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H, 13C NMR and HR-ESI-MS Spectra of All Synthesized Compounds

WR—-NMR178 Chopaka CT (1)-58 (7.8 mg, CDC1l3)
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'H NMR Spectrum (400 MHz, CDCls) of 3B-[N-(2-Aminoethyl)carbamoyl]B-sitosterol (1A)

13C WR-NMR178 Chopaka CT(1)-58 (7.8 mg, CDC1l3)

T
05 ppm

0
<
o

.
58
a8

156.474
139.832
74.388

122.471

~SssssaW\Weem—m——"

N D _

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
160 155 150 145 140 135 130 125 120 115 110 105 100 95 90 85 80 75 70 65 60 55 50 a5 40 35 30 25 20 15 10 5 ppm

13C NMR Spectrum (100 MHz, CDCls) of 3B-[N-(2-Aminoethyl)carbamoyl]B-sitosterol (1A)
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  6/29/2016 3:32:56 PM
Analysis Name D:\Data\Boon-ek\ESIBY-HRMS 189 (pos).d
Method tune_wide2.m Operator  RU
Sample Name  CT(1)-58 Instrument  micrOTOF 8213750.10411
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500 W Set Dry Gas 4.0 Umin
Scan End 3000 miz Set End Plate Offset  -500 W Set Divert Valve Waste
Intens. ] +MS, 0.4min #22
x10
4
1+
34 3873835
1+
5014417
2]
1]
| §21.7188
[i] . ’ n - L J ke . . . i by
100 200 300 400 500 800 T00 800 900 miz
Meas. miz # lon Formula miz |err] [mDa] err [ppm] Mean err [ppm] rdb N-Rule e Conf mSigma
501.441657 1 C3I2HETN202 501.441455 0.2 0.4 52 55 ok even 205.8

Bruker Compass Datafnalysis 4.1 printed; 12/24/2019 21411 PM by: RU 1of1

HR-ESI-MS Spectrum of 3B-[N-(2-Aminoethyl)carbamoyl]B-sitosterol (1A)
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WR-NMR179 Chopaka CT(1)-59 (8.6 mg, CDC13)
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'H NMR Spectrum (400 MHz, CDCls) of 3B-[N-(3-Aminopropyl)carbamoyl]p-sitosterol (5A)

13C WR-NMR179 Chopaka CT(1)-59 (8.6 mg, CDC13)
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13C NMR Spectrum (100 MHz, CDCls) of 3B-[N-(3-Aminopropyl)carbamoyl]p-sitosterol (5A)
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Mass Spectrum SmartFormula Report

Analysis Info

Acquisition Date  6/29/2016 3:36:37 PM

Analysis Name D:\Data\Boon-ek\ESI'\BY-HRMS 190 (pos).d
Method wne_wide2.m Cperator  RU
Sample Name  CT (1)-59 Instrument  micrOTOF 821375010411
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive: Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500V Set Dry Gas 4.0 1'min
Scan End 3000 miz Set End Plate Offset  -500 W Set Divert Valve Waste
Intens. +MS, 0.0min #2
21077
2.0
1+
15 515.4568
1.0 1+
387.3840
0.5
L L | 6854347 B27.7044 005 7344
0.0 : TG B A T NN . P e e
100 200 300 400 500 800 700 800 00 miz

Meas. miz # lon Formula miz |err| [mDa] err [ppm] Mean err [ppm] rdb M-Rule e Conf mSigma

515456784 1 C33HEON20Z 515457106 0.3 0.6 -34 55 ok aven 1271
Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 2:16:19 PM by RU 1of1

HR-ESI-MS Spectrum of 3B-[N-(3-Aminopropyl)carbamoyl]B-sitosterol (5A)
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WR—-NMR184 Chopaka CT(1)-64 (8.4 mg, CDC1l3 + CD30OD)
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'H NMR Spectrum (400 MHz, CDCls) of 3p-[N-(2-( N’ N'.N'-Trimethyl)aminoethyl)carbamoyl]p-
sitosterol (2A)

0.80

13C WR-NMR184 Chopaka CT(1)-64 (8.4 mg, CDCl3 + CD30D)
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13C NMR Spectrum (100 MHz, CDCls) of 3B-[N-(2-( N’ N, N-Trimethyl)aminoethyl)carbamoyl]p-
sitosterol (2A)
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Mass Spectrum SmartFormula Report

Analysis Info
Analysis Name

Acquisition Date  6/29/2016 4:37:25 PM

D:\Data\Boon-ek\ESI'\BY-HRMS 198 (pos).d

Method une_wide2.m Cperator RU
Sample Name  CT (1)-64 Instrument  micrOTOF 821375010411
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500 W Set Dry Gas 4.0 imin
Scan End 3000 miz Set End Plate Offset  -500 VW Set Divert Valve ‘Waste
Intens. +ME, 0.Bmin #33
%108
0.5
i+

0.6 5434864

0.4
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0.0 T T r t l T T T T

100 200 300 400 500 GO0 TOO 500 Q00 miz

Meas. mfz # lon Formula miz |err| [mDa] err [ppm] Mean err [ppm] rdb N-Rule e Conf mSigma

543.486402 1 C35HE3N202 543488406 20 3.7 25 55 ok even 55.8
Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 2:18:24 PM by: RU 1of1

HR-ESI-MS Spectrum of 38-[N-(2-( N', V',

“Trimethyl)aminoethyl)carbamoyl]B-sitosterol (2A)
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WR—-NMR185 Chopaka CT(1l)-65 (9.2 mg, CDC1l3 + CD30OD)
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'H NMR Spectrum (400 MHz, CDClIs) of 3B-[N-(3-(N’, N’, N-Trimethyl)aminopropyl)carbamoyl]
[-sitosterol (6A)

13C WR-NMR185 Chopaka CT(1)-65 (9.2 mg, CDC1l3 + CD30OD)
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3C NMR Spectrum (100 MHz, CDCls) of 3B-[N-(3-(N’, N’, N-Trimethyl)aminopropyl)carbamoyl]
[-sitosterol (6A)
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  6/29/2016 4:33:53 PM
Analysis Name  D:\Data\Boon-ek\ESINBY-HRMS 197 (pos).d

Method tune_wide2.m Operator  RU

Sample Mame  CT {1)-65 Instrument micrOTOF 821375010411
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500 Set Dry Gas 4,0 l'min
Scan End 3000 miz Set End Plate Offset  -500V Sat Divert Valve Waste
Intens. +MS, 0.8min 46
%105
34
1+
2 557.5024
14
413.2634
0 , ; b — 4 . . ; ;
100 200 300 400 500 00 700 800 00 miz
Meas. miz # lon Formula miz lerr] [mDa] err [ppm] Mean err [ppm] rdb MN-Rule e Conf mSigma
S87.502370 1 C36HBSN202Z 557.504056 1.7 3.0 18 &5 ok even 8.7
Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 2:20:43 PM by: RU 1of1

HR-ESI-MS Spectrum of 3B-[N-(3-(N’, N, N’-Trimethyl)aminopropyl)carbamoyl]p-sitosterol
(6A)
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WR—-NMR180 Chopaka CT(1)-60 (20 mg, CDC13)
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'H NMR Spectrum (400 MHz, CDCls) of 3B-[(2-((N', N"-Di(tert-butoxycarbonyl)guanidinyl)ethyl)
carbamoly]B-sitosterol (11)
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13C WR-NMR180 Chopaka CT(1l)-60 (20.0 mg, CDC13)
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13C NMR Spectrum (100 MHz, CDCls) of 3B-[(2-((N, N"-Di(tert-butoxycarbonyl)guanidinyl)ethyl)
carbamoly]B-sitosterol (11)
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  6/29/2016 3:40:48 PM
Analysis Name D:\Data\Boon-2k\ESIBY-HRMS 191 (pos).d
Method tune_wide2.m Qperator RU
Sample Name  CT {1)-60 Instrument  micrOTOF 821375010411
Comment
Acquisition Parameter
Source Type ESI lon Polarity Pasitive Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 *C
Scan Begin 50 miz Set Capillary 4500 Set Dry Gas 4.0 I'min
Scan End 3000 miz Set End Plate Offset  -500V Set Divert Valve Waste
Intens. +MS, 0.8min #48
x10%]
51
4] 1+
T43.5683
3
2]
! 65?15:055
SB7.4527 -
. __sesgom e L , , 11558266
200 300 400 500 600 TO0 200 800 1000 1100 miz
Meas. miz # lon Formula miz |err| [mDa] err [ppm] Mean err [ppm] rdb N-Rule e Conf mSigma
T43.568298 1 C43HTSN40G 743.568113 0.2 0.2 1.7 85 ok even #0.2
TES.548899 1 C43HT4N4NaOG 765550057 1.2 =1.5 04 B85 ok even 75.0
Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 2:27:01 PM by: RU 1of1

HR-ESI-MS Spectrum of 3p-[(2-((N’, N"-Di(tert-butoxycarbonyl)guanidinyl)ethyl) carbamoly]p-
sitosterol (11)
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WR—-NMR181 Chopaka CT(1)-61 (12.5 mg, CDC13)
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!H NMR Spectrum (400 MHz, CDCls) of 3B-[(3-((N’,N"-Di(tert-butoxycarbonyl))guanidinyl)
propyl)carbamoyl]B-sitosterol (12)
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13C WR-NMR181 Chopaka CT(1)-61 (12.5 mg, CDC13)
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13C NMR Spectrum (100 MHz, CDCls) of 3B-[(3-((N’,N"-Di(tert-butoxycarbonyl))guanidinyl)
propyl)carbamoyl]pB-sitosterol (12)
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Mass Spectrum SmartFormula Report

Analysis Info

Acquisition Date  6/28/2016 3:46:20 PM
Analysis Name D:\Data\Boon-ek\ESI\BY-HRMS 192 (pos).d

Method tune_wide2.m Operator  RU
Sample Name  CT (1)-61 Instrument  micrOTOF 8213750.10411
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin S0 miz Set Capillary 4500V Set Dry Gas 4,0 I'min
Scan End 3000 miz Set End Plate Offset  -500V Set Divert Valve Waste
Intens. +MS, 0.Zmin #9
#10°
4
1+
757.5827
3
2]
11 1+
368.4251 557 4807
a R | MR UG ST U W ¥ ' i i .
200 300 400 500 600 o0 200 900 1000 1100 miz
Meas. miz # lon Formula miz |err| [mDa] err [ppm] Mean err [ppm] rdb N-Rule e Conf mSigma
T57.582686 1 C44HTTNLOG T57.583763 1.1 14 -1.0 85 ok even 96.4
TT9.564673 1 C44H7EMN4MNaOs 779.565707 1.0 -1.3 0.6 85 ok even 95.2
Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 2:31:02 PM by RU Taof1

HR-ESI-MS Spectrum of 3B-[(3-((N’,N"-Di(tert-butoxycarbonyl))guanidinyl)propyl)carbamoyl]
[-sitosterol (12)
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WR—-NMR186 Chopaka CT(1)-66 (9.1 mg, CDC1l3 + CD30OD 3 drops)
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'H NMR Spectrum (400 MHz, CDCls) of 3B-[(2-(Guanidinyl)ethyl)carbamoyl]B-sitosterol (3A)

13C WR-NMR186 Chopaka CT(1)-66 (9.1 mg, CDC1l3 + 3 drops of CD30D)

157.679
157.541

<lsrls

139.618
122.533
—75.062

\\\\\h\\\/ //////m%//

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
165 160 155 150 145 140 135 130 125 120 115 110 105 100 95 9 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 5 ppm

13C NMR Spectrum (100 MHz, CDCls) of 3B-[(2-(Guanidinyl)ethyl)carbamoyl]p-sitosterol (3A)
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  6/29/2016 4:30:25 PM
Analysis Name D:\Data\Boon-ek\ESI\BY-HRMS 196 (pos).d
Method une_wide2.m Operator RU
Sample Name  CT (1)-66 Instrument  micrOTOF B213750.10411
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 20 miz Set Capillary 4500 W Set Dry Gas 4.0 Umin
Scan End 3000 miz Set End Plate Offset  -500V Set Divert Valve Wasta
Intens. +MS, 0. 1min #7
%109
1.251
1+
1.00 5434614
075
0.50
0.254
3684227
0.00 : PG WU ¥ ¥ SNSRI o : :
100 200 300 400 S00 B00 TOO 800 Q00 miz
Meas. miz # lon Formula m/z |err] [mDa] err [ppm] Mean err [ppm] rdb N-Rule e Conf mSigma
543461429 1 C33H58N402 543463254 1.8 3.4 1.2 B5 ok even 105.8
Bruker Compass DataAnalysis 4.1 printed; 12/24/2019 2:34:14 PM by: RU 1of1

HR-ESI-MS Spectrum of 3B-[(2-(Guanidinyl)ethyl)carbamoyl]p-sitosterol (3A)
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WR—-NMR218 Chopaka CT(1)-67 (20.6 mg, CDCl3 + 10 drops of CD30OD)
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'H NMR Spectrum (400 MHz, CDCls) of 3B-[(3-(Guanidinyl)propyl)carbamoyl]B-sitosterol (7A)
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13C WR-NMR128 Chopaka CT(1)-67 (20.6 mg, CDC13 + 10 drops of CD30D)
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13C NMR Spectrum (100 MHz, CDCls) of 3p-[(3-(Guanidinyl)propyl)carbamoyl]B-sitosterol (7A)
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  6/20/2016 4:26:55 PM
Analysis Name  D:\Data\Boon-ek\ESIBY-HRMS 195 (pos).d
Method tune_wide2.m Operator  RU
Sample Name  CT (1)-67 Instrument  micrOTOF 8213750.10411
Comment
Acquisition Parameter
Source Type ESI len Polarity Positive Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin S0 miz Set Capillary 4500 Sef Dry Gas 4.0 Umin
Scan End 3000 miz Set End Flate Offset  -500 W Set Divert Valve Wasle
Intens. +MS, 0.6min #36
2109
5
1+
44 S5TATTS
24
0 . . : - VN . . .
100 200 300 400 500 800 TOU 800 ano miz
Meas. miz # lon Formula miz |err] [nDa] err [ppm] Mean err [ppm] rdb M-Rule e Conf mSigma
257477305 1 C34HBIN402 557.478904 1.6 -2.9 0.5 65 ok aven 162.5
Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 2:36:05 PM by: RU 1of1

HR-ESI-MS Spectrum of 3p-[(3-(Guanidinyl)propyl)carbamoyl]p-sitosterol (7A)
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WR-NMR182 Chopaka CT(1l)-62 (10 mg, CDC13)
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'H NMR Spectrum (400 MHz, CDCls) of 3B-[(2-(N", N’, N, N"-Tetramethyl)guanidinyl)
ethyl)carbamoyl]p-sitosterol (4A)

13C WR—-NMR182 Chopaka CT(1l)-62 (10 mg, CDC13)
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13C NMR Spectrum (100 MHz, CDCls) of 3B-[(2-(N’, N’, N”, N"-Tetramethyl)guanidinyl)
ethyl)carbamoyl]p-sitosterol (4A)
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  6/29/2016 4:20:15 PM
Analysis Name  D:\Data\Boon-ek\ESIBY-HRMS 193 (pos).d
Method tune_wide2.m Operator  RU
Sample Name  CT (1)-62 Instrument  micrOTOF 821375010411
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500V Set Dry Gas 4.0 Vmin
Scan End 3000 miz Set End Plate Offset  -500 W Set Divert Valve Waste
Intens. +MS, 0.6min #35
x10%
1.5
1+
101 589.5256
05
andzeng 4132648 5225048 | 683.4337 486.7067
0.0 ; T N Ly : ; L
100 200 300 400 500 800 00 500 00 miz
Meas. miz # lon Formula miz |err] [mDa] err [ppm] Mean err [ppm] rdb N-Rule e Conf mSigma
990.525584 1 C3ITHETN402 589525854 0.3 0.5 08 EBS5 ok even 90.9

Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 2:38:11 PM by: RU 1of1

HR-ESI-MS Spectrum of 3p-[(2-((N’, N, N”, N"-Tetramethyl)guanidinyl) ethyl)carbamoyl]f3-
sitosterol (4A)
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WR—-NMR183 Chopaka CT(1)-63 (9.8 mg, CDC13)
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'H NMR Spectrum (400 MHz, CDCls) of 3B-[(3-((N’, N', N”, N"-Tetramethyl)guanidinyl)propyl)
carbamoyl]B-sitosterol (8A)
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13C WR-NMR183 Chopaka CT(1)-63 (9.8 mg, CDC13)
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13C NMR Spectrum (100 MHz, CDCls) of 3B-[(3-(N’, N’, N”, N"-Tetramethyl)guanidinyl)
propyl)carbamoyl]pB-sitosterol (8A)
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Mass Spectrum SmartFormula Report

Analysis Info

Acquisition Date  6/29/2016 4:23:39 PM
Analysis Name  D:\Data\Boon-eK\ESIBY-HRMS 194 (pos).d

Method tune_widez.m Operator  RU
Sample Mame  CT (1)-63 Instrument micrOTOF B8213750.10411
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Mebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500 % Set Dry Gas 4.0 Vmin
Scan End 3000 miz Set End Flate Offset  -500 W Set Divert Valve Wasta
Intens. +MS, 0.0min #2
1106
0.5
1+
613:5413
0.6
0.4
0.2
0.0 355.:1.235 515.?966 Y TR
100 200 300 400 500 600 700 200 900 miz
Meas. miz # lon Formula miz  |err] [mDa] etr [ppm]  Mean e [ppm] rdb N-Rule & Conf mSigma
E13.541350 1 C38HEON402 613.541504 0.2 0.3 B.5 ok even B9.4

Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 2:40:26 PM by: RU 10f1

HR-ESI-MS Spectrum of 3p-[(3-((N’, N’, N”, N"-Tetramethyl)guanidinyl) propyl)carbamoyl]p-
sitosterol (8A)
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WR-NMR225 Chopaka CT (1)-93 (50.7 mg, CDC13)
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'H NMR Spectrum (400 MHz, CDCls) of 3B-[(N®, N*°, N*-Tri(tert-butyloxycarbonyl-(N*-
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sperminyl)))carbonyloxy]p-sitosterol (13)

WR—-NMR225 Chopaka CT(1)-93 (50.7 mg, CDC13)
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13C NMR Spectrum (100 MHz, CDCls) of 3B-[(N°, N0, N*4-Tri(tert-butyloxycarbonyl-(N*-

sperminyl)))carbonyloxy]p-sitosterol (13)
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  7/1/2016 12:27:20 PM
Analysis Mame  D:\Data\Boon-ek\ESIBY-HRMS 205 (pos).d
Method ne_wide2.m Operator  RU
Sample Name  CT(1)-93 Instrument  micrOTOF 821375010411
Comment
Acquisition Parameter
Source Type ESI len Polarity Positive Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500 W Set Dry Gas 4,0 'min
Scan End 3000 miz Set End Plate Offset  -500 W Set Divert Valve Waste
Intens. +MS, 0.7min #40
105
0.8
1+
HEST2TE
0.6
0.4
i 1+ 1+
T 799.6759

02 603.3657 695.4375 9259674

00 | [ | ml‘““*— batbiv, 0y 12109209 1348.2151 14392340

"800 500 700 800 800 1000 1100 1200 1300 1400 miz

Meas. miz # lon Formula m/z |err| [mDa] err [ppm] Mean err [ppm] rdb N-Rule e Conf mSigma

965.727751 1 CS55H98M4NaO8 965727687 0.1 0.1 -14 85 ok even 349
Bruker Compass DatafAnalysis 4.1 printed: 12/24/2019 1:38:08 PM by: RU 1of1

HR-ESI-MS Spectrum of 3p-[(N°, N°, N'4-Tri(tert-butyloxycarbonyl-(N!-sperminyl)))
carbonyloxy]p-sitosterol (13)

S23



WR-NMR224 Chopaka CT(1)-93-2F1 (24.9 mg, CDC1l3 + CD30OD)
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'H NMR Spectrum (400 MHz, CDCls) of 3B-[(N*-Sperminyl)carbonyloxy]p-sitosterol (1B)
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WR-NMR224 Chopaka (24.9 mg, CDC1l3 + CD30OD)
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13C NMR Spectrum (100 MHz, CDCls) of 3B-[(N*-Sperminyl)carbonyloxy]B-sitosterol (1B)
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  11/23/2016 4:18:18 PM
Analysis Name D:\Data\Boon-ek\ESIBY-HRMS 236 (pos).d
Method tune_widei.m Cperator RU
Sample Name  CT{1)}-93-2F1 Instrument  micrOTOF B213750.10411
Comment
Acquisition Parameter
Source Type ESI len Polarity Positive Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500V Set Dry Gas 4.0 limin
Scan End 3000 miz Set End Flate Offset  -500 W Sel Divert Valve Wasle
Intens. | +M3, 0.5min #25
2109
1.0
0.8 1+
1+ BB5.5737
064 1= 413.2670

368.4255

1%
0.4 522 5076
1+ 1+
02 313.1783 468.3284 1+
T17.2308
851.2510

0.0 R | oty ot ,850.8501
100 200 300 400 500 600 TO0 800 ano miz
Meas. miz # lon Formula m'z err Mean rdb N-Rule e mSigm Std | Std  Std| Std Sitd

[ppm] err Conf a Mean VarNo  mfz Comb

[ppm] miz m Diff  Dewv

665.573727 1 CAOHTANANa02 665.5703898 50 -127 55 ok even 38163799 9.7 1702 6.5 8913

Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 1:43:52 PM by: RU 1Taf1

HR-ESI-MS Spectrum of 3p-[(N-Sperminyl)carbonyloxy]p-sitosterol (1B)
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JR-NMR251 Chopaka CT(1)-100 (20.3 mg, CDC13)
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'H NMR Spectrum (400 MHz, CDCls) of 33-[N*-(1,4-Bis(3-aminopropoxy)butyl))carbonyloxy]
[3-sitosterol (2B)

WR-NMR251 Chopaka CT(1)-100 (20.3 mg, CDC13)
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13C NMR Spectrum (100 MHz, CDCls) of 3p-[N!-(1,4-Bis(3-aminopropoxy)butyl))carbonyloxy]

[-sitosterol (2B)
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  7/20/2017 4:14:03 PM
Analysis Name  D:\Data\Boon-ek\ESIBY-HRMS 356 (pos).d
Method wne_wide 4 18-6-60.m Cperator RU
Sample Mame  CT{1}-100 Instrument  micrOTOF 821375010411
Comment
Acquisition Parameter
Source Type ESI lon Polarity Paositive: Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500 W Set Dry Gas 4.0 Umin
Scan End 3000 miz Set End Plate Offset  -500V Set Divert Valve Waste
Intens. +MS, 0.4min #25
%108
2.0
1+

1.51 8455565

1.0

0.5

00 ) 4.13'.2656 L 10358289

200 300 400 500 600 700 800 %00 1000 1100 miz

Meas, miz # lon Formula miz lerr| [mDa] err[ppm] Mean err [ppm] rdb N-Rule e Conf mSigma

645556454 1 C40HT3IN204 645.556485 L] 0.0 1.1 &85 ok aven T
Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 1:48:15 PM by: RU 1of1

HR-ESI-MS Spectrum of 3p-[N*-(1,4-Bis(3-aminopropoxy)butyl))carbonyloxy]p-sitosterol (2B)
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WR—-NMR226 Chopaka CT(1)-96 (42.2 mg, CDC13)
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'H NMR Spectrum (400 MHz, CDCls) of 38-[N-(2-(N, N-Bis(methoxycarbonylethyl))
aminoethyl)carbamoyl]B-sitosterol (14)

WR—-NMR22 6 Chopaka CT (1) -96 (42.2 mg, CDC13)
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13C NMR Spectrum (400 MHz, CDCls) of 3B-[N-(2-(N, N-Bis(methoxycarbonylethyl))
aminoethyl)carbamoyl]B-sitosterol (14)
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  7/1/2016 12:47:51 PM
Analysis Name  D:\Data\Boon-ek\ESI'BY-HRMS 210 (pos).d
Method tune_wide2.m Operator  RU
Sample Mame ~ CT{1)-96 Instrument  micrOTOF B213750.10411
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500 Sef Dry Gas 4,0 'min
Scan End 3000 miz Set End Plate Offset  -500V Set Divert Valve Waste
Intens. +MS, 0. 1min #3
2109
3
1+
6735132
2_
1
1+
3841915
0 e b Y N BT0E , ,
200 300 400 500 G0 OO 800 800 1000 1100 miz
Meas. miz # lon Formula m/z  lerr] [mDa] err [ppm] Mean err [ppm] rdb N-Rule e Conf mSigma
673.513240 1 C40HBSN206 673.515014 1.8 -28 10 7.5 ok even 86.3

Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 1:50:43 PM by: RU 1of1

HR-ESI-MS Spectrum of 33-[N-(2-(N, N-Bis(methoxycarbonylethyl))aminoethyl)carbamoyl]f-
sitosterol (14)
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WR-NMR285 Chopaka CT(1)-109/2 (20.5 mg, CDC13 + CD30D)
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'H NMR Spectrum (400 MHz, CDCls) of 3B[N-(2-(N,N-Bis(ethylcarbonyl(N*-sperminyl)))
aminoethyl)carbamoyl]B-sitosterol (3B)

WR-NMR285 Chopaka CT(1)-109/2 (20.5 mg, CDC1l3 + CD30D)
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13C NMR Spectrum (100 MHz, CDCls) of 3B[N-(2-(N,N-Bis(ethylcarbonyl(N*-sperminyl)))
aminoethyl)carbamoyl]B-sitosterol (3B)
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  7/20/2017 4:18:03 PM
Analysis Name  D)\Data\Boon-ek\ESIBY-HRMS 358 (pos).d
Method twne_wide 4 19-6-60.m Operator  RU
Sample Name  CT{1)-109/2 Instrument  micrOTOF 821375010411
Comment
Acquisition Parameter
Source Type ESI len Polarity Positive Set Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500 W Set Dry Gas 4.0 I'min
Scan End 3000 m'z Set End Plate Offset  -500V Sat Divert Valve Waste
Intens. +MS, 0.1min #6
2108
1.5
+
' o] 843.7048
0.5 1+ 71 + ,
450.4490 2+ 757.6678 1+
l S07.4523 10138911
0.0 cabayl ‘ILL ; " Ao WL - i ’ . .
400 500 &00 700 800 200 1000 1100 1200 1300 miz
Meas. m/iz # lon Formula miz lerr] [mDa] err [ppm] Mean err [ppm] rdb N-Rule & Conf mSigma
507452307 1 CS58H114N1004  507.450678 1.6 -3.2 -32 70 ok even 93.9
1013.891089 1 CSBHT13N1004  1013.854079 3.0 249 31 75 ok even 75.5
Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 2:10:17 PM by: RU 1of1

HR-ESI-MS Spectrum of 3B[N-(2-(N,N-Bis(ethylcarbonyl(N*-sperminyl)))aminoethyl)

carbamoyl]p-sitosterol (3B)
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WR-NMR283 Chopaka CT(1)-107/2 (8 mg, CDC13)
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'H NMR Spectrum (400 MHz, CDClIs) of 3B[N-(2-(N,N-Bis(ethylcarbonyl(N*-1,4-bis(3-
aminopropoxy)butyl))))aminoethyl) carbamoyl]p-sitosterol (4B)
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WR-NMR283 Chopaka CT(1l)-107/2 (8 mg, CDC1l3)
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13C NMR Spectrum (100 MHz, CDCls) of 3B[N-(2-(N,N-Bis(ethylcarbonyl(N*-1,4-bis(3-
aminopropoxy)butyl))))aminoethyl) carbamoyl]B-sitosterol (4B)
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  7/20/2017 4:16:03 PM
Analysis Mame  D:\Data\Boon-ek\ESIBY-HRMS 357 (pos).d

Method tune_wide 4 19-6-60.m Operator  RU

Sample Name  CT{1)}-107/2 Instrument  micrOTOF 821375010411
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Seft Nebulizer 0.5 Bar
Focus Mot active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500 W Set Dry Gas 4.0 limin
Scan End 3000 miz Set End Plate Offset  -500 W Set Divert Valve Waste
Intens. | +MS, 0.2min #5
x108
1.297
2+
1.00 5094194
0.75
0.50
1+
0251 . 1+ 1017.8280
380,321 645,544 75963253 gasa
0.00 | Lut lanl || L . L. h — PR Ll; .
200 300 400 500 800 700 800 900 1000 1100 miz
Meas. miz # lon Formula miz |err| [mDa] err[ppm] Mean err [ppm] rdb N-Rule e Conf mSigma
508.419393 1 CS58H110NGO8 5089.418704 07 -1.3 18 7.0 ok even 86.7
1017.628011 1 CSEH10SNGOS 1017.830141 z1 2.1 08 7.5 ok even 78.0
Bruker Compass DataAnalysis 4.1 printed: 12/24/2019 1:58:11 PM by: RU 1of1

HR-ESI-MS Spectrum of 3B[N-(2-(N,N-Bis(ethylcarbonyl(N*-1,4-bis(3-aminopropoxy)butyl))))

aminoethyl)carbamoyl]B-sitosterol (4B)
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