Supporting Information

OSCILLATOXIN E AND ITS C7 EPIMER SHOW DISTINCT GROWTH
INHIBITION PROFILES AGAINST SEVERAL CANCER CELL LINES

Yusuke Hanaki,'* Yusuke Araki,” Toshio Nishikawa,> Ryo, C. Yanagita!

"Fuculty of Agriculture, Kagawa University, Kagawa 761-0795, Japan.
2Graduate School of Bioagricultural Sciences, Nagoya University, Nagoya 464-8601, Japan.

Contents
1. NMR spectra

2. Growth inhibition of 1 and 2 against 39 human cancer cell lines



JEOL 0

mmm= PROCRSSING PARNETERS ««ve
saxp( ©0.2(uz), 0.0(s) )
traperoid( O[N], O[N], BO(N], 100(%) )

zerofilli( 1, TRUE )
fee( 3, TRUR, TRUR )

machinephase
PP

TR : NGY1-15142 Proton-1-1.jd4f

=
1 =
e
4“4“
™ ]
e ]
1 » :
<] h
1H NMR (500 MHz, CDCls) i
&
< °
] “
% ]
o“ ﬁ”
-~ -]
& 3 E AR
ol :
3 I 5k | e /hi
i
<
o
o
=
L=
e ]
[
8 =]
o
{ :lb! : L[F.L\,{f
2o
N SESS— P e B N e LA Sl i
10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 20 1.0 0
] nm
qESA3EE R23838 §E3nEER §3§ IQREEERER3ISS
SRR OO VIV M e ™ NS v - Cooooeoe

X : pants per Million : Proton

Filenasa = NGY1-1351°2 Proton-1-2
Austhor - delta

Rxperimont = proton_auto.)xp
Sample_Id - NOY1-15142

folvent = CHLOROFOIM-D

Actual Start Tise

Ravision Time

- 26-AFR-2021 05:00:08
= 26-APR-2021 0B:48:40

Comment = single pulse
Data Yormat - 1D CoMrixX
Dim_Sise = 13107

X _Domain - Proton

Cim _Title = Proton

Dim Units = (ppm)

Dimensionas -X

Spectrometer = DELTAZ Jom

Field Strength = 11.7473579(7) (500Dm
X_Aoq _Duratiom = 1.74507904(s)

X _Domain - Proton

X_¥req = 500,139913521 (Mx)
X _Offset - 5 0(ppm)
X_Points = 1638

X_Prescana -1

X_Resolution - 0.57277737(%x)
X_Sweep - 938438438 (hxe)
X_Sveep Clipped = 7.50750751 [k%x)
Irr_Domain - Proton

Irr_Freq = 500,159913521 (Mx)
Irr_Offset - 5 Olppm)
Tri_Domain = Proton

Tri_¥req = S00.15991521 [miiu)
Tri_Offset = 5.0(pp=m]
Blasking = 2lus)

Clipped = FALSE

Bcans - 16

Total Scanas - 16

| Relaxation Delay = 5(s)

Reovr_Gain - 36

Temp Get - 21 4(aC)
X_$0_width = 6.9lus]

X_Acq Time = 1.74587904(s)
X_Argle » 4% (deg]

X_Ats - $(an)

X_Pulse = 3.45[us]
Irr_Mode - off

el Mode - ore




 aeor )

| “es= PROCESSING PARAMETERS ==+~

140 150 160

add

0 60 70 80 90

abidaaaa s a il

10 20 30 40

5 L

Y PYTYY YT T Y 414‘!1-44‘1_:..4.131343!431}4}.1!41444114~41!

210.0 200.0 190.0 180.0 170,0 160.0 150.0 140.0 1300 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 _oo

A\ |

-k

[VOWSUNISNN

vy g!eu'

0

(thousandths)

/

_/F//[

45 177147 \

205120209 ——
144034103 7
136.595123 =
129223328 —
123953636 ~———
120.00857%
119.259880
118232819
84397415
83495140
80298775
77.160004
76.900833
62.656372
56.599594
41.232086
40742550
24 683933
18.060835
17.081768
14.49719
12848743

= 167992347 —

‘x parts per Z.___oa Carbonl

|

| Aotual_Start Time
!:»814-'

Commanct

Data Format
Dim Size

X _Domain

Dim Title
Dim_Units
Dimensions
Spectromoter

Field Stre=mgth
X_Aoq_Duration
X Domain

X _¥roq

| X _Offeot
X_Points
X_Proscans
X_Resclution
x_Swoep
X_Sweep Clipped
Irr Domain
Irz_¥Yreq

Irr Offmot
Blasking
Clippod

Scans

Total Scans

Relaxation Delesy

Tesp_Get

X 90 Width
lvoﬁ.._.:‘

X _Angle

x_Atn

X _Pulae

~un _An | Deo

Irr i ’nb Doc_Cale

Irx 7pblg u’&!ﬁ-v Cale

Irr_Ats Noo

Ter “Deo_Bandwidth Nz

P O BN B BN B B R BN B RN )

1 sexp( 2.0(%x], 0.0(s) )
trapozoid( O(%], CIV], PO[V], 100(%) )

rerofill( i, THUX ) '
S £o0( 1, TAUE, TRUX )
n.sn. . sachinephaso

PP
=
~-
<
” 1 Nu g & . I
e ] ¥ilename war:-181%2 ' Carbon-
=) . | Author delta
- 3C NMR A._Nm MHz, O_Uo_mv : _ Exporiment carbon_aute. Jap

. Sawple Ia NaY1-15142
| soivant - CHLONOFORN-D

Z76-AVR-2021 09:02:
L3 .JUL~-2021 OR:25:

single pulse decou
19 COoLEX

26214

Carbonll

Carbenil3

+ lppal

x b
DELTAZ 301

11.7473579(T) (SO0
0.82837504([s]
Carbomly

125 76529768 [¥ka)
100 (ppe=]

32r68

4

1.20718268 (%)

39 55696203 (kux)
51 64556562 [xNx]
Proton
S00.15951521 paiz]
5.0[(ppm)

2(us)

TRUR

1000

1000

2=}

5¢

20 6{ac)

11 4ius)
C_R7B3V504(s)
10 (deg]

11 2an]
J.%un)

31 4991dn)

11 499[dn)

31 .499[an]
31.499(an)

5 97826087 (kmx)




16 1.7

1

1

1245013 51 4518
PSP e |

1.0

ol

aad s

Ak

il

02 03 04 05 06 07 08 09

P

0.1

abundance

0

b
™~
& JEOL 0
¥
v OGS . B
oo iuhoi PARNMETERS « v =
sexp( 0.2(uz), 0.0(s) )
trapgeroid( OLN), O[N], ®O[N], 100(W) )
o zerofill( 1, TRUE )
- L 3, TRUX, TRUR )
ﬁl machinephase
gl |[& o
-
-
n ‘n
- - ! ”
.
2 3 ey
¥ilenare auoanvnoabapuuo
-
H NMR (500 MHz, CDCls) AR s = A
Sasple_id = 1-032-3
L Solvent = CHLOBOYORM-D
p- 4 23 . E . Actual Start Tise w 26-MAR-2021 15:20:3%
— e y B S : o Rovisica Timo - 2-JU0M-2021 09:40:10
_ ; \m Commant = sirgle_pulse
Data_Format » 1D COMPLEX
Dim Size - 13107
X _Domain = Protom
Di= Title - Froton
Dim Units = [ppm)
Disansions - X
Spectromater = DELTAZ 300
Field Strength - 11.7473579(T) (S00(mx
X_Acq Daration = 1.7458750¢(»]
X Domain - Protom
X ¥req = 500, 15991521 [¥eiz)
X _Offaot = 5.0(ppm)
Xx_Points = 16204
X _Proscans -1
x “Resolution = 0,%7277727(Nx)
p kl-i “ 9 38438438 [ kHx)
X_Sweep Clipped = 7. 30750751 [kNz)
Irr_Domazn - Froton
Ire_¥req = 300.15991521 [MNz)
Irz_Offset - 5 Olyym)
] Tri_Domain = Proton
Tri_Freq » S00 35991521 [vmx)
Tri Offsot = 5.0(pp=)
u—!ﬁ»!. w 2[ws)
: Clipped - FALSE
A Bcans - 16
Total Scans - 16
T ~r T T d 11]1'4‘114.'4 41]‘.‘ ]."144‘1 ’]3‘?1413113114
. Melaxation Delay = 50s)
10,0 9.0 8.0 4.0 3.0 20 0 Seovs> Sads prrt
Tamp_| Get » 20, 6(aC)
x 90 | | _Width - &.9%as)
MO MWD A T VLN DT~ S D VLN P o S = D = O e o od X_ASq_Time * 1,74587504 (]
SRR R P R I R R P M EH R g - $5tdea),
G ERE A RRE R aRcEAgRan oo s rantnaunigruIBcim - 1@
L R R E R R R R RN EB R ERAARABERASTYRAARRSAARACSSEs S22 2% % & x rulse “ 3.45(us)
I R R - - I - e B e e I il COCSSSSOSS S Iy Mode - ofre
: parts per Million : Proton Tri Mode - off




S—

(thousandths)

4.0

1
e e i d

3.0

2

3H NMR (125 MHz, CDCls)

20

T T T T T T T Y YT T T T T T

m_oowooo_Sc_moo_qoo_So_moe_aoo_uoo_neo:oc—ooo eoe $0.0 70.0 60.0 500 40.0 30.0 20.0

N\ /A _///////

205427368

5
&
m
nl

X : parts per Million : Carbon!

| PO b stvaaive s e

e o e e S S AL B

14499”9
13.011921

156.051682

144283676

136.623917 —
84387817
83.571930
£0.241180
77409569
77160004
76.500833
62.656372
56.733978
S1.272320
a1
41.251282
40.742550
36423138 7
34772163
30.548737
29.252913
26718857
24 664736
17.081 168

wewe PROCESSING PARAMETENS -
saxpl 2.9(He], 0.0ls] )
trapezoid( O[N], Q1M
rorofili( 1, TRUX )
£f£ed 1, TRUK, TRUXE )

machinephase
PP

Filenaso

Asthor

Kxperizant
Sanple Xd

Solvent

Actual Start Time
Rovision Time

Commant

Data Yorsat
Dim .mu z0
X_Domain
Dim_Title
Dim_Units
Dimansions
Speotronater

Field Streagth
X_Acq Duration
X_Domain

X _¥rog

X _Offsot

X _Pointa
X_Frescans
X_Fesolutics

nnnHWHOA

Irr Qffsot
Blanking
Clippod
Scans
Total Scans

Felaxaticn Delay
Recve_Galn

Temp_ Got
X_$0_Width

X_Aogq _Time
X_Angle

X_Atn

X _Palse
Ire_Atn_Deo

Irr >n:|u.0 Calc

Ire_Atn_Dec Default Calo

Irr_Atn_Nce

fre_Dec_Bandwidth_He

LI B B

LI I

LI |

BO(%), 100(%] )

1-082-1 Carbon-1- u
delts

carbom auto. jxp
1-082-2
CHLOMOFORM-D

26 MAR-2021 15:30:

v 13-0W~2020 00137

« single pulse decou
* 10 COPLEX

26218

» Carbamll
* Carbamil
« Ippm)

x
DRLTAZ R

11.7473879(T] (560
0.82837504 (8]
Carbomiy

125, TESZHT68 [MHx]
100 (pp=)

32768

1.20718268 (Hx)

39 55696203 [kNz)
31 64556962 [kNe)
Proton
S500.15991521 [Mxe)
53.0(pp=)

2(us)

TROX

577

"M

2(a)

50
20.80eC)
11.40as)

« 0.82837504(n]

30 "dag)
11, 20am)
3.8(as)

w 1. 4%Rian)

31 .49 (an)
31 495 (an)
31.4%% (an)
5 97826007 [kNx)




Growth inhibition of 1 and 2 against 39 human cancer cell lines

Cancer cell lines

OTX-E (1)* 7-epi-OTX-E (2)

Breast HBC-4 —4.79 —4.75
BSY-1 —4.79 —4.86

HBC-5 —4.76 -4.76

MCF-7 —4.87 —4.78

MDA-MB-231 —4.81 -4.77

CNS U251 —4.77 -4.76
SF-268 -4.73 —4.75

SF-295 —4.77 -4.77

SF-539 -4.73 -4.73

SNB-75 —4.81 —4.75

SNS-78 -4.73 —4.73

Colon HCC2998 —4.80 -4.76
KM-12 -4.79 —4.74

HT-29 —4.74 —4.74

HCT-15 —4.79 —4.81

HCT-116 —4.80 —4.84

Lung NCI-H23 —4.75 471
NCI-H226 —4.74 —4.68

NCI-H522 —4.90 —4.82

NCI-H460 —4.81 —4.74

A549 —4.82 -4.76

DMS273 —4.82 —4.78

DMS114 -4.92 -4.94

Melanoma LOX-IMVI —4.72 —4.71
Ovarian OVCAR-3 —4.80 —4.84
OVCAR-4 —4.78 —4.83

OVCAR-5 —4.78 -4.73

OVCAR-8 —4.74 —4.78

SK-OV-3 —4.74 —4.78

Renal RXF-631L —4.77 —4.77
ACHN —4.72 —4.75

Stomach St-4 —4.74 —4.77
MKNI1 —4.82 -4.77

MKN-B -5.01 —4.80

MKN-A —4.87 —4.78

MKN45 —4.80 —4.75

MKN74 -4.99 —4.81

Prostate DU-145 —4.72 —4.71
PC-3 —4.82 —4.83

MG-MID’ —4.80 -4.77

@Y. Araki et al. Biosci. Biotechnol. Biochem. 2021, 85, 1371.

b MG-MID: average of the log Gls, values of each 39 human cancer cell line



