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'H NMR of 4aaa (CDCl;, 500 MHz)
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'H NMR of 4baa (CDCls, 500 MHz)
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'H NMR of 4caa (CDCls, 500 MHz)
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'H NMR of 4daa (CDCls, 500 MHz)
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'H NMR of 4eaa (CDCls, 500 MHz)
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'H NMR of 4faa (CDCls, 500 MHz)
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'H NMR of 4gaa (CDCl;, 500 MHz)
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'H NMR of 4haa (CDCls, 500 MHz)
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'H NMR of 4iaa (CDCl;, 500 MHz)
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'H NMR of 4aba (CDCl;, 500 MHz)
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H NMR of 4bba (CDCl;, 500 MHz)
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'H NMR of 4dba (CDCl;, 500 MHz)
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'H NMR of 4fba (CDCl;, 500 MHz)
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'H NMR of 4aca (CDCls, 500 MHz)
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'H NMR of 4bca (CDCl;, 500 MHz)
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'H NMR of 4eca (CDCl;, 500 MHz)
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'H NMR of 4gca (CDCls, 500 MHz)
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'H NMR of 4ada (CDCls, 400 MHz)
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'H NMR of 4aab (CDCls, 400 MHz)
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'H NMR of 4aea & 4ae'a (CDCl3, 500 MHz)
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'"H NMR of 4afa & 4af'a (CDCl;, 500 MHz)
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'"H NMR of 4aga & 4ag'a (CDCl;, 500 MHz)
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'H NMR of 4aha (CDCls, 500 MHz)
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'H NMR of 4bha (CDCl;, 500 MHz)
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'H NMR of 5aaa (CDCl;, 500 MHz)
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'H NMR of 5aca (CDCls, 500 MHz)
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'"H NMR of 5aea & 5ae'a (CDCl;, 500 MHz)
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'H NMR of 5bha (CDCls, 500 MHz)
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22064007
100 4502069
Me
N O
\
* Bn
lis1.2007
957.3300
490.1941 958.3323
25z j452 2125 7 7
4911074 353513 (59395
124.1179,140.0179 227.1324 3071484344.1777  404.2060 | | 5522507 626.2024 713.2651.720.7279 814.2891851.3022 017.3420. | 9824039 10193833 1091.1890
r aahessiaaiins T T T T T T f T T aARAI Ly, T Tk T e
100 150 200 250 300 350 400 450 500 550 600 850 700 750 800 850 900 950 1000 10 1100 1150 1200
For Help, press F1
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Single Mass Analysis B
Tolerance = 100.0 mDa / DBE: min =-1.5, max = 50.0
Element prediction: Of
Mumber of isotope peaks used for i-FIT = 3 HRMS f 4 B
Monoisotopic Mass, Even Electron lons 0 eaa
1600 formula(e) evaluated with 287 results within limits (all results (up to 1000) for each mass)
Elements Used -
466.2010
466.2023 2 13
4662032 u s
4661997 C13 H32 NS 013 32 5 13
4661997 C11 H20 N19 O3 20 19 -
HH193_10052018_002 421 (3.666) AM2 (A,30000.0,556.35,0.00,LS 1)
1. TOF MSES+
9.95e+007
100 466.2016
MeO.
lss7.1008 o
N Yo
\
. Bn
4382020 988 3802
190.3525
468 2015
08 :‘:mn 957.3696 |991.3548
291.0932 4201920
1830841 199 o759 2480772 2333 1508346 PM‘D | N I 737.2647 1531388 8135021 9493613 LEEZ 3571 10332782 11232051 11472108
T Ty : : Saniaaacsenesnn " T T T : banstacne T [Peiianstasrase n
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100 1150 1200
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Single Mass Analysis 7
Tolerance = 100.0 mDa / DBE: min = -1.5, max = 50.0
Element prediction: Off
B s ot a1 <3 HRMS of 4f :
Monoisotopic Mass, Even Elsciron lons 0 aa
9397 formulafe) evalualed with 1741 results within limits (all esults (up to 1000} for each mass)
Elements Used o
Mass Calc.Mass_ | mDa | PPM__| DBE | Formula [i-AT_[i-FTNorm | FitConf% | € | H | N | © | F | -
41821 4182 01 02 05 (6 HZZ NI3 04 F6 7360 10351 000 6 2 1 & 6
4541822 01 02 15 C10 H26 N9 09 F2 7330 7315 007 10 2% 9 9 2
4541823 02 04 105 Cl4 HZ NI3 O4 F 1321 708 008 4 oa B & 1
4541819 02 04 35 C4 HI9 NIO 04 F3 7381 1242 0.00 4 19 19 4 3
541618 17520 H25 N O3 F 15 5889 038 X % 1 3 1
4541817 04 09 65 C21 H26 N O3 F6 7336 7941 004 Fil 26 1 3 6
4541826 05 11 65 C16 M N O4 Fe 20 634 018 s A4 1 4 4 o
HH19 2 (0.051) AM2 (A.30000.0,556.26.0.00)
TOF MS ES~
34304007
00 4541821
4951789
9673688
4941755 HO
966.3673) E
% 9653107 N
l4ss. 1840 N O
\
Bn
496.1802
fosa 3608
4261859 [c4 1050l
d 571630 987 3465
. 91,0546 1850636 21490652,, 1574 31008ag3481301 4011388 l 5842333 6202101 6854300 7422484 1022667 gsgasyy 9213505965208 Laas 3507 10333812 4094 4511 11566313
- W TR R LT AR L — — L e L RRLLUCLLL
50 100 150 200 250 300 350 400 450 500 550 500 850 700 750 800 850 a00 950 1000 1050 1100 1150 1200
For Help, press F1
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Single Mass Analysis
Tolerance = 80.0 mDa / DBE: min = 1.5, max = 50.0
Element prediction: Off
Monoisotopic Mass, Even Electron lons HRMS Of 4gaa
2678 formulale) evalualed with 293 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H 0-50 N5 0:020 croe
[ Mass. [ Cale. Mass | mDa | PPM_| DBE | Formula [ce[H[N]o[a] B
470179 22 4 5 CI7 H35 N 07 CB 75 1 7 3
4701523 2 4 175 C20 H25 N O3 2 % 1 3 1
4701523 2 A7 95 (18 H24 NS O10 18 24 5 10
4701470 31 66 05 C12 H28 N3 016 12 % 3 16 7
HH216_19062018_002 519 (4.512)
1. TOF MSES*
3.13e+007
0 4701501
cl N o
\
Bn
% 4721485
l473.1494
997.3116
5101433
o T T L 1 T T LAanss nasanaanss T T T T T T Ty v
350 400 450 500 550 600 650 700 750 800 850 200 950 1000 1050 1100 1150 1200
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Single Mass Analysis
Tolerance = 100.0 mDa / DBE: min = -1.5, max = 50.0
Element prediction: Off
Monoisotopic Mass, Even Electron lons. HRMS Of 4haa
447 formula(e) evaluated with 91 results within limits (all resulls (up to 1000) for each mass)
Elements Used:
€:0-100 H.0-50 NO5 0:020
Mass Calc.Mass_ | mDa | PPM__| DBE | Formula [clH[nN[o] -
4221701 421730 07 17 05 Cl1 HZ% N5 O 11 % 5 12
4221756 L 175 (28 HM N O3 28 24 1 3
42176 25 59 135 (23 H24 NB OS B » 3 5
4221775 -34 81 45 C16 H28 N3 010 B B 3 10 >
HH-230_16062018_183_3252 454 (3.949)
1. TOF MS ES+
2634007
00 4221741
N o
% 294.1805 \Ph
4231795
9013478
o T T T Y T ——— T T T T T T 7 T T T T v
100 150 200 250 200 350 400 450 500 550 600 650 700 750 800 850 200 950 1000 1050 1100 1150 1200
For Help, press FL
—
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Single Mass Analysis

Tolerance = 100.0 mDa / DBE: mi
Element prediction: Off

Mumber of isotope peaks used for iFIT =3
Monoisotopic Mass, Even Electron lons.

1.5, max = 50.0

HRMS of 4iaa :

1589 formula(e) evaluated with 267 results within limits (all resulls (up to 1000) for each mass)

T Y ) T . t T T T ) T i
275 300 325 350 375 400 425 450 475 500 525 550 575 GO0 625 650 675 700 725 750 775 800 825

Elements Used -
Mass. Cale. Mass mDa | PPM DBE | Formula i-FIT i-FIT Norm | Fit Conf % C H N 0 -
464.2226 .2 30 3
4642231 03 06 105 C16 H26 N13 O4 5644 552 040 16 2% 13 4
4642217 11 24 55 C15 H30 N9 08 5657 6829 011 15 30 9 8
4642244 16 34 155 Q17 H2 N1 628 3888 205 o2
4642244 16 34 45 (19 H34 N3 010 5672 829 002 19 34 3 10 -
23062020_058_T922
HH-213_23062020_042 403 (3.511) AM2 (4,30000.0,556.32,0.00.LS 1) 1. TOF MS ES+
273e+007
100 45642228
N o
\
Bn
%
|465.2239
4362220 4862239
‘;”“5? 136.2470 211.2854.227 0769 2890915 344 149§ 3721530 _ 4182034 L 4 3042105 g h3cy 5954121 668.1022 736.3337.750.8174 962, ”53 “iﬂ“
50 7% 100 125 150 175 200 225 290

t iz
1000

T T ) T
850 875 900 925 950 975
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Single Mass Analysis B
Tolerance = 100.0 mDa / DBE: min = -1.5, max = 50.0
Element prediction: Of
Humber of isotope peaks used for i-FIT = 3 b
Monoisotopic Mass, Even Eleciron lons HRMS Of 4aba
1282 formulae) evaluated with 257 results within limits (all esulis (up to 1000} for each mass)
Elements Used o
Mass Cale.Mass_| mDa DBE_| Formula [i-Fm_[i-FATNorm [ FitConf% | € | H | N | O | -
1201606 401803 03 0 15 C9 M6 1 010 15406 0 5 % 9 1

4201811 05 ¥] 135 (25 H26 N 05 9.256 0.0 25 2% 1 5

0186 10 65 Cl0 H2 NI3 06 9485 15623 000 0 o2z 13 6

0178 17 75 C6 HIS NI9 O4 9519 19044 000 5 18 19 4

a01Ed 18 185 €26 M2 NS O %428 2048 050 » n 5 1

4201784 22 145 2 H2 N7 03 9376 4685 092 2 2 7 3 -
HH175_13032018_002 332 (2.896) AM2 (Ar30000.0.556.26.0.00.L5 1)
1. TOF WS Es+

37864007
100- 420.1806
MeO
OMe
A
* N O
\
Me
14211837
3921856
8973615
1410017
270.1132284.1289 18983630
67 1281 450.1725 5442320 o550y 3

1620557 09, 1072254 0828 Fa 3744752 | | se=00 | 7 5072030 6837371 730.32357432047 8523515 875.3715 | 8003663 9514940 1027.4209 149416, 00, 1709 4170 478011965023
0 T b e salaaiinss T T T rrhery ? T T T T 7 h frrrrrrrrr LA ada iy sasna s
100 150 200 250 300 350 400 450 500 550 600 850 700 750 800 850 900 950 1000 1050 1100 1150 1200
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Single Mass Analysis B
Tolerance = 100.0 mDa / DBE: min =-1.5, max = 50.0
Element prediction: Off
Mumber of isotope peaks used for i-FIT =3 HRMS Of 4bba B
Monoisotopic Mass, Even Electron lons.
1831 formula(e) evaluated with 311 results within limits (all results (up to 1000) for each mass)
Elements Used: -
4962120
4962116 08 18 10111 000 15 9
96213 12 24 6257 019 2 5
4962142 A7 34 C19 H34 N3 012 7363 0.06 19 3 12
4962142 -17 34 C17 H22 NI7 02 9645 001 17 2 17 2 o
HH-211_13062018_009 394 (3.434) AM2 (4,30000.0,556.31,0.00,LS 1)
1. TOF MS ES+
5.36e+007
100 4962125
MeO
OMe
N
% N O
\
Bn
[497.2159
4111652
4131799 468.2120
it 5362121
[414.1820 5442256 [537.2153 790.3606
1280118 185.0089 03955 2302081 274 2390 267.0038 3550928 _300.1490 | a2 5981026 7053103 7473306 i 5315091 8708800 8954430 g4p 5009 3545016
0 - — - - - e T - - T - - T - - ——— — —
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 Ll 800 825 850

T T Tz
875 900 925 950 975 1000
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Single Mass Analysis -
Tolerance = 100.0 mDa / DBE: min = -1.5, max = 50.0
Element prediction: Of
Humber of isotope peaks used for i-FIT =3 HRMS Of 4dba =
Monoisotopic Mass, Even Electron lons
311 resul lieits (all results (up to 1000) for each mass)
Elements Used <
Calc. Mass Formula [ [i-ATNorm [FitConf% | € | H | N | O | -
5102285 5102286 01 02 105 Cl7 H28 N3 06 78599775 001 78 136
510.2280 175 €32 H2 N OS 7819575 [E] 32 15
5102294 09 18 225 CBHBNSO 7825 632 018 3 51
50272 13 25 55 C16 HI2 N9 OO 7862 10043 000 16 9 10
510299 14 -27 155 CI8 MM NI7 O2 7856 9427 001 18 n o2 -
HH201_15062018_002 411 (3.580) AM2 (A130000.0.556.28.0.00.5 1)
1. TOF MSES+
5240007
100 510.2285 o
MeO
OMe
Me
A
* N O
\
Bn
4131794
5112320
411.1638
%
(4141829 482.2280
i 550.2280
2582410 287.0031 3781529 4151855 4511512 5202416 [3512318 . 0405322 9785075
152.0142.165.0142 _203.0238 S 09313182695 3550018 2 K b 1 612.2086 663.4852  703.8132 753.3481 811.3854 8435050 879.4390 . 962.5188 7
- I e e
100 125 150 475 200 225 250 275 300 325 30 375 400 425 450 475 500 525 550 575 600 625 80 675 700 725 70 775

800 825 850 875 000 025 950 975 1000
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Single Mass Analysis
Tolerance = 100.0 mDa / DBE: min =-1.5, max = 50.0
Element prediction: Off
Monoisotopic Mass, Even Electron lons I IRMS Of 4f[)a
4455 formula(e) evalualed with 794 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H 0-50 N5 0:020 F:0-10
Mass [ Cale. Mass | mDa | PPM_| DBE | Formula [cTH N[0 F] B
S1194 15 29 185 (R AT NO2F3 2 oz 1 2 3
541002 17 33 75 CHHBNO2F 2 ® 1 2 8
5141990 37 135 (€26 H29 N3 O7 F 2% 29 3 7 1
5142028 -7 65 C23 H30 N O5F6 B3 30 1 5 6
5142029 39 45 C19 H26 NS FIO 10 % 5 10
5142030 175 C31 HO N 05 F 31 2 1 1
5142030 21 41 155 C21 HS NS FS EREEE s
S 1088 71 A1 IR MR W NR AT ER 12 an 2 7 & o
HH-223_06082018_3185 518 (4.504)
1. TOF WS ES=
2.93e+007
00 5142000
MeO
OMe
% (o}
N o
\
515.2036 Bn
486.2074
516.2072 10854025
0 T T T T T T e T — T T T T T T T T Basasnasianasand
100 150 200 250 200 350 400 450 500 550 600 650 700 750 800 850 200 950 1000 1050 1100 1150 1200
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Single Mass Analysis
Tolerance = 100.0 mDa / DBE: min = -1.5, max = 50.0
Element prediction: Off

Mumber of isotope peaks used for (1T = 3 HRMS f 4 E
Monoisotopic Mass, Even Electron lons 0 aca

1207 formula(e) evaluated with 249 results within limits (all results (up to 1000) for each mass)

Elements Used -
Mass Calc. Mass pPM | DBE | Form FIT_| i-FIT Norm | FitConf% | C N | o
41 4101756 C27 H2d N 03 5463 10076 0. 7 13

4101748 08 45 Cl1 H4 N9 08 5435 7257 1 9 8

4104761 a7 95  Cl2 H20 NI3 04 5419 5689 12 0 13 4

4101734 20 05 €10 H28 NS 012 5446 8427 10 2 5 12

4101734 20 105 €8 HIG6 N19 02 5993 3083 8 16 19 2

4104775 21 s 35  CI5 H28 N3 010 SHT 849 15 8 3 10

23062020_058_7918
HH-202_23062020_037 374 (3.256) AM2 (A7 30000.0 556 30,0.00 LS 1) 1. TOF MS ES+
100 4101754 2.51e+007

% N‘ N o) °
Me
4111749
38219784
Q625718727080 1527302385 0547 2261128 277‘ 1110 3261024 3641624 121750 4501835 500,189 5812670 6527582 g 7391 090.0280 7761603 8244276 BTT3727 9113967 969,332 $86.9800

50 75 100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 60D 625 650 675 700 725 750 775 800 925 @50 875 000 925 950 ©75 1000
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Single Mass Analysis A
Tolerance = 100.0 mDa / DBE: min =-1.5, max = 50.0
Element prediction: Off
Number of isotope peaks used for i-FIT =3 HRMS f 4b £
Monoisotopic Mass. Even Elsciron lons o ca
1749 formula(e) evaluated with 302 results within limits (all results (up to 1000) for each mass)
Elements Used .
[i-FT_[i-FITNorm [FitConf% | € | H | N | O | B
C18 H2¢ N3 OF 2610 6016 0. 18 FER)
0 25 3 H2B N O3 242 001 3 % 1 3
23 85 C17 H28 N9 0B 214 6457 016 mo® 5 8
-3 75 C2A H32 N3 010 2826 15616 005 a » 3 w0
33 185 €19 W20 N7 204 5471 042 B 2 0
486.2093 43 05 C6 H28 NIS Ol 201 5158 038 6 B8 15 1 o
23062020_058_7921
HH-210_23062020_041 393 (3.425) AM2 (A;30000.0.556.29,0.00LS 1) 1. TOF MS ES»
57084005
100 486.2072
) N Yo
\
Bn
l487 2087
3e8.3337 5261003
a1am7
. 849340 1240730 1439336  1B0.0885,,5 5572671247 2843410 |235 33454031708 S3ATT 5042125 17527 2010561755500 1987 6634715 7286425757 0771 7779747 8022490 8413585 9133589 9533905 988.3743
permr et g gy T yranse yripery e L UL AL s prrrr ;
75 100 125 150 175 200 235 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 00 825 950 675 900 950
press L

925 975 1000
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Single Mass Analysis
Tolerance = 100.0 mDa / DBE: min =-1.5, max = 50.0

Element prediction: OF
Monoisotopic Mass, Even Electron lons

514 formula(e) evaluated with 108 results within limits (2l results (up to 1000) for each mass)
Elements Used:
C:0-100 H 050

N:0-5 0:0-20

Mass. Cale. Mass

HRMS of 4eca

5162153
5162188

C17 H34 N5 013
€35 H26 NS

HH-226_16082018_183_3251 467 (4.066)

1. TOF MSES+
100-

4882262

aaase k
150

100

200 350 400 250

91124006

MeO.

Is17.221

k

T
500
For Help, press FI
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800 650 700 750 a5 w00 1os0 | 1100 1150
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Single Mass Analysis

Tolerance =80.0 mDa / DBE
Element prediction: Off
Monoisotopic Mass, Even Electron lons

3201 formula(e) evaluated with 341 results within limits (all resulis (up lo 1000) for each mass)
Elements Used:
€:0-100

min = -1.5, max = 50.0

H: 050 N5 0020 cLo8

HRMS of 4gca

205 (33 HT N O3

File Edt View Process Help

CECEEEEE]

5 31 65 C26 H38 N O CH
16 31 15 C15 WIS N3 OL2 CR -
HH217_19062018_003 464 (4.041)
1: TOF MSES+
3.03e+007
100 520.1692 o
%-
5221683 c N \o
I \
Bn
470.1501 paa.10m
T T { k aa T T T T T T T it e
400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100 1150 1200

Single Mass Analysis 5
Tolerance = 100 0 mDa / DBE: min =-15 max =500
Element prediction: Of
Number of isotope peaks used for i-FIT = 3 HRMS f 4 d
Wonoisotopic Mass, Even Electron lons o ada
5746 formula(e) evaluated with 1297 resuits witin Iimits (all resuRs (up to 1000)for each mass) L
Elements Used: o
Mass Calc.Mass | mDa | PPM__| DEE | Formula [T [i-ATNorm [FitConf% | € | H | [ -
3961408 3961410 1 25 Cls A2l N 03 7T 164 9331 52
11 2 3. €23 HIO N 03 2 4152 12128 5 »
02 05 C13 HI8 N7 03 F 4156 834 FERNST)
02 05 85 Q7 HZN a4 13 v oz
03 08 15 C2 HI8 NIS 09 477 10568 2 18
04 10 105 Cl HIS NI3 O3 F a4z 754 u o1
06 15 05 GHEN3O03R 154 82 3 . =
01112021_179_9800
HH-520_01112021_002 343 (2.991) A2 (A.30000.0,556.33,0.00,L5 1) 1:TOF MS ES+
1.07e+007
e 396.1400 e
- N O
\
Me
bo7.1413
8492167
3681401 436.1325 503167,
521060 1244080 454 g5 207.0078 2630749 3120698 3501307 " 4321143 5430808 5923843 8322228547 gog3 7541525 827.3160 8012489 g3 5053 9925120
" T T Ty T ey y T eaca; e
50 75 100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 S00 525 550 575 600 625 650 6/5 700 725 750 775 800 625 850 875 900 925 950 975 1000
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Single Mass Analysis =
Tolerance = 100.0 mDa / DBE: min = -1.6, max = 50.0
Element prediction: Of HRMS f 4 b
Mumber of isotope peaks used for i-FIT = 3 0 aa £
Monolsotopic Hass, Even Electron lons
621 formula(e) evaluated with 172 results within imils (all results (up to 1000) for each mass) L
Elements Used: -
Mass [P [i-FTNom [FitConf% [ ¢ [ H [ N[ O [ -
3181133 3181135 3277 5633 036 5,22 "8

3181130 3212 000 2 16 13

8112 32056 002 4 16 98 &8

3181149 BLS o 8 2 3 W

3181162 55 325 006 9 1 7 6

3181103 145 C16 HI2 NT O 214 o % 12 7 1

3181095 25 H12 NIS 06 33 12188 000 1295 g =
01092021_150_8464
HH-496_01092021_031 312 (2.725) AM2 (4,30000.0.556.34.0.00 LS 1) 1. TOF WS ES+

8.866+008
idd 318.1133
% \O
\
Me
2001145
3191148
ARacabn 256.0652 o 4013066 5226870 5626368 8617908
707562 1280450 | 22721003 320 1181 |_359 1083 2 4603335 4 5050707 628.4105640.0486 6332383724 10857355608 7880654 8320130 0 920.3278  967.1828 "
y T T T T + T T T T T T T T T ; T T T T T T m
5 75 100 125 150 176 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 626 650 675 700 726 750 775 800 825 @50 @75 900 925 950 975 1000
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Single Mass Analysis -
Tolerance = 100.0 mDa / DEBE: min=-1.5, max=50.0
Romber f st e HRMS of 4 & 4ae’
Humber of isotope peaks used for i-FIT = 3 0 aea aca 3
Monoisotopic Mass, Even Elsciron lons
984 formula(e) evaluated with 210 results within limits (all results (up to 1000) for each mass)
Elements Used o
Mass Cale. Mass Formul FITNom | FitConf% | C | H | N | ©
3741761 €9 H20 N13 04 6241 019 9 2 13 4
741148 CB H24 N9 OB 8013 003 8 u 9 8
AT C10 His N1 323 33 0 18 1
mams €12 H28 N3 010 9150 o0 B 3 W
341734 C5 HI6 NI9 02 349 305 5 16 19 2 -
23062020_058_7919
HH-206_23052020_038 349 (3 042) A2 (Ar30000.0,555 32.0.00.LS 1) 1. TOFMS ES+
2.01e+007
00 741757
Me
Me
%. o AN
N O N ©
\ \
Me Me
3751750
346.1752
742369 1331503 1850480 2411114 2001051 346.0514 414.1640 4342183 45 gupg 5108546 gu g4y g157497 332161 6720517 745.0975 8053683 35 ansp 8954033 gq 3ggp 9309032 967.2714
0 ; T A i b L e A T b o i s o L e
50 80 100 120 140 150 180 200 220 240 260 280 300 320 340 360 380 400 420 440 450 480 500 520 540 560 580 600 620 540 660 680 700 720 740 760 780 800 820 840 G50 850 000 920 940 060 980
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Single Mass Analysis T
Tolerance = 100.0 mDa / DBE: mi 1.5, max = 50.0
Element prediction: Off
Number of isotope peaks used for L-FIT = 3 HRMS f 4 f & 4 f I
Monoisotopic Mass. Even Elsciron lons (1) ala al'a
984 formula(e) evaluated with 211 results within limits (al results (up to 1000) for each mass)
Elements Used .
Cale. Mass | mDa | PPM | DBE | Formula AT | i-FT Norm | FitConf% | € | H | N | ©
3741756 3 135 C20 HM N O3 00 2 24 1 3
3741761 65 (9 H20 NI3 O 95 7183 5 2 13 4
371748 15 CB H4 N9 OB S517 9285 8 4 9 8
3741775 05 C12 H28 N3 010 5532 10825 R 2B 3 10
3741775 115 CI0 Hi6 N7 555 3410 16 17
4174 21 55 75 C5 HI6 NI9 02 Su4 1963 6 18 2 2
23062020_058_7920
HH-209_23062020_030 358 (3.119) A2 (4£,30000.0,556.33,0.00.L8 1) 1. TOF MS ES*
25364007
100 3741755
Me
Me o
N Yo N O
\ \
. Me Me
751752
346.1754
762961 1280495 1850493 2261080411100 p9p10s0 2281614 414.1638 4311902 4862242 3058155 gop pgqq 6157430 182423 5044393 7393151 805.3693 537 30564533706 917.8909 g3 o555 9927799
I e s T e f T : " r 1 - " ; " e r 2
6 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 B0 400 420 44D 450 480 SO0 520 540 560 580 600 620 640 660 630 700 720 740 760 780 00 620 G40 660 80 900 920 940 950 98D

press I
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Single Mass Analysis B
Tolerance = 100.0 mDa / DBE: min = -1.5, max = 50.0
Element pradiction: Off

-FIT = 1 E
Hmber f el poake s fr 1 -3 HRMS of 4aga & 4ag'a

1085 formula(e) evaluated with 233 results within limits (all results (up to 1000) for each mass)

Elements Used e
N o
14
9 9
P10 07 1B 65 C9 H2 NI3 05 0 11780 000 9 o B 5
3901719 -6 41 185 C25 H2O NS 9337 00 3 0 5
301684 19 49 75 C5 H6 NIO 03 15392 000 5 16 19 3
3901724 -21 54 115 C10 H16 N17 O 11164 000 10 16 17 1 2
HH-203 24 (0.423) AM2 (A1.30000.0,556.48,0.00)
TOF MSES+
14664007
00 3004703
MeO
OMe
(o) (o] 837.3369
* N o N O
\ \
Me Me
838.3399
2311733 4301624
430
621752
11657 30 3427
408.1800 840.3441
1020458 424 0350 1730618 201 9550 267,178 2742749 344,1647 | Aawwsmzw 405318 ogepap 6307189 681.4467693.4921 7514918 8153511 |14 2692773 943.3732,957.4398
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Single Mass Analysis

Tolerance = 100.0 mDa / DBE: mi 1.5, max = 50.0
Element prediction: Off

Mumber of isotope peaks used for i-FIT =3 HRMS f 4 h
Monoisotopic Mass, Even Electron lons. 0 a a

1084 formula(e) evaluated with 232 results within limits (all resulis (up to 1000) for each mass)

Elements Used -
Mass Cale. Mass | mDa | PPM [ DBE [ Formula i-FT [i-ATNom [FitCont% | ¢ [H [ N[ O -
E 14
201710 03 08 65 (9 H20 NI3 05 5520 5783 031 9 M 13 5
390167 10 26 15 C8 H24 N9 09 5535 7350 006 8 2 9 9
3901719 12 3 185 €25 H20 NS 5553 90683 001 3 0 5
390174 17 44 115 C0 Hi6 NI7 O 5406 3437 322 0 16 17 1 2
23062020_058_7923
HH-291_23062020_043 330 (2.879) AlI2 (Ar30000.0,556.30,0.00LS 1)

1. TOF MS ES+
100 390.1707 2.15e+007
MeO
o
: N o
\
Me
91,1689
3621696
392.1691 s
ol 957150 1296857 1851532901 0377 2571052 2700831 3620485 4 $01559 4910709580889 5594490 g002253 sa97205  G677568 7082001 82557878373804 8682883 55400, 9751
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Single Mass Analysis
Tolerance = 100.0 mDa / DBE: min =-1.5, max = 50.0
Element prediction: Off

Monoisotopic Mass, Even Electron lons

1118 formula(e) evaluated with 233 results within limits (all resulls (up lo 1000) for each mass) HRMS Of 4b ha
Elements Used:

G:0-100 H 070 N0-15 0:0-15
[cfulnulol E
105 C15 H24 NI3 05 15 M 13 5
225 31 H24 NS 31 4 5
466.2018 09 19 175 €30 HB N 0 28 1
466.2037 -0 21 45 C18 H32 N3 OL1 1B 2 3 1
456.2010 17 36 55 14 HB N9 09 u B 9
466.2050 23 49 95 (19 H28 N7 07 18 28 7 i~
08082019_309_5534
HH-297_08082019_003 127 (3.269)

100

1: TOF MS ES+
4662027 257e+007
MeO.
% o
N\
467.2107 N o
\
Bn
4382167
. |
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For Help, press F1
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Single Mass Analysis
Tolerance = 100.0 mDa / DBE: mil 1.5, max = 50.0
Element prediction: Off
Monoisotopic Mass, Even Electron lons HRMS f 5
32 formulale) evaluated with 16 results within limits (all results (up to 1000) for each mass) 0 aaa
Elements Used:
C:0-100 H: 0-50 0:0-20
Mass. Cale. Mass mDa | PPM DBE | Formula C H |0 -
2171076 144 663 25 C10 Hi7 05 10 17 5
2171017 203 935 115 (17 HI3 17 13 i
HH-218_26072018_007 477 (4.152)
1. TOF MSES+
253e+007
100 2171220
%
2181271
.
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Single Mass Analysis -
Tolerance = 100.0 mDa / DBE: min =-1.5, max = 50.0
Elemant prediction: Off
Number of isotope peaks used for 1T = 3 HRMS f 5 &
Monoisotopic Mass, Even Electron lons 0 aca
47 formula(e) evaluated with 20 results within limits (all results (up to 1000) for each mass) L8
Elements Used: -
Calc. Mass ]
27 2
32 11 H23 07 6495 3409 33 1 B 7
56.2 €14 HI9 05 6493 3200 408 u 19 5
s €2 HIS 6487 2647 109 a 15
-804 . €15 H23 04 6490 2911 544 15 B 4
131 K C10 H19 08 698 378 243 10 19 8 x
14072020_061_7985
HH-289_14072020_012 392 (3.417) AM2 (4.30000.0.556.33.0.00.LS 1) 1. TOF MS ES+
18364007
100 2671382
%
[268.1380
267.03111569 1307
85,9891 1150443 45 0534.165.0608 107 0520211 0685 3123848 365 7a79 szmogapanangr P90 5612404 sorisie  essira  eesgese 7asases  Z9M003 axmseso 130418 5430059 gg7 5592,
T Aaameransy: T aana: T Feanssetiy e ey Tt
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For Help, press F1
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Single Mass Analysis A
Tolerance = 100.0 mDa / DBE: min =-1.5, max = 50.0
Element prediction: Off '
Number of isotope peaks used for i-FIT =3 HRMS Of Saea & Sae a 1
Monoisatopic Mass. Even Electron lons
38 formulale) evaluated with 16 results within limits (all results up to 1000)for each mass)
Elements Used S
Mass Calc. Mass | mDa | PPM_| DBE | Formula i-FIT | i-FIT Norm | FitCon% | € | H | O B
BL132 151 653 25 (11 HIO 05 863 5670 034 1 19 5
2811174 209 904 115 (18 HIS 8617 1098 3335 18 15
23115% -3 922 15 C2HB 04 8658 5158 058 2 23 4 -
16082019_313_5590
HH-301_16082019_008 122 (3.142) AM2 (4730000.0,556.28,0.00.L 1) 1. TOF MS ES+
2788+007
00 2311383
[0} 0. 0. O. Me
Me
%
1232.1421
78,5459 e 3961705 4722525 5432581 7138260 7585634 987.0339
128.0635 161.0562 175.0743 3310751 374.18. 480 2455 5632236 6061998 ss11440 Q7377808 8176874 905.8946937.9208 1018.2634
180535961.0502 - - - — LR AT o - T . - SR - 4 - L SRERRE R - :
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Single Mass Analysis A
Tolerance = 100.0 mDa / DBE: min = -1.5, max = 50.0
Element prediction: Off
i & e s e o 113 HRMS of 5bha :
Monoisotopic Mass, Even Electron lons.
42 formula(e) evaluated with 18 results within limits (all results (up to 1000) for each mass)
Elements Used: -
Mass. Calc. Mass. mDa | PPM DBE | Formula i-FIT_ | i-FIT Norm | Fit Conf % C H o] B
3 4
2471182 M3 98 25 (11 H19 06 7947 507 086 1un 19 6
2471487 -157 635 105 (19 H19 7918 2149 166 19 19
471123 207 88 15 8 HIS O 7916 1927 1456 8 15 1
2471545 2215 870 15 (12 HB 05 T4 4684 082 2 =B 5 >
23082019_016
HH-306_23082019_016 120 (3.091)AM2 (A30000.0,556.32,0.00.LS 1) 1: TOF MS ES+
3.49e+007
100 247.1330 o
) o OMe
%
2470700 J249.141
95.0792 128.0598 191 0592 249.1410 3022930 3976268 4196668 5042476 5212316 595.1880 £38.1553 695.1283 764 8447 798.0408 1223 3690 909.3262 9316461 1063.4236. 10846470 1184.5217
T | AR AR § T T r T T T T T T Y T T T i T LRARSS sARRS S T T Y T T T YT Mz
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Sample preparation and crystal structure determination of 4baa

The pure compound 4baa as obtained from column chromatography was crystallized from a
mixture solvent of hexanes and EtOH (90:10). [CCDC 2098054 contains the supplementary
crystallographic data for this paper. These data can be obtained free of charge from The
Cambridge Crystallographic Data Centre via www.ccdc.cam.ac.uk/conts/retrieving.html]

Check CIF Report of 4baa:

CIF check Report:
Datablock: HH-187 Oma_a
Bond precision: C-C = 0.0033 A Wavelength=0.71073
Cell: a=13.578(4) b=11.198(3) c=15.831(5)

alpha=90 beta=94.443 (4) gamma=90
Temperature: 296 K

Calculated Reported

Volume 2399.8(12) 2399.8(13)
Space group P 21/n P 21/n
Hall group -P 2yn -P 2yn
Moiety formula C29 H27 N 04 ?
Sum formula C29 H27 N 04 C29 H27 N 04
Mr 453.52 453.51
Dx,g cm-3 1.255 1.255
Z 4 4
Mu (mm-1) 0.083 0.083
F000 960.0 960.0
F000"' 960.45
h, k, lmax 16,13,18 16,13,18
Nref 4212 4212
Tmin, Tmax 0.978,0.989
Tmin' 0.975
Correction method= Not given
Data completeness= 1.000 Theta (max)= 24.994

wR2 (reflections) =

R(reflections)= 0.0534( 3013) 0.1561( 4212)

S = 1.045 Npar= 311

The following ALERTS were generated. Each ALERT has the format
test-name ALERT alert-type_alert-level.
Click on the hyperlinks for more details of the test.
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RINTAOl ALERT 3 C The value of Rint is greater than 0.12
Rint given 0.130

PLAT230 ALERT 2 C Hirshfeld Test Diff for Cc28 --C29 . 5.5
S.u.

PLAT906 ALERT 3 C Large K Value in the Analysis of Variance ...... 2.034
Check

YAlert level G

PLAT007 ALERT 5 G Number of Unrefined Donor-H Atoms .............. 1
Report

PLAT020 ALERT 3 G The Value of Rint is Greater Than 0.12 ......... 0.130
Report

PLAT793 ALERT 4 G Model has Chirality at C15 (Centro SPGR) S
Verify

PLAT883 ALERT 1 G No Info/Value for atom sites solution primary . Please
Do !

PLAT909 ALERT 3 G Percentage of I>2sig(I) Data at Theta (Max) Still 38%
Note

PLAT978 ALERT 2 G Number C-C Bonds with Positive Residual Density. 3
Info

0 ALERT level A Most likely a serious problem - resolve or explain

0 = A potentially serious problem, consider carefully
3 = Check. Ensure it is not caused by an omission or
oversight

6 ALERT level G = General information/check it is not something unexpected

1 ALERT type 1 CIF construction/syntax error, inconsistent or missing
data

2 ALERT type 2 Indicator that the structure model may be wrong or deficient

4 ALERT type 3 Indicator that the structure quality may be low

1 ALERT type 4 Improvement, methodology, query or suggestion

1 ALERT type 5 Informative message, check

Datablock HH-187 Oma_a - ellipsoid plot
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RES= 0 -95 X
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