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1. !Hand *C{*H} NMR spectra
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CDCl3, 500 MHz *H NMR and 125 MHz 3C{*H} NMR Spectra of 3baa
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CDCl3, 500 MHz *H NMR and 125 MHz 3C{*H} NMR Spectra of 3caa
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CDCl3, 500 MHz *H NMR and 125 MHz 3C{*H} NMR Spectra of 3daa
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CDCls, 500 MHz *H NMR and 125 MHz 3C{*H} NMR Spectra of 3eaa
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CDCl3, 500 MHz *H NMR and 125 MHz 3C{*H} NMR Spectra of 3faa
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CDCl3, 500 MHz *H NMR and 125 MHz 3C{*H} NMR Spectra of 3gaa

10

20

30

40

50

60

70

o o o o o o o (=3 o o o o o o o o o
o o o o o o o o o o o o o o o o o o o o o o
o o o o o o o o o o o o o o o o o o o o o o
o o @ O < o~ o [==] O < o~ o o o o o ~ wn o wn o o
™ 2] ~ ~ ~ ~ I — — - — — ] © <+ I [=) » ~ I — — o
1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1
n
Fo
S
[~ 9T —
n
-
| © 8€°0p —
o~
bLsh—
9g6E— @ R
5589 F
T10LT ! 65'55 —
€0z T Feoz
09522 o
082 F oo
S65L°T
8284
¥b6L2 n 69°EL~
F e 16°9
oooLf— —m—— —  T40¢ ov'LL W
£956'€ Wi
8196 _ o1 |2
9uL6'c
T€86°€
5886°C - s S o
< 2 8 8
— — wn o
\m) 1 1 1 1
og €61 — —
M no
= O
B P erser\- _
2005 ! " 08521 ~\ —
8505'S > R —_— EF00T |4 ¢6'5EE — SSLTL~
] b2t / b0'8TT ~- e —
2ee69 | corzr / 69°82T — o
Ep6'9 o vo'gel L8zt — el
84169 SV 69'821 8621 o
2£96'9 sugel L1E1 — s
05202 sg6eT * TSEET ~ ] ]
66£0°L in wistf LTvET — o
2550° g Toget srver S _ -
8190°L | ) rgSEr /7 —
89/0°L Mw.wn — £5°9€T
9L0T°L 07 | o - =3
6222'¢ R W\MO.N N A
61HTL ze
e — R T TR . H\.mO.N (86T — =
8L0vL W N ' 2 : 0T | S "
'L S — , ' 0T N 0b'85T — - B <+
SQ.TW _ T H [®) m 0 e =
P8y, u W N ' . o€ ' © !
. i i
soos 4 ” o ” = ” z ”
8215° ” H . @ i S :
| H i : :
99£5°2 i ' '
15 o) z2 8 - ; o, m
vezos ' < | F o ! Y :
83.& ' = © ' H '
£829°L | o w @ E
6£9° ” ” e ZE ®
' i o i c
0ev9'2 ] i i F o i '
i ! o i ® |
£689° ! | ' £ .
169 1 e : 18°961 ; |
15022 - o261 ' :
080£° - F o | I
6012 ' !
151272

920 80

100

140 130 120 110
f1 (ppm)

150

190 180 170 160

200




CDCl3, 500 MHz *H NMR and 125 MHz 3C{*H} NMR Spectra of 3haa
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CDCl3, 500 MHz *H NMR and 125 MHz 3C{*H} NMR Spectra of 3iaa
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CDCl3, 500 MHz *H NMR and 125 MHz 3C{*H} NMR Spectra of 3jaa
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2. HRMS Data

Agilent

Spectrum Plot Report

A)-364 B Rack Pos. Instrument Instrument 1 Opérator

Mame
Inj. Vol. (ul) 1 Plate Pos. TRM Status Success
Data File

xld”

0957
0.7
0.5
0.8
075
0.7
OLES
0.6
0.557
0.5
0457
0.4
0,357
0.3
025
0.2
0.157
0.1
0.05

AJ-364_B.d Method (Acg) KAMAL Method.m Comment Acg, Time (Local) 23-11-2023 17:13:41
{UTC+05:30)

+ESI Sean (ft: 0.069-0.236 min, 11 seans) Frag=175.00 AJ-354_B.d

102.1277

O
I
ph/u\/s‘“@x
M x
[M]" = 181.0682
NHTs @Y “Ph
! ) o

1B1.0679 Eh

[M+H]" = 378.1158

Ph

AY
=

NHTs

1 Y w
91,0538 [M]+ =558.1767

1320044
060958

510,

90456 :19.[:4&9[ l 283,735 400.0966 f

L 1660442 242335 i 338,347 4 4792348 s

6 80 100 120 140 160 150 200 2320 240 260 280 300 320 340 360 380 400 420 440 450 480 500 530 S0 560
Counts vs. Mass-to-Change [m/x)

Page 1 of 1 Generated at 17:18 on 23-11-2023

HRMS data of Crude reaction mixture

Spectrum Plot Report 55 Agilent

Name AKU-341 Rack Pos. Instrument Instrument 1 Operator

Inj. vol. (u)

Plate Pos. IRM Status Success

1
Data File AKU-341.d Method (Acg) KAMAL Method.m Comment Ara. Time (Local) 22-11-2023 15:33:56

e’ |#ESI Scan (rt: 0.075-0.364 min, 18 scans) Frag=175.0v AKU-341.d

1.254
1.2
1.154
1.14
1,051

095 "

0.5 [M]

o [M]* = 153.0732
0.8

0.757
0.7

0,65

0.554

(UTC+05:30)

@®
o5 Ph
N = 153,073 4mm B2l

303.0952

3750451

137,1073 | 1341175
e i h

13,0821 242.2840 271, 1440 |.| { 322,3061 3383415 387.1832
T T T T O A A e T R AT T R T L T R P R T . R T T TR R
00110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360 370 380 390 400
Counts vs. Mass-to-Charge (myz)
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HRMS data of 1u

Spectrum Plot Report

- Agilent

Name AJEALT2 Rack Pos.
Inj. Vol. {ul) 1 Plate Pos,
Diata File AsAT2d Method (Ac)

Instrument
IRM Status

KAMAL Method.m Comment

Instrument 1
Success

Operator

Acg. Time (Local) 24-11-2023 12:18:31

(UTC+05:30)

A +ESI Scan (- 0.072-0.256 min, 12 scars) Frag=175.0W AF-SALT2.d

-

070845

4= Br

M

338.3412

2431165 J 362.1204
d

i1

1490231
4ol P

e

@
~ . Ph

[M]* = 207.0838

6634524

BT 537.534 633,5056

BAE.3414

?32'?253 9242681 998, 2670 |

.

Counts ve. Mass-to-Charge (mfz)

— -1 1 1T 1 1T 1T T 17— 1T 1T 1T 1 1T 1T T 1T T 1T 1T 1T T 1T T T T T T T T T T
1000 125 150 175 200 225 50 275 300 325 350 375 400 425 450 473 500 5¥5 550 575 600 625 650 673 700 725 750 775 800 825 @30 875 900 925 950 975 1000

Rack Pos.
Plate Pos.
Method (Acq)

Name
Inj. Vol. (ul)
Data File

AJ-3595

1
AJ-3595.d

Page Lof 1

HRMS data of 1v

Spectrum Plot Report

Instrument
IRM Status

KAMAL Method.m Comment

Generated at 12:29 on 24-11-2023

Agilent

Instrument 1
Success

Operator

Acq. Time (Local) 20-11-2023 17:05:56
05:30)

(UTC+

x10°

1.857
1.8

1814

i

153r737
oLl g
T T

[+ESI Scan (rt: 0.076-0.293 min, 14 scans) Frag=175.0V AJ-3595.d

79
175.0360
W rll nm

@
gs
Br |

-

vy =

202.

I

[

799
209.0960
i 20&?‘9‘53 l N

Ph

195.0838

242.2840

235,

ZZTTD‘)S
bkl

o

Ao 44 i

T T T T T
150 155 160 165 170 175 180

T T T T
190 195 200 205 210

Counts vs. Mass-to-Charge (myz)

T
185

dd
T

240

T
220

690
i
T T T T
215 225 230 235 245 250

Page 1of 1
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HRMS data of 1w

Spectrum Plot Report

A)-366 Rack Pos.

Name
Inj. Vol. (ul) 1 Plate Pos.
Data File A)-366.d Method (Acq) KAMAL Method.m

x108

4.4
4.7

41
3.8
3.6
3.47
3.7

3
2.5
2.6
247
2.2

ra
187
167
1.4
127

1
0.8
0.6
047
0.2

: - Agilent

IRM Status
Comment

1 Operator
Acq. Time (Local) 20-11-2023 17:02:17
(UTC+05:30)

Success

+ESI Scan (rt: 0.066-0.266 min, 13 scans) Frag=175.0V A>-366.d

181.0684 Eto

132.9050

{

464.1526

492,

426.1699

1050333, e

U i

0241

Al 3280572,

596.0506
3140846 [M+H]" = 464.1526

644.2133

A

7140917
L Pl g sispss 9979400, 266, |

o

T T T T T T T T | A X SIPRD Y7 | T I I T T T T T T T T T T T T T T T T T T T | I P
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800 825 850 875 900 925 950 975 1000

Counts vs, Mass-to-Charge (m/z)

HRMS data of 3aap
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3. HPLC graph

VWD1A Wavelength=254 nm

28.842

0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 18 20 21 22 23 24 25 26 27 28 29 30 31 32 33 34 35
Time [min]
Signal: VWD1A, Wavelength=254 nm
RT [min] Type Width [min] Area Height Area% Name
15.560 BB 1.56 5980.13 212.72 50.55
28.842 MM 572 5848.87 87.21 49.45
Sum 11829.00

HPLC graph of racemic 3aaa

VWD1A,Wavelength=254 nm

10004
900
800
700+
600

28.131

5004
4004

mAU

3004
2004
100

o

T T T T T T T T T T T T T T 7I T T T T T T T T T T T T T T T T T T T
01 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30 31 32 33 34 35
Time [min]

Signal: VWD1A,Wavelength=254 nm
RT [min] Type Width [min] Area Height Area% Name
15.522 1B 1.55 26850.43 952.79 52.04
28.131 BB 3.36 24748.37 452.84 47.96
Sum 51598.80

HPLC graph of enantioenriched 3aaa
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4. X-ray crystal analysis of structure 3aaa.

> Prob = 50
Temp = 273

55

™ PLATON-Jun 10 09:18:27 2022 - (180522)

24 230pra_Om P 21/n R=10.04 RES= 0 -31 X

Figure S1: ORTEP Diagram of 3aaa (CCDC 2178470)

Table S1: Crystal data and structure refinement for 3aaa.

Identification code 3aaa
Empirical formula C30H25NO4S
Formula weight 495.57
Temperature/K 273.15
Crystal system monoclinic
Space group P2:/n

a/A 8.1168(14)
b/A 17.929(3)

c/A 16.686(3)

o/° 90

B/° 94.685(6)

v/° 90
Volume/A3 2420.1(7)

z 4

Peaicg/cm? 1.360

u/mm-? 0.172

F(000) 1040.0
Crystal size/mm3 0.2x0.2x0.2
Radiation MoKa (A =0.71073)

S50




20 range for data collection/® 5.524 t0 56.784

Index ranges -10<h<10,-23<k<23,-22<1<22
Reflections collected 35876

Independent reflections 5987 [Rint = 0.0403, Rsigma = 0.0293]
Data/restraints/parameters 5987/0/326

Goodness-of-fit on F2 1.188

Final R indexes [I>=20 (1)] R; = 0.0444, wR, = 0.1426

Final R indexes [all data] R1=0.0527, wR; =0.1522

Largest diff. peak/hole / e A 0.45/-0.40
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