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High resolution mass spectrometry and infrared spectroscopy data for 3-tert-Butoxycarbonyl-
amino-1-oxyl-2,2,5,5-tetramethylpyrrolidine-4-carboxylic acid (N-Boc POAC, 6)

Full Scan Positive lon Mode

Sample Mrheoretical Mexperimental AM (ppm) Elemental Composition
301.17580 301.17581
. . 0.04767
(M] M] C14H25N205
340.13951 340.13951 [M]
. . 0.01073
[M+K] [M+K]
173731_MAV-673 #81-148 RT: 0.36-0.66 AV: 68 NL: 2.55E9
T: FTMS + p ESI Full ms [100.00-750.00]
340.13951
100 o
90 9\ J\
(0] NH COOH
80
70 ,;l
60 Oo
50 6
40
30
20
303.19140 429.2401
103 113.96373 247.12878 9.24015
0 ‘ e | I. " l s PR | } 1 b
|IIII|IIII|IIII|IIII|III|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|
100 150 200 250 300 350 400 450 500 550 600 650 700 750
m'z
Experimental and Theoretical Isotopic Distribution Ci14H,sN.Os [M]*
301.17581 NL:
C14 Hos Os N2 2.67E7
0.04767 ppm 173731_MAV-
100 673#81-148 RT:
i 0.36-0.66 AV:68T:
] FTMS + p ESI Full ms
50 [100.00-750.00]
: 301.28513 302.17903
ol i 1 _
301.17580 NL:
C14 Hps Os N2 8.41E5
100 0.00000 ppm C14 H25 Os Na:
i Cu H25 Os N2
1 pa Chrg 1
50—
] 302.17915
T T T T | T T T T | T T T T | T T T T | T ]I T T | T T T |
300.0 300.5 301.0 301.5 302.0 302.5 303.0
m'z

S2


mvoynov
Text Box
High resolution mass spectrometry and infrared spectroscopy data for 3-tert-Butoxycarbonyl-amino-1-oxyl-2,2,5,5-tetramethylpyrrolidine-4-carboxylic acid (N-Boc POAC, 6)
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Experimental and Theoretical Isotopic Distribution Ci14H>sN,0sK [M+K]*

340.13951
Ci14a H2s Os N2 K
100 0.01073 ppm
50
] 341.14329
_ L 342.13691
0 )
340.13951
Ci14 H2s Os N2 K
1004 0.00000 ppm
50
] 341.14286 342.13762
T T T T | T T T T | LI T T | T LI T | T LI | T L T T
339.0 339.5 340.0 340.5 341.0 342.0

m'z

NL:

2.55E9
173731_MAV-
673#81-148 RT:
0.36-0.66 AV:68T:
FTMS + p ESI Full ms
[100.00-750.00]

NL:
7.84E5

Cu H2s5 Os5 N2 +K:
Cu H25 Os N2 Ky
paChrg 1
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[Comments]
Sample name
Comment
User

Division
Company

3000

Microsoft

[Detailed Information]

Creation date

Data array type
Horizontal axis
Vertical axis
Start

End

Data interval
Data points

8/28/2017 8:38 PM

Linear data array
Wavenumber [cm-1]
%T

499.473 cm-1
4000.6 cm-1
0.964233 cm-1
3632

[ Result of Peak Picking ]

No. Position
1 3384.46

Intensity No.
19.6689 2

Position
3114.47

2000
Wavenumber [cm-1]

1000

[Measurement Information]

Model Name
Serial Number

Measurement Date

Light Source
Detector
Accumulation
Resolution

Zero Filling
Apodization
Gain

Aperture
Scanning Speed
Filter

Intensity
26.7471

FT/IR-4100typeA
B096961016

8/28/2017 8:38 PM

Standard

TGS

20

4 cm-1

On

Cosine

Auto (4)

Auto (7.1 mm)
Auto (2 mm/sec)
Auto (30000 Hz)

500
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[ Result of Peak Picking ]

No.
3
5
7
9
11
13
15
17
19
21
23
25

Position
2987.2

1743.33
1523.49
1451.17
1368.25
1279.54
1229.4

1143.58
1045.23
983.518
758.852
655.679

Intensity
17.4446
8.98157
7.06293
32.084
20.4632
18.7646
23.6632
14.3182
27.5855
38.4192
35.78
30.6668

»

10
12
14
16
18
20
22
24

Position
2938.98
1686.44
1468.53
1427.07
1297.86
1244.83
1170.58
1091.51
1026.91
862.989
682.677

Intensity
29.6795
4.6024

29.4202
30.6492
19.6115
23.5722
9.40426
36.3771
35.1315
32.2784
36.0553
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High resolution mass spectrometry and infrared spectroscopy data for 3-tert-Butoxycarbonyl-
amino-4-hydroxymethyl-1-oxyl-2,2,5,5-tetramethylpyrrolidine 8

Full Scan Positive lon Mode

Sample Mrheoretical Mexperimental AM (ppm) Elemental Composition
287.19653 287.19621 1138 Coao NSO
¥ . -1, 14F27N204
[M] [(M]

174163_MAV678b #49-63 RT: 0.36-0.44 AV: 15 SB: 57 0.01-0.19, 0.80-1.01 NL: 9.07E6
T: FTMS + p ESI Full ms [180.00-1000.00]

287.19621
100+
904
80 217.11764 BocHN OH
70
603 l;l.
] (o]
50 8
404
304
20 335.12504
103 378.17349
] l [ 45330844 0 99254
O—: .Il‘-l bbb it bos b 11 A N R Y 6154'9’4061. , .
LRARE RN AN RALS RAAS RAAE RAAN RALE RARE LAR RARI RALS AL RAM | AL IARE MRS KA RS A MRS RS MRS MR LAY MRS R R |
200 300 400 500 600 700 800 900 1000
m/z
Experimental and Theoretical Isotopic Distribution Ci14H,7N,04 [M+H]*
287.19621 NL:
C14 H27 O4 N2 9.07E6
-1.13760 ppm 174163 _MAV678b#49-63 RT:
100 0.36-0.44 AV: 15 SB: 57
80 0.01-0.19 , 0.80-1.01 T:
FTMS + p ESI Full ms
60 [180.00-1000.00]
40- 266.17242 282 20390 N
20 - & 315.00350
L I I 301.14088 \
C ) L L /) | k. | . P _L_
287.19653 NL:
C14 H27 O4 N2 8.43E5
100 0.00000 ppm C14 H27 N2 Oa:
C14H27N20O4
80 pa Chrg 1
60
40
20
Oty T LIMME A IR INAE IR AR IR A A I LA IR | T T
270 280 290 300 310
m/z
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High resolution mass spectrometry and infrared spectroscopy data for 3-tert-Butoxycarbonyl-amino-4-hydroxymethyl-1-oxyl-2,2,5,5-tetramethylpyrrolidine 8
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High resolution mass spectrometry and infrared spectroscopy data for 3-Amino-4-
hydroxymethyl-1-oxyl-2,2,5,5-tetramethylpyrrolidine 9

Full Scan Positive lon Mode

Sample Mrheoretical Mexperimental AM (ppm) Elemental Composition
188.15193 188.15146 5511 CoH NSO
[M+H]* [M+H]* . 9M19N207

174746_MAV682 #54-82 RT: 0.31-0.46 |
T: FTMS + p ESI Full ms [50.00-750.00]

102.12745
] H,N OH
250000000
] N
200000000 6 .
- 9
150000000
100000000
50000000
- 135.09301
] 188.15146
’ h | 284.20862 462.26734
0 T ‘I' 'I ‘I"‘ T ‘I | I‘ T T I‘ | T T T T # | T T I‘ T | T T T T | 1 T T 1 '| 'I 1
100 200 300 400 500 600 700
m/z
Experimental and Theoretical Isotopic Distribution for CoH19N,0, [M+H]*
188.15146 NL:
CoH2002 N2 1.51E7
-2.51072 ppm 174746_MAV682#54-
100 82 RT: 0.31-0.46
_ AV: 29 T: FTMS + p
] ESI Full ms
50— [50.00-750.00]
0: 17716329  183.07754 | 1o 19512228 201.10913
188.15193 NL:
CoH2002N2 8.95E5
-0.00000 ppm CoHwn N2 Oz +H:
800000 CoH20N202
- pa Chrg 1
6000003
4000003
200000 189.15528
o = T T T | T T T T | T T T II | T T T T | T T T T | T T T
180 185 190 195 200

m/z

S8


mvoynov
Text Box
High resolution mass spectrometry and infrared spectroscopy data for 3-Amino-4-hydroxymethyl-1-oxyl-2,2,5,5-tetramethylpyrrolidine 9
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[Comments]
Sample name
Comment
User

Division
Company

3000

NCSU

[Detailed Information]

Creation date

Data array type
Horizontal axis
Vertical axis
Start

End

Data interval
Data points

9/23/2022 5:39 PM

Linear data array
Wavenumber [cm-1]
%T

0 cm-1

7800.65 cm-1
0.964233 cm-1

8091

2000
Wavenumber [cm-1]

1000

[Measurement Information]

Model Name
Serial Number

Measurement Date

Light Source
Detector
Accumulation
Resolution

Zero Filling
Apodization
Gain

Aperture
Scanning Speed
Filter

[ Result of Peak Picking ]
No. Position Intensity
1 3331.43 18.776

No.
2

Position
3284.18

Intensity
26.9994

FT/IR-4100typeA
B096961016

9/23/2022 5:38 PM

Standard

TGS

8

4 cm-1

On

Cosine

Auto (4)

Auto (7.1 mm)
Auto (2 mm/sec)
Auto (30000 Hz)

600
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[ Result of Peak Picking ]

No.
3
5
7
9
11
13
15
17
19
21
23

Position
3193.54
2932.23
2873.42
1465.63
1417.42
1273.75
1233.25
1100.19
1023.05
954.591
759.816

Intensity
29.6562
29.268

28.5947
28.9515
38.0088
40.3531
36.3135
29.424

29.0425
31.1062
35.6806

No.

10
12
14
16
18
20
22

Position
2977.55
2897.52
1612.2

1449.24
1361.5

1249.65
1180.22
1039.44
986.411
941.092

Intensity
23.2732
33.515

33.8309
34.1503
22.9733
38.614

33.7386
19.7724
31.4446
29.3567
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High resolution mass spectrometry and infrared spectroscopy data for 3-Dimethylamino-4-

hydroxymethyl-1-oxyl-2,2,5,5-tetramethylpyrrolidine 10

Full Scan Positive lon Mode

Sample |V|Theoretical MExperimentaI AM (Ppm) Elemental Composition
216.18323 216.18314 0.432 T
[M+H]+ [M+H]+ . 1111231N2WV2
192701_MAV_752 #46-73 RT: 0.26-0.40 AV: 28 NL: 5.35E8
T: FTMS + p ESI Full ms [100.0000-800.0i
216.18314
1005
90—5
3 \N/ OH
80
70—E ';l
603 o’
505 10
404
303
20
105 124.08689
3 J 247.16635 409.16198
0 ||‘|‘|| |"'|""|"'|'"|"'|"'|'"|"'|"'|""|"'|"'|"'|"'|'"|"'|"'|"'|"'|"'|"'|"'|"'|"'|"'|"'|"'|"'|"'|'
100 200 300 400 500 600 700 800
m/z
Experimental and Theoretical Isotopic Distribution C;;H,3N,0, [M+H]"
216.18314 NL:
C11H24 O2N2 5.35E8
-0.43217 ppm 192701_MAV_752#46-
100 73 RT: 0.26-0.40 AV:
- 28 T: FTMS + p ESI
] Full ms
50 [100.0000-800.0000]
i 217.18600
0 .
216.18323 NL:
C11H24 O2 N2 8.75E5
100— 0.00000 ppm CunH23N2O2 +H:
4 CnH24 N2 02
1 pa Chrg 1
50
i 217.18658
O||||||||||||||||||||||||||||||||||
205 210 215 220 225 230 235
m/z
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4000 3000 2000 1000 600
Wavenumber [cm-1]
[Comments]
Sample name
Comment
User
Division
Company NCSU
[Detailed Information] [Measurement Information]
Creation date 9/26/2022 7:26 PM Model Name FT/IR-4100typeA
Serial Number B096961016
Data array type Linear data array
Horizontal axis Wavenumber [cm-1] Measurement Date 9/26/2022 7:26 PM
Vertical axis %T
Start 0 cm-1 Light Source Standard
End 7800.65 cm-1 Detector TGS
Data interval 0.964233 cm-1 Accumulation 8
Data points 8091 Resolution 4 cm-1
Zero Filling On
Apodization Cosine
Gain Auto (4)
Aperture

Auto (7.1 mm)

Scanning Speed Auto (2 mm/sec)
Filter Auto (30000 Hz)

[ Result of Peak Picking ]

No. Position Intensity No

. Position Intensity
1 3397.96 16.2407 2

2972.73 20.8991
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[ Result of Peak Picking ]

No.
3
5
7
9
11
13
15
17
19
21
23
25
27

Position
2932.23
2892.7

2791.46
1641.13
1449.24
1358.6

1292.07
1177.33
1087.66
1031.73
956.52

815.742
706.783

Intensity
27.4441
26.5285
27.7268
45.374
27.5218
23.3198
35.6568
27.7907
24.6011
25.6384
43.4625
43.7109
41.7072

No.

10
12
14
16
18
20
22
24
26

Position
2921.63
2828.1

2777.96
1478.17
1420.32
1308.46
1207.22
1132.97
1042.34
983.518
874.56

778.136

Intensity
26.5851
27.4237
28.259
27.7189
37.5005
31.385
33.3774
34.6964
21.2927
42.0692
43.5401
45.0303
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High resolution mass spectrometry and infrared spectroscopy data for Methanesulfonic acid (4-
dimethylamino-1-oxyl-2,2,5,5-tetramethylpyrrolidin-3-yl)-methyl ester 11

Full Scan Positive lon Mode

Sample |V|Theoretical |V|Experimental AM (Ppm) Elemental Composition
294.16078 294.16035 1.450 CoHarNAOS
[M+H]+ [M+H]+ . 12112512V 4

200086_MAV-757 #48-70 RT: 0.29-040 AV- 23 NI -7 54F8
T: FTMS + p ESI Full ms [200.0000-1000.C

294.16035
1007
: -/
903 N 0SO0,CH,4
80
70—E r‘ul
E o}
60 11
50
40
30
203
10 220.09964
0 = T T T T | T T 1 T | - T T T T | I T T T | T T I T | T T 1 I | I 1 I T | I I T T |
200 300 400 500 600 700 800 900 1000
m/z
Experimental and Theoretical Isotopic Distribution C;,H,sN,0,S [M+H]*
294.16035 NL:
C12H26 04 N2S 7.54E8
-1.44933 ppm 200086_MAV-757#48-
100 70 RT:0.29-0.40 AV:
- 23 T: FTMS + p ESI Full
: ms
50— [200.0000-1000.0000]
] 295.16279
0] 293.15387 ‘
294.16078 NL:
C12H26 04N2S 8.18E5
100— -0.00000 ppm CpH25N204S +H:
i CrH26N204 S+
- pa Chrg 1
50
i 295.16413
1 T 1 1 1 1 1 ] 1 T T 1 || I e — 1 1. T 1T 1 T T 1
285 290 295 300 305
m/z
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[Comments]
Sample name
Comment
User

Division
Company

3000

NCSU

[Detailed Information]

Creation date

Data array type
Horizontal axis

Vertical axis
Start

End

Data interval
Data points

10/23/2019 7:10 PM

Linear data array
Wavenumber [cm-1]
%T

0 cm-1

7800.65 cm-1
0.964233 cm-1

8091

[ Result of Peak Picking ]

No. Position
1 3438.46

Intensity No.
34.9667 2

2000
Wavenumber [cm-1]

600

[Measurement Information]

Model Name
Serial Number

Measurement Date

Light Source
Detector
Accumulation
Resolution

Zero Filling
Apodization
Gain

Aperture
Scanning Speed
Filter

Position
3022.87

Intensity
35.5319

FT/IR-4100typeA
B096961016

10/23/2019 7:09 PM

Standard

TGS

8

4 cm-1

On

Cosine

Auto (4)

Auto (7.1 mm)
Auto (2 mm/sec)
Auto (30000 Hz)
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[ Result of Peak Picking ]

No.
3
5
7
9
11
13
15
17
19
21
23

Position
3007.44
2930.31
2832.92
1637.27
1455.99
1350.89
1244.83
1171.54
1035.59
951.698
810.92

Intensity
33.0638
28.7203
34.8097
39.1536
32.4972
19.2438
36.3434
14.1508
33.3183
16.1121

32.0181

No.

10
12
14
16
18
20
22
24

Position
2973.7

2875.34
2785.67
1477 .21
1421.28
1278.57
1210.11
1069.33
979.661
843.704
745.352

Intensity
28.4482
36.2855
33.0599
31.9328
36.4136
37.4737
34.3344
34.606

26.6071
17.2465
36.8897
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High resolution mass spectrometry and infrared spectroscopy data for 3-Bromomethyl-4-
dimethylamino-1-oxyl-2,2,5,5-tetramethylpyrrolidine 13

Full Scan Positive lon Mode

Sample Miheoretical MeExperimental AM (ppm) Elemental Composition
278.09883 278.09836 1,683 CoiHaaBrNLO
-1. 11M22BrN2
[M+H]* [M+H]*
280.09678 280.09573
-3.749 C11H22BrN2O
[M+H]* [M+H]*
210249 MAV809 #57-84 RT: 0.32-0.46 AV: 28 NL: 1.97E8
T: FTMS + p ESI Full ms [100.0000-800.0000
278.
100 8.09836
90
80 \
/N Br
70
60 N
6.
50
13
40
30
20
10 234.14876 || 31621097
12408669 | L l 409.16101
03 b i |1 .0, bl PR T
| T T T | T T | T T T T | T T T T | T T T T T 1 T | T 1 1 T |
100 200 300 400 500 700 800
m'z
Experimental and Theoretical Isotopic Distribution for C11H,,BrN,O [M+H]*
278.09836 NL:
C11 H23 O N2 Br 1.97E8
-1.68282 ppm 210249 MAV809#57-
100 84 RT:0.32-0.46 AV:
] 28 T: FTMS + p ESI Full
: ms
50 [100.0000-800.0000]
] 277.09066 281.09896
0 ) | 1
278.09883 NL:
C11 H23 O N2 Br 4.45E5
100— 0.00000 ppm CuH22 BrN2 O +H:
] CnH23 BriN2 O1
] paChrg 1
50-]
] 281.10014
0

272

274

276 278 280 282 284 286
nmz

290
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Scan 271 —290 m/z

210249_MAV809 #58-84 RT: 0.32-0.46 AV: 27 NL: 2.03E8

T: FTMS + p ESI Full ms [100.0000-800.0000

100

90
80
70
603
50

40

303

203
103

0

2

278.09836 550 09573

277.09069

I
272

|
274

I I
276 278

281.09896
I 1 I| 1 I
280 282
m/'z
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27

20—

%T

10—

6

4000

[Comments]
Sample name
Comment
User

Division
Company

NCSU

[Detailed Information]

Creation date

Data array type
Horizontal axis
Vertical axis
Start

End

Data interval
Data points

10/21/2022 4:34 PM

Linear data array
Wavenumber [cm-1]
%T

0 cm-1

7800.65 cm-1
0.964233 cm-1

8091

2000
Wavenumber [cm-1]

1000

[Measurement Information]

Model Name
Serial Number

Measurement Date

Light Source
Detector
Accumulation
Resolution

Zero Filling
Apodization
Gain

Aperture
Scanning Speed
Filter

[ Result of Peak Picking ]
No. Position Intensity No.
1 3432.67 18.9189 2

Position
3025.76

Intensity
16.8985

FT/IR-4100typeA
B096961016

10/21/2022 4:33 PM

Standard

TGS

8

4 cm-1

On

Cosine

Auto (8)

Auto (7.1 mm)
Auto (2 mm/sec)
Auto (30000 Hz)

600
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[ Result of Peak Picking ]

No.
3
5
7
9
11
13
15
17
19
21
23
25
27

Position
2988.16
2932.23
2871.49
2794.35
1728.87
1481.06
1449.24
1281.47
1222.65
1077.05
1044.26
962.305
647.965

Intensity
9.61133
10.3682
13.7897
14.4475
21.4482
15.0992
13.8488
14.3484
15.5551
16.855
12.9306
22.6528
18.4822

No.

10
12
14
16
18
20
22
24
26

Position
2972.73
2921.63
2836.77
2785.67
1633.41
1470.46
1358.6

1252.54
1175.4

1060.66
991.232
879.381

Intensity
6.70367
10.6326
14.1802
15.1598
22.884
14.0911
11.4343
16.1364
16.2356
13.9995
23.3845
24.0753
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High resolution mass spectrometry and infrared spectroscopy data for 3-Dimethylamino-4-
iodomethyl-1-oxyl-2,2,5,5-tetramethylpyrrolidine 14

Full Scan Positive lon Mode

Sample Mtheoretical Mexperimental AM (ppm) Elemental Composition

326.08496 326.08464

IM+H]* (VH] -0.967 C11Hz2IN2O

210781_MAV821 #53-73 RT: 0.32-0.43 AV 21 NI -3 20F8
T: FTMS + p ESI Full ms [200.0000-1000.

326.08464
100

90 \
80 -
.
° N
60 o°*
50 14
40
30
20

10

0 L, LA Y I A s O e e Y O B B O B B S B S B S S B B
200 300 400 500 600 700 800 900 1000
m/z

Experimental and Theoretical Isotopic Distribution for C11H2,IN-O [M+H]*

326.08464 NL:
C11H23ON2| 3.20E8
-0.96654 ppm 210781 _MAV821#53-
1007 73 RT:0.32-0.43 AV:
- 21 T:FTMS + p ESI
] Full ms
50 [200.0000-1000.0000]
I I N R
326.08496 NL:
C11H23 ON2l 8.77E5
100 0.00000 ppm CuH22IN2 O +H:
4 CunH2311N2 01
7 paChrg 1l
50
0 T T 1T T [ T T T T ] || T+ T 1T 1T [ T T T T [ T 1
315 320 325 330 335 340
m/z
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I vﬁ i
| 4 ‘ 415
| 3
o | o
2
20 \ \ \
4000 3000 2000 1000
Wavenumber [cm-1]
[Comments]
Sample name
Comment
User
Division
Company NCSU
[Detailed Information] [Measurement Information]
Creation date 10/5/2022 7:43 PM Model Name FT/IR-4100typeA
Serial Number B096961016
Data array type Linear data array
Horizontal axis Wavenumber [cm-1] Measurement Date 10/5/2022 7:43 PM
Vertical axis %T
Start 0 cm-1 Light Source Standard
End 7800.65 cm-1 Detector TGS
Data interval 0.964233 cm-1 Accumulation 8
Data points 8091 Resolution 4 cm-1
Zero Filling On
Apodization Cosine
Gain Auto (4)
Aperture Auto (7.1 mm)
Scanning Speed Auto (2 mm/sec)
Filter Auto (30000 Hz)
[ Result of Peak Picking ]
No. Position Intensity No. Position Intensity
1 3025.76  47.3521 2 2969.84 29.9548

600
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[ Result of Peak Picking ]

No.
3

5

7

9
11
13
15
17
19

Position
2932.23
2871.49
2799.17
13721

1252.54
1186.01
1071.26
1039.44
876.488

Intensity
37.83
42.3159
43.7578
38.5158
43.1908
37.2966
39.2032
32.5841
42.14

No.

10
12
14
16
18

Position
2916.81
2836.77
1481.06
1358.6

1212.04
1172.51
1054.87
956.52

Intensity
36.9111

43.7876
36.3943
32.6062
41.9042
38.9789
37.5456
43.8363
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High resolution mass spectrometry and infrared spectroscopy data for 3-Azidomethyl-4-

dimethylamino-1-oxyl-2,2,5,5-tetramethylpyrrolidine 15

Full Scan Positive lon Mode

Sample Mrheoretical Meyperimental AM (ppm)  Elemental Composition
241.18971 241.18917
. . -2.240 C11H2,NsO
[M+H] [M+H]
210442_MAV-808 #82-94 RT: 0.48-0.55 AV: 13 NL: 3.15E7
T: FTMS + p ESI Full ms [200.0000-1500.000
241.18917
1005~ [
] -/ N_@_ S
903 N =N=N
80
: )
. °
70 5
60 15
50
403
30
203
= 338.34094 582.47192
103 396 33138
] " ‘ 479.23575 I
O—Iu"'"""'” "'h "l' . T LA RAARE RS | T T T T T T T T T T T
200 40 800 1000 1200 1400
m'z
Experimental and Theoretical Isotopic Distribution for C1H2,N;O [M+H]*
241.18917 NL:
C11H23 O Ns 3.15E7
-2.23991 ppm 210442_MAV-808#82-
1005 94 RT:0.48-0.55 AV:
] 13 T: FTMS + p ESI Full
N ms
501 [200.0000-1500.0000]
. 242.19200
oL- N Y
241.18971 NL:
C11H23 O Ns 8.68E5
100 -0.00000 ppm C11H22 N5 O +H:
4 C11H23 N5 O
- pa Chrg 1
50
] 242.19307
O T T T T | T T T T | T I| T T | T T T T | T T T T
235 240 245 250
m'z
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4000

[Comments]
Sample name
Comment
User

Division
Company

3000

NCSU

[Detailed Information]

Creation date

Data array type
Horizontal axis
Vertical axis
Start

End

Data interval
Data points

12/4/2020 1:12 PM

Linear data array
Wavenumber [cm-1]
%T

0 cm-1

7800.65 cm-1
0.964233 cm-1

8091

[ Result of Peak Picking ]

No. Position
1 3422.06

Intensity
37.7615 2

2000

Wavenumber [cm-1]

1000 600

[Measurement Information]

Model Name
Serial Number

Measurement Date

Light Source
Detector
Accumulation
Resolution

Zero Filling
Apodization
Gain

Aperture
Scanning Speed
Filter

Intensity
24.5035

Position
2979.48

FT/IR-4100typeA
B096961016

12/4/2020 1:12 PM

Standard

TGS

8

4 cm-1

On

Cosine

Auto (4)

Auto (7.1 mm)
Auto (2 mm/sec)
Auto (30000 Hz)

525



[ Result of Peak Picking ]

No.
3
5
7
9
11
13
15
17
19
21
23

Position
2968.87
2905.24
2832.92
2780.85
2128.06
1481.06
1370.18
1283.39
1225.54
1074.16
896.737

Intensity
24.4359
31.8617
32.7414
32.4474
25.4213
31.5972
30.9598
27.0419
30.2343
31.9838
38.5219

No.

10
12
14
16
18
20
22
24

Position
2933.2

2870.52
2794.35
2177.24
2098.17
1451.17
1357.64
1242.9

1174.44
1038.48
816.706

Intensity
27.7193
33.35
32.9133
35.4262
12.052
31.5289
29.6805
29.5438
31.1191
29.1125
37.4598

526



High resolution mass spectrometry and infrared spectroscopy data for Adduct 16

Full Scan Positive lon Mode:

Elemental
Sample MTheoreticaI MExperimentaI AM (ppm) Composition
517.31597 517.31558
-0.76307 Co9H39N,O
[M+H]+ [M+H]+ 29M139N7U2
MAV-863 #169-681 RT: 0577—3.08 AV: 513 NL: 1.33E9
T: FTMS + p ESI Full ms [100.0000-1000.0000]
100 H,N (0]
] 2N \f
@ N ®
80 —
] \N/ N’N"N
" >Z_§;
] N
60 6'
. 16
50—_
40
30
20
103 l 356.32704
0_"||‘||‘||||||'||||||||||||'|||||||||||||||||||||_
100 200 300 400 500 600 700 800 900 1000
m/z
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Experimental and Theoretical Isotopic Distribution [M+H]"

517.31558 NL:
C29H39 O2 N7 5.74E8
-0.76307 ppm MAV-863#169-681
100 RT: 0.77-3.08 AV:
] 513 T: FTMS + p ESI
80— Full ms
] [100.0000-1000.0000]
60—
407
20—
- 519.32312
0 T e i)
517.31597 NL:
C29 H39 O2 N7 7.07E5
100 0.00000 ppm C29 H3g N7 O2 +H:
] C29H3g N7 O2
80 pa Chrg 1
60—
40—
20—
] 519.32268
0 ""|"" ""|""|""I""I""I'l'"|""|'"'I""I""I""l""I""I
510 515 520 525
m/z

528
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4000

[Comments]

Sample name

Comment
User
Division
Company

3000

NCSU

[Detailed Information]

Creation date

Data array type
Horizontal axis

Vertical axis
Start

End

Data interval
Data points

12/5/2022 5:44 PM

Linear data array
Wavenumber [cm-1]
%T

0 cm-1

7800.65 cm-1
0.964233 cm-1

8091

[ Result of Peak Picking ]
No. Position Intensity No.
1 3419.17 89.2848 2

2000

Wavenumber [cm-1]

600

[Measurement Information]

Model Name
Serial Number

Measurement Date

Light Source
Detector
Accumulation
Resolution

Zero Filling
Apodization
Gain

Aperture
Scanning Speed
Filter

Position
2974.66

Intensity
86.7732

FT/IR-4100typeA
B096961016

12/5/2022 5:44 PM

Standard

TGS

8

4 cm-1

On

Cosine

Auto (2)

Auto (7.1 mm)
Auto (2 mm/sec)
Auto (30000 Hz)
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[ Result of Peak Picking ]

No.
3

5

7

9
11
13
15
17

Position
2924.52
2802.06
2673.82
1648.84
1456.96
1379.82
1001.84
938.199

Intensity
86.3688
89.6719
88.8634
89.0495
89.0346
89.5218
89.888

91.2249

No.

10
12
14
16
18

Position
2855.1

2777.96
2484.83
1508.06
1403.92
1199.51
967.126
781.029

Intensity
88.6506
89.6747
91.7437
92.1679
90.2019
92.4348
85.3681

94.1504
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High resolution mass spectrometry and infrared spectroscopy data for 3-Dimethylamino-1-
oxyl-2,2,5,5-tetramethyl-4-[2-(tetrahydropyran-2-yloxy)-ethoxymethyl]-pyrrolidine 17

Full Scan Positive lon Mode

Sample Mrheoretical Meyperimental AM (ppm)  Elemental Composition
344.26696 344.26750 1571 o0
. 1 24
[M+H]+ [M+H]+ 8135
201567_MAV798 #62-81 RT: 0.36-0.46 AV: 20 NL: 2.94E8
T: FTMS + p ESI Full ms [200.0000-1000.00C
344.26750

100 / o
- \N 0/\/
80

70 N

|leo

60

5 17

40

30

292.21202
20
10
270.20622 I 409.16208
0 | T T T ‘I | T I' T '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 |
200 300 400 500 600 700 800 900 1000
mz

Experimental and Theoretical Isotopic Distribution for C1gH35N,0,4 [M+HT*

344.26750 NL:
C1g Has O4 N2 2.94E8
1.57128 ppm 201567_MAV 798#62-
100 81 RT: 0.36-0.46 AV:
] 20 T: FTMS + p ESI Full
T ms
501 [200.0000-1000.0000]
1 345.26853
] 33623830 34326110 | | 346.27195
0 344.26696 NL:
C1g Hzs O4 N2 8.07E5
100— 0.00000 ppm C+g H3s N2 O4 +H:
4 C1 H3e N2 O4
1 pa Chrg 1
50
1 345.27031
] | 346.27367
0 T T | L | T 1T | LI | T 1T | T 1T | T T T | T 1T | T T T | T 1T | T T T

336 338 340 342 344 346 348 350 352 354
mz
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50 ‘ | ‘
4000 3000 2000 1000 600
Wavenumber [cm-1]
[Comments] MAV_798 neat_2.jws
Sample name
Comment [Detailed Information]
User Creation date 10/22/2020 5:38 PM
Division
Company NCSU

[Measurement Information]

Model Name
Serial Number

Measurement Date

Light Source
Detector
Accumulation
Resolution

Zero Filling
Apodization
Gain

Aperture
Scanning Speed
Filter

FT/IR-4100typeA
B096961016

10/22/2020 5:34 PM

Standard

TGS

8

4 cm-1

On

Cosine

Auto (2)

Auto (7.1 mm)
Auto (2 mm/sec)
Auto (30000 Hz)

Data array type
Horizontal axis
Vertical axis
Start

End

Data interval
Data points

Linear data array
Wavenumber [cm-1]
%T

0 cm-1

7800.65 cm-1
0.964233 cm-1

8091
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High resolution mass spectrometry and infrared spectroscopy data for 3-Dimethylamino-4-(2-

hydroxy-ethoxymethyl)-1-oxyl-2,2,5,5-tetramethylpyrrolidine 18

Full Scan Positive lon Mode

Sample Mrheoretical Mexperimental AM (ppm) Elemental Composition
260.20944 260.20984
IM+H]" IM+H]" 1.527 C13H27N204

201565_MAV797 #50-79 RT: 0.28-0.44 AV: 30 NL: 7.95E8
T: FTMS + p ESI Full ms [200.0000-1000.(

100 260.20984

90
80
70
60
50
40
30

20

T
500 600 700 800
m/z

T ™
900 1000

Experimental and Theoretical Isotopic Distribution for C;3H.7N,O; [M+H]"

260.20984
C13H2s O3 N2
100— 1.52734 ppm
50
] 261.21112
0] 259.20396
260.20944
C13 H2s O3 N2
100— 0.00000 ppm
50
] 261.21280
0 | T | T T | T T T T | T T T T | T T
250 255 260 265 270
mz

NL:

7.95E8
201565_MAV797#50-
79 RT: 0.28-0.44 AV:
30 T: FTMS + p ESI Full
ms
[200.0000-1000.0000]

NL:
8.54E5

C1 H27 N2 O3 +H:
C H2g N2 O3
pa Chrg 1
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Wavenumber [cm-1]
[Comments]
Sample name
Comment
User
Division
Company NCSU
[Detailed Information] [Measurement Information]
Creation date 10/7/2022 5:11 PM Model Name FT/IR-4100typeA
Serial Number B096961016
Data array type Linear data array
Horizontal axis Wavenumber [cm-1] Measurement Date 10/7/2022 5:10 PM
Vertical axis %T
Start 0 cm-1 Light Source Standard
End 7800.65 cm-1 Detector TGS
Data interval 0.964233 cm-1 Accumulation 8
Data points 8091 Resolution 4 cm-1
Zero Filling On
Apodization Cosine
Gain Auto (2)
Aperture Auto (7.1 mm)
Scanning Speed Auto (2 mm/sec)
Filter Auto (30000 Hz)
[ Result of Peak Picking ]
No. Position Intensity No. Position Intensity
1 3414.35 88.886 2 2972.73 84.878

600
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[ Result of Peak Picking ]

No.
3

5

7

9
11
13
15
17

Position
2929.34
2785.67
1645.95
1379.82
1281.47
1212.04
1124.3

1054.87

Intensity
84.2027
89.996

93.9662
89.8879
92.3066
91.8808
86.6013
86.5826

No.

10
12
14
16
18

Position
2873.42
1731.76
1455.03
1358.6

1243.86
1180.22
1074.16
1039.44

Intensity
85.177

94.8912
88.9046
87.8618
91.9049
91.3704
86.9685
87.8455
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High resolution mass spectrometry and infrared spectroscopy data for 2-((4-(dimethylamino)-1-

oxyl-2,2,5,5-tetramethylpyrrolidin-3-yl)methoxy)ethyl methanesulfonate 19

Full Scan Positive lon Mode

Sample Mrheoretical Meyperimental AM (ppm)  Elemental Composition
338.18699 338.18734
1.027 C14H29N>0O5S
[M+H]* IM+H]" 14M129N20Us
201997_MAV-800 #41-78 RT: 0.25-0.44 AV: 38 NL: 1.40E9
T: FTMS + p ESI Full ms [100.0000-800.0000]
100 338.18734
%0 ~V 0"~~%~50,CH;,
80
70 N
[
60 o
50 19
40
30
20 242.19910
10
264.12661
0 |‘ T 4 T T T | T 1 I‘ ‘I | T ‘! ‘I T | T T T T | 1 T 1 T | T T 1 T | 1 1 T 1 |
100 200 300 400 500 600 700 800

m'z

Experimental and Theoretical Isotopic Distribution for C14H2N,0sS [M+H]*

338.18734
C14H3O5N2S
100— 1.02652 ppm
50—
] 339.18981
- 337.18032
0 ] /]
338.18699
C14H3Os5N2 S
100— 0.00000 ppm
50—
] 339.19035
0 T T T I T T T I T T T I T T T I T T T I L T T T I T T T I T T T I T T
330 332 334 336 338 340 342 344 346
m'z

NL:

1.40E9
201997_MAV-800#41-
78 RT: 0.25-0.44 AV:
38 T: FTMS + p ESI Full
ms
[100.0000-800.0000]

NL:
7.98E5

Cu H29 N2 O5 S +H:
C#4 H3o N2 Os5 S+¢
pa Chrg 1
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90

80
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50

4000

[Comments]
Sample name
Comment
User

Division
Company

NCSU

[Detailed Information]

Creation date

Data array type
Horizontal axis
Vertical axis
Start

End

Data interval
Data points

10/28/2020 12:18 PM

Linear data array
Wavenumber [cm-1]
%T

0 cm-1

7800.65 cm-1
0.964233 cm-1

8091

[ Result of Peak Picking ]

No. Position
1 3618.77

Intensity
70.1974 2

No.

Position
3466.42

2000

Wavenumber [cm-

1]

[Measurement Information]
FT/IR-4100typeA

Model Name
Serial Number

B096961016

Measurement Date 10/28/2020 12:18 PM

Light Source
Detector
Accumulation
Resolution

Zero Filling
Apodization
Gain

Aperture
Scanning Speed
Filter

Intensity
68.291

Standard

TGS

8

4 cm-1

On

Cosine

Auto (2)

Auto (7.1 mm)
Auto (2 mm/sec)
Auto (30000 Hz)

1000

600
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[ Result of Peak Picking ]

No.
3

5

7

9
11
13
15

Position
2972.73
2870.52
2783.74
1457.92
1170.58
1016.3

923.736

Intensity
57.8428
60.0382
65.2512
65.4666
55.5926
65.8924
61.8592

No.

10
12
14
16

Position
2920.66
2848.35
1634.38
1352.82
1128.15
969.055
807.063

Intensity
55.6257
61.8297
74.5281

53.2574
63.3658
66.8618
70.9281
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High resolution mass spectrometry and infrared spectroscopy data for S-(2-((4-(dimethylamino)-1-
oxyl-2,2,5,5-tetramethylpyrrolidin-3-yl)methoxy)ethyl) methanesulfonothioate 20

Full Scan Positive lon Mode

Sample Mrheoretical Mexperimental AM (ppm) Elemental Composition
354.16415 354.16460
1.256 C14H29N204S
[M+H]"‘ [M+H]+ 141129IN2UV4 02
201999_MAV-801 #41-75 RT: 0.25-0.43 AV: 35 NL: 8.38E8
T: FTMS + p ESI Full ms [100.0000-800.0000]
100+ 354.16460
90
. / S
80 ~N 0"~ 50,CH,
703
v
] o
503
. 20
403
303
20
= 306.19740
10
3 130.15925 280.10383
0 T £ T T T | I‘ T T I‘ | I‘ I‘ T T | T T T T | T T T T | T I‘ 1 T | 1 1 T 1 |
100 200 300 400 500 600 700 800

m'z
Experimental and Theoretical Isotopic Distribution for C14H29N,0,4S, [M+HT*

354.16460 NL:
C14H30 04 N2 S2 8.38E8
1.25579 ppm 201999 MAV-801#41-
100 75 RT: 0.25-0.43 AV:
4 35 T: FTMS + p ESI Full
. ms
504 [100.0000-800.0000]
] 355.16666
_ 353.15748 I 357.16290
J
0 354.16415 NL:
C14H30 04 N2 S2 7.59E5
100 0.00000 ppm Cu H29 N2 O4 S +H:
i Cu H3o N2 O4 S2
. pa Chrg 1
50
] 355.16751
A | | 357.16330
0 T I T T T I T T T I T T T I T T ~ T I T T T I T T T I T
350 352 354 356 358 360 362
m'z
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High resolution mass spectrometry and infrared spectroscopy data for S-(2-((4-(dimethylamino)-1-oxyl-2,2,5,5-tetramethylpyrrolidin-3-yl)methoxy)ethyl) methanesulfonothioate 20

mvoynov
Text Box
20


40

30

T 20

10

\
‘ “‘w I
h “ ‘
il I
I

/

N
-

N
()]

0 \
4000 3000

[Comments]
Sample name
Comment
User

Division
Company NCSU

[Detailed Information]

Creation date 5/3/2021 5:27 PM

Data array type Linear data array

Horizontal axis Wavenumber [cm-1
Vertical axis %T

Start 0 cm-1

End 7800.65 cm-1

Data interval 0.964233 cm-1
Data points 8091

[ Result of Peak Picking ]
No. Position Intensity
1 3445.21 19.7408 2

]

No.

Position
3005.52

2000
Wavenumber [cm-1]

600

[Measurement Information]

Model Name
Serial Number

Measurement Date

Light Source
Detector
Accumulation
Resolution

Zero Filling
Apodization
Gain

Aperture
Scanning Speed
Filter

Intensity
14.1668

FT/IR-4100typeA
B096961016

5/3/2021 5:27 PM

Standard

TGS

8

4 cm-1

On

Cosine

Auto (4)

Auto (7.1 mm)
Auto (2 mm/sec)
Auto (30000 Hz)
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[ Result of Peak Picking ]

No.
3
5
7
9
11
13
15
17
19
21
23
25

Position
2986.23
2935.13
2882.09
2830.03
2775.06
1454.06
1364.39
1313.29
1133.94
1076.08
1037.52
967.126

Intensity
12.4228
11.6297
12.2527
17.1978
18.8241
21.3693
17.5799
2.71494
5.33361
19.0231
23.3326
19.2327

No.

10
12
14
16
18
20
22
24
26

Position
2975.62
2903.31
2866.67
2800.13
1475.28
1426.1
1355.71
1210.11
1118.51
1050.05
1018.23
745.352

Intensity
11.6685
13.8028
13.7305
19.6884
20.02
25.4487
17.6991
20.9324
3.10737
23.0105
24.9893
19.6099
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High resolution mass spectrometry and infrared spectroscopy data for spin-labeled 1,2-dipalmitoyl-sn-

glycero-3-phosphothioethanol (20-PTE)

Full Scan Positive lon Mode:

Elemental
Sample MTheoreticaI MExperimental AM (Ppm) Composition
1004.62927 1004.62864
[M+H]+ [M+H]+ -0.62538 C50H98010N2N3P82
1026.61122 1026.61118
[M+Na]+ [M+Na]+ -0.03024 C50H97O10N2N32P82
2015_MAV-820 20221003134024 #142-285 RT: 0.74-1.48 AV: 144 NL: 1.21E9
T: FTMS + p NSI Full ms [200.0000-2500.0000]
254.11766
10097
95
90
85
80 (o}
75 9 H OJJ\/\/\/\/\/\/\/\

70

60
55 6 °
50
45
40
35
30
25

20
409.16194

15
\ 537.39450
10 1004.62872

632.33314
l“l “ll Isuhl

| TN
T T T

/ /P"o (o)
—N O/\/S\S/\/O (\)Na\)k/ \n/\/\/\/\/\/\/\/
0 >Z—Q °
N

500 1000
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20-PTE


Experimental and Theoretical Isotopic Distribution [M+H]"

1004.62864 NL:
Cs0Hgg O10N2NaP S» 6.47E7
-0.62538 ppm 2015_MAV-
100+ 820_20221003134024#3-
] 385 RT:0.03-2.00 AV: 383
80-] 100563312 T: FTMS +p NSI Full ms
1 [200.0000-2500.0000]
60
404 1006.63433
20 1007.63526
N 100361904 | | | ] 100863534 1013.11850
| 11
0 1004.62927 NL:
Cs0Hogs O10N2NaP S» 5.04E5
100 0.00000 ppm Cs0Hgz N2 NaO 19 PS2 +H:
i Cs0HogN2Na10O10P1S2
] pa Chrg 1
80—_
60 1005.63263
40
20 1006.63598
1 1007.62842
0 | hd BALAY AAAhd A AR RARAI Ak RAAM RSN LA LARAN MM MAM LAAA) ML LALM AAS) WAL AAAM] A MMM M T
1000 1002 1004 1006 1008 1010
m/z
Experimental and Theoretical Isotopic Distribution [M+Na]*
1026.61118 NL:
Cs0Hgo7O10N2Na2 P S» 9.46E6
-0.03024 ppm 2015_MAV-
100 820_20221003134024#3-385
] RT:0.03-2.00 AV: 383 T:
80 FTMS + p NSIFull ms
. [200.0000-2500.0000]
60 1027.61470
40
] 1028.61522
20~ 1024.60913
] 1025.61242 1029.61496
I p Ll Ty 10s07azan |
1026.61122 NL:
Cs0Hg70190N2Naz2 PS> 5.04E5
100— 0.00000 ppm Cs0Hg7 N2 NaO 19 PS2 +Na:
] Cs0Hg7N2Na2O19P1S2
] pa Chrg 1
80
60 1027.61457
40
20 1028.61793
. 1029.?1037 1030.61372
0 T T T T T T T T T T T T T ™ T T
1024 1026 1028 1030
m/z
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[Comments]
Sample name
Comment
User

Division
Company

NCSU

[Detailed Information]

Creation date

Data array type
Horizontal axis
Vertical axis
Start

End

Data interval
Data points

9/26/2022 7:07 PM

Linear data array
Wavenumber [cm-1]
%T

[ Result of Peak Picking ]

No. Position
1 3400.85

2000
Wavenumber [cm-1]

[Measurement Information]
Model Name
Serial Number

Measurement Date

1000

FT/IR-4100typeA
B096961016

9/26/2022 7:07 PM

Auto (2 mm/sec)
Auto (30000 Hz)

0 cm-1 Light Source Standard
7800.65 cm-1 Detector TGS
0.964233 cm-1 Accumulation 8
8091 Resolution 4 cm-1
Zero Filling On
Apodization Cosine
Gain Auto (2)
Aperture Auto (7.1 mm)
Scanning Speed
Filter
Intensity No. Position Intensity
74.4349 2 2948.63 53.1614

600
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[ Result of Peak Picking ]

No.
3

5

7

9
11
13
15
17
19

Position
2916.81
2793.38
1463.71
1375.96
1239.04
1097.3

1017.27
824.42

717.39

Intensity
17.8431

80.1263
62.0918
71.8064
53.9045
49.5932
61.9442
75.5977
77.0028

No.

10
12
14
16
18

Position
2847.38
1742.37
1413.57
1362.46
1166.72
1068.37
902.523
750.174

Intensity
32.8334
45.5065
78.6566
71.831
62.74
46.6213
78.9726
78.1889

545



High resolution mass spectrometry and infrared spectroscopy data for (2-Bromoethyl)carbamic
acid (4-dimethylamino-1-oxyl-2,2,5,5-tetramethylpyrrolidin-3-yl)methyl ester 21

Full Scan Positive lon Mode

365.13086 365.13080

-0.162 Ci14H27BrNsO
[M+H]" [M+H]* 14M27 303

200088_MAV-760 #48-58 RT: 0.34-0.39 AV: 11 NI - 182F8
T: FTMS + p ESI Full ms [200.0000-1000.C
365.13080

N

o

o
|

©
o

(]
o

~
o

(o]
o

0
o

N
o

w
o

N
o

291.06991

409.16187 579.16961
B N I B B s s s s By B s sy e s B B

[ | |
200 300 400 500 600 700 800 900
m/z

-
o

o

[
1000

200088_MAV-760 #46-52 RT: 0.33-0.36 AV:7 NL: 2.49E8
T: FTMS + p ESI Full ms [200.0000-1000.00C

100 365.13074 367.12814

90
80
70
60
50
40
30

20 364.12318 368.13150

10
369.13397

0 LI L L L L L L L DL L L L L L L L T r-rrJ|prrrrrrrrrr 1111 1171
354 356 358 360 362 364 366 368 370 372 374 376 378 380
m/z
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High resolution mass spectrometry and infrared spectroscopy data for (2-Bromoethyl)carbamic acid (4-dimethylamino-1-oxyl-2,2,5,5-tetramethylpyrrolidin-3-yl)methyl ester 21
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21


Experimental and Theoretical Isotopic Distribution C;4H,;BrN;0; [M+H]"

365.13080 NL:
C14H28 O3 N3 Br 1.82E8
-0.16198 ppm 200088_MAV-760#48-
100 58 RT:0.34-0.39 AV:
] 11 T: FTMS + p ESI Full
: ms
50 [200.0000-1000.0000]
] 364.12340 368.13140
o I O
365.13086 NL:
C14H28 O3 N3 Br 4.27E5
100— 0.00000 ppm CuH27BrN3 O3 +H:
_ CuH2BriN3 O3
- pa Chrg 1
50
i 368.13216

LIRS I Y I Y O Y D I I Y Y D Y D Y D Y B B B
358 360 362 364 366 368 370 372 374
m/z
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[Comments]
Sample name
Comment
User

Division
Company NCSU

[Detailed Information]

Creation date 10/11/2022 2:06 PM

Data array type
Horizontal axis

Linear data array
Wavenumber [cm-1]

Vertical axis %T

Start 0 cm-1

End 7800.65 cm-1
Data interval 0.964233 cm-1
Data points 8091

[ Result of Peak Picking ]
No. Position Intensity

1 3316 20.3333 2

2000 1000
Wavenumber [cm-1]

[Measurement Information]
Model Name FT/IR-4100typeA
Serial Number B096961016

Measurement Date 10/11/2022 2:05 PM

Light Source Standard
Detector TGS
Accumulation 8
Resolution 4 cm-1
Zero Filling On
Apodization Cosine
Gain Auto (4)
Aperture Auto (7.1 mm)
Scanning Speed Auto (2 mm/sec)
Filter Auto (30000 Hz)
Position Intensity
3044.09 24.5964

600
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[ Result of Peak Picking ]

No.
3
5
7
9
11
13
15
17
19
21
23
25

Position
2974.66
2871.49
2782.78
1707.66
1563.99
1452.14
1361.5

1214.93
1140.69
1047.16
921.807
655.679

Intensity
18.8008
25.0804
25.7923
10.3379
23.7571
23.013
21.0186
19.462
21.5649
21.6272
27.0407
23.8309

No.

10
12
14
16
18
20
22
24

Position
2929.34
2836.77
1718.26
1622.8

1532.17
1425.14
1243.86
1175.4

1078.98
965.198
781.029

Intensity
20.9828
26.0503
9.61838
24.8163
13.025
24.7208
11.664
23.588
25.407
25.4993
27.1928
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High resolution mass spectrometry and infrared spectroscopy data for (2-((methylsulfonyl)thio)-
ethyl)carbamic acid (4-(dimethylamino)-1-oxyl-2,2,5,5-tetramethylpyrrolidin-3-yl)methyl ester 22

Sample |V|Theoretical |V|Experimental AM (Ppm) Elemental Composition
397.16996 397.16975 0.550 CoHaNOSS
[I\/I+H]+ [|V|+H]+ . 15M30N3Us5;
201610_MAV-763 #47-72 RT: 0.27-0.40 AV: 26 SB: 34 0.00-0.19 NL: 1.07E8
T: FTMS + p ESI Full ms [100.0000-800.000C
316.21160
1007 397.16975
90 o
80 \N/ OJ\N/\/SSOZCHe,
70 H
60 N
]
50 o
430.24328 22
40
30
202.18000
20 254.17487 330.22715
10
140.10696 J L‘ 1 ll 452.22514 554 44134
0 ‘udnj l”‘ b IIU‘- i IL s Wb W L‘,‘ Plllllb I |‘ ‘ll.‘ IL.‘I. —=—e _I__n_l e
100 200 300 400 500 600 700 800
mz

Experimental and Theoretical Isotopic Distribution for C,sH3,N30sS, [M+H]"

397.16975 NL:
C15H3z1 O5 N3 S2 1.03E8
-0.54950 ppm 201610_MAV-763#47-72

100 RT: 0.27-0.40 AV: 26 SB:
. 34 0.00-0.19 T: FTMS + p
] ESI Full ms

50— [100.0000-800.0000]
] 398.17307  404.20657
i 38718032 409.16189
0 J_A_ — ) J |
397.16996 NL:
C15H31 OsN3 S2 7.47E5

100— 0.00000 ppm C15 H3o N3 O5S2 +H:
4 C#H31N3 O5S2
- pa Chrg 1

50—
i 398.17332
O T | T T T T | T T T T | T T T |J |I T T T T | T T T T | T T T
385 390 395 400 405 410
m'z
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High resolution mass spectrometry and infrared spectroscopy data for (2-((methylsulfonyl)thio)-ethyl)carbamic acid (4-(dimethylamino)-1-oxyl-2,2,5,5-tetramethylpyrrolidin-3-yl)methyl ester 22
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80

75
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4000 3000

[Comments]
Sample name
Comment
User

Division
Company NCSU

[Detailed Information]

Creation date 10/12/2022 6:22 PM

Linear data array
Wavenumber [cm-1]

Data array type
Horizontal axis

Vertical axis %T

Start 0 cm-1

End 7800.65 cm-1
Data interval 0.964233 cm-1
Data points 8091

[ Result of Peak Picking ]
No. Position Intensity No.
1 3331.43 82.218 2

2000
Wavenumber [cm-1]

[Measurement Information]
Model Name FT/IR-4100typeA
Serial Number B096961016

Measurement Date

Light Source Standard
Detector TGS
Accumulation 8
Resolution 4 cm-1
Zero Filling On
Apodization Cosine
Gain Auto (2)
Aperture Auto (7.1 mm)
Scanning Speed Auto (2 mm/sec)
Filter Auto (30000 Hz)
Position Intensity
2974.66 79.8324

10/12/2022 6:22 PM

1000

600
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[ Result of Peak Picking ]

No.
3

5

7

9
11
13
15

Position
2927 .41
2850.27
1712.48
1455.03
1319.07
1130.08
956.52

Intensity
79.2577
83.0937
76.0352
83.7415
76.1133
74.2629
85.6395

No.

10
12
14
16

Position
2873.42
2782.78
1526.38
1361.5

1257.36
1047.16
743.424

Intensity
82.7303
84.1349
80.7102
83.4605
78.214
84.1031
85.9732
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High resolution mass spectrometry and infrared spectroscopy data for spin-labeled 1,2-
dipalmitoyl-sn-glycero-3-phosphothioethanol (22-PTE)

Full Scan Positive lon Mode

Sample Mrheoretical Meyperimental AM (ppm)  Elemental Composition

1047.63508 1047.63213

[M+H]+ [M+H]+ -2.823 C51H93N3N8011P82

210445_MAV-775_SYR #131-157 RT: 0.58-0.70 AV: 27 NL: 1.36E8

T: FTMS + p ESI Full ms [200.0000-1500.000
100 316.21124 o Q H, oJ\/\/\/\/\/\/\/\
P-o

~V OJLH/\/S\S,\/O/ONa\/‘\ﬂ\n/\/\/\/\/\/\/\/

1047.63213

90

z?;ﬁ'
o
N
w
U
—
m

80

O-

70
430.24293
60
50
40
30

20 534.80767

10 l
0 I‘I s T 1 IL N A
6

200 400

650.28613 9904755

996.6487 u
| I] ] Al ;.
T T T T T I T T T

|
I |
00 800 1000 1200
m'z

Experimental and Theoretical Isotopic Distribution for Cs1HosN:NaO44PS, [M+H]*

I
1400

1047.63213 NL:
Cs1Hgg O11 N3 Na P S2 1.07E8
-2.82270 ppm 210445 MAV-
100 775_SYR#131-157 RT:
4 0.58-0.70 AV:27 T: FTMS
] 1049.63612 + p ESI Full ms
50 [200.0000-1500.0000]
0_ — e I.i -...|_I_.. e e e —
1047.63508 NL:
Cs1 Hgo O11 N3 Na PS> 4.96E5
100— -0.00000 ppm Cs1Hos N3 NaO11 PS2 +H:
J Cs1Hgg N3 Na1011P1S2
4 pa Chrg 1
50—
O T T T I T T T T I T T T T I T T T T I L T I| T T I T T T T I T T T T I T T
1035 1040 1045 1050 1055 1060 1065

m'z
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110

100~
N e R o
\/\ f‘ ‘\ f L\ c'Pl‘\ M / “/ﬂw/” ‘“\l(‘ N
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v oL el
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%T 80 2 [T
| ‘ I | 12
“\ | § 9
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|
|4
60— \
|
3
50 \ \ \
4000 3000 2000 1000
Wavenumber [cm-1]
[Comments]
Sample name
Comment
User
Division
Company NCSU
[Detailed Information] [Measurement Information]
Creation date 10/7/2022 4:56 PM Model Name FT/IR-4100typeA
Date modified 10/7/2022 4:58 PM Serial Number B096961016
Data array type Linear data array Measurement Date 10/7/2022 4:56 PM
Horizontal axis Wavenumber [cm-1]
Vertical axis %T Light Source Standard
Start 0 cm-1 Detector TGS
End 7800.65 cm-1 Accumulation 8
Data interval 0.964233 cm-1 Resolution 4 cm-1
Data points 8091 Zero Filling On
Apodization Cosine
Gain Auto (2)
Aperture Auto (7.1 mm)
Scanning Speed Auto (2 mm/sec)
Filter Auto (30000 Hz)
[ Result of Peak Picking ]
No. Position Intensity No. Position Intensity
1 3342.03 91.2333 2 2954.41 80.4377

600
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[ Result of Peak Picking ]

No.
3

5

7

9
11
13

Position
2919.7

1739.48
1531.2

1241.93
1103.08
1023.05

Intensity
54.5241
75.1469
89.2798
75.1994
82.4722
83.3303

No.

10
12

Position
2849.31
1725.98
1466.6

1178.29
1071.26

Intensity
65.1899
75.6222
82.4726
84.8485
78.7106

555



High resolution mass spectrometry and infrared spectroscopy data for spin-labeled 1,2-
dioleoyl-sn-glycero-3-phosphoethanolamine (23-DOPE)

Full Scan Positive lon Mode

Sample Mrheoretical Mexperimental AM (ppm) Elemental Composition
906.64326 -
[M+H]+ [M+H]+ - C49H91N2N809P
884.66132 -
[M+H]+ [M+H]+ - Ca9Hg2N2OgP

220102_MAV841 #100-117 RT: 0.54-C => A'/- 40 -0 4007
T: FTMS + p ESI Full ms[200.0000-10C

226.95146
1005 “°7
90
80 o o
/\/\/\/\/\/\/\/\)L P
70 z 0™ X"Yo o ™N .
o]
50 23-DOPE
40 294.93907
30 362.92645
430.91424
20
475.32590
10 L L 56088919 34 87672
770.85171
0 ‘.1 ;l‘b‘r‘ﬁ L‘b-- JJ ||l”-|.lL -L‘ il il 83§'83_8.9.6... e
1 T T T T T T I T ] T 1T T 1]
20 500 600 700 800 900 1000

m/z

+

Experimental and Theoretical Isotopic Distribution for C4Hs1N,NaOgP [M+H]

NL:
1.67E5
906.82652 220102_MAV841#100-
100t 117 RT:0.54-0.63 AV:
- 18 T: FTMS + p ESI Full
i ms
50t [200.0000-1000.0000]
], 90474015 90575449 907-82882 408 83209 909.64839
0 906.64326 NL:
Ca9Ho2O9gN2Na P 5.67E5
100 0.00000 ppm C49H91N2NaOg P +H:
Ca9Ho2N2Na1OgP+
] pa Chrg 1
50
] 908.64997
E ] 909.65333
0— T T T T 7 T T T T [ T T T T T T T T T [ T T T T [ T T T T 711
904 905 906 907 908 909 910

m/z
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23-DOPE


Full Scan Positive lon Mode

220102_MAV841 #214-218 RT: 1.16-1 *° Y- 5 Ai- & E0me
T: FTMS + p ESI Full ms[200.0000-10C

299.11002
100
90
803 21710455
70
60
50
40
30 323.14636 573.21695
20 425.28723 517.37108
443.33436 619.43885
10 671.11552  764.57460
=" A AN R ol |“'|‘M"|"‘|“|“'I‘|'| y III R e e e
200 300 400 500 600 700 800 900 1000
m/z
Experimental and Theoretical Isotopic Distribution for C,sHg,N,OP [M+H]"
884.59905 NL:
C49Hgs OsN2Na P 2.36E3
-2.65559 ppm 220102_MAV841#214-
100 218 RT:1.16-1.18 AV:
5T: FTMS + p ESI Full
ms
50 [200.0000-1000.0000]
0 .
884.66132 NL:
C49Ho3O9gN2P 5.67E5
100 0.00000 ppm Ca9Hg2N2 09 P +H:
Ca9HozN20g P+
pa Chrg 1
885.66468
50
886.66803
l 887.67138
0— T T T T T T T T T T T T T T T T T ™
880 882 884 886 888 890
m/z
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[Comments]
Sample name
Comment
User

Division
Company NCSU

[Detailed Information]

Creation date 6/1/2022 6:10 PM

Data array type
Horizontal axis

Linear data array
Wavenumber [cm-1]

Vertical axis %T

Start 0 cm-1

End 7800.65 cm-1
Data interval 0.964233 cm-1
Data points 8091

[ Result of Peak Picking ]
No. Position Intensity No.
1 3408.57 65.3104 2

Position
3001.66

2000
Wavenumber [cm-1]

1000

[Measurement Information]

Model Name
Serial Number

Measurement Date

Light Source
Detector
Accumulation
Resolution

Zero Filling
Apodization
Gain

Aperture
Scanning Speed
Filter

Intensity
65.4008

FT/IR-4100typeA
B096961016

6/1/2022 6:10 PM

Standard

TGS

8

4 cm-1

On

Cosine

Auto (2)

Auto (7.1 mm)
Auto (2 mm/sec)
Auto (30000 Hz)

600
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[ Result of Peak Picking ]

No.
3

5

7

9
11

Position
2953.45
2852.2
1459.85
11754
1065.48

Intensity
50.9282
47.8108
63.4135
65.3799
56.0753

No.

10
12

Position
2924.52
1736.58
1231.33
1081.87
820.563

Intensity
39.1205
53.1892
59.8106
60.0277
76.8461
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High resolution mass spectrometry and infrared spectroscopy data for (2-((2-hydroxyethyl)-
disulfaneyl)ethyl)carbamic acid (4-(dimethylamino)-1-oxyl-2,2,5,5-tetramethylpyrrolidin-3-
yl)methyl ester 24

Sample |V|Theoretical |V|Experimental AM (Ppm) Elemental Composition
395.19070 395.19043 0.677 CoHoNOS
[M+H]+ [M+H]+ . 1611321N3492

201608_MAV-765 #51-75 RT: 0.28-0.41 AV: 25 SB: 35 0.00-0.20 NL: 1.00E8
T: FTMS + p ESI Full ms [100.0000-800.000C

100— 316.21157

90 o

80 \N/ OJLH/\/S‘S/\/OH
70
60 |eo

395.19043

50
430.24323 24
40

30
202.18004 254.17481
20 330.22705

167.15354
10 48222499 554 44127

0 ‘»h‘;lJJ“L IIJJ. ‘1 w h | | ﬂl ‘."L“’.", : .H'.""."“‘r' e

1 00 200 300 400 500 600 700 800
m'z

Experimental and Theoretical Isotopic Distribution for C,¢H3,N30,S, [M+H]"

395.19043 NL:
C16 H33 04 N3 S2 5.13E7
-0.67676 ppm 201608_MAV-765#51-75
100—_ RT: 0.28-0.41 AV: 25 SB:
] 35 0.00-0.20 T: FTMS + p
] ESI Full ms
50 [100.0000-800.0000]
] 38718029 404.20650
] 396.19396 409.16192
O ] o ) /) L _‘ ‘ F— ‘
395.19070 NL:
C16 H33 04 N3 S2 7.40E5
100— 0.00000 ppm Cit6 H3z2 N3 O4 S2 +H:
A C1w H33 N3 O4 S2
] pa Chrg 1
50—
O T T T T | T T T T | T T T T | T |I T T | T T T T | T T T T
385 390 395 400 405
m'z
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High resolution mass spectrometry and infrared spectroscopy data for (2-((2-hydroxyethyl)-disulfaneyl)ethyl)carbamic acid (4-(dimethylamino)-1-oxyl-2,2,5,5-tetramethylpyrrolidin-3-yl)methyl ester 24
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4000 3000 2000 1000 600
Wavenumber [cm-1]
[Comments]
Sample name
Comment
User
Division
Company NCSU
[Detailed Information] [Measurement Information]
Creation date 10/11/2022 5:18 PM Model Name FT/IR-4100typeA
Serial Number B096961016
Data array type Linear data array
Horizontal axis Wavenumber [cm-1] Measurement Date 10/11/2022 5:18 PM
Vertical axis %T
Start 0 cm-1 Light Source Standard
End 7800.65 cm-1 Detector TGS
Data interval 0.964233 cm-1 Accumulation 8
Data points 8091 Resolution 4 cm-1
Zero Filling On
Apodization Cosine
Gain Auto (2)
Aperture Auto (7.1 mm)
Scanning Speed Auto (2 mm/sec)
Filter Auto (30000 Hz)
[ Result of Peak Picking ]
No. Position Intensity No. Position Intensity
1 3325.64 79.5602 2 3063.37 90.5119
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[ Result of Peak Picking ]

No.
3

5

7

9
11
13
15
17

Position
2972.73
2871.49
1704.76
1458.89
1255.43
1178.29
1044.26
774.279

Intensity
77.1282
82.6807
66.7151

81.1396
70.5369
84.6926
75.4215
90.2606

No.

10
12
14
16

Position
2930.31
2785.67
1531.2

1362.46
1225.54
1140.69
1003.77

Intensity
77.151
86.883
76.1741
79.3574
79.2781
81.3307
85.6351
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High resolution mass spectrometry and infrared spectroscopy data for 3-(dimethylamino)-4-
((2-((2-hydroxyethyl)disulfaneyl)ethoxy)methyl)-2,2,5,5-tetramethylpyrrolidin-1-oxyl 25

Full Scan Positive lon Mode

Sample Mrheoretical Meyperimental AM (ppm)  Elemental Composition
352.18489 352.18531
+ + 1.203 C15H31N20382
[M+H] [M+H]
202001_MAV-803 #41-74 RT: 0.25-0.43 AV: 34 NL: 3.52E8
T: FTMS + p ESI Full ms [100.0000-800.0000]
S OH

100 352.18531 ~N 0N\ g N\

90

80 N

(I)o
70
25

60

50

40

30

2 353.18776

10 354.18051

351 '1|781 7 355.18382
0 I 1 | 1 T T | T m 1 | 1 1 : 1 | 1 1 1 | 1 1 1 | 1 1 1 | 1
350 352 354 356 358 360 362
m'z

Experimental and Theoretical Isotopic Distribution for C1sH31N,0:S, [M+H]*

352.18531 NL:
C15H3203N2S2 3.52E8
1.20326 ppm 202001_MAV-803#41-
100 74 RT:0.25-0.43 AV:
_ 34 T: FTMS + p ESI Full
. ms
504 [100.0000-800.0000]
] 353.18776
_ 351.17817 | 355.18382
i
0 352.18489 NL:
C15H32 O3 N2 S» 7.53E5
100— 0.00000 ppm CwiH31N2 O3 S2 +H:
i Ct H32 N2 O3 S2
- pa Chrg 1
50—
] 353.18824
- | | 355.18404
0 N
T | T T T | T T T | T T T | T T T | T T T | T T | T
350 352 354 356 358 360 362
m'z
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3 14
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4000 3000 2000 1000
Wavenumber [cm-1]
[Comments]
Sample name
Comment
User
Division
Company NCSU

[Detailed Information]
Creation date 10/11/2022 5:48 PM

Data array type
Horizontal axis

Linear data array
Wavenumber [cm-1]

Vertical axis %T

Start 0 cm-1

End 7800.65 cm-1
Data interval 0.964233 cm-1
Data points 8091

[ Result of Peak Picking ]
No. Position Intensity No.
1 3400.85 93.4741 2

[Measurement Information]

Model Name
Serial Number

Measurement Date

Light Source
Detector
Accumulation
Resolution

Zero Filling
Apodization
Gain

Aperture
Scanning Speed
Filter

Position
2969.84

Intensity
90.8233

FT/IR-4100typeA
B096961016

10/11/2022 5:37 PM

Standard

TGS

8

4 cm-1

On

Cosine

Auto (2)

Auto (7.1 mm)
Auto (2 mm/sec)
Auto (30000 Hz)

600
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[ Result of Peak Picking ]

No.
3

5

7

9
11
13
15
17

Position
2924.52
2782.78
1458.89
1356.68
1241.93
1178.29
1076.08
1009.55

Intensity
89.8238
93.9991

92.8094
92.5361

95.1489
93.8808
91.4403
94.2048

No.

10
12
14
16
18

Position
2865.7

1648.84
1386.57
1282.43
1210.11
1116.58
1044.26
971.947

Intensity
91.1106
95.5389
92.7568
94.4963
94.6337
90.026

90.7129
96.4464
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High resolution mass spectrometry and infrared spectroscopy data for 3-(2-Hydroxyethylamino)-1-

oxyl-2,2,5,5-tetramethylpyrrolidine 26

Full Scan Positive lon Mode

Sample Mrheoretical Mexperimental AM (ppm) Elemental Composition
202.16758 202.16735
N N -1.148 C10H21N20,
[M+H] [M+H]

220165_MJV842_SYR#2-139 RT: 0.01-0.62 AV: 138 NL: 3.21E9
T: FTMS + p ESI Full ms [180.0000-2000.000

100, 237:10193

90

80 HON\~N .

H N-O
70
275.05758 26

60

50 473.19688

40

30

20

10 553.36820

| 789.46273
0 LU.L hs ni s 2 .
T T T | T | T T T | T T T | T T T | T T T | T T T | T T T |
200 400 600 800 1000 1200 1400 1600 1800 2000
m'z

Experimental and Theoretical Isotopic Distribution for C;oH-1N,O, [M+H]"

202.16735 NL:
C10H22 O2 N2 2.77E8
-1.14792 ppm 220165_MJV842_SYR#
100 1-138 RT: 0.00-0.61
E AV:138 T: FTMS + p
1 ESI Full ms
50__ 201.15961 [180.0000-2000.0000]
1 203.17070
o] [ 206.07726
202.16758 NL:
C10H22 O2 N2 8.85E5
100— -0.00000 ppm C10 H21N2 Oz +H:
4 C1o H22 N2 O2
7 pa Chrg 1
50
] 203.17093
0 T T I T T T T I T T |I T I T T T I T T
195 200 205 210
m'z
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90

85 ’a

0T 801

75

70 ‘

4000

[Comments]
Sample name
Comment
User

Division
Company NCSU

[Detailed Information]

Creation date 10/13/2022 6:52 PM

Data array type

Linear data array
Horizontal axis

Wavenumber [cm-1]

2000 1000
Wavenumber [cm-1]

[Measurement Information]
Model Name FT/IR-4100typeA
Serial Number B096961016

Measurement Date 10/13/2022 6:52 PM

Vertical axis %T

Start 0 cm-1 Light Source Standard

End 7800.65 cm-1 Detector TGS

Data interval 0.964233 cm-1 Accumulation 8

Data points 8091 Resolution 4 cm-1
Zero Filling On
Apodization Cosine
Gain Auto (2)
Aperture Auto (7.1 mm)
Scanning Speed Auto (2 mm/sec)
Filter Auto (30000 Hz)

[ Result of Peak Picking ]

No. Position Intensity No. Position Intensity

1 3396.03 71.9117 2 2969.84 71.7716

600
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[ Result of Peak Picking ]

No.
3

5

7

9
11
13
15
17

Position
2927 .41
2850.27
1645.95
1462.74
1367.28
1199.51
1130.08
967.126

Intensity
70.8953
75.8207
83.2434
76.738

77.8776
85.0005
83.8567
85.5389

No.

10
12
14
16

Position
2868.59
1724.05
1563.99
1411.64
1255.43
1164.79
1057.76

Intensity
76.4173
87.2067
82.2379
81.2661

84.0989
84.9654
80.2344
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>N OH
>Z—Q pH=4.01
N

ﬁ pH=6.29

y pH=8.52

3300 3320 3340 3360 3380
Magnetic Field, G

X-band (9.5 GHz) EPR spectra of the nitroxide 10 (pK,=6.25+0.01) in 50 mM phosphate buffer in
fully protonated (pH=4.01) and non-protonated (pH=8.52) forms, and at pH=6.29 which is close

to the pK, value. Spectra were recorded at 17 °C. Vertical lines are shown as a guide for an eye. 569



h

O.

10 pH=3.17
4/7 A\ pH=6.32
N W pH=9.03

3300 3320 3340 3360 3380 3400
Magnetic Field, G

X-band (9.5 GHz) EPR spectra of the nitroxide 10 (pK,=6.25+0.01) in 50 mM NacCl solution in fully
protonated (pH=3.17) and non-protonated (pH=9.03) forms, and at pH=6.32 which is close to the
pK, value. Spectra were recorded at 17 °C. Vertical lines are shown as a guide for an eye.
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/\>NFQN:$\?=I? pH=1.63
N
O.
15

pH=5.63

3
-

3300 3320 3340 3360 3380 3400 3420
Magnetic Field, G

X-band (9.5 GHz) EPR spectra of the nitroxide 15 (pK,=5.80+0.02) in 50 mM phosphate buffer in
fully protonated (pH=1.63) and non-protonated (pH=7.93) forms, and at pH=5.63 which is close

to the pK, value. Spectra were recorded at 17 °C. Vertical lines are shown as a guide for an eye. S71



N, - N
N
N
6.
16 pH=4.32
pH=8.01
3320 3340 3360 3380 3400 3420

Magnetic Field, G

X-band (9.5 GHz) EPR spectra of the nitroxide 16 (pK,=4.44+0.02) in 50 mM phosphate buffer in
fully protonated (pH=2.03) and non-protonated (pH=8.01) forms, and at pH=4.32 which is close
to the pK, value. Spectra were recorded at 17 °C. Vertical lines are shown as a guide for an eye.

S72



/\N O/\/OH

>Z_Q pH=2.00
N
o.
18

|
[T
[

3340 3360 3380 3400 3420
Magnetic Field, G

X-band (9.5 GHz) EPR spectra of the nitroxide 18 (pK,=6.39+0.01) in 50 mM phosphate buffer in
fully protonated (pH=2.00) and non-protonated (pH=9.00) forms, and at pH=6.17 and pH=6.61
which are close to the pK, value. Spectra were recorded at 17 °C. Vertical lines are shown as a

guide for an eye. S73
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pH=3.04

pH=5.35

I
[

v

pH=5.74

= =

S

)
)
)
)

—

pH=9.46

3350 3360 3370 3380 3390 3400 3410 3420
Magnetic Field, G

X-band (9.5 GHz) EPR spectra of the nitroxide 24 (pK,=5.51+0.03) in 50 mM phosphate buffer in
fully protonated (pH=3.04) and non-protonated (pH=9.46) forms, and at pH=5.35 and pH=5.74
which are close to the pK, value. Spectra were recorded at 17 °C. Vertical lines are shown as a
guide for an eye. S74



/\N 0/\/S~s/\/OH
>Z:Q pH=2.01
0.
25
J J\/, ‘/\/, pH=6.17
J 4( ‘ﬂ/’ pH=9.03
3340 3360 3380 3400 3420

Magnetic Field, G

X-band (9.5 GHz) EPR spectra of the nitroxide 25 (pK,=6.22+0.06) in 50 mM phosphate buffer in
fully protonated (pH=2.01) and non-protonated (pH=9.03) forms, and at pH=6.17 which is close
to the pK, value. Spectra were recorded at 17 °C. Vertical lines are shown as a guide for an eye.
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HN~-OH pH=2.50

pH=6.92

] pH=9.73

3320 3340 3360 3380 3400 3420 3440
Magnetic Field, G
X-band (9.5 GHz) EPR spectra of the nitroxide 26 (pK,=6.73+0.01) in 50 mM phosphate buffer in

fully protonated (pH=2.50) and non-protonated (pH=9.73) forms, and at pH=6.92 which is close
to the pK, value. Spectra were recorded at 17 °C. Vertical lines are shown as a guide for an eye.
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