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Figure S1. Antiproliferative activity A) Cytotoxic activity (ICso values), B) The Activity
Quotients (AQ) of studied compounds in comparison to cytotoxic activity of 5 were calculated

as AQ = ICSO(S)/ ICSO(compound)
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Figure S2. Cell cycle phase distribution for A549 (A) and SW620 (B) cells exposed for 24,
48 and 72h to 5 and its ferrocenyl analogues at concentration equal to the IC7s values for 5.

Data are presented as mean + SD, n =3
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Figure S3. '"H NMR spectrum of 5 in DMSO-ds
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Figure S4. *C{"H} NMR spectrum of 5in DMSO-ds



Sample Information

Chromatogram

Sample Type - Unknown KGK-90012
Sample Name : KGK-90012 uAU
Sample ID : KGK-90012
Vial# 084
Injection Volume 01 1000000 = 1 PDA Multi 1 254nm,4nm
~
Method 500000
<<LC Time Program>> — <
Time Module Command Valu ~ —t
4.00 Pumps B.Conc 90 ~ 0
7.00 Pumps B.Conc 90 0 N N
7.00 Pumps B.Conc 50
13.00 Controller Stop
<<Mobile Phase Name>> 0.0 2.5 5.0 7.5 10.0 12‘5'
Mobile Phase A : water+0.01%HCOOH min
Mobile Phase B : Methanol+0.01%HCOOH
MS Spectrum
<<Data Acquisition>> Peak no =2
LC Stop Time +13.00 min Retention time = 7.51 min
<<Pr >>
Tol:ll“l-‘plow :0.3000 mL/min [M+H]*
v
10000000 b:\‘\
Peak Table
PDA Ei}#ll 254nm
Peal Ret. Time Area%
i 7.20 0.925 N [M+Na]*
2 7.51 98.160 > o
3 8.13 0.915 v X
Total 100.000
250 300 350 400 450 500 550 600 650
m/z
Chemical Formula: CpsH25CIN2O,
Exact Mass: 420,2
5
Figure S5. HPLC-MS analysis of 5
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Figure S6. "H NMR spectrum of 9a in DMSO-ds
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Figure S7. *C{"H} NMR spectrum of 9a in DMSO-ds

Figure S8. '"H NMR spectrum of 10a in DMSO-ds
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Figure S9. *C{"H} NMR spectrum of 10a in DMSO-ds

(o]
2! L1
Fe
o

10b

; L

- |
j— - l ]
I T T T T
11 10 9 8 7 6 5 4 3 2 1 0 ppm

B g

Figure $S10. '"H NMR spectrum of 10b in DMSO-ds
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Figure S11. *C{"H} NMR spectrum of 10b in DMSO-ds
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Figure S12. "H NMR spectrum of 10c in DMSO-ds
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Figure S13. *C{"H} NMR spectrum of 10c in DMSO-ds
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Figure S14. "H NMR spectrum of 13e in DMSO-ds
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Figure S15. *C{"H} NMR spectrum of 13e in DMSO-ds
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Figure S16. '"H NMR spectrum of 13e in DMSO-ds
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Figure S17. *C{"H} NMR spectrum of 13e in DMSO-ds
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Figure S18. *C{"H} NMR spectrum of 13e in DMSO-ds
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Sample Information

Chromatogram

Sample Type nknown DPX-90010
Sample Name : DPX-90010 uAU
Sample ID DPX 90010
Injection Vols 03 i
njection Volume 5000000 - 1 PDA Multi 1 254nm,4nm
=
Method ®©
<<LC Time Program>>
Time Module Command Valu a g
4.00 Pumps B.Conc 90 R
7.00 Pumps B.Conc 90 0 Skl
7.05 Pumps B.Conc 50
13.00 Controller Stop
<<Column Infomation>> 0.0 25 50 75 10.0 125
Column Name : XB-C18 min
Col Length 150
In‘:l:rml;’iamg(ger lr;mm MS Spectrum
Peak no =1
<<Mobile Phase Name>> Retention time = 8.77 min
Mobile Phase A : water+0.01%HCOOH )
Mobile Phase B : Methanol+0.01%HCOOH
o 30000000 .
<<Data Acquisition>> [M]
LC Stop Time :13.00 min S
<<Pump>> 20000000 ,9"3'
Total Flow :0.3000 mL/min
Peak Table 10000000
PDA Chl 254nm
Peak# | Ret. Time Area%
1 8.774 | 98.505
2l 9294 0903 150 200 250 300 350 400 450 .
3 9.716 0.592
Total 100.000 Peskno=1 MS Spectrum
Retention time = 8.77 min
o ) MF
)
@@ 5000000 o
o
Fe
Chemical Formula: C4gH4FeO,
Exact Mass: 296,0
@ ass 150 200 250 300 350 400 450
13e miz
Figure $19. HPLC-MS analysis of 13e
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Figure S20. *C{"H} NMR spectrum of 14b in DMSO-ds



Sample Information Chromatogram
: Unknown

Sample Type KGK-00530b
Sample Name : KGK-00530b uAU
Sample ID : KGK-00530b
Vial# 142
Injection Volume 103 250000 1 PDA Multi 1 254nm,4nm
o~
)
Method © X9
<<LC Time Program>> o5 o0
Time Module Command Valu
4.00 Pumps B.Conc 90 2
7.00 Pumps B.Conc 90 -
7.05 Pumps B.Conc 50 =
13.00 Controller Stop 0
<<Column Infomation>> 0.0 25 50 75 100 125
Column Name :XB-C18 min
Column Length :50 mm
Inner Diameter :2.1 mm MS Spectrum
] Peakno=1
<<Mobile Phase Name>> . - .
Mobile Phase A : water+0.01%HCOOH Retention time = 6.72 min .
Mobile Phase B  Methanol+0.01%HCOOH 20000000 M]
<<Data Acquisition>> ;
LC Stop Time :13.00 min y]
<<Pump>> 10000000
Total Flow :0.3000 mL/min
Peak Table
PDA Chl 254nm
Peak: Ret. Time | Area% 150 200 250 300 350 400 450 500 550 600 650 700 750
i 6.975 97.965 mz
2 7.827 0.755
3 8.178 0.931
4 8.321 0.349
Total 100.000

Chemical Formula: CygH,9CIFeN,0,
Exact Mass: 528,1

14b
Figure S21. *C{'"H} NMR spectrum of 14b in DMSO-ds
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Figure S22. '3C{'"H} NMR spectrum of 14c in DMSO-ds
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Figure S23. *C{"H} NMR spectrum of 14c in DMSO-ds
Sample Information Chromatogram
Sample Type : Unknown DPX-90033
Sample Name : DPX-90033 uAU
Sample ID : DPX-90033
Vial# 140
Injection Volume 103 1 PDA Multi 1 254nm,4nm
250000 I
<
Method A
<<LC Time Program>>
ime Module Command Valu o
4.00 Pumps B.Conc 90 N
7.00 Pumps B.Conc 90 e
7.05 Pumps B.Conc 50 0 -
13.00 Controller Stop
<<Column Infomation>> 0.0 2.5 5.0 7.5 10.0 ]2'5_
Column Name :XB-C18 min
Column Length :50 mm
Inner Diameter 12,1 mm MS Spectrum
<<Mobile Phase Name>> Peak no =2
obile Phase Name: jon time = i
Mobile Phase A - water+0.01%HCOOH Retention time =7.02 min
Mobile Phase B : Methanol+0.01%HCOOH N
<<Data Acquisition>> el +
LC Stop Time £13.00 min 500000 ~ bP%"B [M+H\]
<<Pump>> L;\L" N
Total Flow £0.3000 mL/min &
Peak Table
PDA Chl 254nm 350 400 450 500 550 600 650 700 750
Peak# Ret. Time |  Area% m/z
1 6.215 3.913
2 7.016| 96.087
100.000

Chemical Formula: CpgH29CIN,0,Ru
Exact Mass: 574,1

14c
Figure S24. *C{"H} NMR spectrum of 14c in DMSO-ds
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Figure S25. *C{'"H} NMR spectrum of 14d in DMSO-ds
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Figure S26. *C{"H} NMR spectrum of 14d in DMSO-ds
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Sample Information Chromatogram

Sample Type : Unknown kgk-00526
Sample Name : kgk-00526 uAU
Sample ID : kgk -00526
Vial#
Iniection Volume 0 3 250000 1 PDA gulti 1 254nm,4nm
S
—
Method
<<LC Time Program>> S|
Time Module Command Valu N
4.00 Pumps B.Conc 90 S
7.00 Pumps B.Conc 90 -
7.05 Pumps B.Conc 50 0
13.00 Controller Stop
<<Column Infomation>> 0.0 25 5.0 75 10.0 12'5.
Column Name : XB-C18 min
Column Length : 50 mm
Inner Diameter :2.1 mm Peak no = 1 MS Spectrum
<<Mobile Phase Name>> Retention time = 10.21 min
Mobile Phase A : water+0.01%HCOOH 300000
Mobile Phase B : Methanol+0.01%HCOOH [M]*
<<Data Acquisition>> 200000 °
LC Stop Time :13.00 min @V'
<<Pump>> 100000
Total Flow :0.3000 mL/min
Peak Table 100 200 300 400 500 600 700 800 900
PDA Chl 254nm m/z
Peak# | Ret. Time Area% MS Specf
10.206 11.888 Peak no =2 pectrum
Tot J 10442‘ 133(1)(% Retention time = 10.44 min
otal A
30000000
M
20000000 o
&
10000000

100 200 300 400 500 600 700 800 900

m/z
Chemical Formula: C35H33CIFeN,0,
Exact Mass: 604,2
14d
H 1301 H
Figure S27. *C{'H} NMR spectrum of 14d in DMSO-ds
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Figure S28. '3C{'"H} NMR spectrum of 14e in DMSO-ds
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Figure $29. C{'H} NMR spectrum of 14e in DMSO-ds
Sample Information Chromatogram
: Unknownz KGK-00525
: KGK-00525
{KGK-00525 uAU
Injection Volume 210 1 PDA Multi 1 254nm,4nm
N3
Method 2500000 :
<<LC Time Program>>
ime Module Command Valu
4.00 Pumps B.Conc 90 (u\l\
7.00 Pumps B.Conc 90 o
7.00 Pumps B.Conc 50
13.00 Controller Stop 0
<<Mobile Phase Name>> 0.0 2.5 5.0 7.5 10.0 12.5
Mobile Phase A - water+0.01%HCOOH min
Mobile Phase B : Methanol+0.01%HCOOH
MS Spectrum
<<Data Acquisition>> Peak no = 1
LC Stop Time :13.00 min Retention time = 8.52 min [M]*
<<Pump>> 5000000
Total Flow :0.3000 mL/min
4000000 >
S
Peak Table 3000000
PDA Chl 254nm
Peak# Ret. Time | Area% 2000000
1 8.524 8.786 1000000
2 8.658 91.214
Total 100.000
100 200 300 400 500 600 700 800 900
m/z
Peak no =2
Retention time = 8.66 min
20000000
M
>
&
10000000
Chemical Formula: C35H33CIFeN,0,
Exact Mass: 604,2 100 200 300 400 500 600 700 800 900
14e me

Figure S30. *C{"H} NMR spectrum of 14e in DMSO-ds

16



0L'6—

m

Figure S31. *C{"H} NMR spectrum of 14f in DMSO-ds
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Figure S32. *C{"H} NMR spectrum of 14f in DMSO-ds
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Sample Information

Chromatogram

Sample Type : Unknown KGK-00524
Sample Name : KGK-00524 uAU
Sz_imple ID : KGK-00524
Injection Volume 103 1 PDA Multi 1 254nm 4
250000 - ulti nm,4nm
N
Method =
<<LC Time Program>> ©
Time Module Command Valu ~
4.00 Pumps B.Conc 90 ~
7.00 Pumps B.Conc 90 0 —
7.05 Pumps B.Conc 50
13.00 Controller Stop
<<Column Infomation>> 0.0 2.5 5.0 7.5 10.0 12.5‘
Column Name :XB-C18 min
Column Length £ 50 mm
Inner Diameter 12,1 mm MS Spectrum
Peak no =1
<<Mobile Phase Name>> Retention time = 7.26 min +
Mobile Phase A  water+0.01%HCOOH M]
Mobile Phase B : Methanol+0.01%HCOOH 500000
<<Data Acquisition>> 400000 b«’)
LC Stop Time +13.00 min N
300000 Q
<<Pump>> 3
Total Flow :0.3000 mL/min 200000 o >
100000 A
Peak Table . o i )
PDA Chl 254nm
Peak# Ret. Time Area% 250 300 350 400 450 500 550 600 650 700 750 800 850
1 7.265 | 7.816| Peak no =2
[ 2 7.483 | 92.184 Py :
l Total I 100.000| Retention time = 7.38 min M
< K
10000000 S
100 200 300 400 500 600 700 800 900
m/z
m/z
Chemical Formula: C35H33CIFeN,0,
Exact Mass: 604,2
14f
H 13 1 H
Figure S33. *C{'H} NMR spectrum of 14f in DMSO-ds
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Figure S34. 3C{'"H} NMR spectrum of 14g in DMSO-ds
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Figure S35. *C{'"H} NMR spectrum of 14g in DMSO-ds

Sample Information Chromatogram
Sample Type : Unknown dpx-90021
Sample Name :dpx-90021 wAU
Sample ID + dpx-90021
Vial# :8
Injection Volume 103 1 gDAM“M 1 254nm,4nm
=
250000 PRE-N
Method g
<<LC Time Program>> vy
ime Module Command Valu (=2
4.00 Pumps B.Conc 90 0
7.00 Pumps B.Conc 90
7.05 Pumps B.Conc 50
13.00 Controller Stop 0.0 25 5.0 75 10.0 12.5
min
<<Column Infomation>>
Column Name : XB-C18 MS Spectrum
Column Length :50 mm eakno=1
Inner Diameter :2.1 mm etention time = 9.54 min
<<Mobile Phase Name>> 2
Mobile Phase A : water+0.01%HCOOH
Mobile Phase B : Methanol+0.01%HCOOH 3
<<Data Acquisition>>
LC Stop Time :13.00 min Q
s
e
<<Pump>> )
Total Flow :0.3000 mL/min 1 o7
Peak Table L |
PDA Chl 254nm o e L O IS we e e e o e e
Peak# | Ret. Time Area% 150 200 250 300 350 400 450 500 550 600 650
1] .537 9.433 m'z
2| 9.703 36.188
3] 9.767 54.379 MS Spectrum
Total 100.000 Peak no =2

[Retention time = 9.70 min

MI*

cl T T T T T T T T T T
/@/ 100 200 300 400 500 600 700 800 900
m'z

MS Spectrum

[Peak no =3
[Retention time = 9.77 min

Chemical Formula: CpgH7CIFeN,0,
Exact Mass: 514,1

M]*
14g :

T T T
100 200 300 400

Figure S36. *C{'H} NMR spectrum of 14g in DMSO-ds
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Figure S37. *C{"H} NMR spectrum of 14h in DMSO-ds
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Figure S38. *C{"H} NMR spectrum of 14h in DMSO-ds
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Sample Information

Sample Type
Sample Name
Sample ID

Vial#

Injection Volume

<<LC Time Program>>

<<Column Infomation>>
Column Name
Column Length
Inner Diameter

<<Mobile Phase Name>>
Mobile Phase A
Mobile Phase B

<<Data Acquisition>>

: Unknown
: DPX-90024pwt
DPX -90024pwt
90

05
Method

Module Command
Pumps B.Conc
Pumps B.Conc
Pumps B.Conc
Controller Stop

:XB-C18

150 mm

:2.1 mm

: water+0.01%HCOOH
: Methanol+0.01%HCOOH

LC Stop Time :13.00 min
<<Pump>>
Total Flow :0.3000 mL/min
Peak Table
PDA Chl 254nm
Peak# Ret. Time Area%
1 7.477 7.797
2 7.614 40.424
| 3] 7.713 51.779
[ Total 100.000

=

Chemical Formula: C33H29CIFeN,0,
Exact Mass: 576,1

14h

Chromatogram
DPX-90024pwt

Figure S39. *C{'H} NMR spectrum of 14h in DMSO-ds
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uAU
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MS Spectrum
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500000 N o v Ao
> N
= > 8 s
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MS Spectrum
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20000000
oY
10000000 N
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Figure S40.

3C{'H} NMR spectrum of 14i in DMSO-ds
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Figure S41. *C{"H} NMR spectrum of 14i in DMSO-d,
Sample Information Chromatogram
Sample Type : Unknown kgk-90026_MeOH_5-9-5
Sample Name : kgk-90026_MeOH_5-9-5 uAU - -
Sample ID k-90026_MeOH_5-9-5
Vial#
Injection Volume — 1 PDA Multi 1 254nm,4nm
[}
50000 ~
Method
<<LC Time Program>>
Time Module Command Valu
4.00 Pumps B.Conc 90
7.00 Pumps B.Conc 90
7.05 Pumps B.Conc 50 0
13.00 Controller Stop
<<Mobile Phase Name>> 0.0 2.5 5.0 7.5 10.0 12.§
Mobile Phase A : water+0.01%HCOOH min
Mobile Phase B : Methanol+0.01%HCOOH
MS Spectrum
<<Data Acquisition>> . Peak no = 1
LC Stop Time +13.00 min Retention time = 7.91 min
<<Pump>> 2000000
Total Flow :0.3000 mL/min
M
Peak Table ,\@
PDA Chl 254nm Y
Peak# Ret. Time Area% 1000000
1 7911 100.000
Total 100.000
300 400 500 600 700 800 900
m/z

Chemical Formula: C33H,9CIFeN,0,
Exact Mass: 576,1

14i

Figure S42. *C{"H} NMR spectrum of 14i in DMSO-ds
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Figure S43. *C{"H} NMR spectrum of 14j in DMSO-ds
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Figure S44. *C{"H} NMR spectrum of 14j in DMSO-ds
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Sample Information Chromatogram
Sample Type : Unknown dhp-90025_pwtdp
Sample Name : dhp-90025_pwtdp uAU
Sample ID : dhp-90025_pwtdp
Vial# 015
Injection Volume 103 1 PDA Multi 1 254nm,4nm
1000000
3
Method :
<<LC Time Program>> } =
ime Module Command \
4.00 Pumps B.Conc 9 [sa) D
7.00 Pumps B.Conc 9 S ]
7.05 Pumps B.Conc 5 © e
13.00 Controller Stop 0
<<Column Infomation>> 0.0 2.5 5.0 7.5 10.0 12<5'
Column Name : XB-C18 min
Column Length :50 mm
Inner Diameter :2.1 mm MS Spectrum
Peak no =2
<<Mobile Phase Name>> Retention time = 7.19 min +
Mobile Phase A : water+0.01%HCOOH M]
Mobile Phase B : Methanol+0.01%HCOOH 30000000
™
Data A \s
e as'fochq-‘:xan"m"» :13.00 min N
20000000
<<Pump>>
Total Flow :0.3000 mL/min
10000000
Peak Table
PDA Chl 254nm
Peak# | Ret.Time | Area%
1 5.034 2.217
2 7.189 } 95.164 250 300 350 400 450 500 550 600 650 700 750
3 8.389 | 2.619 m/z
100.000
oy
Chemical Formula: Cy7H25CIFeN,0,
Exact Mass: 500,1
14j
Figure S45. 3C{'"H} NMR spectrum of 14j in DMSO-ds
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Figure S46. '3C{'"H} NMR spectrum of 15a in DMSO-ds
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Figure S47. *C{"H} NMR spectrum of 15a in DMSO-ds

Samplc Information

Sample Type : Unknown

Sample Name : KGK-90001

Sample ID : KGK-90001 uAU

Vial# 185

Injection Volume 01 500000

Method

<<LC Time Program>> 250000

Time Module Command Valu

4.00 Pumps B.Conc 90

7.00 Pumps B.Conc 90

7.00 Pumps B.Conc 50 0

13.00 Controller Stop
<<Mobile Phase Name>> 0.0 2.5

Mobile Phase A : water+0.01%HCOOH

Mobile Phase B : Methanol+0.01%HCOOH
<<Data Acquisition>> Peak no =1

LC Stop Time :13.00 min Retention time = 6.76 min
<<Pump>> 20000000

Total Flow :0.3000 mL/min

[M+H]*
Peak Table N
PDA Chl 254nm 10000000 )
Peak# Ret. Time Area%
1 6.761 100.000
Total 100.000
250 300 350
o™

Chemical Formula: C»4H,5NO4
Exact Mass: 339,2

15a

Figure S48. *C{"H} NMR spectrum of 15a in DMSO-ds
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Figure S49. *C{"H} NMR spectrum of 15b in DMSO-ds
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Figure S50. *C{"H} NMR spectrum of 15b in DMSO-ds
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Sample Type
Sample Name
Sample ID

Vial#

Injection Volume

Method

Module
Pumps
Pumps
Pumps
Controller

<<Column Infomation>>

Column Name
Column Length
Inner Diameter

: XB-C18
:50 mm
:2.1mm

<<Mobile Phase Name>>

Mobile Phase A
Mobile Phase B

<<Data Acquisition>>
LC Stop Time

<<Pump>>
Total Flow

PDA Chl 254nm

Command
B.Conc
B.Conc
B.Conc
Stop

- water+0.01%HCOOH
: Methanol+0.01%HCOOH

:13.00 min

:0.3000 mL/min

Peak Table

Peak# Ret. Time Area%
1 6.412 100.000
Total 100.000

Chemical Formula: C5HgFeNO3
Exact Mass: 447,1

15b
Figure S51. *C{'"H} NMR spectrum of 15b in DMSO-ds
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4.11
—3.33
2.51
2.50
2.50
2.50
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241
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kek-00529
uAU
<
500000 o
Valu
90
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50 0
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MS Spectrum
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50000000
[M]*
40000000 N
30000000 =
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10000000
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Figure S52. 3C{'"H} NMR spectrum of 15¢ in DMSO-ds
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Figure S53. *C{'"H} NMR spectrum of 15¢ in DMSO-ds
Sample Information Chromatogram
Sample Type : Unknown DPX-90032
Sample Name : DPX-90032 uAU
Sample ID : DPX-90032
Vial# 139
Injection Volume 103 200000 © 1 PDA Multi 1 254nm,4nm
@
Nl
Method 100000
<<LC Time Program>> —
Time Module Command Valu N
4.00 Pumps B.Conc 90 el
7.00 Pumps B.Conc 90
7.05 Pumps B.Conc 50 0
13.00 Controller Stop
<<Column Infomation>> 0.0 2.5 5.0 7.5 10.0 12-5_
Column Name :XB-CI8 min
Column Length 150 mm
Inner Diameter 12,1 mm MS Spectrum
<<Mobile Phase Name>> Peak no = 1
obile Phase Name ion time = i
Mobile Phase A - water+0.01%HCOOH Retention time = 6.21 min
Mobile Phase B : Methanol+0.01%HCOOH
<<Data Acquisition>>
LC Stop Time : 13.00 min 500000 Qb"\
<<Pump>> g o
Total Flow :0.3000 mL/min D
o)
Peak Table
PDA Ch1 254nm 350 400 450 500 550 600 650 700 750
Peak# Ret. Time Area% Peak no =2
1 6.211 9.644 Retention time = 6.36 min .
2 6.356 90.356 2000000 [M+H]
Total 100.000 - o
S
»
1000000 N
e
350 400 450 500 550 600 650 700 750
m/z

MS Spectrum
Chemical Formula: Cp5H2gNO3;Ru
Exact Mass: 493,1

15¢
Figure S54. *C{"H} NMR spectrum of 15¢ in DMSO-ds
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Figure S55. *C{"H} NMR spectrum of 15d in DMSO-ds
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Figure S56. *C{"H} NMR spectrum of 15d in DMSO-ds
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Sample Information Chromatogram

Sample Type : Unknown KGK-00528
Sample Name : KGK-00528 uAU
Sample ID : 3K()GK-OOSZS
Vial# :
Injection Volume 103 300000 1 PDA Multi 1 254nm,4nm
&
Method :
<<LC Time Program>> e 250000 ~
Time Module Command Valu
4.00 Pumps B.Conc 90 S
7.00 Pumps B.Conc 90 ~
7.05 Pumps B.Conc 50 0 _ AN
13.00 Controller Stop
<<Column Infomation>> 0.0 2.5 5.0 7.5 10.0 12.5_
golumn Nameh : X(}B-CIS min
"ol Lengt S
Inz:rng]iane\glger : 2,l“r:|mm MS Spectrum
Peak no = 1
<<Mobile Phase Name>> Retention time = 7.07 min
Mobile Phase A : water+0.01%HCOOH
Mobile Phase B : Methanol+0.01%HCOOH 5000000
<<Data Acquisition>> 4000000 ,\;} M]*
LC Stop Time :13.00 min &
3000000
<<Pump>>
Total Flow :0.3000 mL/min 2000000
1000000
Peak Table
PDA Chl 254nm
Peak# Ret. Time Area% 350 400 450 500 550 600 650 700 750
1 7.072 11.794 m/z
2 7.340 88.206 Peak no = 2
Total 100.000 Retention time = 7.34 min
40000000
P
30000000 R
20000000
10000000

350 400 450 500 550 600 650 700 750

/
Chemical Formula: C31H33FeNO3 mz
Exact Mass: 523,2 MS Spectrum
15d
Figure S57. *C{'"H} NMR spectrum of 15d in DMSO-ds
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Figure S58. *C{'H} NMR spectrum of 15e in DMSO-ds
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Figure $59. "*C{'H} NMR spectrum of 15e in DMSO-ds
Sample Information Chromatogram
Sample Type : Unknown DPX-90007
Sample Name : DPX-90007 uAU
Sample ID H DPX 90007
Vial# 04
Injection Volume 0 3 ~ 1 PDA Multi 1 254nm,4nm
1000000 ~
=~
Method
<<LC Time Program>>
Time Module Command Valu ~
4.00 Pumps B.Conc 90 N
7.00 Pumps B.Conc 90 NS
7.05 Pumps B.Conc 50
13.00 Controller Stop 0 — —
<<Column Infomation>> 0.0 2.5 5.0 7.5 10.0 12.5
Eo:umn Nameh : X(;Z-CIS min
X Lengtl 05
Inner Diameter 21'mm MS Spectrum
Peak no =1
<<Mobile Phase Name>> Retention time = 6.97 mim
Mobile Phase A : water+0.01%HCOOH
Mobile Phase B - Methanol+0.01%HCOOH 20000000
+
<<Data Acquisition>> [M]
LC Stop Time :13.00 min a
o)
<<Pump>> 10000000 5
Total Flow :0.3000 mL/min o
N
e
Peak Table
PDA Chl 254nm __
Peakt . Rel. T A 350 400 450 500 550 600 650 700 750
2 7219 86.164 me
Total | 100.000 Peak no =2
Retention time = 7.22 min M
©
5
350 400 450 500 550 600 650 700 750
m/z

Chemical Formula: C3;H3;FeNO;
Exact Mass: 523,2

15e
Figure S60. *C{"H} NMR spectrum of 15e in DMSO-ds
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Figure S61. *C{"H} NMR spectrum of 15f in DMSO-ds
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Figure S62. *C{"H} NMR spectrum of 15f in DMSO-ds

190

32



Sample Information

Sample Type : Unknown
Sample Name : kgk-00527_MeOH_5-9-5 uAU
Sample ID : kgk-00527_MeOH_5-9-5
Vial# 197
Injection Volume 105
100000
Method
<<LC Time Program>>
ime Module Command Valu
4.00 Pumps B.Conc 90
7.00 Pumps B.Conc 90
7.05 Pumps B.Conc 50 0
13.00 Controller Stop
<<Mobile Phase Name>> 0.0 2.5
Mobile Phase A : water+0.01%HCOOH
Mobile Phase B : Methanol+0.01%HCOOH
<<Data Acquisition>> . Peak no =2
LC Stop Time +13.00 min Retention time = 8.20 min
<<Pump>> 10000000
Total Flow :0.3000 mL/min
Peak Table
PDA Chl 254nm 5000000
Peak# Ret. Time Area%
1 .002 4.595
2 .205 95.405
Totall 100.000
@ 100 200 300
Chemical Formula: C31H33FeNO;
Exact Mass: 523,2
15f
i 13 1
Figure S63. *C{'H} NMR spectrum of 15f in DMSO-d
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Figure S64. *C{"H} NMR spectrum of 15g in DMSO-ds
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Figure S65. *C{"H} NMR spectrum of 15g in DMSO-ds

Sample Information

T T
100 90

T
80

Sample Type Unknown
ple Name : KGK-90018
Sample ID “KGK-90018 uAU
Vial# 143
Injection Volume 103
100000
Method
<<LC Time Program>>
Time Module Command Valu
4.00 Pumps B.Conc 90
7.00 Pumps B.Conc 90
7.05 Pumps B.Conc 50
13.00 Controller Stop 0
<<Column Infomation>> 0.0 2.5
Column Name : XB-C18
Column Length :50 mm
Inner Diameter :2.1 mm
Peak no =1
<<Mobile Phase Name>> Retention time = 5.85 min
Mobile Phase A : water+0.01%HCOOH 3000000
Mobile Phase B : Methanol+0.01%HCOOH
<<Data Acquisition>>
LC Stop Time :13.00 min 2000000
<<Pump>> N
Total Flow :0.3000 mL/min 5
1000000 v
Peak Table
PDA Chl 254nm
Peak# | Ret. Time Area%
r T 25 301 35
i 5.846] 8.843 0 0 0
2 6.097 | 91.157
Total 100.000 Peak no = 2 )
Retention time = 6.10 min
30000000
20000000
10000000 N
S
A
Chemical Formula: Cp4H,7FeNO3 250 300 350

Exact Mass: 433,1

15g
Figure S66. *C{"H} NMR spectrum of 15g in DMSO-ds
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Figure S67. *C{"H} NMR spectrum of 15h in DMSO-ds
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Figure S68. *C{"H} NMR spectrum of 15h in DMSO-ds
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Sample Information Chromatogram
Sample Type : Unknown
Samglg N)aene : KGK-90013 KGK-90013
Sample ID $KGK-90013 uAU
Vial 138
Injection Volume 103 1 PDA Multi 1 254nm,4nm
23
Method 250000 O ©
<<LC Time Program>>
Time Module Command Valu
4.00 Pumps B.Conc 90 v
7.00 Pumps B.Conc 90 &
7.05 Pumps B.Conc 50 Ll
13.00 Controller Stop 0 ) -
<<Column Infomation>> 0.0 2.5 5.0 75 10.0 12.5
Column Name :XB-CI8 min
Column Length £ 50 mm
Inner Diameter :2.1 mm MS Spectrum
) Peak no =2
<<Mobile Phase Name>> R . " = 6.79 mi
Mobile Phase A  water+0.01%HCOOH etention time = 6.79 min ™I
Mobile Phase B : Methanol+0.01%HCOOH
™
<<Data Acquisition>> 30000000 q‘l'
LC Stop Time :13.00 min 20000000 X
<<Pump>> . 10000000
Total Flow :0.3000 mL/min
Peak Table 350 400 450 500 550 600 650 700 750
PDA Chl 254nm m/z
Peak# | Ret. Time Area% Peak no =3
1 5.752 1.483 Retention time = 6.94 min
2 6.786 49.413 M]*
3 6.942 49.104 N
Total 100.000 20000000 b\o,'v'
10000000
350 400 450 500 550 600 650 700 750
o™ m/z
Chemical Formula: CygHpgFeNO3
Exact Mass: 495,1
15h
13 1
Figure S69. *C{'H} NMR spectrum of 15h in DMSO-ds
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Figure S70. 3C{'"H} NMR spectrum of 15i in DMSO-ds
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Figure S71. *C{"H} NMR spectrum of 15i in DMSO-ds

Sample Information Chromatogram
Sample Type - Unknown kgk-00545 MeOH 5-9-5
Sample Name : kgk-00545_MeOH_5-9-5 uAU - -
Sample ID : kgk-00545_MeOH_5-9-5
Vial# <101
Injection Volume 105
~
25000 ~
~
Method |
<<LC Time Program>>
Time Module Command Valu
4.00 Pumps B.Conc 90
7.00 Pumps B.Conc 90
7.05 Pumps B.Conc 50 0 - o
13.00 Controller Stop
<<Mobile Phase Name>> 0.0 2.5 5.0 7.5
Mobile Phase A - water+0.01%HCOOH
Mobile Phase B : Methanol+0.01%HCOOH
MS Spectrum
<<Data Acquisition>> Peak no =1
LC Stop Time : 13.00 min Retention time = 7.77 min .
<<Pump>> 2000000 [M+H]
Total Flow :0.3000 mL/min
o
'Y
Peak Table [M+NaJ*
PDA Chl 254nm 1000000 o
Peak# | Ret. Time Area% N
1] 7.770 100.000 ’
Total 100.000

250 300 350 400 450 500

Chemical Formula: CxgHzgFeNO3
Exact Mass: 495,1

15i

Figure S72. *C{"H} NMR spectrum of 15i in DMSO-ds
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Figure S73. *C{"H} NMR spectrum of 15i in DMSO-ds
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Figure S74. *C{"H} NMR spectrum of 15j in DMSO-ds
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Sample Information

Sample Type : Unknown
Sample Name : KGK-90005 uAU
Sample ID : KGK-90005
Vial# 271
Injection Volume 12
100000
Method
<<LC Time Program>>
Time Module Command Valu
4.00 Pumps B.Conc 90
7.00 Pumps B.Conc 90
7.00 Pumps B.Conc 50 0
13.00 Controller Stop
<<Mobile Phase Name>> 0.0 2.5
Mobile Phase A : water+0.01%HCOOH
Mobile Phase B : Methanol+0.01%HCOOH
<<Data Acquisition>> Peak no = l )
LC Stop Time : 13.00 min Retention time = 7.04 min
<<Pump>> 100000
Total Flow :0.3000 mL/min
9
o
v
Peak Table 50000
PDA Chl 254nm
Peak# Ret. Time Area%
1 7.032 11.735
2 7.369 88.265 250 300 350
Total 100.000
Peak no =2
Retention time = 7.37 min
10000000
o 5000000 N
>
Chemical Formula: Cp3H,5FeNO3 250 300 350

Exact Mass: 419,1

15j

il iy

Chromatogram
KGK-90005

5.0

~
«“@
o~

[5a)
N
~

MS Spectrum
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Figure S76. '3*C{'"H} NMR spectrum of 16a in DMSO-ds

e
<

3.0

25

Wﬁ EE

1.0 ppm

39



2 = IoeesdzanggIceg — O NN NARON TN~ —0D
S E G5IIIIE[SEICE CRRBLESAAR AR ARG =
— — T p— o p— [ =R NN N I Vo S B Sl SN S o B o N o N ol o I N Il
16a
|
| ’ | ‘ |
| |
(B | [
b il
T T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 8 70 60 50 40 30 20 10 0 ppm
Figure S77. *C{"H} NMR spectrum of 16a in DMSO-ds
Sample Information Chromatogram
Sample Type : Unknown KGK-00544
Sample Name : KGK-00544 uAU
Sample ID : KGK-00544
Vial/ 297
Injection Volume 2 1 PDA Multi 1 254nm,4nm
1000000
(o)
“@
Method o
<<LC Time Program>>
ime Module Command Valu
4.00 Pumps B.Conc 90 g
7.00 Pumps B.Conc 90 y
7.00 Pumps B.Conc 50 %)
13.00 Controller Stop 0
<<Mobile Phase Name>> 0.0 2.5 5.0 7.5 10.0 12.5
Mobile Phase A - water+0.01%HCOOH min
Mobile Phase B : Methanol+0.01%HCOOH
MS Spectrum
<<Data Acquisition>> . Peak No = 1
LC Stop Time +13.00 min Retention time = 8.23 min
<<Pump>>
Total Flow :0.3000 mL/min [M+H]+
O
Peak Table QN
PDA Chl 254nm o
Peak# | Ret. Time Area% D
1 8.232 9.896
2 8.390 90.104
Total 100:000 250 300 350 400 450 500 550 600 650 700 750
m/z
Peak no =2
Retention time = 8.39 min
M]*
20000000
)
4>
10000000
) 250 300 350 400 450 500 550 600 650 700
Chemical Formula: C3sHzsFeN,0,
Exact Mass: 570,2 m/z

16a

Figure S78. *C{"H} NMR spectrum of 16a in DMSO-ds
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Figure S79. *C{"H} NMR spectrum of 16b in DMSO-ds
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Figure S80. *C{"H} NMR spectrum of 16b in DMSO-ds
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Sample Information

Chromatogram

Sample Type : Unknown KGK-00540
Sample Name : KGK-00540 uAU
Sample ID : KGK-00540
Viali# 196
Injection Volume 2 1 PDA Multi 1 254nm,4nm
500000 o0
<
Method *
<<LC Time Program>>
ime Module Command Valu I
4.00 Pumps B.Conc 90 [ag}
7.00 Pumps B.Conc 90 =)
7.00 Pumps B.Conc 50 0
13.00 Controller Stop
<<Mobile Phase Name>> 0.0 2.5 5.0 7.5 10.0 12.5A
Mobile Phase A : water+0.01%HCOOH min
Mobile Phase B : Methanol+0.01%HCOOH
MS Spectrum
<<Data Acquisition>> . Peanno = 1
LC Stop Time + 13.00 min Retention time = 8.32 min
<<Pump>> 2000000
Total Flow :0.3000 mL/min [M+H]*
A
Peak Table +
PDA Chl 254nm 1000000 (M+Na]
Peak# Ret. Time Area% ReS
1 8.319 0.734 )
2 8.481 9.266
Total 100.000 250 300 350 400 450 500 550 600 650
m/z
Peak no =2 .
Retention time = 8.48 min M
E N
10000000 s
Chemical Formula: CasHasFeN,0, i )
Exact Mass: 570,2 T T T T T T r T T
250 300 350 400 450 500 550 600 650
m/z
16b
m/z
Figure S81. *C{'"H} NMR spectrum of 16b in DMSO-ds
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Figure S82. 3C{'H} NMR spectrum of 16c in DMSO-ds
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Figure S83. *C{'H} NMR spectrum of 16c in DMSO-ds
Sample Information Chromatogram
Sample Type : Unknown KGK-00535
Sample Name : KGK-00535 uAU
Sample ID : KGK-00535
Vial# 195
Injection Volume 1 PDA Multi 1 254nm,4nm
I
250000 5
Method ®
<<LC Time Program>>
Time Module Command Valu o~ vy
4.00 Pumps B.Conc 90 o N
7.00 Pumps B.Conc 90 O )
7.00 Pumps B.Conc 50 0 -
13.00 Controller Stop
<<Mobile Phase Name>> 0.0 2.5 5.0 715 10.0 12.5
Mobile Phase A - water+0.01%HCOOH min
Mobile Phase B : Methanol+0.01%HCOOH
MS Spectrum
<<Data Acquisition>> . Peak no =2
LC Stop Time +13.00 min Retention time = 8.35 min .
<<Pump>> 1000000 (M+H]
Total Flow :0.3000 mL/min ~
A
e}
Peak Table 500000
PDA Chl 254nm
Peak# Ret. Time Area%
1 6.666 1.223
2] 8.353 11.769
3 8.510 87.008 250 300 350 400 450 500 550 600 650
Total 100.000 m/z
@ MS Spectrum
Fe Peak no =3
Retention time = 8.51 min
M
«
10000000 48
Chemical Formula: C35H34,FeN,0, )
Exact Mass: 570,2 100 200 300 400 500 600 700 800 900
m/z

16¢c

Figure S84. *C{"H} NMR spectrum of 16c in DMSO-ds
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