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HRMS, HPLC and NMR spectra of final compounds

1. HRMS, 'H-NMR and 3C NMR spectrum of Al

CN CN

NC | \\r
N
Chemical Formula: CygH42Ng
Exact Mass: 336.1123

A1



Display Report

Analysis Info Acquisition Date  1/8/2020 10:37:48 AM
Analysis Name  D:\Data\data\2019\20200107LTTA-A1_RB2_01_3132.d

Method MS-2MIN-NEG.m Operator ~ BDAL@DE

Sample Name 20200107LTTA-A1 Instrument compact 8255754.20127
Comment

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 2.0 Bar

Focus Active Set Capillary 2800V Set Dry Heater 200 °C

Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 8.0 I/min

Scan End 1500 m/z Set Charging Voltage 2000 V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
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2. HRMS, HPLC, 'H-NMR and **C NMR spectrum of A2

Chemical Formula: C51H14Ng
Exact Mass: 350.1280
A2



Display Report

Analysis Info

Analysis Name  D:\Data\data\2019\20200107LTT-B-A2_RA8_01_3131.d

Method MS-2MIN-POS.m
Sample Name 20200107LTT-B-A2
Comment

Acquisition Date  1/8/2020 9:47:50 AM

Operator BDAL@DE
Instrument compact 8255754.20127

Acquisition Parameter

Source Type ESI lon Polarity

Focus Active Set Capillary

Scan Begin 50 miz Set End Plate Offset

Scan End 3000 m/z Set Charging Voltage
Set Corona

Positive
4500 V
-500 V
2000 V
0nA

Set Nebulizer 2.0 Bar
Set Dry Heater 200 °C
Set Dry Gas 8.0 l/min
Set Divert Valve Waste
Set APCI Heater 0°C

Intens.
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DADA D, Sig=243 4 Ref=off {DAData\l TT\DATARZ020011220200112-02 2020-01-12 15-37-0NLTT-2ME D)

mAl =
Fe
2500 f
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B e
5 & ER I
o § Lﬁ“.—’ £ w ~
i} ——— L L S N . L M
T T T — — T — — T
5 10 15 20 25 miiry
Peak RetTime Type Width Area Height Area
# [min] [min] [mRU*s] [mAaU] %
—mm= |- | === === | === [ === | === |
1 9.077 BB 0.40%6 1550.685747 46.19415 1.6096
2 9.917 BB 0.17395 54.17162 3.54992 0.0562
3 11.714 BB 0.4014 9.36786ed4 2733.26343 097.2399
4 12.731 BV 0.1455 229.94943 24.04994 0.2387
5 12.919 VB 0.1212 171.20580 22.13570 0.1777
6 13.379 BB 0.1330 28B3.75052 31.83833 0.2945
7 14.111 BV 0.1193 BB.5B525 10.45837 0.0920
8 14.317 VB 0.1216 246.14848 29.86804 0.2555
9 15.253 BB 0.1221 15.80414 1.55519 0.0164
10 17.482 BB 0.1726 18.78978 1.29221 0.0195
Totals : 9.63377e4 20904.20529
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3. HRMS, H-NMR and *3C NMR spectrum of A3

CN CN

Chemical Formula: C51H4Ng
Exact Mass: 350.1280

A3



Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\data\2019\20200107LTT-C-A3_RA7_01_3130.d
MS-2MIN-POS.m
20200107LTT-C-A3

Acquisition Date

Operator
Instrument

BDAL@DE
compact

1/8/2020 9:45:04 AM

8255754.20127

Acquisition Parameter
Source Type ESI
Focus Active
Scan Begin 50 m/z
Scan End 3000 m/z

lon Polarity

Set Capillary

Set End Plate Offset
Set Charging Voltage
Set Corona

Positive
4500 V
-500 V
2000 V
0nA

Set Nebulizer
Set Dry Heater
Set Dry Gas

Set Divert Valve
Set APCI Heater

2.0 Bar
200 °C
8.0 l/min
Waste
0°C

Intens.
x108]
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4. HRMS, *H-NMR and 3C NMR spectrum of A4

Chemical Formula: Cy4H¢4NgO
Exact Mass: 366.1229

A4

12



Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\data\2019\20200107LTT-D-A4_RA1_01_3124.d
MS-2MIN-POS.m

20200107LTT-D-A4

Acquisition Date  1/8/2020 9:28:30 AM

Operator ~ BDAL@DE
Instrument  compact 8255754.20127

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

ESI
Active

50 m/z
3000 m/z

lon Polarity

Set Capillary

Set End Plate Offset
Set Charging Voltage
Set Corona

Positive
4500 V
-500 V
2000 V
0nA

Set Nebulizer 2.0 Bar
Set Dry Heater 200 °C
Set Dry Gas 8.0 I/min
Set Divert Valve Waste
Set APCI Heater 0°C

Intens.
x105]

1.254
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0.754
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390.1149
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Bruker Compass DataAnalysis 4.3

printed: 1/8/2020 10:24:16 AM

by: BDAL@DE Page 1 of 1
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5. HRMS, HPLC, 'H-NMR and *C NMR spectrum of A5

CN CN

N

Chemical Formula: Cy1H14NgO
Exact Mass: 366.1229

A5

15



Display Report

Analysis Info Acquisition Date  1/8/2020 9:36:46 AM
Analysis Name  D:\Data\data\2019\20200107LTT-E-A5_RA4_01_3127.d

Method MS-2MIN-POS.m Operator ~ BDAL@DE

Sample Name 20200107LTT-E-A5 Instrument compact 8255754.20127
Comment

Acquisition Parameter
Source Type ESI

lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 8.0 I/min
Scan End 3000 m/z Set Charging Voltage 2000 V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
|ﬂt6n$§ 20200107LTT-E-A5_RA4_01_3127.d: +MS, 0.3-0.3min #16-19
x10
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DAD1 B, Sig=254 4 Ref=off (D:ADatall TT\DATAN20200108\20200108-01 2020-01-08 13-52-26\20200108LTT-E-A5.D)

mAL g
700 3
600
500 -
400 -
300 -
200
100 4
m (= 2
b~
2 3 aEﬁ :
o Lo © ! . -

5.959 BB 0.1438 21.16767 1.74776 0.3402
6.907 BB 0.1329 20.65470 1.84024 0.3319
8.603 BB 0.0969 16.2B233 2.19895 0.2616
8.963 BV R 0.1266 5995.59473 7T13.36243 96.3452
2.474 VB E 0.1191 28.177992 3.02669 .4528
9.905 BV 0.1057 28.27242 3.74088 0.4543

oW s W k=
=

7 10.105 VW E 0.0743 6.82353 1.14825 0.1096
8 10.295 VE R 0.1264 70.43349 7.98897 1.1318
14.578 BB 0.0999 35.62985 4.92322 0.5725

{f=]

Totals : 6223.03670 739.97737
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6. HRMS, HPLC, 'H-NMR and *C NMR spectrum of A6

CN CN

Chemical Formula: C51H¢1F3Ng
Exact Mass: 404.0997
A6

19



Display Report

Analysis Info Acquisition Date  1/8/2020 9:25:44 AM
Analysis Name  D:\Data\data\2019\20200107LTT-F-A6_RB1_01_3123.d

Method MS-2MIN-POS.m Operator ~ BDAL@DE

Sample Name 20200107LTT-F-A6 Instrument compact 8255754.20127
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 8.0 I/min
Scan End 3000 m/z Set Charging Voltage 2000 V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
|ﬂt6n$§ 20200107LTT-F-A6_RB1_01_3123.d: +MS, 0.2-0.2min #9-12)
x10
1+
3.0 427.0889
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DAD1 B, Sig=254 4 Raf=off (DADatalL TT\DATA\20200108\20200108-01 2020-01-08 13-52-26120200108LTT-F-A6.0)
mALl %

600
500
400 4
300
2004
100 4

~ o

5 % 8 % g B

=] = = -

= A A by

0 = : iy v

. T T — T — — .
5 10 15 20
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mau] %

el B e | === |==mmmmmee |===mmmm- [
1 5.957 BB 0.1270 15.89840 1.47793 0.0810
2 8.930 BB 0.1483 2B3.853B5 28.47197 1.4464
3 9.8%38 BV R 0.4594 1.91407e4 660.95819 97.5351
4 11.257 VB E 0.088%9 17.77038 2.76846 0.0906
5 12.068 BB 0.1487 129.335B85 13.27079 0.6591
6 12.752 BB 0.1131 10.01035 1.04692 0.0510

7 14.575 BB 0.1029 26.85141 3.75549 0.1368

Totals : 1.96245e4 711.74975
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7. HRMS, H-NMR and *3C NMR spectrum of A7

Chemical Formula: CogH11FNg
Exact Mass: 354.1029

A7
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Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\data\2019\20200102LTT-G-A7_RB3_01_3133.d
MS-2MIN-NEG.m
20200102LTT-G-A7

Acquisition Date  1/8/2020 10:40:33 AM

Operator ~ BDAL@DE
Instrument compact 8255754.20127

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

ESI lon Polarity Negative

Active Set Capillary 2800V

50 m/z Set End Plate Offset -500 V

1500 m/z Set Charging Voltage 2000 V
Set Corona 0nA

Set Nebulizer 2.0 Bar
Set Dry Heater 200 °C
Set Dry Gas 8.0 I/min
Set Divert Valve Waste
Set APCI Heater 0°C

Intens.
x107

1.2

0.8+

0.6

0.4+

0.2

353.0941

1-
354.0967

1-
355.{)993

20200102LTT-G-A7_RB3_01_3133.d: -MS, 0.2-0.3min #10-15)

348 350 352 354 356

358 360 362 364 miz
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o 3
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355.[1012

CaoH10FNs, 353.0956(

348 350 352 354 356
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Bruker Compass DataAnalysis 4.3 printed: 1/8/2020 10:45:28 AM

by: BDAL@DE Page 1 of 1
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8. HRMS, HPLC, 'H-NMR and *C NMR spectrum of A8

Chemical Formula: CygH¢4CINg
Exact Mass: 370.0734

A8
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Display Report

Analysis Info

Analysis Name

Method

MS-2MIN-POS.m

Sample Name 20200102LTT-H-A8

Comment

D:\Data\data\2019\20200102LTT-H-A8_RB4_01_3119.d

Acquisition Date  1/8/2020 9:14:40 AM

Operator BDAL@DE
Instrument compact 8255754.20127

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

ESI lon Polarity

Active Set Capillary

50 miz Set End Plate Offset

3000 m/z Set Charging Voltage
Set Corona

Positive
4500 V
-500 V
2000 V
0nA

Set Nebulizer 2.0 Bar
Set Dry Heater 200 °C
Set Dry Gas 8.0 l/min
Set Divert Valve Waste
Set APCI Heater 0°C

Intens.
x109
1.2

0.8

0.6

0.4

0.2

0.0

393.0628

394.0852

395.0597

396.0627

20200102LTT-H-A8_RB4_01_3119.d: +MS, 0.3-0.3min #17-19

390 392 394

398 400 miz

Intens.
x109

1.2

0.8

0.6

0.4

0.2

0.0

1+
393.0626

1+
394.0654

1+
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CaoHnCINsNa, 393.0626

390 392 394

20200102LTT-H-A8_RB4_01_3119.d

398 400 miz

Bruker Compass DataAnalysis 4.3 printed: 1/8/2020 10:34:27 AM

by: BDAL@DE Page 10f 1
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DADA B, Sig=254 4 Ref=off (D\Data\L TT\DATA20200108\20200108-01 2020-01-08 13-52-26120200108LTT-H-AB.O)
mAL ﬁ
T
"
2000 -
1500
1000 <
500 1
—w©
=g g ||E888 8
& 5 = J | S = 2
1] = =y L A
. T . — — T — — .
5 10 15 20
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*=] [mAL] %

i B |====]=mmme |==mmmmmmee | ==mmmmmmms |=====mm- [
5.978 BB 0.1252 16.37985 1.55146 0D.0764

1

2 6.770 BB 0.1270 11.31786 1.06891 0.0528
3 8.945 BB 0.1298 54.19859 5.50844 0.2529
4 9.944 BB 0.1408 2.11745e4 2291.52100 98.7928
5 10.711 BB 0.1582 59.67686 4.48590 0.2784
6 11.246 BB 0.0934 30.08104 4,98219 0.1403

11.824 BV 0.1090 48.05025 5.41818 0.2242
12.303 EB 0.1070 12.32087 1.36950 L0575
9 14.582 BB 0.0999 26.71183 3.75716 0.1246

o -l
=

Totals : 2.14332ed4 2319.66274
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9. HRMS, HPLC, 'H-NMR and *C NMR spectrum of A9

Chemical Formula: CogH11BrNg
Exact Mass: 414.0229

A9

30



Display Report

Analysis Info Acquisition Date  1/8/2020 10:50:52 AM
Analysis Name  D:\Data\data\2019\20200107LTT-I-A9_RB6_01_3135.d
Method MS-2MIN-NEG.m Operator BDAL@DE
Sample Name 20200107LTT-I-A9 Instrument compact 8255754.20127
Comment
Acquisition Parameter
Source Type ESI lon Polarity Negative Set Nebulizer 2.0 Bar
Focus Active Set Capillary 2800 V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset -500 vV Set Dry Gas 8.0 l/min
Scan End 1500 m/z Set Charging Voltage 2000V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater [
Intensé 20200107LTT-I-AS_RB6_01_3135.d: -MS, 0.3-0.4min #18-22
x10
1- 1
413.0159 415.0141
1.5
1.0
0.59 1- R
414.0184 416.0164
' i
\ 417.0189
0.0 - T r - ¥ - " T T
410 412 414 416 418 420 422 m/z
Intens. CaoH10BriNe, 413.0156
x108
1- 1-
413.0156 415.0137
1.59
1.0
0.54 1- 1-
414.0184 416.0164
1-
41?f191
0.0 T T ¥ v T T T
410 412 414 416 418 420 422 m/z
20200107LTT-1-A9_RB6_01_3135d
Bruker Compass DataAnalysis 4.3 printed: 1/8/2020 14:49:12 PM by: BDAL@DE Page 1 of 1
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DAD1 B, Sig=254 4 Raf=off (DADatall TT\DATAZ0200108\20200108-01 2020-01-08 13-52-26120200108LTT-1-A9.0)
mAL P 1
3 &
¥ @
2000
1500
1000
500
g
i
0 e ey
. T . — — T — — .
5 10 15 20
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mA] %

el B e | === | ===mmmmmee J====m-m- [
4.101 BB 0.1742 181.05978 12.74475 0.8005

10.124 MF 0.1388 1.91724e4 2301.56079 95.3531

MM 0.09%6 199.25746 33.35526 0.9910
11.270 MM 0.1101 436.56985 66.08507 2.1713
MM

0.1070 117.45864 18.28863 0.5842

Totals : 2.01067ed4 2432.03450
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10. HRMS, HPLC, 'H-NMR and *C NMR spectrum of A10

CN CN

Cl Cl
NC | \\(
N

Chemical Formula: CygH1¢CloNg
Exact Mass: 404.0344
A10

34



Display Report

Analysis Info Acquisition Date  1/8/2020 9:31:15 AM
Analysis Name  D:\Data\data\2019\20200107LTT-J-A10_RA2_01_3125.d

Method MS-2MIN-POS.m Operator BDAL@DE

Sample Name 20200107LTT-J-A10 Instrument compact 8255754.20127
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset -500 vV Set Dry Gas 8.0 l/min
Scan End 3000 m/z Set Charging Voltage 2000V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
|m9n5§ 20200107LTT-J-A10_RA2_01 _3125.d: +MS, 0.2-0.3min #11-17
x10
427.0232
1.25
1.00-
429.0209
0.75
0.50
‘ 428.0260
0.251 \ | 4300232
| 431.0185
| | | \' 432.0200
0.00 : L Lt A ‘ L A : ]
426 428 430 432 434 miz
Intens. | CaoHioClaNsNa, 427.0236)
x109
1+
427.0236
1.25
1.004
1+
429.0210
0.754
0.50
1+
428.0264
1+
0.257 430.0236 1+
431.0190
1+
J 432f205
0.00 T T T ¥ T 7
426 428 430 432 434 m/z

20200107LTT-J-A10_RA2_01_3125.d

Bruker Compass DataAnalysis 4.3 printed: 1/8/2020 10:23:06 AM by: BDAL@DE Page 1 of 1
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DADI B, Sig=254.4 Ref=off (DAData\LT.. ATA2020010820200108-01 2020-01-08 13-52-26\20200108LTT-J-A10.0)

A g

E

2500

2000

111.250

12.238
12.700
413078
4,585

Peak RetTime Type Width Area Height Area

# [min] [min] [mAU*s] (mAU] %
=== = [l Rt [ === | === |======== |
6.854 BV 0.1505 248.43451 24.34615 0.6766
7.0587 VB 0.1460 126.28705 11.51151 0.3439
10.289% BB 0.1611 3.61590ed4 3055.7045% 98.4767
11.250 BV 0.1242 23.51675 2.23517 0.0640
12.238 BB 0.1079 55.24250 7.41486 0.1504
12.700 BV R 0.1108 70.39449 9.30520 0.1917

13.078 VB E 0.1137 10.66923 1.11939 0.0291
8 14.585 VB 0.0948 24.782586 3.47116 0.0675

Totals : 3.67183ed4 3115.10803
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11. HRMS, HPLC, 'H-NMR and *C NMR spectrum of All

CN CN
Cl

NC | \\(
N
Chemical Formula: C51H43CINg

Exact Mass: 384.0890
A11
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Display Report

Analysis Info Acquisition Date  1/8/2020 9:42:18 AM
Analysis Name  D:\Data\data\2019\20200107LTT-K-A11_RA6_01_3129.d
Method MS-2MIN-POS.m Operator ~ BDAL@DE
Sample Name 20200107LTT-K-A11 Instrument compact 8255754.20127
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 8.0 I/min
Scan End 3000 m/z Set Charging Voltage 2000 V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
|ﬂt6n$§ 20200107LTT-K-A11_RA6_01_3129.d: +MS, 0.3-0.3min #16-19)
x10°4
1+
407.0784
|
a_
2.
1+
409.0764
1+ |
14 408.0813 I
[ |
1+
410.0788
406 407 408 409 410 411 412 m/z
Intens. CzHisCINGNa, 407.0782]
x105,
1+
407.0782
3
2.
1+
409.0760
1+
11 408.0811
1+
410K784
406 407 408 409 410 411 412 miz
20200107LTT-K-A11_RA6_01_3129.d
Bruker Compass DataAnalysis 4.3 printed: 1/8/2020 10:20:22 AM by: BDAL@DE Page 1 of 1
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DAD1 B, Sig=254 4 Raf=off (D:AData\LT_..00108\20200108-01 2020-01-08 13-52-26\202001 0BLTT-2CL-3CH3-A11.0)
mAL ] -
&
1200
1000
BOO—
600+
400 +
2004
g 3gla|EEE ¢
d - =
0 £, BT RPN S .
—————— . — — T — — .
5 10 15 20
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [maU] %

e e e | ==mmmmmmen e [=mmmmne- [
1 6.005 BB 0.1196 14.22625 1.40498 1]

2 8.897 BB 0.2644 59.53582 2.64244 1]

3 9.361 BB 0.1241 11.07698 1.06307 0.0585
4 10.099 BB 0.1249 157.12971 18.682922 0

5 10.511 BB 0.1179 128.00908 15.98117 0

6 11.244 BV R 0.2069 1.80643e4 1339.21216 95.3902
7 11.848 VW E 0.2054 213.76B98 12.86510
] VB

0.1134 56.25141 6.98854
9 12.426 BV 0.103e 37.58985 5.06667
10 12.668 VWV 0.1520 59.38890 4.68175

VB 0.1201 65.99423 6.57537
12 13.423 BB 0.1260 42.81383 4.B80503
13 14.585 BB 0.1025 27.17659 3.70871

oo o oo o =
Lk
[t
L
o

Totals : 1.89373ed 1423.42422
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12. HRMS, HPLC, 'H-NMR and *C NMR spectrum of A12

Chemical Formula: C51H3BrNg
Exact Mass: 428.0385
A12

42



Display Report

Analysis Info

Acquisition Date  1/8/2020 10:43:20 AM

Analysis Name  D:\Data\data\2019\20200107LTT-I-A12_RA5_01_3134.d
Method MS-2MIN-NEG.m

Operator ~ BDAL@DE

Sample Name 20200107LTT-I-A12 Instrument compact 8255754.20127
Comment
Acquisition Parameter
Source Type ESI lon Polarity Negative Set Nebulizer 2.0 Bar
Focus Active Set Capillary 2800V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 8.0 I/min
Scan End 1500 m/z Set Charging Voltage 2000 V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
lmen% 20200107LTT-I-A12_RA5_01_3134.d: -MS, 0.9-1.0min #51-57]
x10
] . 1
427.0302 4290285
0.8
0.6
0.4+
1- 1-
428.0329 | 430.0313
0.2
1-
431f326
0.0 T T T —" T T T T
420.0 4225 425.0 4275 430.0 4325 435.0 437.5 440.0 m/z
Intens. CaH12BrNg, 427.0312
x1051
1- 1-
427.0312  429.0294
0.8+
0.6
0.4
1- 15
428.0340 || 430.0321
0.2
1-
431.1)348
0.0 T T v — T T T T
420.0 4225 425.0 4275 430.0 4325 435.0 4375 440.0 miz
20200107LTT--A12_RA5_01_3134.d
Bruker Compass DataAnalysis 4.3 printed: 1/8/2020 10:49:31 AM by: BDAL@DE Page 1 of 1
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DAD1 B, Sig=254 4 Ref=off (DADatal\LT__ATA\2020010820200108-01 2020-01-08 13-52-26\20200108LTT-L-A12.D)
maAU
&
1400 ~ i
1200
1000
800 ~
600
400
200 .
i L
g? | 188 8 8
y=] o ¥ w
(] b oy
. T - — — T — — . T .
5 10 15 20 25 mir}
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mALT] %
il Bt e |===mmmmm [ === |======== !
1 9.643 BB 0.2517 57.49035 2.68036 0.1989
2 10.143 BB 0.0787 6.69508 1.03903 0.0232
3 11.297 BB 0.3109 2.83736e4 1421.04199 98.1494
4 12.081 BB 0.0982 13.27098 1.66145 0.0459
5 12.472 BV 0.1136 230.55959 30.37538 0.7875
6 12.837 VB 0.1606 191.37198 14.12326 0.6620
7 14.607 BB 0.0953 25.30876 3.54343 0.0875
8 15.606 BB 0.1017 10.27722 1.21532 0.0356
Totals : 2.89086e4 1475.68022
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13. HRMS, 'H-NMR and *C NMR spectrum of B1

CN CN

NC | \\(
N
Chemical Formula: C51H4Ng
Exact Mass: 350.1280

B1
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Display Report

Analysis Info Acquisition Date  1/2/2020 19:01:07 PM
Analysis Name  D:\Data\data\2019\20191231LTTCH3-A1_RE2_01_3062.d

Method MS-2MIN-POS.m Operator BDAL@DE

Sample Name 20191231LTTCH3-A1 Instrument  compact 8255754.20127
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 8.0 I/min
Scan End 3000 m/z Set Charging Voltage 2000 V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
In(en55.~ 20191231LTTCH3-A1_RE2_01_3062.d: +MS, 0.3-0.4min #15-25|
x10
1+
373.1165
2.0
1.59
1.0
1+
374.1193
0.5
1+
375.1223
0.0 : : : = - : .
370 372 374 376 378 380 m/z
Intens. CaHuNgNa, 373.1172)
x108
1+
373.1172
2.0
1.59
1.04
1+
374.1200
0.5
1+
375i228
0.0 T T T T T T
370 372 374 376 378 380 m/z

20191231LTTCH3-A1_RE2_01_3062.d
Bruker Compass DataAnalysis 4.3 printed: 1/2/2020 20:11:01 PM by: BDAL@DE Page 1 of 1
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14. HRMS, HPLC, 'H-NMR and *C NMR spectrum of B2

Chemical Formula: C51H3FNg
Exact Mass: 368.1186
B2
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Display Report

Analysis Info Acquisition Date  1/8/2020 9:17:27 AM
Analysis Name  D:\Data\data\2019\20200107LTT-N-B2_RB5_01_3120.d
Method MS-2MIN-POS.m Operator ~ BDAL@DE
Sample Name ~ 20200107LTT-N-B2 Instrument  compact 8255754.20127
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 8.0 I/min
Scan End 3000 m/z Set Charging Voltage 2000 V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
Intens. +MS, 0.3-0.3min #16-20, Background Subtracted
x105
2.0 1+
391.1070
1.5
1.0
+
0.5 392.1098
1+
\ 393't127
Q
X008 C2H1sFNgNa, 391.1078
2.0 1+
391.1078
1.5
1.04
1+
0.5 392.1106
1+
393.ﬂ134
0.0 — T T T r T T T
384 386 388 390 392 394 396 398 400 m/z
20200107LTT-N-B2_RB5_01_3120.d
Bruker Compass DataAnalysis 4.3 printed: 1/8/2020 10:33:06 AM by: BDAL@DE Page 1 of 1
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DAD1 A, Sig=260.4 Ref=off (DAData\L TMDATAZ020011220200112-02 2020-01-12 13-54-13LTT-B2.D)
mAU | 2l
E
d
1200
1000 <
800 -
600 -
400
200+ g
z g |l 88 &
0 @ =J LS N 2
T T T — T — — T T
5 10 15 20 25 mir|
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] £
i Rttt [l | === [====mmm—— | === |
1 6.271 BB 0.1782 17.11209 1.12657 0.0897
2 8.826 BB 0.1393 17.42171 1.47485 0.0913
3 9.775 BB 0.2010 1.B81387e4 1364.93164 95.0466
4 10.862 BB 0.133e 24.29423 2.17088 0.1273
5 11.246 BB 0.1360 41.53120 3.72717 0.2176
6 12.103 BB 0.1723 B27.40460 66.18542 4.3356
7 15.127 BB 0.1134 17.54040 1.84565 0.091%

Totals :

1.90840e4 1441.46218
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15. HRMS, HPLC, 'H-NMR and *C NMR spectrum of B3

CN CN

Cl
NC | \\(
N

Chemical Formula: C54H¢3CINg
Exact Mass: 384.0890

B3
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Display Report

Analysis Info Acquisition Date ~ 1/2/2020 19:09:25 PM
Analysis Name  D:\Data\data\2019\20191231LTTCH3-A3_RD7_01_3065.d

Method MS-2MIN-POS.m Operator BDAL@DE

Sample Name 20191231LTTCH3-A3 Instrument  compact 8265754.20127
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar

Focus Active Set Capillary 4500 V Set Dry Heater 200 °C

Scan Begin 50 m/z Set End Plate Offset -500 v Set Dry Gas 8.0 I/min

Scan End 3000 m/z Set Charging Voltage 2000 V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C

Intens.
x108
1.50

20191231LTTCH3-A3_RD7_01_3065.d: +MS, 0.3-0.3min #16-18|
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20191231LTTCH3-A3_RD7_01_3065.d
Bruker Compass DataAnalysis 4.3 printed: 1/2/2020 20:05:37 PM by: BDAL@DE Page 1 of 1
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DADA B, Sig=254 4 Ref=off (DAData\L \DATA20200108\20200108-01 2020-01-08 08-36-55\20200108LTT-0-B3.0)

300 <

100

§

b

19914

438

Fl12314
F14.574

-
=

15 20 25 ming
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*=] [mAL] %
il Bt |====]====== [ === [===mmmmm |======== I
1 5.985 BB 0.1335 18.97492 1.69691 0.3859
2 9.914 BB 0.0956 8.01804 1.02083 0.1631
3 10.327 BB 0.1194 4727.72412 590.62573 96.1439
4 11.45% BV 0.1202 51.40282 6.01634 1.0453
5 11.720 VB 0.1436 35.82325 3.25032 0.7285
6 12.314 BB 0.1121 47.53342 5.99076 0.9666
7 14.574 BB 0.1022 27.86654 3.83972 0.5667
Totals : 4917.34312 612.44061
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16. HRMS, HPLC, 'H-NMR and *C NMR spectrum of B4

Chemical Formula: C51H3BrNg
Exact Mass: 428.0385

B4
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Display Report

Analysis Info Acquisition Date  1/8/2020 9:22:58 AM
Analysis Name  D:\Data\data\2019\20200107LTT-P-B4_RB7_01_3122.d

Method MS-2MIN-POS.m Operator ~ BDAL@DE

Sample Name  20200107LTT-P-B4 Instrument  compact 8255754.20127
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 8.0 I/min
Scan End 3000 m/z Set Charging Voltage 2000 V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
Intens. 20200107LTT-P-B4_RB7_01_3122.d: +MS, 0.5-0.5min #28-31]
x1
5.
453.0258
451.0276
4
34
2.
|
‘ 452.0313 454.0290
0 . . o) \ J.L J.k A ; .
448 450 452 454 456 458 m/z
Intens. CaHisBrNgNa, 451.0277]
x104_
1+ 1+
451.0277 453.0259
44
3.
2_
1+ 1+
452.0305 454.0286
14
1+
455.0313
0 . , | | .
448 450 452 454 456 458 m/z

20200107LTT-P-B4_RB7_01_3122.d
Bruker Compass DataAnalysis 4.3 printed: 1/8/2020 10:27:49 AM by: BDAL@DE Page 1 of 1




DAD1 B, Sig=254 4 Ref=off (D:ADatalLT...00111-CXM20200111-01 2020-01-11 13-18-51420200111-LTT-CH3-3BR.D)
mAU g
=
¥
500 —
400
300 -
200
100
oy @
8 B uE
= | = <=
o A 2 JA AT
- . . — . — — .
5 10 15 20
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAN] %

0.1578 34.80717 2.59020 0.7215

0.1269 4635.55518 558.28589 96.0908

0.1109 90.43862 12.00032 1
12.899 BB 0.08586 15.67393 2.21285 0

0.0728 10.74120 1.74553 0.2227

0.1085 36.92433 4.,92324 0
Totals : 4824.14043 5B1.75803
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17. HRMS, HPLC, 'H-NMR and *C NMR spectrum of B5

CN CN
Cl

Chemical Formula: Cy,H¢5CINg
Exact Mass: 398.1047

B5

61



Display Report

Analysis Info Acquisition Date  1/8/2020 9:34:01 AM
Analysis Name  D:\Data\data\2019\20200107LTT-Q-B5_RA3_01_3126.d
Method MS-2MIN-POS.m Operator BDAL@DE
Sample Name 20200107LTT-Q-BS Instrument compact 8255754.20127
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset -500 vV Set Dry Gas 8.0 l/min
Scan End 3000 m/z Set Charging Voltage 2000V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater [
|"l8nSs_ 20200107LTT-Q-B5_RA3_01_3126.d: +MS, 0.2-0.3min #14-16/
x10
1+
421.0937
2.5
2.0
1.54
1.0
14 423.0914
422.0969
0.54
424.0939
0.0-— T v v r - r T - r
419 420 421 422 423 424 425 426 427 m/z
Intens. | CaaHhsCINsNa, 421.0939)
x109
1+
421.0939
2.54
2.0
1.59
1+
1.0 423.0917
1+
422.0967
0.5
1+
J J | 424,{940
0.0 T T T T \J r - T T T
419 420 421 422 423 424 425 426 427 m/z
20200107LTT-Q-B5_RA3_01_3126.d
Bruker Compass DataAnalysis 4.3 printed: 1/8/2020 10:25:46 AM by: BDAL@DE Page 1 of 1
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DAD1 B, Sig=254 4 Ref=off (DAData\L T__-CXM\20200111-01 2020-01-11 13-18-51\20200111-LTT-CH3-2CL+3CH3.D)

mAU =
3500 I
3000
2500
2000
1500 -
1000 -
m_
ks = o = in =
2 g2 |E8: &
0 G2, P PA e A
' 5 ' 10 - 15 - 0 ' 25 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mALT] %
il Bttt | === === | === | === |======-= |
1 5.825 BB 0.0978 B.39060 1.02702 0.0198
2 6.307 BB 0.1969 26B.34116 19.21711 0.6347
3 8.291 BE 0.1510 14.35273 1.14338 0.0339
4 9.069 VW E 0.11B4 29.35218 2.96779 0.0694
5 9.444 VB R 0.138B4 4B6.4B398 54.37025 1.1506
6 11.145 BV R 0.1373 4.02295e4 3493.60571 95.1467
7 1l1.8l14 VW E 0.1148 42.02334 4,59091 0.0954
8 11.934 VE 0.1698 377.398B3 31.83869 0.8926
9 12.e43 BV E 0.1032 14.59579 1.68243 0.0345
10 12.%06 VW E 0.1925 99.51124 6.7B839 0.2354
11 13.511 VB R 0.1325 €93.26202 B0.0B997 1.6396
12 15.507 BB 0.1475 18.35076 1.48132 0.0434
Totals : 4.22815e4 3698.80296
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18. HRMS, 'H-NMR and *C NMR spectrum of B6

CN CN
Br

NC |\\r

N

Chemical Formula: C55H15BrNg
Exact Mass: 442.0542

B6
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Display Report

Analysis Info Acquisition Date ~ 1/2/2020 18:52:50 PM
Analysis Name  D:\Data\data\2019\20191231LTTCH3-A8_RE5_01_3059.d

Method MS-2MIN-POS.m Operator BDAL@DE

Sample Name  20191231LTTCH3-A8 Instrument  compact 8265754.20127
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500 v Set Dry Gas 8.0 I/min
Scan End 3000 m/z Set Charging Voltage 2000 V Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
Intens. 20191231LTTCH3-A8_RE5_01_3059.d: +MS, 0.3min #19|
x104
1+ 14+
465.0431 467.0422
5.
4_
3]
2]
1+ 1+
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1 -
1+
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0 7 T , T T f T
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Intens. | Ca2H1sBrNgNa, 465.0434
x104
1+ 1+
465.0434 467.0416
5-
44
3_
2.
1+ 1+
466.0462 468.0443
1 B
1+
469.0470
0 . . | . | A .
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20191231LTTCH3-A8_RES_01_3059.d

Bruker Compass DataAnalysis 4.3 printed: 1/2/2020 20:14:37 PM by: BDAL@DE Page 1 of 1
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