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Figure S1. The crystal structure of 3

Figure S2. The expression of TrxR in 4 tumor cells and 2 normal cells was detected using
Western blot.

Figure S3. PharmMapper to screen targets of the potential protein.

Figure S4. The structure of compound 13a’

Table S1 Crystal data and structure refinement for 3.

Figure S5. The 2D predict of ligand interactions of the covalent docking adducts of TrxR
(PDB: 3EAN mutated Sec498 to Cys498) and 1, 8e, 9¢ and 13a.

Table S2. The Covalent Docking Interactions.

Figure S6. The vitro binding ability of WA and 13a to sulthydryl groups.

Figure S7. WA, 13a with NAC and DTT were detected by LC-MS.

Spectra of compound 1-13

HRMS for compound 1-13

HPLC for compound 1-13
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Figure S1. The crystal structure of 3 (CCDC-2008080)
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Table S1 Crystal data and structure refinement for 3.

Identification code 3

Empirical formula C30H3809
Formula weight 542.60
Temperature/K 130.0
Crystal system orthorhombic
Space group P21212;

a/A 7.4020(2)
b/A 13.4298(4)
c/A 26.9766(9)
a/° 90

pB/° 90

v/° 90
Volume/A? 2681.67(14)
Z 4

Pealeg/cm’ 1.344
w/mm! 0.814
F(000) 1160.0

Crystal size/mm’
Radiation

0.12 x 0.08 x 0.03
CuKa (A= 1.54178)

20 range for data collection/® 6.552 to 149.01

Index ranges 9<h<5,-16<5k<16,-33<1<31

Reflections collected 20906
Independent reflections 5373 [Rint = 0.0737, Rsigma = 0.0636]
Data/restraints/parameters  5373/2/366

Goodness-of-fit on F? 0.995

Final R indexes [I>=2c (I)] Ri1=0.0468, wR2=0.0996
Final R indexes [all data] R1=0.0644, wR2=0.1108
Largest diff. peak/hole / e A= 0.28/-0.25

Flack parameter 0.05(14)

sS4



HCT-
HT-29 |16 HepG2 McF-7 L02 HK-2

TrXR | oy — — — sw— | 55KDa

GAPDH | s e s Glmne s s | 37kDa

Figure S2. The expression of TrxR in 4 tumor cells and 2 normal cells was detected using

Western blot.
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Figure S3. PharmaMapper identified TXNRD1 gene (TrxR1) as a potential target for 13a
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Reagents and conditions: DMAP, EDCI, Et3N, anhydrous CH2Clz, 0 °C, 12h

Figure S4. The preparation of compound 13a’
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Figure S5. The 2D predict of ligand interactions of the covalent docking adducts of TrxR
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Table S2. The Covalent Docking Interactions.

Noncovalent Interactions

Covalent
Compd. Binding® 45 56 4 15 26 4-OR¢ Score? ICso®
C=C-C=0 C=0 epoxy OH OAc cC=0 C=0

1(WA) 3 B29/ A494 NI® A499 A472 NI -5.73 2.48
8e 3’ NI A498 NI NI NI NI -5.61 0.23
8e 3 NI NI NI B29/B33 NI NI -5.16 0.23
9¢ 3 NI NI NI B29/B33 NI NI -4.63 0.75
13a 3’ NI  A498 A472 NI A407  B29 -5.61 0.08
13a 3 A497 NI NI NI NI A472 -5.03 0.08
13a 2 NI NI  A404 A483/A484 NI B123 -3.82 0.08

a: The covalent docking position. 3 represents the fB-position of the a,B-unsaturated
carbonyl on ring A of WA; 3’ represents the B-position of the a,B-unsaturated carbonyl
on the side chain at 4-OH; 2’ represents the a-position of the a,B-unsaturated carbonyl on
the side chain at 4-OH. b: 1, 4, 5, 6, 14, 15, and 26 are the atom numbers of WA in
Figure 1. c: 4-OR represents the substitution R of the corresponding compounds at 4-OH

of WA; the carbonyl of the R group interacted with the protein through H-bonding. d:
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Docking score. e: Cytotoxic activity (ICso values in uM) of the compound against HT-29
cells. i The interaction residue ID on chains A or B of TrxR (PDB: 3EAN mutated

Sec498 to Cys498). g: NI indicates that no interaction was found at that location.
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Figure S6. In vitro binding ability of WA and 13a to sulfhydryl groups. (A) 13a and NAC
were incubated for 0-3min. (B) 13a and NAC were incubated for 1h. (C) 13a and NAC
were incubated for 2h. (D) The effect of the compounds on the total amount of sulthydryl

groups in HT-29 cells.
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Figure S7. LC-MS analysis of the covalent bond between WA, 13a and NAC and DTT.
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Spectra of compound 1 (WA)
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Spectra of compound 2a
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Spectra of compound 2b
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Spectra of compound 2¢
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Spectra of compound 3
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Spectra of compound 4
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Spectra of compound §
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Spectra of compound 6
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Spectra of compound 7a
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Spectra of compound 7b
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Spectra of compound 8a

60°1
48 _ _ﬁ lo
e - 1921
- wst
aseaIs ¢7'[ . 651
wl s 69°L1
. 65°0C
@
- 61T
781 ﬁ S Sold | e LSFT
Iy } 66T e
98’1l .I”VU ;
6T e Fres [ 0PN
cv [ 8SPEL
v6 T <60 osEL
LT ———— - f0'f 8E'LE
aTzd Appgte 896¢/
R = I Loy
61°C o orzs”
6¥'T — W‘mmc w B0
05T /r” - BI0T [ 80'19
- LT
FASYA €000 16'9L
LS'T \M CLALTITLL
09°C
LEE~ 0L
6L'Y .aw
08’y m
£TS s
ECS =
C =80°1
CTIOTHO 0t°¢ [ARtatA
69°C L oe.mﬂ“
iC oLLel
oc.mﬁ =660 60217
9861 & 6resl
88°SY G ssort/
oo.mi =00'1 6781~
60791 s
oroy 5 v 0ST9T~
o 90'1 91°991—
z'o 5960 | 99691~
i\ yrol[e
LT9 /660
LE9~ 7860
oro’ Lo
60°L
01'L s ov'10z—
e Fsor |
TTL
€1DUD 9T'L Fie

T
-20

T
-10

30

40

T T
110 100 90
£1 (ppm)

T
120

T
130

T
150

T
210

T
220

S26



Spectra of compound 8b
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Spectra of compound 8¢
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Spectra of compound 8d
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Spectra of compound 8e
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Spectra of compound 8f

5 8 8B B 8 8§ 8 § § § B B § § % 8 g o ¢ g 8 & § 8 § & _ § 2
19Tl
0S¥I
- zist
o L6°ST
VoLl
e 650C
80°1 96°0C
It 6v'1T
: 609 L= c
€T Lerel|” e YeN
T " %s,m v6'ze
98'T — 0e's | S.wm/
€61 i EpsE—
e 10 sered
POT 96| o 99°6¢
se'€ 180 sogr,
) £T1 s
68°¢{ rezill 81TS
06'€1 %01 [a 1019—
16'€ 4 65 8699~
'€ s 1€1L—
_N.vu__ [ed oo cend
TTH — S10A09T°LL
TT¥ Ha €10AD LE'LL
€T 1€6L
nN.v; 2 E +9'18
il 0T | o B .
TP F< $9'€8
YT H A 1 05°S6
ST "
ot - - ARTARN ]
ﬂ.m =2 9czz1/
mdmw wTUT[¥ ]
Nﬂ% 501 et
TS Lo SETHI~
29°C =960 95°8¥I~ =
%.m s £7'T91
€79 , e
) =70'1 LY €91~ e
el lis Ly —
“© No.hoﬁ\ ]
60°L 69691 /
or'L E2
1L =960 | <
FAWE/ - v
€10AD 9T'L =001 [~ W
vm..‘.% £€9°102— =
9L lsss

T T
100 90

£1 (ppm)

T
110

T
20

S31



Spectra of compound 8g
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Spectra of compound 8h
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Spectra of compound 8i
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Spectra of compound 8j
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Spectra of compound 8k
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Spectra of compound 8l
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Spectra of compound 9a
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Spectra of compound 9b
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Spectra of compound 9¢

: B E § § §E B E &8 8 &8 &g _ & s & & g E&E § B E ¢
i 7 T ! ) ! ] { 1 i ki i T b ' ki T g b ki
= —_—
LETI
. mm.ﬁw —
- rs STV -
o LTSI e
o _ cc.oi ==
: el = TLLT =
NM“ = T 8507 =
. R —— &.o& —
acd =819 [ Lz e
ST1 M €872
€6'1 8T oo.wmh |\|_
e s 1S JELT) g
18T +8'671
907 L0°Te] ==
lo¢ Leor |, 30°€€ ]
€0'¢ FRELES 0LtE]
bl zsse —
S0'€ = 9P LE] p—:
ot =sLp [ 99°6¢1 —
b seTr
s = =601 008+
i ] R 0751
i H #5709
oy = €019
b = LT
i , €100 16'9L1
P o Fooil €IDaD 9T°LL
291 Lo €000 :&.tﬁ 7
Sy — E60' ¥E6L]
99'18 1
- wes] 1
- s o1zt
i s 9-zzd T
..._ - SLTET -
89°G [ Wm.Nvﬁ.‘
wire ——y *1 sl 1
S6HST
_— E MM.S&V =
e = =860 991 I
¥e9 ] . S.%K
€L
$I'L
1L b2
91'L - =001
€0a09zL’ Al LLT0T— —

50

T
90

T T T T
190 180 170 160 léﬂ liU 1&0 léU liﬂ

T
200

£1 (ppm)

S40



Spectra of compound 9d
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Spectra of compound 9e
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Spectra of compound 9f

;o8 & § § § % &% 3 § 5 & 8 § § o 7 ssis§fe8te8228388888888¢8 277
© 09°Z1
9zH1
Lo LSt
= 2091
SLLI
60T L 8s70¢
i = =909 |~ S.EW
_ LYTT
Ul
oc1/ B P §8°2T)
- 85¥T]
98Ty B} 847
€61 Locele 0162
Y61 Mo 7567
¥60'T .67
9€°€, =2y 9867
€re Mmmw Fei 09'T¢]
e ¢ 80°7¢
$9'E s
LOEY Mo 19°t¢]
89°€1 wm.mm“
S.L - e 9LE
A F e g 65°6¢1
1217 - Erev| 2 86'LY]
T = 1225
€21 ks om_oi
e o)
ST b £1000 ;.EL
1L~ } e €10aD 9T°LL
wy’ ot €10a0 1¥'LL
L= Q&L
: $9'18
MMM |.IJ1 =860 E.mm:
L 80121
. ) b e
s e e
L= Mm.ﬁﬁﬁ;
. < 8t°8H1 ]
veos, =l =007 1S¥ST
% " S 791
7 §9°691°
60°L 86 107—
oL .
e w01 |~
L -
€100 9TL 1

T T
100 90

£1 (ppm)

T
110

543



Spectra of compound 10a
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Spectra of compound 10b
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Spectra of compound 10c¢
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Spectra of compound 10d
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Spectra of compound 10e
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Spectra of compound 10f
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Spectra of compound 11

mmmma444qqm54%_m2u,_~,,___,___ i
asears g8 0, p gEST
60TH 86°ST
i1 S 69'L1
L) 0907
aseals WNﬂ._ . 0607
asears 97 1 2 octel
aseard LTTY i podted
i, P pdd | LV 6T
) P 10°€Ey.
oy <[ e
b LR kid Q.m%
6917 ! fsoe) e ]
Iy S Kot [= 99'6¢ =
wip 5961 50 i ]
98T} sty (0 LTTS ﬁ
6 U] o1 9€°09 B |
P61 - 9019
o) 3. L1z —
61Z] g €100 $6'9L i
05T, 5 G, EDADOTLL
ks 5 epadcieiL
il 5/ == SE6L
oz el £9'18
. . 00'€8
Ak ¢ 801217
s =101 YLLTI
e > :.Nm%
ol =660 mw.mmﬁ.\ %
ot . 9501
LO'G =
au e iy 8Y°TOTy
i 4201 [ 2 LT S9T~
L S50 mm.@%
979 =B 89°691
LTO 5
LEG
e s
. — -& =00'1
L7y S I¥'107—
L .
e -
L i
€10aD 9T'L 2

-20

-10

210 200 1% 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
£1 (ppm)

220

S50



Spectra of compound 12
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Spectra of compound 13a
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Spectra of compound 13b
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Spectra of compound 13¢
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Spectra of compound 13d
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Spectra of compound 13e
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Spectra of compound 13f

§ % § 8 8§ & § & 8 38 o 5 . % . § 8 5 8§ § =2 & 8§ ¢ %
L 09°CI
LS ¥8ST
1091
1821 S |
L L5°02
L0'1e
V1T —
60T = i =
:.—./. e8¢ 1Z'¢¢ =—
A l —_— m#mk .
L 4 £575E~t =
981 wy YyLES —]
€611 — Ji6t %.mmg\\ ]
o'l <— T voTH =]
8E°€Y L 85°9¥
o P17 60°8% —
§57¢] =501 [ srzs) -
ol o €€09
69°€1 $719] o
69'¢y FS 93 99 —
IL°€Y mh.mh; —
1€y = S5 €10AD 16°9L
177 - st hSe  €oadoried
Ldy pres| & €0aD v
sy = Lr6Ld
s FS €918
€T e L€’
mm.w PO TTI~ =
vey rs ereel/
sty 69701~ —3
25 =50Tf 98 EEI-F —
€8y [ PrpEL —
€T’ T T8°6€1
€Ty 9p'8r1~ —
025 e S.Nﬁ/
69 = =€ 0€'€9T-\ -
. - 0L Y917 3
i i o_.woi\\ —
- 66" v9'691
LL9 5610 o
90°L \M
Lo'L v v
-= It
80°L B ” 1
60°L S ot )
Il 61°107— -
€1DaD 9T 'L 1
1€L-F == =97°1
PE'L J M

-10

T T
100 90 80 70

£1 (ppm)

T
110

T
200

T
210

S57



Spectra of compound 13a’
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HRMS for 1(WA)

<10 4 [*ES1 Scan (1.817 min) Frag=175.0v WA-MS-positive-01.d

5.5+

5442900

545.2934

546.3011

549 2456

550.2498

540 542 543 544 545 546

C'):ﬂnls vsmgss-io-%i'lgarge ﬂ:\}‘-‘z‘%

554 555 556

Elemental Composition Calculator

557

Target m/z: 549 2456

Result type:

Positive 10135

Species:

[M+NaJ”

Elements:

C (0-80); H (0-120); O (0-30); Na (0-5) ;

Ion Formula

Calculated m/z

PPM Error

C30H38Na08g

549.2459

0.6

HRMS for 2a

025

6382035

626 627 628 629 630 631 632 633 634 635 5360063? 638 630 640 641 642 643 644 645 646 647 648 64D 650 651 652

unts vs. Mass-to-Charge (m/z)

Elemental Composition Calculator

Target m/z: 638%.2935 Result type:

Positive ions

Species: [M+Na]’

Elements:

C (0-80); H (0-120); O (0-30)

: N(0-5); Na (0-5)

Ion Formula

Calculated m/z

PPM Error

C33H45NNaO10

638.2936

0.15

S59




HRMS for 2¢

%105 [*ESI Scan (3.587 min) Frag=165.0V W-2C-MS-positive-01.d

2
18 585.2230
1.6
4 580.2681

1.2

1
08 5872228

55862251
0.8 5A2.2666 5662258
0.4
0.2 SR3.2GTS GRE.2242 5047823
| 1 1 1
571 572 573 574 575 576 577 578 579 S80 581 582 583 S84 S85 586 S87 S8 589 500 591 592 593 594 595 596 597 5098 599 600 601 602 603
Counis vs, Mass-to-Charge (mizh
Elemental Composition Calculator
Target m/z: 585.2230 Result type: Positive 10ns Species: [M+Na]™
Elements: C (0-80); H (0-120); O (0-30); Na (0-5) :C1(0-3)
Ion Formula Calculated m/z PPM Error
C30H39CINaO8 585.2226 -0.77

HRMS for 3

w10 & |*ES1 Sean (1.838 min) Frag=175.0V WA-5-M3-positve-01.d
4.25-
A 565.2411
3.75-
35
3,25
3
2.75-
2.5+
2.95-
2
1,75
1.
1.25-

@

i

5602878 5662477

&

0.7
0.

561.2014 BB7 2497
B&7 ERA B4 560 56l 562 563 Si'.é 565 56, 567 BGA 564 570 LTl 572 573 574
ounts ¥s. Mass-io-bharge (m.n’:)

n

Elemental Composition Calculator

Target m/'z: 565.2411 Result type: Positive 10035 Species: [M~+Na]
Elements: C (0-80); H (0-120); O (0-30); Na (0-5) ;
Ion Formula Calculated m/z PPM Error
C30H38Na09 565.2408 -0.55
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HRMS for 4

10 4 [VESI Scan (3.975 min) Frag=160.0V W-4-MS-positive-01.d

4D 3754 5472307

1
EIL BIR BIT BIR B34 BAM B34 B33 £AL R34 RAR RAR BAT RAR Eﬂd;:s-!

ounts vs. Mass-to-Charge (m/z)

Elemental Composition Calculator

i Bdi 4% B4% Bdd B4L B4R B4T GAR GA% BRM BR1 GEX BE BR4 555 BRR 55T GER BEO RAN

Target m/z:

5422751

Result type:

Posifive 10105

Species: [M-+NH4]"

Elements:

C (0-80); H (0-120); O (0-30): N(0-10)

Ion Formula

Calcalated m/z

PPM Error

C30H40NOS

5422748

-0.40

HRMS for 6

105 [*ES| Scan (3.960 min) Frag=160.0v W-6-MS-positive-01.d

602.2965

607.2515

63,2996

608 2544
604.3015 A00.2605

6163135

Elemental

unts vs. Mass-io-Charge (miz)

Composition Calculator

0- I
RAT RAR BA0 RAD RA1 RO) ROL RO4 ROK ROA RAT ROA ROG AND Fgli Al? A0 AN RS nnr..}nn'r B A0S A0 A1E A2 A1 A1 RIR RIR AT AR A0 ADD
o 2,

Target m/z:

602.2965

Result type:

Positive 101s

Species: [M+NH4]™

Elements:

C (0-80): H (0-120): O (0-30): N(0-10)

TIon Formula

Calcalated m/z

PPM Error

C32H44NO10

602.2960

-0.39
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HRMS for 7a

MLE

4,75
4.5-
4.25-
4]
3.75
3.5-
3.25-
3_
2.75-
25|
3,36
Z-|
175

+ESI Scan (4.078 min) Frag= 1600V W-Ta-MS-positive-01.d

586.3015

5873040

GaB.332

531.2571

5932716

592 2606

594 2758

- 1 I I L L
R B71 R14 BV RTR BT RIR

L
B RAn RA1 EAD RA

L L
FA4 RAR EAR EA7 AR RAG OO ROi
Counts vs. Mass-o-Charge (miz)

Elemental Composition Calculator

m
R

L L L
FO1 ROd RAK ROA ROT RAL RO& A

R

Target m'z: 586.3015

Result type:

Positive ions

Species:

[M+NH4]"

Elements:

C (0-80); H (0-120); O (0

-30): N(0-10)

Ion Formula

Calcalated m/z

PPM Error

C32H44NO9 586.3011 -0.76
HRMS for 7b
w104 [#ESI Sean (4.057 min) Frag=160 0V W-70-MS-positive-01 d
5| 5003169
4.5
o
15 4052723
2
25+
B 01,3105
151 6062750
1
0.5
B4 BAR AR RAT EAR £A0 EOOH B0 B4 ROA ROd BOR K04 ROT ROL OO AOO ‘:;:Ili Il:}lflll‘) ‘ﬁﬂﬂ.l Al I'}ﬂ!'."‘l\lflil'. "I';HT ﬂﬂ!; BOG A10 A1 A12 R13 R14 m.r.l. Ml‘: BT RiR
Counts vs. Mass-to-Charge (miz)
Elemental Composition Calculator
Target m/z: 600.3169 Result type: Posifive 1ons Species: [M+NH4]"
Elements: C (0-80); H (0-120); O (0-30); N(0-10)

Ion Formula

Calcala

ted m'z

PPM Error

C33H46NO9

600.

3167

-0.27
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HRMS for 8a

10 4 [*ESI Scan (3.896 min) Frag=160.0V W-8-MS-positive-01.d

2.4-
2.2-

1.8
1.6
1.4+
1.2

0.8-
0.8~
0.4-
0.2-

5883000

E00. 3055

603.2570

Ald 2R

BAR RAR RAT GRRR RAA RAD RA1 RA2 ROL R34 RAR ROA CEQT RAk RA4 AOO A ROF A0

ounts ws. Mass-to-Charge (miz)

1 L L
Al A0S AOE ROT AOR ADG AIG A1 A12 A3 A4

Elemental Composition Calculator

Target m/z: 598.3009

Result type: Positive 1005

Species: [M+NH4]

Elements:

C (0-80); H (0-120):

O (0-30); N(0-10)

Ton Formula

Calcalated m/z

PPM Error

C33H44N09

598.3011

0.20

HRMS for 8b

10 4 [*ESI Scan (4,085 min) Frag=160.0v W-8b-M5-positive-01.d

B12.3184

i

=

2719

6133188
6182786

L
A7 RO& RO ROG f01 BOF BAL A4 AOR AOR BOT AOL AOG Mé& ]
ol

unts vs. Mass-io-Charge (miz)

Elemental Composition Calculator

L
11 #12 @11 A4 &R AR BIT AR B0 &30 A3 43D RIL A34 BIR AIR ADT ROR DG AN

Target m'z: 6123164 Result type: Posifive 1ons

Species: [M+NH4]"

Elements:

C (0-80); H (0-120); O (0-30); N(0-10)

Ion Formula

Calcalated m/z

PPM Error

C34H46N0O9

612.3167

0.42
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HRMS for 8¢

<104 +ES| Scan (4.362 min) Frag=180.0V W-8d-M5-paositive-01.d

626.3325

631.2896

ounis vs. Mass-to-Charge (m/z)

Elemental Composition Calculator

611 612 613 614 615 616 617 618 619 620 621 622 823C524 625 626 627 628 629 630 631 632 633 634 635 636 637 638 639 640 641 642

Target m/z: 6263325 Result type: Positive 10ns Species: [M+NH4]"
Elements: C (0-80); H (0-120): O (0-30); N(0-10)
Ion Formula Calcalated m/z PPM Error

C35H48N0O9 626.3324 -0.17
HRMS for 8d
104 +ES| Scan (4.887 min) Frag=160.0V W-8c-MS-positive-01.d
4 638.3327
3.75-
35-
3.25-
3
. £43.2880
25
2.25-
2
1.75-
1.5- 639.3367
1.25- 644.2914
1,
L 645.2976
05-
0.25-
- o el \|., T T T .‘ 1
635 626 627 628 620 630 631 632 633 634 635 636 637 638 639 640 641 642 613 644 645 646 647 648 649 650 651 652 653
Counts vs. Mass-to-Charge {m/z)
Elemental Composition Calculator
Target m/z: 638.3327 Result type: Positive 1005 Species: [M+NH4]™
Elements: C (0-80); H (0-120): O (0-30); N(0-10)
Ion Formula Calcalated m/z PPM Error

C36H48NO9

638.3324

-0.58
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HRMS for 8e

10 [*ES! Scan (2.247 min) Frag=185.0V WADE-MS-positive-01.d
.
a875.277%
.
7
[
5.
4 676.2830
3
2z
1 n77.|?n','r.
0 | L L [ I |
B2 660 690 61 612 613 64 65 6I6 BT B3 619 D 68 2 3
Counts vs. Mass-1o-Charge (m/z)
Elemental Composition Calculator
Target m/z: 6752779 Result type: Positive 10ns Species: [M+Na]™
Elements: C (0-80); H (0-120); © (0-30)
Ion Formula Calculated m/z PPM Error
C36H44Na011 675.2776 -0.44
HRMS for 8g
104 [F81 Gean (d BEL min) Frag=160 0V W-BMS-positive.01 d
a7s
35 664.3121
325
3
275
25 669.2685
225
3
1.75.
15 665.3159
195
1 £70.2715
075
0.5
0.25 |
Luid diy | | L1 | L
653 654 655 656 657 658 659 660 661 ©62 663 Obo4 boh 666 667 B6B 669 640 671 672 673 674 675
Counts vs. Mass-to-Charge (m/z)
Elemental Composition Calculator
Target m/z: 664.3121 Result type: Positive 10ns Species: [M+NH4]"
Elements: C (0-80): H (0-120); O (0-30): N(0-10)
Ion Formula Calcalated m/'z PPM Error

C37H46NO10

664.3116

074
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HRMS for 8h

x1p4 [*ESI Sean (4.953 min) Frag=160.0V W-Bg-MS-positive-01.d
5.5-
80,2800
5-
4.5
4_
35 6852449
a-
25
6812021
2-
1.5- 686.2473
1]
682 2535
05 687.2499
| [T AT R P aden Lol Al |
667 BG83 B69 670 671 672 673 674 675 6/6 677 6/8 679 BBO 681 BE2 GBI 6B4 GB5 686 BB7 GBS GBI 590 691 6U2 693 604 6OS
Counts vs, Mass-to-Charge (miz)
Elemental Composition Calculator
Target m/z: 6802890 Result type: Positive 1ons Species: [M+NH4]
Elements: C (0-80); H (0-120); O (0-30); N(0-10) ; S(0-5)
Ion Formula Calcalated m/z PPM Error
C37TH46NO9S 680.2888 -0.32
HRMS for 8i
105 [*ESI Scan (4.123 min) Frag=165.0V W-81-MS-positive-01.d
a4
2.2
2 6702882
1.8
16
1.4
1.2
| 6743326
. 80,2004
0.6
675.3351
0.4
0.2 681.2947
. TN e s ol v b e . . e
672 673 674 675 676 BI7 678 679 680 681 632 B3 Ba4 Ba5 [s:05) BRT 6A8 3]
Counts vs. Mass-to-Charge (m/zy
Elemental Composition Calculator
Target m/'z: 6792882 Result type: Positive 10ns Species: [M+Nal]™
Elements: C (0-80); H (0-120); O (0-30); Na (0-5)
Ion Formula Calculated m/z PPM Error
C39H44Na09 679.2878 -0.6
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HRMS for 8

«{0 & [*ESI Sean (2.681 min) Frag=165.0v W-10J-MS-positive-01.d
& 607.2786
55
5
4.5
R
3.5
3
25 508 2845
>
15 699.2028
]
05 7nn.|ma_r.
) | ! L L1 TR P I
692 693 604 665 @87  BOR 690 700 701 702 703 704 705 706 707 708 700
Counts vs, Mass-lo-Charge (mizh
Elemental Composition Calculator
Target m/z: 6972786 Result type: Positive 10ns Species: [M+Na]™
Elements: C (0-80); H(0-120); O (0-30):F(0-5)
Ion Formula Calculated m/z PPM Error
C39H43FNa09 697.2783 -0.36
HRMS for 8k
<10 5 |*ESI Sean (4.172 min) Frag=155.00 W-BL-MS-positive-01.d
1.8-
1.6 T47.2751
1.4-
1.2+
i 742.3105
0.8
T4B2T78
0.6
0.4 T43.3227
| 749 2816
02 Taa.imr.
738 a0 741 74z e Ils s ok TR TR0 7R 7R R R 7h 7
Elemental Composition Calculator
Target m/z: 7472751 Result type: Positive 10ns Species: [M~Na]
Elements: C (0-80); H(0-120); O (0-30); Na (0-5) :F(0-5)
Ion Formula Calculated m/z PPM Error
C40H43NaF309 7472751 0.12
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HRMS for 9a

%104 +ESI Scan (3.902 min) Frag=160.0V W-9-M3-positive-01.d

6202830

621.2869

0.6 629.3437

0.2 |
Ll gl |

613 614 615 616 617 618 619, 620 621 622 623 624 625 626 ©27 628 629
Counts vs. Mass-to-Charge {m/z)

Elemental Composition Calculator

Target m/z: 6202830 Result type: Positive 1005 Species: [M+Na]"

Elements: C (0-80): H (0-120); O (0-30): Na (0-5); N (0-5)

Ion Formula Calculated m/z PPM Error

C33H43NNa09 620.2830 -0.04

HRMS for 9d

w10+ |+ESI Sean (4.092 min) Frag=160.0V W-8d-MS-positive-01.d

o)
18 546.2589
1.6+
1.4-
1.2-

1
0.8 6473032
0.6-
0.4-
0.2-

. I . L |I|n im .‘ I . [ L

633 634 635 636 637 638 639 640 641 642 643 644 645 646 647 648 649 650 651 652 653 654 655 656 657 658 659 660 661
Counts vs. Mass-to-Charge (m/z)
Elemental Composition Calculator
Target m/z: 646 2989 Result type: Positive 1005 Species: [M+Na]™
Elements: C (0-80); H (0-120); O (0-30); Na (0-5); N (0-5)
Ion Formula Calculated m/z PPM Error
C35H45NNa09 646.2987 -0.39
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HRMS for 9e¢

x104

0.8-
0.6
0.4
02

+ES| Scan (4.745 min) Frag=160.0V W-8e-MS-positive-01.d

660.3153

661.3174

6623255

% s o

639 660 661
Counts vs. Mass-to-Charge (m/z)

W ok ok o o o

Elemental Composition Calculator

Target m/z: 6603153 Result type: Positive 10ns Species: [M+Na]™
Elements: C (0-80): H (0-120): O (0-30): Na (0-5): N (0-3)
Ion Formula Calculated m/z PPM Error

C36H47TNINaO9

660.3143

-1.58

HRMS for 9f

x10+4

55

4.5

35

25

+ESI Scan (3.807 min) Frag=160.0V W-8f-MS-positive-01.d

2 £57.3386

i5

0.5

8583428

662.2045

663.2080

664.2899

671.3544

P [PV P |
651 B52 653 BG4 655 G656 657 658 650 660 661

¥ b3 st ehs o6 5
Counts vs. Mass-to-Charge (m/z)

| .
G668 B60 6J0 B/ 672 673 B4

Elemental Composition Calculator
Target m/z: 662.2045 Result type: Positive 1015 Species: [M~+Na]”
Elements: C (0-80): H (0-120): O (0-30): Na (0-5); N (0-5)
Ion Formula Calculated m/z PPM Error

C35H45NNaOl10

662.2936

-1.38
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HRMS for 10b

=105
4.25

3.75
.5
a8

275
25
225

1.75
1.5

1.25

0.75
0.5
0.25

+ESI Scan (2.525 min) Frag=165.0Y W-12B-MS-positive-01.d

715.3819

T16.3848

717.3888

T20.3360

T21.3401

T22.3431

715 ali 717 718

714

T ki | 722 _ 724 5 T
Counts vs, Mass-to-Charge tm}’;i’ ’

Elemental Composition Calculator

727

T2 T3 730 73 Ti2

Target m/z: 720.3360

Result type: Positive 10ns

Species: [M~+Na]™

Elements:

C (0-80): H (0-120): O (0-30): N(0-5): Na (0-5)

Ion Formula

Calculated m/z

PPM Error

C38HS1INNaO11

720.3354

-0.85

HRMS for 10c¢
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x104
55

4.5.
a5
2.5
15

0.5

ol

+ES| Scan (3.991 min) Frag=160.0V W-10-MS-positive-01.d

7434122

744 4156

7454206

(-
730 731 732 733 734 735 736 737 738 730 7ho 74 742
Counts

vs. Mass-10-Charge (m/z

[ TR |
743 ':'44 745 74§ '.rA]? 748 749 750 751 7$2| 753 754 755 756 757 7$3|

Elemental Composition Calculator

Target m/z: 743.4122 Result type: Posttive 1005 Species: [M+NH4]™
Elements: C (0-80): H (0-120); O (0-30): N(0-10)
Ion Formula Calcalated m/z PPM Error
C40H59N2011 743 4113 -1.11
HRMS for 10d
x10+ [tESIScan (4.845 min) Frag=160.0V W-10c-MS-positive-01.d
45
TRT 4274 2654833
4
15
3
25
3 7584322 763.3870
15
1
759.4294
0.5
o T L [ENTTS SRNTIVI Y1 CIP BT b bl v 1 o
749 750 781 752 753 754 755 756 757 758 750 70 761 762 763 764 765 766 767
Counts vs. Mass-to-Charge (mi/z)
Elemental Composition Calculator
Target m/z: 7574274 Result type: Positive 10ns Species: [M+NH4]"
Elements: C (0-80); H (0-120); O (0-30); N(0-10)
Ion Formula Calcalated m/z PPM Error
C41H61IN2011 757.4270 -0.54
HRMS for 12
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<105 |*ES! Scan (4,165 min) Frag=165.0V W-11-MS-positive-01.d
N £81.3034
2.8
2.6-
2.4-]
2.2
2-|
18-
16+ 676.3486
1.4-
1.2 682.3070
1-
0.8- 677.3514
0.6-
0.4- 784530 aﬁa.;nng
EECTEE O R O N T R T TR O T T O
Elemental Composition Calculator
Target m/z: 6813034 Result type: Positive 10ns Species: [M+Na]”
Elements: C (0-80): H (0-120): O (0-30); Na (0-5) ;
Ion Formula Calculated m/z PPM Error
C39H46Na09 661.3034 -0.02
HRMS for 13a
<10 4 |*ES! Sean (3.501 min) Frag=165.0V 13A-MS-positive-01.d
6 £74.2938
5.5-
5-
4.5}
4
35-
a-
2.5+ £60.3387 675.2969
2]
15
676.3057
1- 670.;1419 \
o T R T L L - R T DG O T TS
Elemental Composition Calculator
Target m/z: 6742938 Result type: Positive 10ns Species: [M+Na]
Elements: C (0-80); H (0-120); O (0-30); Na (0-5) :N(0-5)
Ion Formula Calculated m/z PPM Error
C36H45NNaO10 674.2936 -0.28

HRMS for 13b
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<10 4 [+ESI Scan (3.399 min) Frag=165.0V 13E-MS-positive-01.d

GA0.3433

0-
672

673 674 675 676

677 68 679 [ 683 684

a0 681 [3:%]
Counts vs, Mass-to-Charge (méz)

Elemental Composition Calculator

[i2:4) 686 687

GAR

G

Target m'z:

650.3433

Result type: Positive 1005

Species:

[M+H]"

Elements:

C (0-80): H (0-120): O (0-30); N(0-10)

Ion Formula

Calcalated m/z

PPM Error

C38HS0NO10

650.3429

-0.5

HRMS for 13¢

x10 4

3.4-
3.2

j_
2.8
2.6-
2.4
2.2

a
1.8-
1.6+
1.4
1.2+

-
0.8
0.6
0.4-

+ESI Scan {4.213 min) Frag=165.00 130-MS-poeitive-01.d

T30.3560

73136587

TA2.0654

72 724 725 T3

|
TR 720

727 _ 730 73 732 733
Counts vs, Mass-to-Charge (miz)

7

Elemental Composition Calculator

a5 Ta6

77 TAR

T34

T

arget m/z: 730.3560

Result type: Posifive 10ns

Species:

[M+Na]”

Elements:

C (0-80): H (0-120): O (0-30); Na (0-5) :N(0-5)

Ion Formula

Calculated m/z

PPM Error

C40HS53NNa010

730.3562

0.2

HRMS for 13d
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o

2.8
26
24
2.3

18
1.6
14
1.2

0.8
0.6
0.4
0.2

+ESI Scan (2.037 min) Frag=165.0V W-16F-MS-positive-01.d

T00.3047

(=0 607

2] 2] 04 F05

700 701 702 703
Counts vs, Mass-io-Charge (miz)

Elemental Composition Calculator

Tob 707

Target m'z: 700.3097

Result type: Posttive 10ns

Species: [M+Na]™

Elements:

C (0-80); H (0-120); O (0-30); N(0-5);Na (0-5)

Ton Formula

Calculated m/z

PPM Error

C38H47NNaO10

700.3092

-0.68

HRMS for 13e

x10 4
3.2-
3
2.8
2.6-
2.4-
2.2-
2]
1.8-
1.6-
1.4-
1.2-
9]
0.8-
0.6-
0.4-

+ESI Scan {3.778 min) Frag=185.00 13B-M5-positive-01.d

T00 ARG

T01.3130

T02.3199

642 643 G4 645 GG

647 GOR 705

iz 00 701 T2
’anunts vs, Mass-to-Charge ?mb}

Elemental Composition Calculator

T4

705 ToG 707 TOA 708

Target m/z: 700.3089

Result type: Posifive 10ns

=

Species: [M~+Na]™

Elements:

C (0-80): H (0-120); O (0-30);

Na (0-5) :N(0-5)

Ion Formula

Calculated m/z

PPM Error

C38H47NNa010

700.3092

0.52

HRMS for 13f
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105 +ESI Scan (3.488 min) Frag=165.0V 13F-MS-positive-01.d
-
14
716.3041 753.3966
0.9+
0.8
0.7
0.6~
0.5
0.4-]
0.3 711.3482
0.2-] T00.3078 737 4005
o1 | | 05 i"l"’ | 779.:’.76{‘-
L | |
675 0] (337 B0 BO5 T00 FO5 710 F15 I Fa0 725 T T35 F40 T45 750 THE
Counts vs, Mass-to-Charge (m/z)
Elemental Composition Calculator
Target m/z: 711.3482 Result type: Positive 10ns Species: [M+NH4]"
Elements: C (0-80): H (0-120); O (0-30); N(0-10)
Ion Formula Calcalated m/z PPM Error
C38H51N2011 711.3487 0.71
HPLC for compound 1
Analysis conditions
Sample name: 1

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Isocratic Conditions

MeOH/H:20 = 75/25

Chromatogram
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120 -

100 -

o3
0 2 4 8
Peak Results
Retention time (min) Area %Area width
1 3.029 1585.5 95.777 | 0.1765
2 3.570 38.8 2.343 0.099
3 3.750 31.1 1.880 0.0997
HPLC for compound 2a
Analysis conditions
Sample name: 2a

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Gradient Conditions

MeOH/H20 = 40/60-80/20(10min)

Chromatogram
S76




200
175 =
150 <
125
100 =
75
50
25-

0

0 2

4 6
Peak Results
Retention time (min) Area %Area width
1 1.766 52.2 1.195 0.0904
2 1.982 28.8 0.660 0.0764
3 3.147 4197.3 96.159 0.282
4 4.378 86.7 1.987 0.1364
HPLC for compound 2b
Analysis conditions
Sample name: 2b

Column Details:

C-18 (4.6mmx150mm, 5pum)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Gradient Conditions

MeOH/H20 = 40/60-80/20(10min)

Chromatogram

S77




150~
125
100
75-
50-
25-

0 2 a e s o
Peak Results
Retention time (min) Area %Area width

1 4.535 2069.7 95.153 0.1717

2 5.353 105.4 4.847 0.1574
HPLC for compound 2¢
Analysis conditions

Sample name: 2¢

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram
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mAl -
80—
60 -

40-

20 i:t
0 2 - a 8 - 8 10
Peak Results
Retention time (min) Area %Area width
1 3.636 1013.1 95.779 0.1465
2 4411 447 4.221 0.1003
HPLC for compound 3

Analysis conditions

Sample name:

3

Column Details:

C-18 (4.6mmx150mm, 5pum)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10pL

Gradient Conditions

MeOH/H:0 = 60/40-100/0(15min)

Chromatogram
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50—

30-
20-

10-

17

5775

.

o
r r f B
0 2 4 6 10
Peak Results

Retention time (min)

Area %Area width

1 5.775 13.5 2.088 0.1423
2 6.117 633.5 97912 | 0.1853
HPLC for compound 4

Analysis conditions

Sample name:

4

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Gradient Conditions

MeOH/H20 = 60/40-100/0(15min)

Chromatogram
S80



Peak Results
Retention time (min) Area %Area width
1 8.344 6483.5 98.202 | 0.2576
2 9.137 83.8 1.269 0.2492
3 10.179 34.9 0.528 0.2231
HPLC for compound 5

Analysis conditions

10.179

Sample name:

5

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Gradient Conditions

MeOH/H20 = 60/40-100/0(20min)

Chromatogram
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Peak Results

Retention time (min) Area %Area width
1 14.313 1457.9 97.522 | 0.2259
2 14.831 37.0 2.478 0.1692
HPLC for compound 6
Analysis conditions
Sample name: 6

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL

Isocratic Conditions

MeOH/H:20 = 75/25

Chromatogram
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o
30-
20-
10- &
0- 5
-0* - %%2*% o 7‘;7 o 7%5f—’— - 78*%% T w0
Peak Results
Retention time (min) Area %Area width
1 4.337 1511.9 98.197 | 0.2672
2 4.677 27.8 1.803 0.0666
HPLC for compound 7a
Analysis conditions
Sample name: Ta
Column Details: C-18 (4.6mmx150mm, Spm)
Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10pL
Gradient Conditions MeOH/H20 = 60/40-100/0(15min)

Chromatogram
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350 -
300 -

250 -

150 -
100 -

50—

79

8262
8.409

Peak Results
Retention time (min) Area %Area width
1 8.262 16.9 0.267 0.1228
2 8.499 25 0.394 0.1945
3 9.679 6295.8 99.339 | 0.2404
HPLC for compound 7b

Analysis conditions

Sample name:

b

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Gradient Conditions

MeOH/H20 = 60/40-100/0(15min)

Chromatogram
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1600 -
1400 :
1200
1000~
800 -
600 -
400
200

0=

12.193

0 2

Peak Results
Retention time (min) Area %Area width
1 9.639 556.3 2.005 0.4354
2 11.048 26806.2 | 96.855 0.2529
3 12.193 316.5 1.141 0.2623
HPLC for compound 8a

Analysis conditions

Sample name:

8a

Column Details:

C-18 (4.6mmx150mm, 5um)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram
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Peak Results
Retention time (min) Area %Area width

1 3.545 16 0.190 0.172

2 4.196 17.2 0.204 0.162

3 4.301 11.9 0.140 0.1192

4 7.101 8310.3 98.361 0.3302

5 7.926 32.9 0.389 0.1504

6 8.159 52.3 0.619 0.2308

7 8.714 8.1 0.096 0.1003
HPLC for compound 8b
Analysis conditions

Sample name: 8b

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL

Isocratic Conditions

MeOH/H20 = 75/25

S86



Chromatogram

Peak Results
Retention time (min) Area %Area width
1 7.645 6085 95.252 | 0.4964
2 9.047 26.5 0.414 0.0563
3 9.17 52.7 0.824 0.1114
4 9.412 2242 3.510 0.3213
HPLC for compound 8c
Analysis conditions
Sample name: 8c
Column Details: C-18 (4.6mmx150mm, Spm)
Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL
Isocratic Conditions MeOH/H20 = 75/25
Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 1.665 125.9 1.565 0.1466
2 2.105 70.3 0.874 0.1303
3 8.535 48.4 0.602 0.1189
4 10.075 7798.8 96.960 | 0.5758
HPLC for compound 8d
Analysis conditions
Sample name: 8d
Column Details: C-18 (4.6mmx150mm, Spm)
Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10pL
Gradient Conditions MeOH/H20 = 60/40-100/0(15min)
Chromatogram

S88



Peak Results
Retention time (min) Area %Area width
1 12.518 225 2.112 0.2581
2 13.488 10239.8 | 96.127 | 0.2262
3 14.297 137.4 1.290 0.2094
4 14.574 50.1 0.471 0.1726
HPLC for compound 8e
Analysis conditions
Sample name: 8e

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram

S89



Peak Results
Retention time (min) Area %Area width
1 7.769 10205.3 | 95.427 | 0.2253
2 8.207 84.6 0.791 0.0292
3 8.325 404.5 3.782 0.1564
HPLC for compound 8f
Analysis conditions
Sample name: 8f

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30°C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram

S90

10



1200 -
1000 —
800 -

600 -

200 -

9.771

1] e~
07 - 727P7'77 74 - 767 -
Peak Results
Retention time (min) Area %Area width
1 7.960 24298.4 | 95.081 0.2940
2 9.771 1257.2 4919 0.2895
HPLC for compound 8g
Analysis conditions
Sample name: 8¢g

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram
S91




300
250 -
200
150 =
100

50-

Peak Results
Retention time (min) Area %Area width
1 9.478 543 0.609 0.0645
2 9.545 59.7 0.670 0.0608
3 9.617 78.1 0.877 0.083
4 9.702 64.7 0.726 0.0766
5 10.616 8655.4 97.118 0.3497
HPLC for compound 8h

Analysis conditions

Sample name:

8h

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram
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Peak Results

Retention time (min)

Area %Area width

1 10.115 5922.1 99.385 0.2937
2 11.007 36.6 0.615 0.2339
HPLC for compound 8i

Analysis conditions

Sample name:

8i

Column Details:

C-18 (4.6mmx150mm, 5um)

Column Temperature: 30°C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 13.904 1157.1 97.711 0.2195
2 14.381 94 0.790 0.1102
3 14.813 17.7 1.498 0.1664
HPLC for compound 8j
Analysis conditions
Sample name: 8j

Column Details:

C-18 (4.6mmx150mm, 5um)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 13.000 19231.4 | 95.359 0.2784
2 13.727 868.8 4.308 0.2769
3 14.348 67.2 0.333 0.1674
HPLC for compound 8k

Analysis conditions

Sample name:

8k

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram

S95
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Peak Results
Retention time (min) Area %Area width
1 9.226 9.7 0.019 0.0596
2 9.795 1607.7 3.088 0.3188
3 12.144 50446 96.893 0.3702
HPLC for compound 81
Analysis conditions
Sample name: 81
Column Details: C-18 (4.6mmx150mm, Spm)
Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10pL
Gradient Conditions MeOH/H20 = 60/40-100/0(15min)
Chromatogram
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100
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12.881
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Peak Results
Retention time (min) Area %Area width
1 10.905 72.1 0.969 0.2565
2 11.961 7130.1 95.772 | 0.2355
3 12.881 123 1.652 0.2376
4 13.527 49.8 0.669 0.2976
HPLC for compound 9a
Analysis conditions
Sample name: 9a

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Gradient Conditions

MeOH/H20 = 60/40-100/0(15min)

Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 5.693 189.3 3.885 0.1039
2 8.098 4642.3 95.262 | 0.2350
3 9.990 28.4 0.583 0.0261
HPLC for compound 9b

Analysis conditions

Sample name:

9b

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature:

30°C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Gradient Conditions

MeOH/H20 = 60/40-100/0(15min)

Chromatogram
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Peak Results

Retention time (min) Area %Area width
1 10.990 23105.7 | 97.090 | 0.3347
2 11.851 692.6 2.910 0.3494
HPLC for compound 9¢
Analysis conditions
Sample name: 9¢
Column Details: C-18 (4.6mmx150mm, Spm)
Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10pL
Gradient Conditions MeOH/H20 = 60/40-100/0(15min)

Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 1.551 7.9 0.477 0.0624
2 1.643 12.8 0.773 0.0768
3 1.897 21.4 1.289 0.1296
4 11.005 1587.6 95.662 0.3288
5 13.918 29.9 1.799 0.2177
HPLC for compound 9d
Analysis conditions
Sample name: 9d

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Gradient Conditions

MeOH/H20 = 60/40-100/0(15min)

Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 7.436 276.3 2.670 0.1246
2 7.575 2159 2.086 0.1054
3 12.440 9857.8 95.244 | 0.1508
HPLC for compound 9e

Analysis conditions

Sample name:

9e¢

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10pL

Gradient Conditions

MeOH/H20 = 60/40-100/0(15min)

Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 12.493 1777.6 97.483 0.1708
2 13.14 21.9 1.202 0.0572
3 13.201 11.7 0.644 0.043
4 13.265 12.2 0.671 0.0559
HPLC for compound 9f

Analysis conditions

Sample name:

of

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10pL

Gradient Conditions

MeOH/H20 = 60/40-100/0(20min)

Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 2.835 5 0.152 0.0643
2 2.974 11.7 0.351 0.0664
3 16.715 3300.9 99.497 0.3115
HPLC for compound 10a

Analysis conditions

Sample name:

10a

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30°C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram
S103
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Peak Results
Retention time (min) Area %Area width
1 6.355 18279.7 | 96.628 | 0.3659
2 7.361 556.3 2.940 0.3227
3 8.544 37 0.196 0.2676
4 9.331 447 0.236 0.2323
HPLC for compound 10b
Analysis conditions
Sample name: 10b
Column Details: C-18 (4.6mmx150mm, Spm)
Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL
Isocratic Conditions MeOH/H20 = 75/25
Chromatogram

S104
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Peak Results
Retention time (min) Area %Area width
1 6.029 26.5 0.192 0.0386
2 6.389 13650.9 | 98.880 | 0.2251
3 6.819 42.9 0.311 0.0388
4 6.912 85.3 0.618 0.0804
HPLC for compound 10¢
Analysis conditions
Sample name: 10c
Column Details: C-18 (4.6mmx150mm, 5um)
Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL
Isocratic Conditions MeOH/H20 = 75/25
Chromatogram
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120 -
100 -

Peak Results
Retention time (min) Area %Area width
1 5.297 29.9 1.364 0.0767
2 5.431 13 0.592 0.0541
3 5.542 8.5 0.388 0.0496
4 6.049 10.4 0.474 0.0471
5 6.394 2129 97.182 | 0.2337
HPLC for compound 10d
Analysis conditions
Sample name: 10d
Column Details: C-18 (4.6mmx150mm, 5um)
Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL
Isocratic Conditions MeOH/H20 = 75/25
Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 2.719 115.8 0.887 0.2014
2 2.981 131.6 1.007 0.1372
3 3.176 231.8 1.775 0.2264
4 3.619 39 0.299 0.0893
5 7.444 12543.3 | 96.032 0.3182

HPLC for compound 10e

Analysis conditions

Sample name:

10e

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 4.149 69.4 4.435 0.1884
2 7.441 1487.9 95.125 | 0.3050
3 8.212 6.9 0.440 0.0818
HPLC for compound 10f
Analysis conditions
Sample name: 10f

Column Details:

C-18 (4.6mmx150mm, 5um)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram
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9.806

Peak Results

Retention time (min)

Area %Area width

1 9.806 1364.5 3.081 0.3140
2 12.259 42930.5 | 96.919 | 0.3814
HPLC for compound 11

Analysis conditions

Sample name:

11

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10pL

Gradient Conditions

MeOH/H:0 = 60/40-100/0(20min)

Chromatogram

S109



200
175
150 =
126=
100 =
76=
50
25-

o

0 25 5 75 10 125 15 175

Peak Results
Retention time (min) Area %Area width
1 13.603 68.9 2.106 0.1984
2 15.069 3115.7 95.165 0.2152
3 15.529 89.3 2.729 0.1833
HPLC for compound 12
Analysis conditions
Sample name: 12
Column Details: C-18 (4.6mmx150mm, Spum)
Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL
Gradient Conditions MeOH/H20 = 60/40-100/0(20min)

Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 14.877 350.7 4331 0.2629
2 17.449 7746.6 95.669 | 0.2205

HPLC for compound 13a

Analysis conditions

Sample name: 13a
Column Details: C-18 (4.6mmx150mm, Spm)
Column Temperature: 30°C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL
Isocratic Conditions MeOH/H20 = 75/25

Chromatogram

S111
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Peak Results

5372

Retention time (min)

Area %Area width

1 3.169 1425.7 2.343 0.1289
2 5.372 34.5 97.657 | 0.0940
HPLC for compound 13b

Analysis conditions

Sample name:

13b

Column Details:

C-18 (4.6mmx150mm, 5um)

Column Temperature: 30°C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 2.668 32.7 0.914 0.1043
2 2.763 24.5 0.685 0.0693
3 2.838 26.1 0.728 0.0943
4 2.982 12.4 0.346 0.0610
5 3.052 6.7 0.188 0.0393
6 3.295 3479.0 97.139 | 0.1309
HPLC for compound 13¢
Analysis conditions
Sample name: 13¢
Column Details: C-18 (4.6mmx150mm, 5um)
Column Temperature: 30°C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10uL
Isocratic Conditions MeOH/H20 = 75/25

Chromatogram
S113
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Peak Results
Retention time (min) Area %Area width
1 2.009 353 1.226 0.0937
2 2.109 9.4 0.325 0.0552
3 2.100 10.0 0.052 0.1000
4 2.572 62.7 2.174 0.1395
5 2.990 2755.9 95.623 0.1716
HPLC for compound 13d

Analysis conditions

Sample name:

13d

Column Details:

C-18 (4.6mmx150mm, Spm)

Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL

Isocratic Conditions

MeOH/H20 = 75/25

Chromatogram

S114
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Peak Results
Retention time (min) Area %Area width
1 5.243 8372 95214 | 0.2636
2 6.286 420.8 4.786 0.2927

HPLC for compound 13e

Analysis conditions

Sample name: 13e
Column Details: C-18 (4.6mmx150mm, Spm)
Column Temperature: 30°C
Flow Rate: ImL/min

Detector Wavelength: 254 nm

Injection volume: 10puL
Isocratic Conditions MeOH/H20 = 75/25

Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 4.524 10863.7 | 95.489 | 0.2042
2 5.331 513.2 4.511 0.1536
HPLC for compound 13f
Analysis conditions
Sample name: 13f
Column Details: C-18 (4.6mmx150mm, Spm)
Column Temperature: 30 °C
Flow Rate: ImL/min
Detector Wavelength: 254 nm
Injection volume: 10puL
Isocratic Conditions MeOH/H20 = 75/25
Chromatogram
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Peak Results
Retention time (min) Area %Area width
1 4.160 12195.8 | 95.835 0.1718
2 4.893 530.2 4.165 0.2099
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