec
TE 292.9 K
D1 1.00000000 sec
TDO 1
======== CHANNEL 1 ========
NUC1 H
P1 14.85 usec
PL1 -0.60 dB
PLIW 13.81451130 W
SFO1 400.1320007 MHz
Sl 32768
SF 400.1300000 MHz
WDW EM
SSB (0]
LB 0.30 Hz
GB 0
PC 1.00
NAME ZH3-123-A_N3-P4-N3
EXPNO 2
PROCNO 1
Date_ 20111007
Time 22.02
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 812
Dw 20.800 usec
DE 6.50 usec
TE 294.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
—————=== CHANNEL f1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
—======= CHANNEL f2 ========
CPDPRG2 waltz1l6
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Si 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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—= Mariner System State <--

Mariner Spec /1:28 (T /0.00:0.48) ASC[BP = 267.2, 7T24] Instrument State ON
lon Polarity POS
Auxillary Gas ON
Curtain Gas ON
Mebulzer Gas ON
100, 25?'152? [M+Na]* 242 Calibration Constant A 5.0146867E-007
Calibration Constant B 77798312
TDC Deadtime 10
-—= Source Settings <--
Spray Tip Potential 4509.95
90 SCIEX Heater 300.05
-= APl Interface Settings <--
MNozzle Potential 40.04
Skimmer 1 Potential 10.01
Quadrupole DC Potential 5.49
80 Deflection Voltage 0.10
Einzel Lens Potential -24.00
Quadrupole RF Voltage 99976
/o) N Quadrupole Temperature 140.01
SN 3 Nozzle Temperaiure 140.01
704 N3 O —= Analyzer Settings «—
2 Push Pulse Potential 490.00
Pull Pulse Potential 21311
1 . Pull Bias Potential 10.00
Chemical Formula: CgH6NgO3 Acceleration Potential 3999.94
50 . Reflector Potential 1549.99
Exact Mass: 244.1284 Detasor votags 1oaaae
—= Spectrum Acquisition Settings =
12a Seconds Per Spectrum 1.00
- lon Count Threshold 0.00
2 o First Mass 50.00
£ Last Mass 2000.00
# Accumulate Spectra OFF
Standby at End of Acquisition OFF
-= Centroid Spectra Settings =--
a0 Centroid Spectra OFF
--= System Settings =-
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
20 Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
+
201 Tetrabutyl ammonium TBA
104
240 3180
o 1004.3623 1112.1356 1220.2335 1345.4503  1472.3183  1611.10131713.1530 18321213 L
29.0 2000.0
Mass (m'z)
Acquired: Dec 29 15:52:00 2011 Printed: 15:53, December 23, 2011

Mariner Mass Spectrum
CAMariner\Data\201 1\Dec\29 ThurSJS- PEG4-diazide002.dat

71
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NAME ZH3-124-P_N3-P4-PNPC
EXPNO 1
PROCNO 1
Date_ 20111012
Time 21.23
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 25.4
DW 56.800 usec
DE 6.50 usec
TE 292.8 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1l ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1IW 13.81451130 W
SFO1 400.1320007 MHz
Si 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME ZH3-124-P_N3-P4-PNPC
EXPNO 2
PROCNO 1
Date_ 20111012
Time 23.23
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
TD 65536
SOLVENT CDCI3
NS 2048
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 80.6
DW 20.800 usec
DE 6.50 usec
TE 294.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1l ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PL1IW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
S1 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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This journd ol fed By SysteniSiarmernsystem 5268

--= Mariner System State <--
Mariner Spoc /1:28 (T /0.00:0.48) ASC[BP = 407.0, 215] > ys =

Instrument State ON
lon Polarity POS
Auwllary Gas OM
Curtain Gas ON
Nebulzer Gas ON
1007 oo #52 ¢ alibration Constant A 5.0146867E-007
+ Calibration Constant B 77798312
< [M+Na] TDC Deadtime 10
-—= Source Sefttings =--
Spray Tip Potential 4508.96
904 SCIEX Heater 300.05
—= APl Interface Settings <--
Mozzle Potential 40.04
Skimmer 1 Potential 10.M1
CQuuadrupole DC Potential 5.49
80 Deflection Voltage 0.10
Einzel Lens Potential -24.00
Quadrupole RF Voltage 99976
Cuadrupole Temperature 140.01
o) MNozzle Temperature 140.01
THH N N \é/\o>/\/o O - Analyzer Settings <
3 Y Push Pulse Potential 490.00
2 \O\ Pull Pulse Potential 21311
o) NO Pull Bias Potential 10.00
2 Acceleration Potential 3999.94
B0 Reflector Potential 1549.99
. Detector Voltage 1700.24
Chemical Formula: C]5H20N408 —= Spectrum P?cquisition Settings <--
Seconds Per Spectrum 1.00
z Exact Mass: 384.1281 lon Count Threshold 0.00
2 o First Mass 50.00
= Last Mass 2000.00
# Accumulate Spectra OFF
13a Standby at End of Acquisition OFF
—= Centroid Spectra Setflings <—
a0 Centroid Spectra OFF
--= System Settings «=--
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
a0 Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
Unidentified Peak
204
Y
104 3574587
3001044 || 4230278
74000 181403 ,|_L_ Ul A 582 2055 751.9543 977.13491017 8466 1121.9504 1240.8755 1355.0749  1503.9541 16460327 1{770.5363 18838387
0 ; . ¥ ; T ]
44.0 4302 2204 ixfas 1600.8 2000.0
Mass (m'z)
Acguired: Oct 14 09:16:00 2011 Printed: 09:17, October 14, 2011

Mariner Mass Spectrum
CiMariner\Data\201 1"Oct\14 FrizH3-124001.dat

73
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES

AQ
RG
DW
DE

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SF02
S1

SF
WDW
SSB
LB

GB

PC

LG-799M_N3-TEG
4

1

20111012
11.01
spect

5 mm PABBO BB-
zg30

65536
CDCI3

16

2

8802.817
0.134320
3.7224948
28.5
56.800
6.50

292.3
1.00000000
1

-0.60
13.81451130
400.1320007

32768
400.1300000

EM

0
0.30
0
1.00

LG-799M_N3-TEG-
5

1

20111012
11.57
spect

5 mm PABBO BB-
zgpg30
65536
cDCI3

512

4
24038_461
0.366798
1.3631988
80.6
20.800
6.50

294.3
2.00000000
0.03000000

CHANNEL 1 ====

-3.00
73.67452240
100.6228298

CHANNEL f2 ====
waltzl6

1H

80.00

-0.65

13.40

13.40
13.97447491
0.54996562
0.54996562
400.1316005
32768
100.6126885
EM

0

1.00

0

1.40

-OMs

OMs
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This jourﬂpp@]@@

100+

TiH

% Inie nsity

/

2#.25
! ik

sCMariner 8ystem 5268

Mariner Spec /1:25 (T/0.00:0.43) ASC[BP = 320.1, 1830]

200583

< [M+Na]’

N3 /\/O\é/\0>/\/OMS
2

Chemical Formula: CgH;9N30gS
Exact Mass: 297.0995

+

Tetrabutyl ammonium TBA

151082

3711808

14a

o

lﬂhz

Acquired: Oct 13 11:20:00 2011
Mariner Mass Spectrum
CAMariner\Data\2011vOcti13 ThurlLNG-793M002.dat

8704

Mass (m'z)

|2'II&B

75

—= Mariner System State <—
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

1gpophebulzer Gas

Calibration Constant A
Calibration Constant B

TDC Deadtime

--= Source Settings =-—
Spray Tip Potential

SCIEX Heater

--= APl Interface Settings <
Nozzle Potential

Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Mozzle Temperaiure

—= Analyzer Settings =-
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential

Detector Voliage

—= Spectrum Acquisition Settings <—
Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Specira
Standby at End of Acquisition
--= Centroid Spectra Settings <--
Centroid Spectra

—= System Settings =—-

Gas Control Mode

Syringe Pump Mode
Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

POs

ON

ON

ON

5.0146867 E-00%
77.798312

10

4509.96
300.05

40.04
10.01
5.49
0.10
-24.00
999.76
140.01
140.01

490.00
2131
10.00
3909.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 11:21, October 13, 2011
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NAME LG-802_N3-TEG-1odo
EXPNO 1
PROCNO 1
Date_ 20111012
Time 20.16
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 28.5
DwW 56.800 usec
DE 6.50 usec
TE 292.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL 1 ========
NUC1 1H
P1 14 .85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
S1 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME LG-802_N3-TEG-1odo
EXPNO 2
PROCNO 1
Date_ 20111012
Time 21.17
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
1.3631988 sec
RG 912
DW 20.800 usec
DE 6.50 usec
TE 294.3 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
—======= CHANNEL f1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PL1IW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl1l6
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SFO2 400.1316005 MHz
S1 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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This journalippNedRBiROSysternS AMarNree Sy stem 5268
Mariner Spec /1:35 (T/0.00:0.61) ASC[BP = 352.0, 917]
100 351.9791 @169
< [M+Na]’

904

B804

701 o |

2
m- .
Chemical Formula: CgH;4IN;O4

. Exact Mass: 329.0236
]
£ 15a
-

A0

304

Unidentified Peaks
20
711146
10
300. 4
ol E0T194) 1214'[',“'74 I_ 4:‘53 SO07.1301  g30.0671  747.4165 843.5533 9831507 11628052 1918.02531420.6142 1541.0727 1673.4755 1787.4B02 1B07.0065 -
49.0 I aahz I 4 I 1211&6 I 1 ' 2000.0
Mass {m'z)

Acquired: Oct 13 11:43:00 2011
Mariner Mass Spectrum

CAMariner\Data\201 1'Octv13 ThurLNG-802001.dat

77

-> Mariner System State <--
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

Mebulzer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

—> Source Seftings <—
Spray Tip Potential
SCIEX Heater

--= APl Interface Settings <—
Mozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Maozzle Temperature

-= Analyzer Settings =
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

--= Spectrum Acquisition Settings =—

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra

Standby at End of Acquisition
—= Centroid Spectra Settings <—
Centroid Spectra

-= System Settings =

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

POS

ON

ON

ON
5.0146867E-007
77.798312

10

4509.96
300.05

40.04
10.01
5.49
010
-24.00
999.76
140.01
140.01

490.00
213.11
10.00
3999.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 11:44, October 13, 2011
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

LG-801_N3-TEG-NPth
1

1
20111012
18.10
spect
5 mm PABBO BB-
zg30
65536
CDCI3
16
2
8802.817 Hz
0.134320 Hz
3.7224948 sec
25.4
56.800 usec
6.50 usec
292.5 K
1.00000000 sec
1

CHANNEL f1 ========

14 .85 usec
-0.60 dB
13.81451130 W
400.1320007 MHz
32768
400.1300000 MHz
EM

0
0.30 Hz
0

1.00

LG-801_N3-TEG-NPth
2

1
20111012
19.12

spect
5 mm PABBO BB-
zgpg30
65536
CDCI3
1024
4
24038.461 Hz
0.366798 Hz
1.3631988 sec
80.6
20.800 usec
6.50 usec
294.4 K
2.00000000 sec
0.03000000 sec

-3.00
73.67452240 W
100.6228298 MHz

CHANNEL f2 ========
waltzl6
1H
80.00 usec
-0.65 dB
13.40 dB
13.40 dB
13.97447491 W
0.54996562 W
0.54996562 W
400.1316005 MHz
32768
100.6126885 MHz
EM

0
1.00 Hz
0

1.40
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1425

This jourr it sScMariner8ystem 5268
Mariner Spec /1:33 (T/0.00:0.57) ASC[BP = 371.1, 143]
1004 71,0903
< [M+Na]’
90
80
(@)
7 /\/O N
N3 o)
2 o
m- -
Chemical Formula: C;gH»9N4Os5
. Exact Mass: 348.1434
o
-
16a
4 .
Tetrabutyl ammionium
+
TBA
3
20
3:3111? [M+H]+
10
24226840 | Aep qezm
B2 3850 |153'm+ |32 ! 3321 4441805636 0BTS B37.9708 737.1149  BE0.9G7I052 1448 1044 6322 12350014 13483892 14750085 1674.4088 1796.6002
o ' he ' st ' 2l ' e '

Acquired: Oct 13 11:28:00 2011

Mariner Mass Spectrum

CAMariner\Data\201 1'Octv13 ThuriLNG-801001.dat

Mass {m'z)

79

- Mariner System State <--
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

Mebulzer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

—> Source Seftings <
Spray Tip Potential
SCIEX Heater

--= APl Interface Settings =--
Mozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Maozzle Temperature

= Analyzer Settings =
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

--= Spectrum Acquisition Settings =—

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra

Standby at End of Acquisition
—= Centroid Spectra Settings <—
Centroid Spectra

= System Settings =

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

POS

ON

ON

ON
5.0146867E-007
77.798312

10

4509.96
300.05

40.04
10.01
5.49
010
-24.00
999.76
140.01
140.01

490.00
213.11
10.00
3999.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 11:30, October 13, 2011
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NAME Jan20-2012_N3-P4-NH2
EXPNO 1
PROCNO 1
Date_ 20120120
Time 12.40
P NH; éggEﬁBM 5 mn PABBO. BB
mm -
N3 9 PULPROG 2930
2 TD 65536
SOLVENT CDCI3
i7a i y
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 20.2
DW 56.800 usec
DE 6.50 usec
TE 293.7 K
D1 1.00000000 sec
TDO 1
—======= CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1IW 13.81451130 W
SFO1 400.1320007 MHz
Si 32768
SF 400.1300000 MHz
WDW EM
SSB 0
l AJ LB 0.30 Hz
GB 0
PC 1.00
AR IR \ IR I I AR AR \ IR
10 9 8 7 6 5 4 3 2 1 ppm
rﬁ <t Otj o (o]
N|=|©o| S )
SN - NAME Jan20-2012_N3-P4-NH2
288  BQRRIIEYEENYSS Frocio !
.S SAEREBBRIZRIIBR Date_ 20120120
YRR OOONTAAdAd A0 O Y o Time 18.16
R PRRRNNEIIRRRIBY ;gggﬁg’\" SmmPABngggt
\\/(/ L\:::é;£Sséqi;iééééi‘ﬁjgéiﬁjii/) PULPROG zgpg30
D 65536
SOLVENT cDCI3
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 724
DW 20.800 usec
DE 6.50 usec
TE 295.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
—======= CHANNEL f1 ========
NUC1 3C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL 2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SFO2 400.1316005 MHz
S1 32768
SF 100.6126885 MHz
WDW EM
| b 1.00 H
- Z
i A . . e °
PC 1.40
I I I I I I I I I I I
200 180 160 140 120 100 80 60 40 20 0 ppm

80
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This joundgpip etk BiosystemsMarine 8y stem 5268

100+

T

% Inke nsity

Mariner Spec /1:47 (T/0.00:0.83) ASC[BP = 219.1, 2797]

219.1202

< M

Unidentified Peak

250.1480

2631443 JATZN0 g sy

THE 3042
i

Ny~ > o\é/\o>/\/ NH
2

Chemical Formula: CgHgN4O;
Exact Mass: 218.1379

17a

ror.a

—= Mariner System State =--
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

Mebulzer Gas

" Calibration Constant A

oo

H§.2

Acquired: Oct 17 13:20:00 2011
Mariner Mass Spectrum
CAMariner\Data\201 1'Octi 17 Mon\LNG-804001 dat

Y

' 12fa6 ' 16098

Mass (m/z)

81

Calibration Constant B
TDC Deadtime

—= Source Sefttings =--
Spray Tip Potential
SCIEX Heater

—= API Interface Settings =--
MNozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage
Einzel Lens Potential
Quadrupole RF Voltage
CQuadrupole Temperature
Mozzle Temperature

—= Analyzer Settings =
Push Pulse Potential
Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

—= Spectrum Acquisition Settings =—

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra

Standby at End of Acquisition
—= Centroid Spectra Settings <—
Centroid Spectra

--= System Settings =--

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

POs

ON

ON

ON
5.0146867E-007
T7.798312

10

4509.96
300.05

40.04
10.01
5.49
0.10
-24.00
99976
140.01
140.01

490.00
213.11
10.00
3999.04
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 13:22, October 17, 2011
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NAME ZH3-143-C_N3-P6
EXPNO 1
PROCNO 1
Date_ 20111108
Time 21.08
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 10000.000
FIDRES 0.152588
AQ 3.2769001
RG 6.3
DwW 50.000
DE 6.50
TE 294 .2
D1 1.00000000
TDO 1
=—======= CHANNEL f1 ====
NUC1 1H
P1 14.75
PL1 1.20
PL1IW 17.72078514
SFO1 500.1330008
S1 32768
SF 500.1299631
WDwW EM
SSB 0
LB 0.30
GB 0
PC 1.00
NAME ZH3-143-C_N3-P6-0H
EXPNO 2
PROCNO 1
Date_ 20111108
Time 22.05
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 28985.508 Hz
FIDRES 0.442284 Hz
AQ 1.1305633 sec
RG 4096
DW 17.250 usec
DE 6.50 usec
TE 296.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 8.83 usec
PL1 0.00 dB
PL1W 80.88274384 W
SFO1 125.7709936 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 1.20 dB
PL12 15.40 dB
PL13 15.40 dB
PL2W 17.72078514 W
PL12W 0.67372549 W
PL13W 0.67372549 W
SF02 500.1320005 MHz
S1 32768
SF 125.7577890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

-OH
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This jourdgp etk Biospsiems MarinetoSystem 5268

—> Mariner System State <
Mariner Spec /1:40 (T /0.00:0.70) ASC[BP = 330.1, TT1] ’ i N

Instrument State ON
lon Polarity POS
Awdllary Gas ON
Curtain Gas ON
100+ 301119 7715 Mebulzer Gas ON
Calibration Constant A 5.0146867E-007
+ Calibration Constant B 77798312
< [M+Na] TDC Deadtime 10
—= Source Settings <—
Spray Tip Potential 4508.96
90 SCIEX Heater 300.05
—= APl Interface Settings <—
Mozzle Potential 40.04
Skimmer 1 Potential 10.01
Quadrupole DC Potential 5.49
80 Deflection Voltage 0.10
Einzel Lens Potential -24.00
Quadrupole RF Voltage 99976
Quadrupole Temperature 140.01
Mozzle Temperature 140.01
7 N /\/ O\é/\o>/\/ OH —= Analyzer Settings <
3 Push Pulse Potential 490.00
4 Pull Pulse Potential 21311
Pull Bias Potential 10.00
Acceleration Potential 3999.94
60| . . Reflector Potential 1549.99
Chemical Formula: C;,H;5N304 Detector Voltage 1700.24
Exact Mass: 307.1743 o B Bogs on SetngS <
3 lon Count Threshold 0.00
2 First Mass 50.00
= Last Mass 2000.00
# 11b Accumulate Specira OFF
Standby at End of Acquisition OFF
--= Centroid Spectra Setfings =-—
an Centroid Spectra OFF
--= System Settings <
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
10 Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
20
10 +
P — ||V |
509340 189.2305 45,1522 4400503 510.211B7050977790.0725 8937662 10187795 11316443 1261.3727 1371.3305 1477.8201 16800524 1B16.6384 o
49.0 4302 4 120 16008 2000.0
Mass {m'z)
Acquired: MNov 09 21:27:00 2011 Printed: 21:29, Movember 09, 2011

Mariner Mass Spectrum
CAMariner\Data\201 1'\Novi09 Wed ZH3-143-C001 dat

83
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NAME ZH3-143-A_N3-P6-N3
EXPNO 1
PROCNO 1
Date_ 20111108
Time 19.09
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDCI3

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2769001 sec
RG 7.1

DW 50.000 usec
DE 6.50 usec
TE 294 .0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H

P1 14.75 usec
PL1 1.20 dB
PL1W 17.72078514 W
SFO1 500.1330008 MHz
Sl 32768

SF 500.1299631 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
NAME ZH3-143-A_N3-P6-N3
EXPNO 2
PROCNO 1
Date_ 20111108
Time 20.05
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 28985.508 Hz
FIDRES 0.442284 Hz
AQ 1.1305633 sec
RG 4096
Dw 17.250 usec
DE 6.50 usec
TE 296.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
—======= CHANNEL f1 ========
NUC1 13C
P1 8.83 usec
PL1 0.00 dB
PL1W 80.88274384 W
SFO1 125.7709936 MHz
=—======= CHANNEL 2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 1.20 dB
PL12 15.40 dB
PL13 15.40 dB
PL2W 17.72078514 W
PL12W 0.67372549 W
PL13W 0.67372549 W
SFO2 500.1320005 MHz
S1 32768
SF 125.7577890 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0
PC 1.40
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TiH

% Inte nsity

?d2.28‘|9

Mariner Spec /1:46 (T /0.00:0.81) ASC[BP = 355.1, 4044]

366 10B2

< [M+Na]’

N3/\/ O\é/\o>/\/ Na
4

Chemical Formula: C1,H»4NgO5
Exact Mass: 332.1808

12b

371.0883 <—— [|V|+K]+

=

agh2 ' 8204 ' 12fas ' 16098

Mass (m/z)

Acquired: Nov 09 21:05:00 2011
Mariner Mass Spectrum
CiMariner\Data\201 1\Now\09 WedZH3- 143-A001.dat
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—= Mariner System State <—
Instrument State

lon Polarity

Awdllary Gas

Curtain Gas

gMNebulzer Gas

Calibration Constant A
Calibration Constant B
TDC Deadtime

--» Source Settings <—
Spray Tip Potential
SCIEX Heater

—= APl Interface Settings =<--
Nozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage
Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Mazzle Temperature

--= Analyzer Seitings =-
Push Pulse Potential
Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

- Spectrum Acquisition Settings =—

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Specira

Standby at End of Acquisition
—= Centroid Spectra Setlings <—
Centroid Spectra

--= System Settings «=--

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

POS

ON

ON

ON

5.0146867 E-007
77.798312

10

4509.96
300.05

40.04
10.01
5.49
0.10
-24.00
999.76
140.01
140.01

490.00
21311
10.00
3909.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 21:07, November 09, 2011
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NAME LG-835_N3-P6-PNPC
EXPNO 1
PROCNO 1
Date_ 20111201
Time 21.32
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 64
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2769001 sec
RG 25.4
DW 50.000 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1l ========
NUC1 H
P1 14.75 usec
PL1 1.20 dB
PL1IW 17.72078514 W
SFO1 500.1330008 MHz
Si 32768
SF 500.1299631 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME LG-835_N3-P6-PNPC
EXPNO 2
PROCNO 1
Date_ 20111201
Time 22.28
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g9pg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 28985.508 Hz
FIDRES 0.442284 Hz
AQ 1.1305633 sec
RG 4096
DW 17.250 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1l ========
NUC1 13C
P1 8.83 usec
PL1 0.00 dB
PL1W 80.88274384 W
SFO1 125.7709936 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 1.20 dB
PL12 15.40 dB
PL13 15.40 dB
PL2W 17.72078514 W
PL12W 0.67372549 W
PL13W 0.67372549 W
SF02 500.1320005 MHz
Si 32768
SF 125.7577890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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--= Mariner System State «<--
Mariner Spee /1:23 (T/0.00:0.39) ASC[BP = 479.1, 383] - ye =

Instrument State ON
lon Polarity POS
Auwxllary Gas ON
Curtain Gas ON
A79.1313 Mebulzer Gas ON
1007 %827 Calibration Constant A 5.0146867E-007
. Calibration Constant B 77798312
< [M+Li] TDC Deadtime 10
—= Source Settings <-—-
Spray Tip Potential 4509.96
901 SCIEX Heater 300.05
—= APl Interface Settings =--
Mozzle Potential 40.04
Skimmer 1 Potential 10.01
0 Quadrupole DT Potential 549
8 N SN o O (@) Deflection Voltage 0.10
3 Y Einzel Lens Potential -24.00
4 Quadrupole RF Voltage 99976
@] NO Quadrupole Temperature 140.01
2 Nozzle Temperature 140.01
T —= Analyzer Seftings <--
. Push Pulse Potential 490.00
Chemical Formula: C;9H»gN4O1, Pull Pulse Patential 21311
Pull Bias Potential 10.00
Exact Mass: 472.1805 Acceleration Potential 3999.94
50 Reflector Potential 1549.99
Detector Voltage 1700.24
—= Spectrum Acquisition Settings =--
13b Seconds Per Spectrum 1.00
£ lon Count Threshold 0.00
2 First Mass 50.00
= Last Mass 2000.00
# Accumulate Spectra OFF
Standby at End of Acquisition OFF
—= Centroid Spectra Settings <—
2 Centroid Spectra OFF
—= System Settings =—-
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Raie 50.00
20 Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
20
495.1131
10
+
<———— [M+Na]
128.1192 5
07.8142 | au.t.sa'!fgam 523.1402  B83.2384704 gy 0047976 10004140 1120.6387 1250.5004 13652976 15764068 16323780 1744.7354 1866.34B0
490 ' 1202 ' 8204 ' 12as ' 16008 ' 2000.0
Mass (m/'z)
Acquired: Dec 02 10:00:00 2011 Printed: 10:01, December 02, 2011

Mariner Mass Spectrum
CiMarinerData\2011\Dec\02 FrilLNG-835001_dat
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NAME ZH3-144 N3-P6-0Ms
EXPNO 1
PROCNO 1
Date_ 20111206
Time 19.07
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDCI3

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2769001 sec
RG 22.6

DW 50.000 usec
DE 6.50 usec
TE 294.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H

P1 14.75 usec
PL1 1.20 dB
PL1W 17.72078514 W
SFO1 500.1330008 MHz
Si 32768

SF 500.1299631 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
NAME ZH3-144_N3-P6-0Ms
EXPNO 2
PROCNO 1
Date_ 20111206

Time 20.04
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

D 65536
SOLVENT CDCI3

NS 1024

DS 4

SWH 28985.508 Hz
FIDRES 0.442284 Hz
AQ 1.1305633 sec
RG 4096

DW 17.250 usec
DE 6.50 usec
TE 296.7 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
—======= CHANNEL f1 ========
NUC1 13C

P1 8.83 usec
PL1 0.00 dB
PL1W 80.88274384 W
SFO1 125.7709936 MHz
—======= CHANNEL 2 ========
CPDPRG2 waltz16

NUC2 1H
PCPD2 80.00 usec
PL2 1.20 dB
PL12 15.40 dB
PL13 15.40 dB
PL2W 17.72078514 W
PL12W 0.67372549 W
PL13W 0.67372549 W
SFO2 500.1320005 MHz
Si 32768

SF 125.7577890 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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Mariner Spec /1:27 (T/0.00:0.47) ASC[BP = 408.1, 202]

A08.085

1

201.

1007
< [M+Na]’

20+

a0

70

o OMs
N3/\/ \</\O>/\/
4
B0
Chemical Formula: C;3H,7N3;04S
£ Exact Mass: 385.1519
& 50
2
14b

40

31 Unidentified Peak

2 487.2200

239.1956 <« [M+CH N]Jr
6 16
i
410,117
241.1938
o L0813 148 727 5313127, BE3.2741 S16.9085  941.1223 10362007 1257.1B52 1358 54061463 4857 15756418 1679.4555 LR
a0 o a3z ' 8204 ' 12l0e ' 16do.8 ' 2000.0
Mass (m'z)

Acguired: Dec 06 15:49:00 2011

Mariner Mass Spectrum
CAMarineriData\ 2011\ Dec\06 Tug\ZH3-144002 dat
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=

= Mariner System State <--
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

Nebulzer Gas

Calibration Constant A
Calibration Constant B

TDC Deadtime

—= Source Settings <--
Spray Tip Potential

SCIEX Heater

—= APl Interface Settings <—
Nozzle Potential

Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Mozzle Temperature

—> Analyzer Seftings -
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential

Detector Voltage

—= Spectrum Acquisition Settings <
Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra
Standby at End of Acquisition
-= Centroid Spectra Settings =--
Centroid Spectra

--= Sysiem Settings =-

Gas Control Mode

Syringe Pump Mode
Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

oM

POS

ON

ON

ON

5.0146867 E-00F
77.798312

10

4509.96
300.05

40.04
10.01
5.49
0.10
-24.00
999.76
140.01
140.01

490.00
213.11
10.00
39099.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 15:50, December 06, 2011
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

TD
SOLVENT

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

ZH3-145_N3-P6-1
1

1

20111207

20.24

spect

5 mm PABBO BB-
zg30

65536

CDCI3

16

2
10000.000 Hz
0.152588 Hz
3.2769001 sec
25.4
50.000 usec
6.50 usec
294.8 K
1.00000000 sec
1

CHANNEL f1 ========

14.75 usec
1.20 dB
17.72078514 W
500.1330008 MHz
32768
500.1299631 MHz
EM
0
0.30 Hz

0
1.00

ZH3-145_N3-P6-1
2

1
20111207
21.21
spect
5 mm PABBO BB-
zgpg30
65536
CDCI3
1024
4
28985.508 Hz
0.442284 Hz
1.1305633 sec
4096
17.250 usec
6.50 usec
296.9 K
2.00000000 sec
0.03000000 sec

8.83 usec

0.00 dB
80.88274384 W
125.7709936 MHz

CHANNEL 2 ========
waltzl6
1H
80.00 usec
1.20 dB
15.40 dB
15.40 dB
17.72078514 W
0.67372549 W
0.67372549 W
500.1320005 MHz
32768
125.7577890 MHz
EM
0
1.00 Hz
0
1.40
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Mariner Spec /1:27 (T /0.00:0.46) ASC[BP = 440.0, 137] > Marner System State < on
lon Polarity POS
Auxillary Gas ONM
Curtain Gas ON
7 Nebulizer Gas ON
100 T 13T Calibration Constant A 50146867 E-007
Calibration Constant B T7.798312
TDC Deadtime 10
+ -= Source Settings =-—
< [M+Na] Spray Tip Potential 4500.96
90 SCIEX Heater 300.05
—= APl Interface Settings <—
Mozzle Potential 40.04
Skimmer 1 Potential 10.01
Quadrupole DC Potential 5.49
80 Deflection Voltage 0.10
Einzel Lens Potential -24.00
NS/\/O\é/\O>/\/ ! Quadrupole RF Voltage 999.76
Quadrupole Temperature 140.01
4 Mozzle Temperature 140.01
T4 = Analyzer Settings =—-
Push Pulse Potential 490.00
i . Pull Pulse Potential 21311
Chemical Formula: C15,H,4IN3O5 ol B 060
. Acceleration Potential 399994
50 EX&Ct MaSS' 417'0761 Reflector Potential 1549.99
Detector Voltage 1700.24
—= Spectrum Acquisition Settings -
15b Seconds Per Spectrum 1.00
& lon Count Threshold 0.00
2 First Mass 50.00
£ Last Mass 2000.00
# Accumulate Spectra OFF
Standby at End of Acquisition OFF
—= Centroid Spectra Settings <—
an Centroid Spectra OFF
--= Sysiem Settings =-
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
a0 Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
20
10 §35.0831
1881237 A18.2008
£3.5046 J_ 305.44p4 | | 514.0574805.2325 705 8754 8B1.0470 975,00501067 3024 11002914 1325.7400 1443.3342 1560B0B9 17004168 18508830
i} T ; 7 ; : 0
490 4302 8204 12fas 16008 2000.0
Mass (m/z)
Acquired: Dec 08 09:07:00 2011 Printed: 09:08, December 08, 2011

Mariner Mass Spectrum
C:MarinerData\201 1\Dec\08 Thur'ZH3-145001.dat
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NAME ZH3-146_N3-P6-NPth
EXPNO 1
PROCNO 1
Date__ 20111207
Time 22.21
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2769001 sec
RG 25.4
DW 50.000 usec
DE 6.50 usec
TE 294.5 K
D1 1.00000000 sec
TDO 1
=—======= CHANNEL f1 ========
NUC1 1H
P1 14.75 usec
PL1 1.20 dB
PL1W 17.72078514 W
SFO1 500.1330008 MHz
SI 32768
SF 500.1299631 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

NAME ZH3-146_N3-P6-NPth

EXPNO 2

PROCNO 1

Date_ 20111207

Time 23.17

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

TD 65536

SOLVENT CDCI3

NS 1024

DS 4

SWH 28985.508 Hz

FIDRES 0.442284 Hz

AQ 1.1305633 sec

RG 4096

DW 17.250 usec

DE 6.50 usec

TE 296.8 K

D1 2.00000000 sec

D11 0.03000000 sec

TDO 1

=—======= CHANNEL 1 ========

NUC1 13C

P1 8.83 usec

PL1 0.00 dB

PL1W 80.88274384 W

SFO1 125.7709936 MHz

—======= CHANNEL 2 ========

CPDPRG2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 1.20 dB

PL12 15.40 dB

PL13 15.40 dB

PL2W 17.72078514 W

PL12W 0.67372549 W

PL13W 0.67372549 W

SFO2 500.1320005 MHz

Sl 32768

SF 125.7577890 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40
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TOH

% Inke nsity

104

e

3301227

720321 1BRI[iT4 3{0.2452

Mariner Spec /1:52 (T/0.00:0.91) ASC[BP = 459.1, 276]

459,121

< [M+Na]’

Unidentified Peak

jo4. 1786

5£3.1833 B53.2T16

8006804 DOB 4745

0 C
N
Ns/\/OMO%\/
. o)

1037 44341140 B4TE 1248 4753 1374 6438 15058720
T T

Chemical Formula: C,)H,gN,O5
Exact Mass: 436.1958

16b

16401643

1796 5760
T

276

L] -l-ﬂh.

Acquired: Dec 08 09:33:00 2011
Mariner Mass Spectrum
CAMariner Data\2011'Dec\08 ThurZH3-146002 dat

2

8204

Mass (m'z)

121]9.6 'I-EI.J!D.,B

93

R

-—= Mariner System State =
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

Mebulzer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

—=> Source Seftings =-—
Spray Tip Potential
SCIEX Heater

—= APl Interface Settings <—
Mozzle Potential
Skimmer 1 Potential
CQuadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Mozzle Temperature

--= Analyzer Settings =-
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

-= Spectrum Acquisition Settings =--

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra

Standby at End of Acquisition
—= Centroid Spectra Settings <—
Centroid Spectra

--= System Settings «--

Gas Control Mode

Syringe Pump Mode

Syringe Pump Rate

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

ON

POS

OMN

ON

ON
5.0146867E-007
T7.798312

10

4509.95
300.05

40.04
10.01
5.49
0.10
-24.00
99976
140.01
140.01

490.00
213.1
10.00
3999.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 09:34, December 08, 2011
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NAME ZH3-147_N3-P6-NH2
EXPNO 1
PROCNO 1
Date_ 20111208
Time 0.18
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2769001 sec
RG 25.4
DW 50.000 usec
DE 6.50 usec
TE 294.4 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.75 usec
PL1 1.20 dB
PL1W 17.72078514 W
SFO1 500.1330008 MHz
S1 32768
SF 500.1299631 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME ZH3-147_N3-P6-NH2
EXPNO 2
PROCNO 1
Date_ 20111208
Time 1.14
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 28985.508 Hz
FIDRES 0.442284 Hz
AQ 1.1305633 sec
RG 4096
DW 17.250 usec
DE 6.50 usec
TE 296.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
—======= CHANNEL 1 ========
NUC1 13C
Pl 8.83 usec
PL1 0.00 dB
PL1IW 80.88274384 W
SFO1 125.7709936 MHz
—======= CHANNEL 2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 1.20 dB
PL12 15.40 dB
PL13 15.40 dB
PL2W 17.72078514 W
PL12W 0.67372549 W
PL13W 0.67372549 W
SF02 500.1320005 MHz
SI 32768
SF 125.7577890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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--= Mariner System State «<--
Mariner Spac /1:33 (T /0.00:0.57) ASC[EP = 307.2, 4777] - ys =

Instrument State ON
lon Polarity POS
Auwillary Gas ON
Curtain Gas ON
7 MNebulzer Gas ON
100, for- e #7785 alibration Constant A 5.0146867E-007
Calibration Constant B T7.79B312
TDC Deadtime 10
+ —= Source Seftings <-—-
< [M+H] Spray Tip Potential 4500.96
904 e} NH SCIEX Heater 300.05
N N 0O 2 --= APl Interface Setfings <—
3 Nozzle Potential 40.04
4 Skimmer 1 Potential 10.01
Quadrupole DT Potential 549
80 : . Deflection Vaoltage 0.10
Chemical Formula: C;,Hy6N4O5 Einzel Lens Potential -24.00
. Quadrupole RF Voltage 99976
ExaCt Mass. 306 1 903 Quadrupole Temperature 140.01
Mozzle Temperature 140.01
70 17b --= Analyzer Settings =--
Push Pulse Potential 490.00
Pull Pulse Potential 21311
Pull Bias Potential 10.00
Acceleration Potential 3999.94
50 Reflector Potential 1549.99
Detector Voltage 1700.24
- Spectrum Acquisition Settings =
Seconds Per Spectrum 1.00
F- lon Count Threshold 0.00
2 First Mass 50.00
£ Last Mass 2000.00
# Accumulate Spectra OFF
Standby at End of Acquisition OFF
-= Centroid Spectra Setlings =--
2 Centroid Spectra OFF
--= System Settings =
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
20 Syringe Diameater 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
204
104
0 _ 26p.1814 381.2335 8233155 , , , o
44.0 4302 2204 1226 16008 2000.0
Mass (m'z)
Acguired: Dec 08 09:50:00 2011 Printed: 09:51, December 08, 2011

Mariner Mass Spectrum
CiMariner\Data\201 1\Dec\08 ThurZH3-147002.dat
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NAME LG-674_OEG-Mono-N3
EXPNO 1
PROCNO 1
Date_ 20110413
Time 19.32
N SN O\é/\0>/\/OH INSTRUM spect
3 PROBHD 5 mm PABBO BB-
6 PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16
11c bs S
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 11.3
DW 56.800 usec
DE 6.50 usec
TE 298.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
S1 32768
SF 400.1300000 MHz
wDw EM
SSB 0
It LB 0.30 Hz
GB 0
PC 1.00
B 5 L M I A
10 9 8 7 6 5 4 3 2 1 ppm
Hrm o|m
oO(N|O|O
(’:I N[N~
O~ © 0o NAME LG-674_OEG-Mono-N3
TORBVOOYOXN O o EXPNO 2
NAHONNNNNODOONM BRECNO 201104&
Vo o woaaaw aa ate
RRRERERARRRE S Time 20.32
INSTRUM spect
L\t=$;§;;$>$¥éééif£:%:i/) PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 1150
DW 20.800 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
==== CHANNEL f1 ===
13C
9.99 usec
-3.00 dB
73.67452240 W
100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl1l6
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Sl 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
T " T " T " T " T " T " T " T " T " T " T " GB 0
200 180 160 140 120 100 80 60 40 20 0 ppm PC 1.40
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pcRBiosystems

This journaﬂ,’ppﬁ

System 5268

Mariner Spec /1:29 (T /0.00:0.50) ASC[BP = 418.3, 533]

~532.8

100- 419.3255
< [M+Na]
m.
m-
@) OH
: T
6
- Chemical Formula: C;gH33N304
Exact Mass: 395.2268
z lic
g 5o
m.
:m.
m.
104
a 537162 1518710242 3454 383.3012 ,"'EE'B':SB 5003872 TED 2004 8589075 058 1814 10625708 1207 2332 13181710 1425.40%31 1538 40471641 1767 1748 6841 18807078
o 43b2 8 12406 18098 200

Acquired: Jun 17 11:19:00 2011
Mariner Mass Spectrum
C:\MarinenData\201 1'Jur\17 Fri\SJS-A12-frac4001.dat

Mass (mz)

97

=)

--> Mariner System State <—
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

MNebulizer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

--» Source Settings <-
Spray Tip Potential
SCIEX Heater

- API Interface Settings <-
Nozzle Potential
Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Mozzle Temperature

--= Analyzer Settings <-
Push Pulse Potential
Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

-—= Spectrum Acquisition Settings <--

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra

Standby at End of Acquisition

-—= Centroid Spectra Settings <--

Centroid Spectra

--» System Settings <--
Gas Control Mode
Syringe Pump Mode
Syringe Pump Rate
Syringe Diameter

Min Analyzer Mass
Max Analyzer Mass

5.0174991E-007
78.221589
10

4509.96
300.05

149.80
10.1
5.49
0.10
-24.00
999.76
140001
140,01

490.00
213.11
10.00
3999.94
1548.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 11:21, June 17, 2011
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NAME LG-674_OEG-Di-N3
EXPNO 1
PROCNO 1
Date_ 20110413
Time 17.55
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 22.6
DW 56.800 usec
DE 6.50 usec
TE 298.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
Sl 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME LG-674_OEG-Di-N3
EXPNO 2
PROCNO 1
Date_ 20110413
Time 18.56
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 80.6
DwW 20.800 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
—======= CHANNEL f1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PL1W 73.67452240 W
SFO1 100.6228298 MHz
=—======= CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Si 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2012

04/15/2011 pos15-Apr-201109:06:34040.0000000010.00000000
LNG-674A-POS 23 (0.431) Cm (1:28) TOF MS ES+
100~ 443.2072 5.35e5
< [M+Na]’
O N
N3/\/ \</\O>/\/ 3
6
Chemical Formula: C;¢H3,NgO;
Exact Mass: 420.2332
12c
1442036 Unidentified Peak
e/
3871998 | 459 1705 < [M+K]
o 242.2885 | | |_497.2102788-3852 1 44 5747 38841272
0 | 250 500 750 1000 1250 1500 = 1750 = 2000 @ 2250 @ 2500 @ 2750 @ 3000 3250 3500 = 3750
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NAME LG-832_N3-0EG-PNPC
EXPNO 1
PROCNO 1
Date_ 20111122
Time 23.09
INSTRUM spect
O PROBHD 5 mm PABBO BB-
Ng/\/ 0 o_ 0O PULPROG 2930
Y D 65536
6 o) SOLVENT cDCI3
N02 NS 64
13¢c DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2769001 sec
RG 28.5
DW 50.000 usec
DE 6.50 usec
TE 294.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL Ff1 ========
NUC1 1H
P1 14.75 usec
PL1 1.20 dB
PL1W 17.72078514 W
SFO1 500.1330008 MHz
Sl 32768
SF 500.1299631 MHz
WDW EM
| N SSB 0
LB 0.30 Hz
GB 0
L L L L I I PC 1.00
10 9 8 7 6 5 4 3 2 1 ppm
o - [c0) [cel[=){=)
S} o =} N| <=
N N N N R N
NAME LG-832_N3-0EG-PNPC
EXPNO 2
PROCNO 1
Date 20111123
Time 0.06
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 28985.508 Hz
FIDRES 0.442284 Hz
AQ 1.1305633 sec
RG 4096
DW 17.250 usec
DE 6.50 usec
TE 296.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 8.83 usec
PL1 0.00 dB
PL1W 80.88274384 W
SFO1 125.7709936 MHz
=—======= CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 1.20 dB
PL12 15.40 dB
PL13 15.40 dB
PL2W 17.72078514 W
PL12W 0.67372549 W
PL13W 0.67372549 W
SF02 500.1320005 MHz
Sl 32768
‘ ’ SF 125.7577890 MHz
] WDW EM
SSB 0
LB 1.00 Hz
\ \ \ \ \ \ \ \ \ \ \ GB 0
PC 1.40
200 180 160 140 120 100 80 60 40 20 ppm
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This jouﬂpp

100

TH

% Inte nsity

242 PEED

8System 5268

Mariner Spec /1:23 (T /0.00:0.39) ASC[BP = 583.1, 247]

ER3 1205

< [M+Na]’

Ty

Chemical Formula: Cy3H34N4O45
Exact Mass: 560.2330

13c

+

57 4373 210738 311 8482

418.1702

_ A4§.1478

Tetrabutyl ammonium TBA

584 BEIT
Ll E78.2505772.0401 8727065 1002.5743 1121.8041 1247 8590 1383 2807 {512 2687

NO,

1661.0641

1795 8178

-= Mariner System State =<--
Instrument State
lon Polarity
Auxillary Gas
Curtain Gas
Nebulzer Gas

2469 Calibration Constant A
Calibration Constant B
TDC Deadtime
—= Source Settings <-—-
Spray Tip Potential
SCIEX Heater
—= APl Interface Settings <—
Nozzle Potential
Skimmer 1 Potential
CQuadrupole DC Potential
Deflection Voltage
Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
MNozzle Temperature
--= Analyzer Settings =--
Push Pulse Potential
Pull Pulse Potential
Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage
—> Spectrum Acquisition Settings <--
Seconds Per Spectrum
lon Count Threshold
First Mass
Last Mass
Accumulate 5
Standby at End of Acquisition
—> Centroid Spectra Settings <--
Centroid Spectra
--= System Settings =—
Gas Control Mode
Syringe Pump Mode
Syringe Pump Rate
Syringe Diameter
Min Analyzer Mass
Max Analyzer Mass

a2
=

Acquired: Nov 22 15:15:00 2011
Mariner Mass Spectrum

-ﬁhz

sﬁu 121I&B
Mass (m'z)

CiMarineriData\201 1\Nov\22 Tue\LNG-832001.dat

101

1600.8

OMN

POSs

OMN

ON

ON

5.0146867 E-007
T7.798312

10

4509.96
300.05

40.04
10.01
5.49
0.10
-24.00
999.76
140.01
140.01

490.00
2131
10.00
3999.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 15:17, November 22, 2011
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NAME LG-678M_OMs-0OEG-N3
EXPNO 1
PROCNO 1
Date_ 20110419
Time 19.33
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 64
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
/\/0 OMs AQ 3.7224948 sec
N3 O RG 25.4
6 DW 56.800 usec
DE 6.50 usec
TE 292.6 K
14c D1 1.00000000 sec
TDO 1
=—======= CHANNEL f1 ========
NUC1 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
S1 32768
SF 400.1300000 MHz
WDW EM
SSB 0
A — LB 0.30 Hz
GB 0
D O D L B MR I PC 1.00
10 9 8 7 6 5 4 3 2 1 ppm
™ D] |
[} oMo |o™
- ﬁ: :rc\i rmj NAME LG-678M_OMs-OEG-N3
N EXPNO 2
PROCNO 1
BRBYRRERLBBY8E Date. 20130013
NOOINONANANT ST O Time 21.29
o) ddddo0o®d ol INSTRUM spect
RRRNRRRERRBEBIH PROBHD 5 mm PABBO BB-
L\¢::;§$;;§§4ﬁé;2;;:L/;// L//// PULPROG zgpg30
D 65536
SOLVENT CcDCI3
NS 2000
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 912
DW 20.800 usec
DE 6.50 usec
TE 294.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
—======= CHANNEL f1l ========
NUC1 3C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz1l6
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
S1 32768
SF 100.6126885 MHz
WDW EM
L SSB 0
. LB 1.00 Hz
GB 0
T ‘ T ‘ T ‘ T ‘ T ‘ PC 1.40

\ ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘
200 180 160 140 120 100 80 60 40 20 0 ppm
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Hrerosystem 5268

Mariner Spec /1:32 ASC[BP = 496.1, 27]

This joudplietiBiDs)Estems

1007
90
-
70
60

£

E 50

-
A
30
20-

242 2000

496.1485

<« [M+Nal’

N3 /\/O\é/\0>/\/OMS
6

Chemical Formula: C;7H35N30,(S

Acqguired: Apr 20 11:02:00 2011

Mariner Mass Spectrum
CiMariner\.Data\201 1\Apn20 Wed\ LNG-678M001 .dat

Exact Mass: 473.2043
14c
5121307
<« [M+K]"

+

lo12s Tetrabutyl ammonium TBA
188 giapsgg  TEBEBMpogrop o7e.i799  11goeraa  (V2S04165 14247254 1588 6072 eI
APty A,
I e2ud ' 12006 ' 16086 '
Mass (m'z)

103

-= Mariner System State <--
Instrument State

lon Polarity

Auwxllary Gas

Curtain Gas

MNebulzer Gas

Calibration Constant A
Calibration Constant B

TDC Deadtime

-—= Source Seftings =-—
Spray Tip Potential

SCIEX Heater

—=> APl Interface Setlings <—
Nozzle Potential

Skimmer 1 Potential
Quadrupole DC Potential
Deflection Voltage

Einzel Lens Potential
Quiadrupcle RF Voltage
Cuadrupole Temperature
MNozzle Temperature

-= Analyzer Settings =
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential

Detector Voltage

—= Spectrum Acquisition Settings =--
Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra
Standby at End of Acquisition
—= Centroid Spectra Settings <--
Centroid Spectra

--= System Settings =-

Gas Control Mode

Syringe Pump Mode
Syringe Pump Raie

Syringe Diameter

Min Analyzer Mass

Max Analyzer Mass

Printed: 11:17

ON

POS

ON

OMN

ON
5.0142059E-007
75.342573

10

4509.96
300.05

149.90
10.01
5.49
0.10
-24.00
999.7¢6
140.01
140.01

450.00
213
10.00
3999.94
1549.98
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

. April 20, 2011
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
N

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SF02
Si

SF
WDW
SSB

LG-679_lodo-0EG-N3

1

1

20110420

19.41

spect

5 mm PABBO BB-
zg30

65536

CDCI3

16

8802.817
0.134320
3.7224948

2

16

56.800
6.50

292.
1.00000000
1

CHANNEL f1

-0.60

9 K

13.81451130 W

400.1320007

32768

400.1300000
EM

0.30

0
0

1.00

LG-679_lodo-0EG-N3
2

1
20110420

20.41

spect

5 mm PABBO BB-
zgpg30

65536

cpcl3

1024

4

24038.461
0.366798
1.3631988

912

20.800

6.50

294.8
2.00000000
0.03000000

-3.00
73.67452240
100.6228298

CHANNEL f2
waltzl6

1H

80.00

-0.65

13.40

13.40
13.97447491
0.54996562
0.54996562
400.1316005
32768
100.6126885
EM

0

1.00

0
1.40

MHz
MHz

Hz
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This joudhp etk Biospstemsditarineio By stem 5268

--= Mariner System State «<--
Mariner Spec /1:71 ASC[BP = 528.1, 90] > b <

Instrument State ON
lon Polarity POS
Auxillary Gas ON
Curtain Gas ON
5280780 00.0 Mebulzer Gas ON
1007 Calibration Constant A 5.0142059E-007
Calibration Constant B 75.342573
TDC Deadtime 10
< [|\/|+NEEI]+ --> Source Settings =--
Spray Tip Potential 4509.96
907 SCIEX Heater 300.05
—= API Interface Settings =--
MNozzle Potential 40.04
Skimmer 1 Potential 10.1
Quadrupole DC Potential 5.49
801 Deflection Voltage 0.10
Einzel Lens Potential -24.00
Quadrupole RF Voltage 99976
CQuadrupole Temperature 140001
Mozzle Temperature 14001
70 —= Analyzer Settings =
Push Pulse Potential 490.00
o | Pull Pulse Potential 213.11
Pull Bias Potential 10.00
N3/\/ \é/\0>/\/ Acceleration Potential 3909.94
60 6 Reflector Potential 1549.99
Detector Voltage 1700.24
—= Spectrum Acquisition Settings =—
i . Seconds Per Spectrum 1.00
z Chemical Formula: C;5H3,IN304 Sinpdlliofi v 000
3 504 . First Mass 50.00
: Exact Mass: 505.1285 L Mos 2000.00
# Accumulate Spectra OFF
15¢ Standby at End of Acquisition OFF
—= Centroid Spectra Settings <—
A Centroid Spectra OFF
--= System Settings =--
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
0- Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
204
104
D47 7064 436.2067£0g 7085
BE.4505 147,4235 341.01-15i i 6283110 T7484B61 BE4DP34  007.4350 11402485 1300.9588 1460.4576 1621.3278 __1B19.8122
i . T . T T
49.0 302 8204 1212.6 1600.8 20{:[:?0
Mazs (m'z)
Acquired: Apr 20 13:58:00 2011 Printed: 14:00, April 20, 2011

Mariner Mass Spectrum
CAMariner\Data\201 1\Apr20 Wed LNG-679M0O01 dat

105



Electronic Supplementary, Material (ESI) for, Organic & Biomolecular Chemistry.

This journal is © The!Royal Society. of Chemistry 2012

@)
NQ
N3///\\\v//()\<«//»\\()>/A\\\///
6 O

16¢

10 9

2.04

6

5

4

1.76
1.98

24.15

3

2.07

2

1

ppm

\
200

\
180

\
160

\
140

\
120

\
100

80

60
106

40

20

ppm

NPth

Hz
Hz
sec

usec
usec

sec

w

NPth

Hz
Hz
sec

usec
usec
K
sec
sec

W
W
W
MHz

MHz

Hz

NAME LG-833M_N3-0EG-
EXPNO 4
PROCNO 1
Date_ 20111123
Time 23.41
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 64
DS 2
SWH 10000.000
FIDRES 0.152588
AQ 3.2769001
RG 18
DW 50.000
DE 6.50
TE 294.5
D1 1.00000000
TDO 1
======== CHANNEL 1 ========
NUC1 H
P1 14.75
PL1 1.20
PL1W 17.72078514
SFO1 500.1330008
Sl 32768
SF 500.1299631
WDW EM
SSB 0
LB 0.30
GB 0
PC 1.00
NAME LG-833M_N3-OEG-
EXPNO 2
PROCNO 1
Date_ 20111123
Time 22.42
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 28985.508
FIDRES 0.442284
AQ 1.1305633
RG 4096
DW 17.250
DE 6.50
TE 296.9
D1 2.00000000
D11 0.03000000
TDO 1
======== CHANNEL f1 ====
NUC1 13C
P1 8.83
PL1 0.00
PL1IW 80.88274384
SFO1 125.7709936
=—======= CHANNEL f2 ====
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00
PL2 1.20
PL12 15.40
PL13 15.40
PL2W 17.72078514
PL12W 0.67372549
PL13W 0.67372549
SFO2 500.1320005
Si 32768
SF 125.7577890
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40
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This journd pyolfedHBYg Systems haringr System 5268

—= Mariner System State <
Mariner Spec /1:31 (T /0.00:0.53) ASC[BP = 547.1, 252] > ys =

Instrument State ON
lon Polarity POS
Auxillary Gas ON
Curtain Gas ON
5470832 MNebulzer Gas ON
1007 %23 Calibration Constant A 5.0146867 E-007
Calibration Constant B 77.798312
< [M+Na]" TDC Deadtime 10
—» Source Sefttings <-—
Spray Tip Potential 450996
901 SCIEX Heater 300.05
—= API Interface Settings =<--
Nozzle Potential 120.12
Skimmer 1 Potential 10.01
CQuadrupole DT Potential 549
801 ®) Deflection Voltage 0.10
Einzel Lens Potential -24.00
o N Quadrupole RF Voltage 99976
CQuadrupole Temperature 140.01
Ns/\/ (@) MNozzle Temperature 140.01
70 6 @) —= Analyzer Settings «=--
Push Pulse Potential 490.00
Pull Pulse Potential 21311
. Pull Bias Potential 10.00
Chemical Formula: Cy4H36N4Og Acceleration Potential 3909.94
60 Reflector Potential 1549.99
Exact Mass: 524.2482 Detector Voliage 1700.24
—= Spectrum Acquisition Settings =--
Seconds Per Spectrum 1.00
F- 6 lon Count Threshold 0.00
2 16¢c First Mass 50.00
= Last Mass 2000.00
# Accumulate Specira OFF
Standby at End of Acquisition OFF
—= Centroid Spectra Settings <
a0 H Centroid Spectra OFF
Tetrabutyl ammonium > Systa Sailings <-
+ Gas Control Mode Manual
TBA Syringe Pump Mode Manual
Syringe Pump Rate 50.00
a0 Syfringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
Unidentified Peak
20 /
2422520 4181227
104 5530738 .
443 1051 < [M+K]
: 51,1030
o [2L8443130.2680 244 2364 353,41,}1%-106? 0879 ggo 3932 B25 2210 921.1913 10210420 11824131 13343754 15158461 16607638 1772.0530 1877 4347
49,0 ' 4302 ' 8204 ' 1296 ' 16008 ' 2000.0
Mass (m'z)
Acqguired: Nov 23 11:25:00 2011 Printed: 11:26. Movember 23, 2011

Mariner Mass Spectrum
CiMarinerData\201 1\Nov\23 W ed\LNG-833M002.dat
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NAME LG-834M_N3-P8-NH2
EXPNO 5
PROCNO 1
Date_ 20111201
Time 21.20
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 64
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2769001 sec
RG 11.3
DW 50.000 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL ¥l ========
NUC1 1H
P1 14.75 usec
PL1 1.20 dB
PL1W 17.72078514 W
SFO1 500.1330008 MHz
Sl 32768
SF 500.1299631 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME LG-834M_N3-P8-NH2
EXPNO 2
PROCNO 1
Date_ 20111201
Time 20.21
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 1024
DS 4
SWH 28985.508 Hz
FIDRES 0.442284 Hz
AQ 1.1305633 sec
RG 4096
DW 17.250 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
—======= CHANNEL f1 ========
NUC1 13C
P1 8.83 usec
PL1 0.00 dB
PL1W 80.88274384 W
SFO1 125.7709936 MHz
—======= CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 1.20 dB
PL12 15.40 dB
PL13 15.40 dB
PL2W 17.72078514 W
PL12W 0.67372549 W
PL13W 0.67372549 W
SFO02 500.1320005 MHz
Sl 32768
SF 125.7577890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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--= Mariner System State <--
Mariner Spec /1:25 (T /0.00:0.43) ASC[BP = 395.2, 5122] > = =

Instrument State ON
lon Polarity POS
Auxillary Gas OM
Curtain Gas ON
5 Nebulzer Gas ON
1007 joeees F121-8 ¢ alibration Constant A 5.0146867E-007
Calibration Constant B 77798312
+ TDC Deadtime 10
< [M+H] --= Source Settings <--
Spray Tip Potential 4508.96
90 SCIEX Heater 300.05
—= APl Interface Settings <--
MNozzle Potential 40.04
Skimmer 1 Potential 10.M1
Cuadrupole DC Potential 5.49
801 Deflection Voltage 0.10
Einzel Lens Potential -24.00
Quadrupole RF Voltage 99976
Cuadrupole Temperature 140.01
MNozzle Temperaiure 140.01
T4 --= Analyzer Settings =--
/\/O NH; Push Pulse Potential 490.00
N3 @) Pull Pulse Potential 21311
6 Pull Bias Potential 10.00
Acceleration Potential 3999.94
60| Reflector Potential 1549.99
1 . Detector Voltage 1700.24
Chemical Formula: C16H34N4O7 --= Spectrum Acquisition Seftings -
. Seconds Per Spectrum 1.00
- Exact Mass: 394.2427 e o e oo
2 First Mass 50.00
E 17¢ Last Mass 2000.00
# Accumulate Spectra OFF
Standby at End of Acquisition OFF
-= Centroid Spectra Setlings <
an Centroid Spectra OFF
--= System Settings =
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
a0 Syringe Diameter 3.26
Min Analyzer Mass 50.00
Max Analyzer Mass 4000.00
20
10
. |2¢2.251-:n 470,2005 .
49.0 ' 4302 ' 2204 ' 12fae ' 16008 ' 2000.0
Mazs (m'z)
Acquired: Dec 01 10:19:00 2011 Printed: 10:21. December 01, 2011

Mariner Mass Spectrum
CiMariner\Data\2011\Dec\01 Thur\LNG-834M001 dat
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This journal is® The Royal Society of ChemISIIEg:QQMovommavmmr\Hmr\m#c\n\@ EQ’\FA’EO LG-959_OH P1620H
[+9) ~ TOOMNOMNTAONDONOUOD—HODOONOD
S GYYYRNR OB ENBGYnHRRYS S PROCNO 1
~ ITILIILITTOOOONNNNNMMMMHONHMNHMNMHMN Date 20120615
S\ e————" Time 18.32
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 18
DW 56.800 usec
DE 6.50 usec
TE 293.5 K
D1 1.00000000 sec
PJ=:h{ TDO 1
/Q\/OQ\/&/N OH ======== CHANNEL f1 ========
HO (@) NUC1 1H
8 7 P1 14.85 usec
PL1 -0.60 dB
PL1IW 13.81451130 W
18 SFO1 400.1320007 MHz
Sl 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T L B L L B B
8 7 6 5 4 3 2 ppm
~ ol ooy ofw©
(o] oo ol|;n (=] e6)
ro'j rc\ikfc\ij m 8 N ro'j NAME LG-959_O0OH-P16-0H
EXPNO 3
PROCNO 1
Date_ 20120615
Time 19.33
INSTRUM spect
0 ™ PROBHD 5 mm PABBO BB-
2 2 LeeIeRgeRRNReN PULPROG 29pg30
" < MONMNNAAOMANN O TD 65536
< N OONOAddddd OO N SOLVENT coels
— — NNNSNNSNNSNNSNNNNNNOOM NS 1024
DS 4
=Nl SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 1030
DW 20.800 usec
DE 6.50 usec
TE 296.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SFO2 400.1316005 MHz
S1 32768
SF 100.6126885 MHz
WDw EM
SSB 0
LB 1.00 Hz
L GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Mariner Spec /1:24 (T /0.00:0.41) ASC[BP = 826.5, 184]
100~ 825 5635 .
<——— [M+Na]
404
m.
m.
N=N\
OWN . OH
HO</\/ o7,
80 8
= Chemical Formula: C35H69N3O]7
i s Exact Mass: 803.4627
]
18
dﬂ_
m_
m.
104
E28.3020
424 8171
o 735533 221676 332 3)a8 577.0310 '.-'36.‘,_-@[}‘”'5813 QS 4401 11721000 13055423 14117154 15506118 1562 3755 1766.2064 1877 5562 -
49.0 I 43|92 I B?b.-! I 121|Q.E I 16&9.3 I 20[.1.':0

Acquired: Jun 15 13:22:00 2012
Mariner Mass Spectrum
C:AMarinen Data\ 2012\June\15 FrLNG-9359001.dat

Mass (m'z)

111

--» Mariner System State <-
Instrument State

lon Polarity

Auxillary Gas

Curtain Gas

Nebulizer Gas
Calibration Constant A
Calibration Constant B
TDC Deadtime

--» Source Settings <—
Spray Tip Potential
SCIEX Heater

--> APl Interface Settings <-
Mozzle Potential
Skimmer 1 Potential
Quadrupale DC Potential
Deflection Voltage

Einzel Lens Potential
Quadrupole RF Voltage
Quadrupole Temperature
Mozzle Temperature

--> Analyzer Settings <—
Push Pulse Potential

Pull Pulse Potential

Pull Bias Potential
Acceleration Potential
Reflector Potential
Detector Voltage

--> Spectrum Acquisition Setfings =--

Seconds Per Spectrum

lon Count Threshold

First Mass

Last Mass

Accumulate Spectra

Standby at End of Acguisition

--» Centroid Spectra Settings <--

Centroid Spectra

--= System Setlings <--
Gas Control Mode
Syringe Pump Mode
Syringe Pump Rate
Syringe Diamster

Min Analyzer Mass
Max Analyzer Mass

ON

pPoOs

ON

ON

ON
5.0149194E-007
7B.267402

10

4509.96
300.05

40.04
10.01
5.43
0.10
-24.00
999.76
140.01
140.01

490.00
213.11
10.00
3999.94
1549.99
1700.24

1.00
0.00
50.00
2000.00
OFF
OFF

OFF

Manual
Manual
50.00
3.26
50.00
4000.00

Printed: 13:24, June 15, 2012
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| ST

NAME LG-953_0H-P24-0H
EXPNO 2
PROCNO 1
Date_ 20120612
Time 18.29
INSTRUM sSpect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16
— DS 2
N N\ /N_N SWH 8802.817 Hz
FIDRES 0.134320 Hz
NO}\/&/ N N \)\\%O\/ﬁ\o AQ 3.7224948 sec
HO (@) H RG 18
8 7 8 DW 56.800 usec
DE 6.50 usec
TE 293.9 K
D1 1.00000000 sec
TDO 1
19
======== CHANNEL f1 ========
NUC1 H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
Si 32768
SF 400.1300000 MHz
wDw EM
SSB 0
LB 0.30 Hz
% - GB 0
L RC 1.00
L [ [ B SR [ L I B B
9 8 7 6 5 4 3 ppm
3|8 YIS 3
- S e N NAME LG-953_OH-P24-0H
@ EXPNO 3
PROCNO 1
Date_ 20120613
Time 1.33
INSTRUM spect
PROBHD 5 mm PABBO BB-
© PULPROG zgpg30
~ TD 65536
3 ) BRI IRIOBINSNS SOLVENT coei3
0 < OERANNNTGO AN NS 1024
< N VOMNMNAAAA—TO O NO DS 4
- — NNNMNSNSNSNNNNRROOM SWH 24038.461 Hz
S\ 4 FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 1
DW 20.800 usec
DE 6.50 usec
TE 296.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 9.99 usec
PL1 -3.00 dB
PL1W 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -0.65 dB
PL12 13.40 dB
PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
Sl1 32768
SF 100.6126885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
z oo 1 PC 1.40
T T T T T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Applied Biosystems Mariner System 5219

--> Mariner System State <-

Mariner Spec 1:29 (T /0.00:0.50) ASC[BP = 1260.7, 88] Instrument State ON
len Polarity POS
Auxillary Gas ON
Curtain Gas ON
1260, 7263 se.a MNebulizer Gas ON
1007 < [M+H]" + Na* [ Calibration Constant A 5.0149194E-007
Calibration Constant B 78.267402
TOC Deadtime 10
--= Source Settings <—
Spray Tip Potential 450996
90 SCIEX Heater 300.05
—=> AP| Interface Settings <-
Nozzle Potential 40.04
_ Skimmer 1 Potential 10.01
a0 N_N\ /N—N g:faldmmla Dh{"; Potential 549
. ection Voltage 0.10
H O</\/O>\/§/ N \é/\oa/\/ N \)\\/éo\/}\OH Einzel Lens Potential -24.00
8 7 8 Quadrupole RF Voltage 999.76
Quadrupole Temperature 140.01
Mozzle Temperature 140.01
T . --» Analyzer Settings <—
Chemical Formula: C54H104N6025 Push F'erlse Pc:dentgal 490.00
Pull Pulse Potential 213.11
Exact Mass: 1236.7051 Pull Bias Potential 10.00
Acceleration Potential 3999.94
[8 Reflector Potential 1549.99
19 Detector Voltage 1700.24
—= Spectrum Acquisition Settings <--
Seconds Per Spectrum 1.00
2 + lon Count Threshold 0.00
i 5o . First Mass 50.00
g% Tetrabutyl ammonium TBA Lact Mass 2000.00
# Accumulate Spectra OFF
Standby at End of Acquisition OFF
—= Centroid Spectra Settings <--
a0 3+ Cenfroid Spectra OFF
[M+3 Na] --= System Settings <--
Gas Control Mode Manual
Syringe Pump Mode Manual
Syringe Pump Rate 50.00
10 Syringe Diameter 3.26
341.392 2+ Min Analyzer Mass 50.00
[M+2Na] Max Analyzer Mass 4000.00
20 4371 2642 1262.7203
10 1275 BEES +
2422088 £57.172 [M+K]
E49.344B
3032568 cen ., 1277 a2
e " E‘L IﬁE1 - 826 5600 7163 ) o
T1.B826 154.70 ESE..!EEBI P J 1. fﬁ L N oz 7138 103%55419 l l bl g 1 31 7207 _1450.8138 15807185 1?’!]?’_35}.14“13:&.:28
o ' w2 ' Y ' 12fas ' I ' 20000

Acquired: Jun 12 14:00:00 2012
Mariner Mass Spectrum
C\Mariner Data\ 201 2WJune\12 Tue'\LNG-953A002.dat

Mass (miz)

113

Printed

: 14:02, June 12, 2012
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Water ———> <—— Methanol \ o BN

NAME LG-796AA_Alkyne-P8-RGD-CD30D
1

EXPNO
PROCNO 1
Date_ 20111003
Time 10.48
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
™ 65536
SOLVENT MeOD
NS 64
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 181
e e DW 56.800 usec
. ) DE 6.50 usec
TE 292.4 K
D1 1.00000000 sec
rrrrrTTTTT rrrrrrrTTT rrrrrrrTTT rrrrrrrTTT rrrrrrrTTT rrrrrrrTTT rrrrrrrTTT rrrrrrTrTT T 00 1
8 7 6 5 4 3 2 1 0 PP rAe====== CHANNEL f1 ========
NUCL 1H
P1 14.85 usec
8 B[S 8|8ISIB|[2] |2(Q[8[8 R8BS HQB|= PL1 -0.60 dB
o Slalald|s|a]a <] ||| | Sl ||| |o PLIW 13.81451130 W
® SFO1 400.1320007 MHz
o 32768
: 400.1300000 MHz
W EM
03-Oct-2011-pos03-Oct-201115:58:00050.0000000010,00000000 | B 0
LNG-796AA-POS 66 (1.148) Cm (1:116) TOFMSES+ | 0.3 Hz
100 531.7484 4. 8926/ . 1.00
2+
5422166 % [M+2Na]
542 7065
| Chemical Formula: C47H-4NgOg
Exact Mass: 1038.5121
531.0740
4316591 [544.5189 [M+Na]*
# 5449338
545.7801
BS2191 10619796
+ +
| 5537109 1083.1298 L<————— [M+Na] +Na
10841317
5542245
1085.1489
B9B.7709
4138899 || | LI 185300
0 ~ladd ‘*'!I'.'J. —T | (o - - - - . . - - - - miz
0 260 500 750 1000 1280 1500 1750 2000 2250 2500 2750 3000 3280 3500 3750
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This journal isrorlhe | Stry 20124 oo d AN MO N A BINN 3299 NAME LG-785_Alkyne-P8-Rhoda
joumalisgg gwﬁs&?@@@m Y ’Emam%mﬁ A995E290 RN EIPN0 1
BE NNNNNNGGOC6C S m e e e e e e D DU NN R B B PROCNO L
Date_ 20110915
VRN SR Ting 1787
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
™ 65536
¢/\0/\/°\/\O/\/O\/\O/\/0\/\0/\/0\/\NH SOLVENT coecl3
NS 64
DS 2
SWH 8802.817 Hz
FIDRES 0.134320 Hz
AQ 3.7224948 sec
RG 71.8
DW 56.800 usec
DE 6.50 usec
TE 292.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUCL 1H
P1 14.85 usec
PL1 -0.60 dB
PL1W 13.81451130 W
SFO1 400.1320007 MHz
SI 32768
SF 400.1300000 MHz
Wow EM
SSB 0
LB 0.30 Hz
GB 0
i PC 1.00
""""" L L B B L B B I IS MM
9 8 7 6 5 4 3 2 1 0 ppm
3 & 38|82 3 |88 3 ©
o o | NN N ;i N o g
% ~ O g g § 8 N § R ﬁ % NAME LG-785_Alkyne-P8-Rhoda
EXPNO 2
o N - © o) © 0N
0CNO
ggtwggggﬁ&g%{éq§§§g§§§§§g§%§%g§ Bgtef 20110015
Ti 19.53
BRI NI ggRerrEirRrRRe88882d922¢0 e
\\ \\\\\\/ \\ \\”\\\//// %%// PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT cDCI3
NS 2000
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 1820
DW 20.800 usec
DE 6.50 usec
TE 294.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 3C
P1 9.99 usec
PL1 -3.00 dB
PLIW 73.67452240 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00
MeOH pL2 20165 db
PL12 13.40 dB
\ PL13 13.40 dB
PL2W 13.97447491 W
PL12W 0.54996562 W
PL13W 0.54996562 W
SF02 400.1316005 MHz
SI 32768
SF 100.6126885 MHz
i 1 | 5
! . . - SSB 0
LB 1.00 Hz
GB 0
I I I I I I I I I I PC 1.40

180 160 140 120 100 80 60 40 20 0 ppm
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14-Sep-2011-pos14-Sep-201111:31:08050.0000000010.00000000
LNG-785-POS 23 (0.401) Cm (1:177) TOF MS ES+
49B.76805 3.53e8
100+
< [M+2Na]*
970.4205
<———— [M+Na]"
e U s U YW G N Y G N S G NG N
/\ o o o o TH
4972827 Chemical Formula: C4cHgsN3014S,
Exact Mass: 947.3908
52
971.5086
485,8315(497.8343
431.3846
507.8261 972.5640
9486031
508.3359
508.8417 936.5690
408.4450 |, Il 519.3540 10086695
0 Ll L B ML _1198 7061 1918.8922 3860.5718 iz
LR R ) L L R P LR ) LR TR AL T R L L LRI LA R BRI PR TR S ) R L WL R T R R R RS e AR MR SRR RS EA R N R EERD
0 250 500 750 1000 1250 1500 1750 20'00 22|50 2500 2750 3000 3250 3500 3750




