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Scheme for Synthesized Sidechains
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Scheme for Synthesized Indolium Salts and Cyanines
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Spectroscopic Characterization of Sidechains
3-Azidopropan-1-ol (5a)
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3-Azidopropan-1-ol (5a)
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6-Azidohexan-1-ol (5b)
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6-Azidohexan-1-ol (5b)
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6-Azidohexan-1-ol (5b)
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9-Azidononan-1-ol (5c)
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9-Azidononan-1-ol (5c)
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9-Azidononan-1-ol (5c)
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3-Azidopropyl-p-toluenesulfonate (6a)
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3-Azidopropyl-p-toluenesulfonate (6a)
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3-Azidopropyl-p-toluenesulfonate (6a)
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6-Azidohexyl-p-toluenesulfonate (6b)
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6-Azidohexyl-p-toluenesulfonate (6b)
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9-Azidononyl-p-toluenesulfonate (6c)
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9-Azidononyl-p-toluenesulfonate (6c)
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9-Azidononyl-p-toluenesulfonate (6c)
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|/\2/\N3 3-Azido-1-iodopropane (7a)
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>N 3-Azido-1-iodopropane (7a)
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6-Azido-1-iodohexane (7b)
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6-Azido-1-iodohexane (7b)
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9-Azido-1-iodononane (7c)
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9-Azido-1-iodononane (7c)
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9-Azido-1-iodononane (7c)
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6-Bromohexanamine Hydrobromide (8)
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6-Bromohexanamine Hydrobromide (8)
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N-(3-Bromopropyl)-2,2,2-trifluoroacetamide (9a)
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N-(3-Bromopropyl)-2,2,2-trifluoroacetamide (9a)
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N-(6-Bromohexyl)-2,2,2-trifluoroacetamide (9b)
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N-(6-Bromohexyl)-2,2,2-trifluoroacetamide (9b)
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Spectroscopic Characterization of Indolium Salts
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Potassium 2,3,3-trimethylindolenine-5-sulfonate (1)
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1-(6-Azidohexyl)-2,3,3-trimethylindolium-5-sulfonate (2b)
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1-(6-Azidohexyl)-2,3,3-trimethylindolium-5-sulfonate (2b)
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1-(6-Azidohexyl)-2,3,3-trimethylindolium-5-sulfonate (2b)
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1-(9-Azidononyl)-2,3,3-trimethylindolium-5-sulfonate (2c)
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1-(9-Azidononyl)-2,3,3-trimethylindolium-5-sulfonate (2c)
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1-(9-Azidononyl)-2,3,3-trimethylindolium-5-sulfonate (2c)
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1-(Pentynyl)-2,3,3-trimethylindolium-5-sulfonate (2d)

-038755%@” ) . e L
o aN : S T B il B e i
7 1, N — o — — — ] ~ Lol T N ANANNANNAAAA A A A A
/( | W | S
5 =3 s
\I/
|
|
|
|1
|
|
| |
| T | Lo | e
143 ppm : 15 14 ppm
| |
|
\ JL U 1§
I T I T I T I T I T I T I T I T I T I T I T I T
220 200 180 160 140 120 100 80 60 40 20 0 ppm

13C-NMR-spectrum: (100 MHz, AcOD/D20 = 3:1)

S50



1-(Pentynyl)-2,3,3-trimethylindolium-5-sulfonate (2d)
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1-(Hexynyl)-2,3,3-trimethylindolium-5-sulfonate (2e)
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1-(Hexynyl)-2,3,3-trimethylindolium-5-sulfonate (2e)

1H-1>N HMBC spectrum (600 MHz, AcOD/D,0 = 3:1)
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1-(3-(2,2,2-trifluoroacetamido)propyl)-2,3,3-trimethylindolium-5-sulfonate (2f)
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1-(3-(2,2,2-trifluoroacetamido)propyl)-2,3,3-trimethylindolium-5-sulfonate (2f)
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1-(6-(2,2,2-trifluoroacetamido)hexyl)-2,3,3-trimethylindolium-5-sulfonate (2g)
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1-(6-(2,2,2-trifluoroacetamido)hexyl)-2,3,3-trimethylindolium-5-sulfonate (2g)
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1-(6-(2,2,2-trifluoroacetamido)hexyl)-2,3,3-trimethylindolium-5-sulfonate (2g)
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1-(4-Sulfobutyl)-2,3,3-trimethylindolium-5-sulfonate (2h)

13C NMR spectrum (100 MHz, MeOD/D20 = 3:1)
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1-(4-Sulfobutyl)-2,3,3-trimethylindolium-5-sulfonate (2h)
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1-(3-cyanopropyl)-2,3,3-trimethylindolium-5-sulfonate (2i)
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1-(3-Cyanopropyl)-2,3,3-trimethylindolium-5-sulfonate (2i)
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1-(3-Cyanopropyl)-2,3,3-trimethylindolium-5-sulfonate (2i)
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1-(5-Cyanopentyl)-2,3,3-trimethylindolium-5-sulfonate (2j)
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1-(3-carboxypropyl)-2,3,3-trimethylindolium-5-sulfonate (2k)
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1-(5-carboxypentyl)-2,3,3-trimethylindolium-5-sulfonate (2I)
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1-(5-carboxypentyl)-2,3,3-trimethylindolium-5-sulfonate (2I)
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Spectroscopic Characterization of Cyanines

Sulfo-(3-azidopropyl)pentamethine Cyanine (4a)
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Sulfo-(3-azidopropyl)pentamethine Cyanine (4a)
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Sulfo-(6-azidohexyl)pentamethine Cyanine (4b)
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IH NMR spectrum (600 MHz, MeCN-d3/D20 = 3:1, Tset = 284.7 K)
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Sulfo-(6-azidohexyl)pentamethine Cyanine (4b)
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Sulfo-(9-azidononyl)pentamethine Cyanine (4c)
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'H NMR spectrum (600 MHz, MeOD-)
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Sulfo-(9-azidononyl)pentamethine Cyanine (4c)
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13C NMR spectrum (150 MHz, MeOD)
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3a 3a Sulfo-(pentynyl)pentamethine Cyanine (4d)
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Sulfo-(pentynyl)pentamethine Cyanine (4d)
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Sulfo-(hexynyl)pentamethine Cyanine (4€)
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'H NMR spectrum (400 MHz, MeOD/D;0 = 3:1)
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Sulfo-(hexynyl)pentamethine Cyanine (4€)
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Sulfo-(3-cyanopropyl)pentamethine Cyanine (4f)
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IH NMR spectrum (400 MHz, MeOD)
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Sulfo-(3-cyanopropyl)pentamethine Cyanine (4f)
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Sulfo-(5-cyanopentyl)pentamethine Cyanine (4g)
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'H NMR spectrum (600 MHz, MeOD/D;0 = 3:1)
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Sulfo-(5-cyanopentyl)pentamethine Cyanine (4g)
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13C NMR spectrum (150 MHz, MeOD/D20 = 3:1)
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Sulfo-(3-carboxypropyl)pentamethine Cyanine (4h)
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Sulfo-(3-carboxypropyl)pentamethine Cyanine (4h)
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Sulfo-(5-carboxypentyl)pentamethine Cyanine (4i)
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Sulfo-(5-carboxypentyl)pentamethine Cyanine (4i)
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13C NMR spectrum (100 MHz, AcOD/D,0 = 3:1)
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'H NMR spectrum (600 MHz, MeOD/D,0 = 3:1). Double signal set due to rotamers.
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Sulfo-(3-(trifluoroacetamido)propyl)pentamethine Cyanine (4j)
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13C NMR spectrum (150 MHz, MeOD/D-0 = 3:1). Double signal set due to rotamers.
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Sulfo-(6-(trifluoroacetamido)hexyl)pentamethine Cyanine (4k)
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'H NMR spectrum (400 MHz, MeOD/D;0 = 3:1)
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Sulfo-(6-(trifluoroacetamido)hexyl)pentamethine Cyanine (4k)
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13C NMR spectrum (100 MHz, MeOD/D20 = 3:1)
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Sulfo-(3-aminopropyl)pentamethine Cyanine (4l)
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'H NMR spectrum (600 MHz, D20/MeOD = 4:0.1)
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13C NMR spectrum (150 MHz, D,O/MeOD = 4:1)
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Sulfo-(6-aminohexyl)pentamethine Cyanine (4m)
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HRMS Spectra of Indolium Salts

Mass Spectrum of Potassium2,3,3-trimethylindolenin-5-sulfonate (1)

Analysis Info

Analysis Name  D:\Data\spektren2019107082019_NW230-A06f_SEI_51_01_4893.d

Acquisition Date

8/7/2019 12:37:21 PM

admin

micrOTOF 213750.00088

Method Automation_esi_tune_neg_low.m Operator
Sample Name 07082019_NW230-A06f_SEI Instrument
Comment verduennt in MeOH

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 5.0 I/min
Scan End 2000 m/z n/a n/a Set Divert Valve Source
-MS, 0.2-2.5min #8-100
Intens. -MS, 0.2-2.5min #8-100
K105:
1.5
] 238.0542
1.0
0.5
] 715.3713
0_0- g .Ih. - ll L — |l 'l ’ — — — —— — — —
0 250 500 750 1000 1250 1500 1750 2000 2250 m/z
Meas. m/z # lon Formula m/z err[ppm] mSigma # mSigma Score rdb e Conf N-Rule
238.0542 1 C11H12NO3S 238.0543 0.5 7.3 1 10000 6.5 even ok
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Analysis Info

Analysis Name

Method
Sample Name
Comment

Mass Spectrum of 1-(3-Azidopropyl)-2,3,3-trimethylindolium-5-sulfonate (2a)

Automation_esi_tune_pos_low.m
20082019_NW395-A78-CyC3N3_SEl
verduennt in MeOH

Acquisition Parameter

Acquisition Date  8/20/2019 5:17:29 PM
D:\Data\spektren2019\20082019_NW2395-A78-CyC3N3_SEI_53 01_5140.d

Operator admin
Instrument micrOTOF 213750.00088

Source Type ESI lon Polarity Positive Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500V Set Dry Gas 5.0 I/min
Scan End 2000 m/z n/a nla Set Divert Valve Source
+MS, 0.2-2.5min #8-100
Intens. +MS, 0.2-2.5min #8-100
x109 |
61 345.0984
4_
2-
667.2094
0 . Id'.ll_LHLl.ll.lnlll'l — — — ——— 1
0 250 500 750 1000 1250 1500 1750 2000 2250 m/z
Meas. m/z # lon Formula m/z err[ppm] mSigma #mSigma Score rdb e~ Conf N-Rule
323.1169 1 C14H19N403S 323.1172 1.0 1.8 1 100.00 7.5 even ok
3450984 1 C14H18N4NaO3S  345.0992 23 5.4 1 100.00 7.5 even ok
361.0732 1 C14H18KN40O3S 361.0731 -0.1 69.8 1 100.00 7.5 even ok
645.2265 1 C28H37N80OG6S2 645.2272 1.1 8.6 1 100.00 14.5 even ok
667.2094 1 C28H36N8NaO6S2 667.2091 -0.4 8.0 1 100.00 14.5 even ok
683.1838 1 C28H36KN8O6S2 683.1831 -1.0 110.0 1 100.00 14.5 even ok
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Analysis Info

Analysis Name

Mass Spectrum of 1-(6-Azidohexyl)-2,3,3-trimethylindolium-5-sulfonate (2b)

Acquisition Date

D:\Data\spektren2019\15082019_NW-CyA127_SE|_51_01_5015.d

8/15/2019 12:08:03 PM

Method Automation_esi_tune_pos_low.m Operator admin
Sample Name 15082019_NW-CyA127_SEl Instrument micrOTOF 213750.00088
Comment verduennt in MeOH
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 5.0 I/min
Scan End 2000 m/z n/a n/a Set Divert Valve Source
+MS, 0.2-2.5min #8-100
Intens.] +MS, 0.2-2.5min #8-100
x109:
20 365:1637
153
1.0
ng 729.3218
0.0 . T T T T T T ]!.\ " T T T T T l[ T T T T T T 5 T T T T T T T T T T T T T T T T T T T T
0 250 500 750 1000 1250 1500 1750 2000 2250 m/z
Meas. m/z # lon Formula m/z err[ppm] mSigma #mSigma Score rdb e  Conf N-Rule
365.1637 1 C17H25N403S 365.1642 1.4 3.7 1 100.00 7.5 even ok
387.1453 1 C17H24N4NaO3S 387.1461 2.2 3.6 1 100.00 7.5 even ok
403.1190 1 C17H24KN403S 403.1201 2.6 10.2 1 100.00 7.5 even ok
729.3218 1 C34H49N80O6S2 729.3211 -1.0 8.5 1 100.00 14.5 even ok
751.3049 1 C34H48N8Na0O6S2 751.3030 -2.5 25.9 1 100.00 14.5 even ok
767.2781 1 C34H48KN80O6S2 767.2770 -1.5 39.9 1 100.00 14.5 even ok
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Analysis Info

Analysis Name

Method
Sample Name
Comment

Mass Spectrum of 1-(9-Azidononyl)-2,3,3-trimethylindolium-5-sulfonate (2c)

Acquisition Date

D:\Data\spektren2019\15082019_NW-CyA128_SEI|_51_01_5058.d
Operator

Automation_esi_tune_pos_low.m
15082019 _NW-CyA128_SEI
verduennt in MeOH

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

ESI lon Polarity Positive
Not active Set Capillary 4500 V
50 m/z Set End Plate Offset -500 V

2000 m/z n/a n/a

+MS, 0.2-2.5min #8-100

Instrument

8/17/2019 12:34:32 PM

admin

micrOTOF

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

213750.00088

0.7 Bar
200 °C
5.0 I/min
Source

Intens. |
x1067

0.8
0.6;
0.4:
0.2:

4291921

+MS, 0.2-2.5min #8-100

0.04—
0

Meas. m/z
407.2097
4291921
445.1660
813.4162
835.3993
851.3737

- A A o aoa H

L 1532]2972 835:3993

1500

250 500 750 1000 1250
lon Formula m/z err[ppm] mSigma # mSigma
C20H31N403S 407.211 3.6 5.3
C20H30N4NaO3S 4291931 2.2 54
C20H30KN40O3S 445.1670 2.3 15.0
C40HB61N806S2 813.4150 -1.5 12.8
C40HB60NBNaO6S2 835.3969 -2.8 16.7
C40HBOKN8O6S2  851.3709 -3.3 126.3

— = & A A A

1750

Score
100.00
100.00
100.00
100.00
100.00
100.00

rdb
7.5
7.5
7.5
14.5
14.5
14.5

2000

e” Conf

even
even
even
even
even
even

2250

N-Rule
ok
ok
ok
ok
ok
ok

' r;w.'z
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Analysis Info

Analysis Name

Method
Sample Name
Comment

Mass Spectrum of 1-(Pentynyl)-2,3,3-trimethylindolium-5-sulfonate (2d)

Acquisition Date

D:\Data\spektren2019\29082019 NW320-A64 SEI 51 01 _5331.d
Operator

Automation_esi_tune_pos_mid.m
29082019_NW320-A64_SEI

verduennt in MeOH

Instrument

8/29/2019 1:24:11 PM

admin

micrOTOF

213750.00088

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 150 m/z Set End Plate Offset ~ -500 V Set Dry Gas 5.0 I/min
Scan End 3500 m/z n/a n/a Set Divert Valve Source
+MS, 0.2-2.5min #13-155
Intens. - +MS, 0.2-2.5min #13-155
x106+
081 328.0975
0.6+
0.4
027 633:2053 938.3130
00 T T T k'1 Li T T T T |l l'lj' T T T T T T T T T T T T T T T T T T T T T
0 250 500 750 1000 1250 1500 1750 2000 2250 m/z
Meas. m/z # lon Formula m/z err[ppm] mSigma #mSigma Score rdb e Conf N-Rule
306.1156 1 C16H20NO3S 306.1158 0.9 2.9 1 100.00 7.5 even ok
328.0975 1 C16H19NNaO3S 328.0978 0.8 2.3 1 100.00 7.5 even ok
344.0713 1 C16H19KNO3S 344.0717 1.2 2.7 1 100.00 7.5 even ok
611.2237 1 C32H39N206S2 611.2244 1.2 8.1 1 100.00 14.5 even ok
633.2053 1 C32H38N2Na0O6S2 633.2063 1.7 194 1 100.00 14.5 even ok
6491769 1 C32H38KN206S2 649.1803 52 114.6 1 100.00 145 even ok
916.3311 1 C48H58N309S3 916.3330 21 50.0 1 100.00 215 even ok
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Analysis Info

Analysis Name

Method
Sample Name
Comment

Mass Spectrum of 1-(Hexynyl)-2,3,3-trimethylindolium-5-sulfonate (2e)

Acquisition Date

D:\Data\spektren2019\29082019_NW-CyC6Alkin_SEI 52 01 _5328.d

Automation_esi_tune_pos_mid.m
29082019 _NW-CyC6Alkin_SEI

verduennt in MeOH

Acquisition Parameter

Operator admin
Instrument micrOTOF

213750.00088

8/29/2019 12:59:17 PM

Source Type ESI lon Polarity Positive Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 150 m/z Set End Plate Offset  -500 V Set Dry Gas 5.0 I/min
Scan End 3500 m/z n/a n/a Set Divert Valve Source
+MS, 0.2-2.5min #12-154
Intens. +MS, 0.2-2.5min #12-154
x109;
2.51
2_0_; 3421123
1.5
1.0°
0.5
0 . 6832180 1132.3109
"0 250 500 750 4000 1250 1500 4750 2000 2250  miz
Meas. m/z # lon Formula m/z err[ppm] mSigma #mSigma Score rdb e Conf N-Rule
320.1308 1 C17H22ZNO3S 320.1315 2.2 8.5 1 100.00 7.5 even ok
3421123 1 C17H21NNaQ3S 342.1134 3.2 7.6 1 100.00 7.5 even ok
358.0887 1 C17H21KNO3S 358.0874 -3.8 11.6 1 100.00 7.5 even ok
661.2346 1 C34H42N2NaO6S2 661.2376 4.6 13.2 1 100.00 14.5 even ok
677.2180 1 C34H42KN206S2 677.2116 -9.4 147.2 1 100.00 14.5 even ok
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Analysis Info

Analysis Name

Method
Sample Name
Comment

Mass Spectrum of 1-(3-(2,2,2-Trifluoroacetamido)propyl)-2,3,3-trimethylindolium-5-sulfonate (2f)

Acquisition Date

D:\Data\spektren2019\25082019 NW-CyC3NHTFA_SEI 51 01 5273.d

Automation_esi_tune_pos_mid.m
25082019_NW-CyC3NHTFA_SEI

verduennt in MeOH

Acquisition Parameter

Operator
Instrument

admin
micrOTOF

213750.00088

8/25/2019 4:01:57 PM

Source Type ESI lon Polarity Positive Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 4500 Vv Set Dry Heater 200 °C
Scan Begin 150 m/z Set End Plate Offset  -500V Set Dry Gas 5.0 l/min
Scan End 3500 m/z n/a n/a Set Divert Valve Source
+MS, 0.2-2.5min #13-155
Intens._: +MS, 0.2-2.5min #13-155
1105:
4 415,0898
33
2
11
: 829.1741 1199.2921
0 . T T T T T T t T T T T ILJ! T T T l“l‘ T T T T T T T T T T T T T T ¥
0 250 500 750 1000 1250 1500 1750 2000 2250 m/z
Meas. m/z # lon Formula m/z err[ppm] mSigma # mSigma Score rdb e  Conf N-Rule
393.1080 1 C16H20F3N204S 393.1090 2.6 0.9 1 100.00 6.5 even ok
4150898 1 C16H19F3N2Na04S 415.0910 2.9 7.6 1 100.00 6.5 even ok
431.0637 1 C16H19F3KN204S 431.0649 2.8 45 1 100.00 6.5 even ok
7852114 1 C32H39F6N408S2 785.2108 -0.8 27.7 1 100.00 125 even ok
807.1898 1 (C32H38F6N4NaO8S2  807.1927 3.6 348 1 100.00 125 even ok
8231613 1 C32H38F6KN408S2 823.1667 6.5 45.5 1 100.00 125 even ok
1177.3096 1 C48H58F9N6012S3 1177.3126 2.5 57.3 1 100.00 18.5 even ok
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Analysis Info

Analysis Name

Method
Sample Name
Comment

Mass Spectrum of 1-(6-(2,2,2-Trifluoroacetamido)hexyl)-2,3,3-trimethylindolium-5-sulfonate (2g)

Automation_esi_tune_pos_mid.m

24082019_NW401-A111-C6NTfa_SEI

verduennt in MeOH

Acquisition Parameter

Acquisition Date
D:\Data\spektren2019\24082019_NW401-A111-C6NTfa_SEI_51_01_5251.d

Operator
Instrument

admin
micrOTOF

213750.00088

8/24/2019 1:45:19 PM

Source Type ESI lon Polarity Positive Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 150 m/z Set End Plate Offset  -500V Set Dry Gas 5.0 I/min
Scan End 3500 m/z n/a n/a Set Divert Valve Source
+MS, 0.2-2.5min #12-154
Intens. - +MS, 0.2-2.5min #12-154
x1061
1.0 4571366
0.84
0.6+
0.4+
0.2 913.2653
| 1325.4293
00 T T T T T T 1L| T 6|74|L2:I1? T -'I'fl T T T T T lLl T T T T T T T T T T T T T T T
0 250 500 750 1000 1250 1500 1750 2000 2250 m/z
Meas. m/z # lon Formula m/z err[ppm] mSigma # mSigma Score rdb e  Conf N-Rule
4351547 1 C19H26F3N204S 435.1560 3.0 15.9 1 100.00 6.5 even ok
4571366 1 C19H25F3N2Na04S 457.1379 3.0 11.6 1 100.00 65 even ok
4731098 1 C19H25F3KN204S 473.1119 4.4 8.5 1 10000 65 even ok
869.3029 1 C38H51F6N40852 869.3047 2.0 8.1 1 100.00 125 even ok
891.2834 1 C38H50FBN4NaO8S2  891.2866 3.6 17.7 1 100.00 125 even ok
907.2570 1 C38H50F6KN408S2 907.2606 3.9 240.8 1 100.00 125 even ok
1303.4477 1 C57H76F9N60O12S3 1303.4534 44 246 1 100.00 185 even ok
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Mass Spectrum of 1-(4-sulfobutyl)-2,3,3-trimethylindolium-5-sulfonate (2h)

Analysis Info Acquisition Date  9/17/2019 12:16:38 PM
Analysis Name  D:\Data\spektren2019\17092019_NW174-A63_SEI_53_01_5715.d

Method Automation_esi_tune_neg_mid.m Operator admin

Sample Name 17092019 _NW174-A63_SEI Instrument micrOTOF 213750.00088
Comment verduennt in MeOH

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200 V Set Dry Heater 200 °C
Scan Begin 150 m/z Set End Plate Offset  -500V Set Dry Gas 5.0 I/min
Scan End 3500 m/z n/a n/a Set Divert Valve Source

-MS, 0.2-2.5min #8-100

Intens.} -MS, 0.2-2.5min #8-100
x10°1

4

] 3740748

31

2

11

o L 793.1196

0 250 500 750 1000 1250 1500 1750 2000 2250 miz
Meas. m/z # lon Formula m/z err [ppm] mSigma # mSigma Score rdb e Conf N-Rule
374.0748 1 C15H20NO6S2 374.0738 -2.8 9.6 1 100.00 6.5 even ok
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Analysis Info

Mass Spectrum of 1-(3-Cyanopropyl)-2,3,3-trimethylindolium-5-sulfonate (2i)

Sample Name  05092019_NW304-A71-IndC3CN_SEI

Comment verduennt in MeOH

Acquisition Parameter

Acquisition Date  9/5/2019 11:59:24 AM
Analysis Name  D:\Data\spektren2019105092019 _NW304-A71-IndC3CN_SEI_51_01_5527.d

Method Automation_esi_tune_pos_low.m

Operator admin
Instrument micrOTOF 213750.00088

Source Type ESI lon Polarity Positive Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset ~ -500V Set Dry Gas 5.0 I/min
Scan End 2000 m/z n/a nla Set Divert Valve Source
+MS, 0.2-2.5min #8-99
Intens. +MS, 0.2-2.5min #8-99
X101
4
] 329.0928
3]
2]
1
i 123.0921 635.1974
0- T I'- T T T &'Hul T T T T ". T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 250 500 750 1000 1250 1500 1750 2000 2250 m/z
Meas. m/z # lon Formula m/z err[ppm] mSigma #mSigma Score rdb e  Conf N-Rule
3071112 1 C15H19N203S 307.111 -0.3 9.6 1 100.00 7.5 even ok
329.0928 1 C15H18N2Na0O3S  329.0930 0.6 16.3 1 100.00 7.5 even ok
3450669 1 C15H18KN203S 345.0670 0.1 70.2 1 100.00 7.5 even ok
613.2153 1 C30H37N406S2 613.2149 -0.7 76.7 1 100.00 14.5 even ok
635.1974 1 C30H36N4Na0O6S2 635.1968 -0.9 19.3 1 100.00 14.5 even ok
651.1691 1 C30H36KN406S2 651.1708 2.7 113.9 1 100.00 145 even ok
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Analysis Info
Analysis Name
Method

Sample Name
Comment

Mass Spectrum of 1-(5-Cyanopentyl)-2,3,3-trimethylindolium-5-sulfonate (2j)

25082019 NW-CyC5CN_SE|

verduennt in MeOH

Acquisition Date  8/26/2019 2:33:28 PM
D:\Data\spektren2019\25082019 NW-CyC5CN_SEI 51 _01_5290.d

Automation_esi_tune_pos_low.m

Operator  admin
Instrument micrOTOF 213750.00088

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 5.0 I/min
Scan End 2000 m/z n/a n/a Set Divert Valve Source
+MS, 0.2-2.5min #8-99
Intens. +MS, 0.2-2.5min #8-99
X103
® 3574238
4_
2-
1102.1281
0_ LI 1! 1 L'LI T T I.'I T T T T T T T T T T T T 1 T T T T T T T T T T T T T
0 250 500 750 1000 1250 1500 1750 2000 2250 m/z
Meas. m/z # lon Formula m/z err[ppm] mSigma #mSigma Score rdb e Conf N-Rule
3351418 1 C17H23N203S 335.1424 1.9 8.8 1 100.00 7.5 even ok
357.1238 1 C17H22N2Na0O3S  357.1243 1.6 10.3 1 10000 7.5 even ok
373.0975 1 C17H22KN203S 373.0983 2.2 11.8 1 100.00 7.5 even ok
669.2772 1 C34H45N406S2 669.2775 0.5 23.5 1 100.00 14.5 even ok
691.2598 1 C34H44N4NaOB6S2 691.2594 -0.5 12.1 1 100.00 14.5 even ok
707.2335 1 (C34H44KN406S2 707.2334 -0.1 345 1 100.00 14.5 even ok
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Analysis Info

Analysis Name

Mass Spectrum of 1-(3-carboxypropyl)-2,3,3-trimethylindolium-5-sulfonate (2k)

Acquisition Date
D:\Data\spektren2019\19112019 NW-CyA132IndC3CO2_SEI_55 01_7083.d

11/19/2019 11:46:15 AM

Method Automation_esi_tune_pos_low.m Operator admin
Sample Name 19112019 NW-CyA132IndC3CO2_SEl Instrument micrOTOF 213750.00088
Comment verduennt in MeOH
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 5.0 I/min
Scan End 2000 m/z n/a n/a Set Divert Valve Source
+MS, 0.2-2.5min #8-100
Intens. | +MS, 0.2-2.5min #8-100
x10°
8_
i 326:1059
6_
4_
2_
T | 651:2029
O T T T |l T T s T T T T T }' T T T T T T T T T T T T T T T T T T T T T T T T T
0 250 500 750 1000 1250 1500 1750 2000 2250 m/z
Meas. m/z # lon Formula m/z err[ppm] mSigma # mSigma Score rdb e Conf N-Rule
326.1059 1 C15H20NOS5S 326.1057 -0.7 3.1 1 100.00 6.5 even ok
348.0873 1 C15H19NNaO5S 348.0876 0.8 5.2 1 100.00 6.5 even ok
364.0608 1 C15H19KNOS5S 364.0616 21 4.7 1 100.00 6.5 even ok
651.2029 1 C30H39N2010S2 651.2041 1.8 8.8 1 100.00 125 even ok
673.1851 1 C30H38N2NaO10S2 673.1860 1.3 22.2 1 100.00 12,5 even ok
689.1586 1 C30H38KN2010S2 689.1599 1.9 27.2 1 100.00 12,5 even ok
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Analysis Info

Analysis Name

Method
Sample Name
Comment

Mass Spectrum of 1-(5-carboxypentyl)-2,3,3-trimethylindolium-5-sulfonate (2I)

Acquisition Date

D:\Data\spekiren2019\14112019_NW-CyA131IndC5CO2_SE|_52_01_6972.d

Automation_esi_tune_pos_mid.m
14112019 NW-CyA131IndC5CO2_SEI

verduennt in MeOH

Operator
Instrument

admin

micrOTOF

11/14/2019 2:25:22 PM

213750.00088

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 150 m/z Set End Plate Offset -500 V Set Dry Gas 5.0 I/min
Scan End 3500 m/z n/a n/a Set Divert Valve Source
+MS, 0.2-2.5min #13-155
Intens + +MS, 0.2-2.5min #13-155
x106
157 3544375
1.0
0.5
0] . ﬂ . 729.2489 10823775
“o0 250 500 750 1000 1250 1500 1750 2000 2250  miz
Meas. m/z # lon Formula m/z err[ppm] mSigma #mSigma Score rdb e Conf N-Rule
353.1289 1 C17H23NO5S 353.1291 0.7 639.2 1 10000 7.0 odd ok
354.1375 1 C17H24NO5S 354.1370 -14 1.7 1 100.00 6.5 even ok
376.1190 1 C17H23NNaO5S 376.1189 -0.1 7.7 1 100.00 6.5 even ok
392.0945 1 C17H23KNOS5SS 392.0929 -4.2 12.9 1 100.00 6.5 even ok
707.2662 1 C34H47N2010S2 707.2667 0.7 9.8 1 100.00 125 even ok
729.2489 1 C34H46N2Na010S2 729.2486 -04 20.5 1 100.00 125 even ok
745.2252 1 C34H46KN2010S2 745.2225 -3.5 103.3 1 100.00 125 even ok
1060.3959 1 C51H70N3015S3 1060.3964 0.5 22.6 1 100.00 18.5 even ok
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Mass Spectrum SmartFormula Report

is Info Acquisifon Date ~~~ 12/12/2019
s Name D:\Data\Spektren2019\2019 2472_SEI_NW-AQ9.d
_ tune_neg_wide.m Operator Juliane
:Name 2019_2472_SEI_ NW-A09 Instrument ~~ micrOTOF-Q I
nt Wolf Natalia

NW-A09

5 pmolfuL in MeOH

iition Parameter

Type ESI lon Polarity Negative Set Nebulizer
Active Set Funnel L RF 200.0 Vpp Set Dry Heater
gin 50miz Set Funnel 2 RF 400.0 Vpp Set Dry Gas
d 4000 mfz Set Hexapole RF 400.0 Vpp Set Divert Valve
@)
()
= 2019_2472_SEI_NW-A9.d: -
9
€ 503.13336
(]
<
()
C
£
@
£
o
1]
5 506132
3 & w0 om0 a0 A0 % B0
(@]
£ 1
2
g
a 503.13336
(%]
®
S
504.13558
> 505.12892
T T T T T T T T T T T T T T T T T T >. T T T T T T T T T T
502 503 504 505 506 507
# lon Formula miz erfppm] mSigma #mSigma Score rdb e Conf N-Rule
1 C24H27N206S2  503.13160 -3.50 5.1 1 10000 125 even ok
&
£
c
©
>
O
Y
o
o
o Sompass DataAnalysis 4.2 printed:  12/16/2019 10:34:23 AM by Juliane
&
(9]
>
04
I
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Mass Spectrum of Sulfo-(3-azidopropyl)pentamethine Cyanine (4a)

Analysis Info Acquisition Date  9/3/2019 10:08:06 AM
Analysis Name  D:\Data\spektren2019\03092019 NW333-A79_SEI 51 01 5448.d
Method Automation_esi_tune_neg_high.m Operator admin
Sample Name 03092019 _NW333-A79_SEl Instrument micrOTOF 213750.00088
Comment verduennt in MeOH
Acquisition Parameter
Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200 V Set Dry Heater 200 °C
Scan Begin 500 m/z Set End Plate Offset ~ -500 V Set Dry Gas 5.0 I/min
Scan End 5000 m/z n/a n/a Set Divert Valve Source
-MS, 0.2-2.5min #8-100
Intens.] -MS, 0.2-2.5min #8-100
X109
3 7321836
2]
1
0: b abah J 1531\\3194
0 500 1000 1500 2000 2500 3000 3500 4000 4500 miz
Meas. m/z # lon Formula m/z err [ppm] mSigma # mSigma Score rdb e Conf N-Rule
732.1836 1 C32H38N509S3 732.1837 0.2 23.8 1 100.00 16.5 even ok
733.1851 1 C32H39N509S3 733.1915 8.7 68.7 1 100.00 16.0 odd ok
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Analysis Info
Analysis Name

Method
Sample Name
Comment

Mass Spectrum of Sulfo-(6-azidohexyl)pentamethine Cyanine (4b)

Acquisition Date  12/20/2019 10:56:04 AM

D:\Data\spektren2019\20122019 NW419-A127Cy5C6N3_SEI_51 01_7601.d
Automation_esi_tune_neg_high.m Operator admin
20122019 NW419-A127Cy5C6N3_SEI Instrument micrOTOF
verduennt in MeOH

213750.00088

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200 V Set Dry Heater 200 °C
Scan Begin 500 m/z Set End Plate Offset ~ -500 V Set Dry Gas 5.0 I/min
Scan End 5000 m/z n/a n/a Set Divert Valve Source
-MS, 0.2-2.5min #8-100
Intens. -MS, 0.2-2.5min #8-100
X104
57 7742284
43
23 1616.4267
13
0E T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 500 1000 1500 2000 2500 3000 3500 4000 4500 m/z
Meas. m/z # lon Formula m/z err [ppm] mSigma #mSigma Score rdb e Conf N-Rule
7742284 1 C35H44N509S3 774.2307 2.9 73.7 1 100.00 16.5 even ok
775.2308 1 C35H45N509S3 775.2385 10.0 68.2 1 100.00 16.0 odd ok
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Mass Spectrum of Sulfo-(9-azidononyl)pentamethine Cyanine (4c)

Analysis Info Acquisition Date  8/30/2019 3:38:15 PM
Analysis Name  D:\Data\spektren2019\30082019 NW-Cy5C9N3_SEI 51 01 5371.d

Method Automation_esi_tune_neg_high.m Operator admin

Sample Name 30082019 NW-Cy5C9N3_SEI Instrument micrOTOF 213750.00088
Comment verduennt in MeOH

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200V Set Dry Heater 200 °C
Scan Begin 500 m/z Set End Plate Offset  -500 V Set Dry Gas 5.0 I/min
Scan End 5000 m/z n/a n/a Set Divert Valve Source

-MS, 0.2-2.5min #8-100

Intens. -MS, 0.2-2 5min #8-100
x1097

6_

816:2787

4_

2_

N il 16775385

0 500 1000 1500 2000 2500 3000 3500 4000 4500  miz
Meas. m/z # lon Formula m/z err[ppm] mSigma # mSigma Score rdb e Conf N-Rule
816.2787 1 C38H50N509S3 816.2776 -1.4 5.4 1 100.00 16.5 even ok
817.2817 1 C38H51N509S3 817.2854 4.6 53.3 1 100.00 16.0 odd ok
852.2471 1 C38H51CIN509S3 852.2543 8.5 401.3 1 100.00 155 even ok
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Analysis Info
Analysis Name

Method
Sample Name
Comment

Mass Spectrum of Sulfo-(pentynyl)pentamethine Cyanine (4d)

Acquisition Date
D:\Data\spektren2019\07102019 NW-Cy5Pentin_SEI 52 01 6039.d

10/7/2019 1:52:20 PM

Automation_esi_tune_neg_high.m
07102019_NW-Cy5Pentin_SEI

verduennt in MeOH

Operator
Instrument

admin
micrOTOF

213750.00088

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200 V Set Dry Heater 200 °C
Scan Begin 500 m/z Set End Plate Offset -500 VvV Set Dry Gas 5.0 I/min
Scan End 5000 m/z n/a n/a Set Divert Valve Source
-MS, 0.2-2.5min #8-100
Intens.] -MS, 0.2-2.5min #8-100
X109
159 715:1803
1.0
0.5 1497 3228
00: T T T T l|Llj T T T T I‘lkl ‘I T T T T T T T T T T T T T T T T T T T T T T T T
0 500 1000 1500 2000 2500 3000 3500 4000 4500 m/z
Meas. m/z # lon Formula m/z err [ppm] mSigma # mSigma Score rdb e Conf N-Rule
715.1803 1 C34H39N209S3 715.1823 2.8 3.8 1 100.00 16.5 even ok
716.1838 1 C34H40N209S3 716.1901 8.8 78.6 1 100.00 16.0 odd ok
751.1586 1 C34H40CIN209S3 751.1590 0.5 260.9 1 100.00 155 even ok
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Analysis Info
Analysis Name
Method

Sample Name
Comment

Mass Spectrum of Sulfo-(hexynyl)pentamethine Cyanine (4e)

Acquisition Date  10/7/2019 4:37:19 PM
D:\Data\spektren2019\07102019 NW-Cy5Hexin_SEI 53 01 6054.d
Automation_esi_tune_neg_mid.m Operator
07102019 NW-Cy5Hexin_SEI Instrument
verduennt in MeOH

admin
micrOTOF

213750.00088

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200V Set Dry Heater 200 °C
Scan Begin 150 m/z Set End Plate Offset -500 V Set Dry Gas 5.0 I/min
Scan End 3500 m/z n/a n/a Set Divert Valve Source
-MS, 0.2-2.5min #8-100
Intens.] -MS, 0.2-2.5min #8-100
x106+
] 729.2001
1.0
] 296.0853
057 593.1777
00 i T T ulli‘l‘l“ T J| |ullek| — k| = T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 250 500 750 1000 1250 1500 1750 2000 2250 m/z
Meas. m/z # lon Formula m/z err [ppm] mSigma # mSigma Score rdb e Conf N-Rule
729.2001 1 C35H41N209S3 729.1980 -2.9 29.2 1 100.00 16.5 even ok
730.2004 1 C35H42N209S3 730.2058 7.4 69.4 1 100.00 16.0 odd ok
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Mass Spectrum of Sulfo-(3-cyanopropyl)pentamethine Cyanine (4f)

Analysis Info Acquisition Date  9/12/2019 12:25:31 PM
Analysis Name  D:\Data\spektren2019\09092019 NW360-A96_Cy5C3CN_SEI_51 01 _5613.d

Method Automation_esi_tune_neg_high.m Operator admin

Sample Name 09092019 _NW360-A96_Cy5C3CN_SEI Instrument micrOTOF 213750.00088
Comment verduennt in MeOH

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200V Set Dry Heater 200 °C
Scan Begin 500 m/z Set End Plate Offset  -500 V Set Dry Gas 5.0 I/min
Scan End 5000 m/z n/a n/a Set Divert Valve Source

-MS, 0.2-2.5min #8-99

Intens. -MS, 0.2-2.5min #8-99
X109
1.51 738.1608
1.0
0.57 14993133
OO: T T T T T JLM [I T T T L k| l|\ T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 500 1000 1500 2000 2500 3000 3500 4000 4500 m/z
Meas. m/z # lon Formula m/z err[ppm] mSigma # mSigma Score rdb e Conf N-Rule
716.1792 1 C33H38N309S3 716.1776 -2.3 19.8 1 100.00 16.5 even ok
717.1807 1 C33H39N309S3 717.1854 6.5 76.4 1 100.00 16.0 odd ok
752.1524 1 C33H39CIN309S3 752.1542 2.4 61.2 1 100.00 15.5 even ok
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Mass Spectrum of Sulfo-(5-cyanopentyl)pentamethine Cyanine (4g)

Analysis Info Acquisition Date  9/30/2019 12:24:06 PM
Analysis Name  D:\Data\spektren2019\30092019 NW-Cy5C5CN_SEI 51 01 5912.d

Method Automation_esi_tune_neg_high.m Operator admin

Sample Name 30092019 NW-Cy5C5CN_SEI Instrument micrOTOF 213750.00088
Comment verduennt in MeOH

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200V Set Dry Heater 200 °C
Scan Begin 500 m/z Set End Plate Offset  -500 V Set Dry Gas 5.0 I/min
Scan End 5000 m/z n/a n/a Set Divert Valve Source

-MS, 0.2-2.5min #8-100

Intens. 1 -MS, 0.2-2.5min #8-100
x104;
57
] 744.2066
4-
2
13 l \ 1555.3727
0: T T T T T “llhlll |l |ll| l|l |l'“|‘L le l|“lh| by T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 500 1000 1500 2000 2500 3000 3500 4000 4500 m/z
Meas. m/z # lon Formula m/z err [ppm] mSigma # mSigma Score rdb e Conf N-Rule
7442066 1 C35H42N309S3 744.2089 3.1 8.4 1 100.00 16.5 even ok
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Analysis Info
Analysis Name
Method

Sample Name
Comment

Mass Spectrum of Sulfo-(3-carboxypropyl)pentamethine Cyanine (4h)

Acquisition Date  11/22/2019 12:20:14 PM

D:\Data\spektren2019\22112019 NW-Cy5C3CO2H_SEI_52 01 7214.d
Automation_esi_tune_neg_high.m Operator
22112019 NW-Cy5C3CO2H_SEI Instrument
verduennt in MeOH

admin

micrOTOF 213750.00088

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200V Set Dry Heater 200 °C
Scan Begin 500 m/z Set End Plate Offset  -500 V Set Dry Gas 5.0 I/min
Scan End 5000 m/z n/a n/a Set Divert Valve Source
-MS, 0.2-2.5min #8-100
Intens. - -MS, 0.2-2.5min #8-100
x104 |
757.1521
4_
2 1537.2946
O T T T T T ll‘J T T T T T T p— T T T T T T T T T T T T T T T T T T T T T T T T T
0 500 1000 1500 2000 2500 3000 3500 4000 4500 m/z
Meas. m/z # lon Formula m/z err[ppm] mSigma # mSigma Score rdb e Conf N-Rule
735.1691 1 C33H39N2011S3 735.1721 4.2 12.9 1 100.00 155 even ok
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Analysis Info
Analysis Name
Method

Sample Name
Comment

Mass Spectrum of Sulfo-(5-carboxypentyl)pentamethine Cyanine (4i)

Acquisition Date
D:\Data\spektren2019\22112019 NW-Cy5C5CO2H_SEI 51 01_7202.d
Automation_esi_tune_neg_high.m Operator
22112019 NW-Cy5C5CO2H_SEI Instrument
verduennt in MeOH

11/22/2019 10:24:00 AM

admin
micrOTOF

213750.00088

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200 V Set Dry Heater 200 °C
Scan Begin 500 m/z Set End Plate Offset -500 V Set Dry Gas 5.0 I/min
Scan End 5000 m/z n/a n/a Set Divert Valve Source
-MS, 0.2-2.5min #8-100
Intens. ] -MS, 0.2-2.5min #8-100
x10°]
] 763:2023
1.54
1.0
0.57
] 1593.3635
00 . T T T T T T T T T T T T nll"“ T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 500 1000 1500 2000 2500 3000 3500 4000 4500 m/z
Meas. m/z # lon Formula m/z err [ppm] mSigma # mSigma Score rdb e Conf N-Rule
763.2023 1 C35H43N2011S3 763.2034 15 6.4 1 100.00 155 even ok
764.2052 1 C35H44N2011S3 764.2113 7.9 71.0 1 100.00 15.0 odd ok
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Mass Spectrum of Sulfo-(3-(trifluoroacetamido)propyl)pentamethine Cyanine (4j)

Mass Spectrum SmartFormula Report

s Info Acquisifon Date~~ 12/12/201¢
s Name D:\Data\Spekiren2019\2019 2473 SEI NW352-A62_3.d

tune_neg_mid.m Operator Juliane
Name 2019 2473 SEI_ NW352-A62 3 Instrument ~ micrOTOF-Q Il
nt Wolf Natalia

NW352-A62

8 pmolfuL in MeOH
tion Parameter
Ype ESI lon Polarity Negative Set Nebulizer

Not active Set Funnel 1 RF 300.0 Vpp Set Dry Heater

3in 250 miz Set Funnel 2 RF 400.0 Vpp Set Dry Gas
1 3000 m/z Set Hexapole RF 400.0 Vpp Set Divert Valve

2019 2473 SELNW352-62_3.6: -V

00.58434

706.19036
_ , _

500 1000 1500 2000 2500
W
40058434
40108522
40158329
40208241 0258088

405 410 §0L5 00 e ,
# lon Formula miz erfppm] mSigma #mSigma Score rdb e Conf N-Rule
1 C34H3BF3N3010S3 40058412 055 151 1 10000 160 even ok

ompass DataAnalysis 4.2 printed:  12/12/2019 9:41:58 AM by:  Juliane
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Mass Spectrum of Sulfo-(6-(trifluoroacetamido)hexylpentamethine Cyanine (4k)

Mass Spectrum SmartFormula Report

is Info Acquisition Date 12/12/2019
is Name D:\Data\Spekiren20192019 2474 SEI_NW403-A113 2.d
j tune_neg_mid.m Operator Juliane
2 Name 2019 2474 SEI NW403-A113 2 Instrument ~ micrOTOF-Q Il
ant Wolf Natalia

NWA403-A113

8 pmol/uL in MeOH

sition Parameter

Type ESI lon Polarity Negative Set Nebulizer
Not active Set Funnel 1 RF 300.0 Vpp Set Dry Heater

3in 250 miz Set Funnel 2 RF 400.0 Vpp Set Dry Gas

d 3000 m/z Set Hexapole RF 400.0 Vpp Set Divert Valve

2019_ 2474 SEI NWA03-AL13_ 2.d: MS

42160822
74823733
_ T T T — T T T T T T T T T T T T T T T T T T T
500 1000 1500 2000 2500
"y
42160822
422.10805
422.60641
42310689 0360379
S ow@s w0 4§ 0 o@s
# lonFormula miz er[ppm] mSigma #mSigma Score rdb e Conf N-Rule
1 C3TH44F3N3010S3 42160759  -148 6.2 1 10000 160 even ok

Zompass DataAnalysis 4.2 printed:  12/12/2019 9:55:29 AM by: Juliane
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Mass Spectrum of Sulfo-(3-aminopropyl)pentamethine Cyanine (4l)

Analysis Info Acquisition Date  9/4/2019 7:13:24 PM
Analysis Name  D:\Data\spektren2019\04092019 NW351-A41Cy5C3NH2_SEI_52 01_5509.d

Method Automation_esi_tune_neg_mid.m Operator admin

Sample Name 04092019 NW351-A41Cy5C3NH2_SEI Instrument  micrOTOF 213750.00088
Comment verduennt in MeOH

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200V Set Dry Heater 200 °C
Scan Begin 150 m/z Set End Plate Offset -500 V Set Dry Gas 5.0 I/min
Scan End 3500 m/z n/a n/a Set Divert Valve Source

-MS, 0.2-2.5min #8-99

Intens ] -MS, 0.2-2.5min #8-99
x106

1 -002 7061939
0.75
0.507
0.257

352.5915 | L

OOO ] T T 1 T [ . T 'L T T 1 T T T T T 4 4 I T 4 4 4 I 1 1 1 1 1 1 1 T 1 1 T T T T 1 T T T T I T 4 4 T
0 250 500 750 1000 1250 1500 1750 2000 2250 m/z

Meas. m/z # lon Formula m/z err [ppm] mSigma # mSigma Score rdb e Conf N-Rule
706.1939 1 C32H40N309S3 706.1932 -0.9 126.6 1 100.00 145 even ok
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Mass Spectrum of Sulfo-(6-aminohexyl)pentamethine Cyanine (4m)

Analysis Info Acquisition Date  9/4/2019 2:33:35 PM
Analysis Name  D:\Data\spektren2019104092019 _NW-Cy5C6NH2_SEI_51 01 _5481.d

Method Automation_esi_tune_neg_mid.m Operator admin

Sample Name 04092019_NW-Cy5C6NH2_SE| Instrument  micrOTOF 213750.00088
Comment verduennt in MeOH

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.7 Bar
Focus Not active Set Capillary 3200V Set Dry Heater 200 °C
Scan Begin 150 m/z Set End Plate Offset -500 V Set Dry Gas 5.0 I/min
Scan End 3500 m/z n/a n/a Set Divert Valve Source

-MS, 0.2-2.5min #8-99

Intens. ] -MS, 0.2-2.5min #8-99
X109
6 7482387
4_
2_
1 305.6062 l
0 T T T T l|L l|l T . T T T T |I = T l T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 250 500 750 1000 1250 1500 1750 2000 2250 m/z
Meas. m/z # lon Formula m/z err[ppm] mSigma # mSigma Score rdb e Conf N-Rule
748.2387 1 (C35H46N309S3  748.2402 1.9 13.8 1 100.00 145 even ok
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Analytical HPLC Measurements

Measurements were performed on a system consisting of a quarternary pump, an injection valve and a DAD detector by SYKAM. Analyses were run
on a RP-18 column from YMC (YMC-Pack ODS-AQ, 250 x 4.6 mm, S-5 um, 12 nm) and recorded on two wavelength channels: 254 nm and 647 nm.
Different systems were applied.

System 1: Solvent A: 10 mM ammonium acetate in H>O, solvent B: 10 mM ammonium acetate in MeOH. Linear gradient from 100% A to 50% B in
A in 60 min. Flow rate: 0.6 mL/min.

System 2: Solvent A: 10 mM ammonium acetate in H>O, solvent B: 10 mM ammonium acetate in MeOH. Linear gradient from 20% B in A to 80% B
in A in 60 min. Flow rate: 0.6 mL/min.

The retention time is abbreviated by #r. The purity was calculated from the 647 nm data set through integration of all peaks.
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Sulfo-(3-azidopropyl)pentamethine Cyanine (4a)

3000

—— Kanal 1 (647 nm}
—— Kanal 2 (254 nm}

Intensitét in mi'

2500

2000 -

1500

1000

500 o

-500

T T T 1
0 10 20 30 40 50 60

Zeitin Minuten

System 1 was used. fr = 39.4 min. Purity: 96%.
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Sulfo-(6-azidohexyl)pentamethine Cyanine (4b)

z 5000 + —— Kanal 1 (647 nm)
= —— Kanal 2 (254 nm)
£
z
2
=

4000

3000

2000

1000 -

0 T
-1000 ! T . T T |
0 10 20 30 40 50 60

Zeitin Minuten

System 1 was used. fr = 51.8 min. Purity > 99%.
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Sulfo-(9-azidononyl)pentamethine Cyanine (4¢)

1400

— Kanal 1 (647 nm}
—— Kanal 2 (254 nm)

Intensitat in my

1200 4

1000 +

400 4

200 4

-200

0 10 20 30 40 50 60

Zeitin Minuten

System 2 was used. fr = 33.1 min. Purity 98%.
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Sulfo-(pentynyl)pentamethine Cyanine (4d)

2500 7 —— Kanal 1 (647 nm)
—— Kanal 2 (254 nm)

Intensitatin my
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-500

T T T T T 1
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System 1 was used. fr = 40.7 min. Purity: 98%.
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Sulfo-(hexynyl)pentamethine Cyanine (4¢)

1600
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System 1 was used. tr = 45.1 min. Purity: 97%.
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Sulfo-(3-cyanopropyl)pentamethine Cyanine (4f)

2000

—— Kanal 1 (647 nm)
—— Kanal 2 (254 nm)

Intensitat in my
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System 1 was used. tr = 12.6 min. Purity: 99%.
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Sulfo-(5-cyanopentyl)pentamethine Cyanine (4g)

1200 1 —— Kanal 1 (647 nm)
—— Kanal 2 (254 nm)

Intensitatin my
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400 1

200 +

-200

T T T T T 1
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System 1 was used. fr = 29.0 min. Purity: 97%.
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Sulfo-(3-carboxypropyl)pentamethine Cyanine (4h)

5000

—— Kanal 1 (847 nm)
—— Kanal 2 (254 nm)
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System 1 was used. tr = 12.5 min. Purity 98%.
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Sulfo-(5-carboxypentyl)pentamethine Cyanine (4i)
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Sulfo-(3-(trifluoroacetamido)propyl)pentamethine Cyanine (4;)

a0 o —— Kanal 1 (647 nm}
—— Kanal 2 (254 nm)
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System 1 was used. tr = 28.6 min. Purity 97%.
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Sulfo-(6-(trifluoroacetamido)hexyl)pentamethine Cyanine (4k)

1400

—— Kanal 1 (647 nm)
Kanal 2 (254 nm)
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System 1 was used. fr = 45.7 min. Purity: 97%.
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Sulfo-(3-aminopropyl)pentamethine Cyanine (41)
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—— Kanal 2 (254 nm)
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System 1 was used. fr = 13.0 min. Purity: > 99%.
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Sulfo-(6-aminohexyl)pentamethine Cyanine (4m)
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System 1 was used. tr = 28.6 min. Purity: 98%.
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