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Characterization of PhTX analogues

Compound 5: t = 18.56 min (purity: >99.9%). Gradient: 0 — 100% B over 30 min; B = 95% MeCN
+0.1% TFA. HRMS: C,sH4sNsO5 [M + H]* 476.36007, found 476.36000; AM = 0.1 ppm

Analyt. HPLC chromatogram:
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Compound 5:

'"H NMR spectrum (600 MHz, methanol-d,):
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Compound 6: tg = 16.98 min (purity: 99.4%). Gradient: 0 — 100% B over 30 min; B = 95% MeCN +
0.1% TFA. HRMS: caled for C,sH43N5O5 [M + H]" 462.34442, found 462.34432; AM = 0.2 ppm.

Analyt. HPLC chromatogram:
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Compound 6:

'"H NMR spectrum (600 MHz, methanol-d,):
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Compound 10: tg = 15.45 min (purity: >99.9%). Gradient: 0 — 100% B over 30 min; B = 95% MeCN
+0.1% TFA. HRMS: calcd for C,4H4;NsO [M + H]" 438.38025, found 438.38004; AM = 0.4 ppm.

Analyt. HPLC chromatogram:
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Compound 10:

'"H NMR spectrum (600 MHz, methanol-d,):

BE 1ROZ05, 8600 10 1 PivHMRdataidata‘hnme

PHTK na. B3 1H HMR

PROTOR MeDD {E:hcurrent_datal hi 1&

: T
RE160205.2600 10 1 F:\WNRsta\data\nr\nne ey
FnTX noc. 83 1H MME |r - o I?
EROTON teD |Ei\cucrent data} hf 16 || =
|
|
| .
| ¥
| |
( Ilf ||E| i| ( :“"
I{ [ , ||- | If J ;'f ;
’Ir f | |I | ‘ ‘ | ¢ .’l -
[ I I{'“ eI [
_} A J xrflj rH J |.'I|1HI /Jfl j
[l A VY i, Lo
2 2|88 & =B8] |8 |REEE 8 = |8
g EE ) EREE EERAN Bl R
. 3 2 1 tppm]

Supporting information



Compound 11: tg = 16.91 min (purity: 99.3%). Gradient: 0 — 100% B over 30 min; B = 95% MeCN
+0.1% TFA. HRMS: calcd for C,5HyONsO, [M + H]" 452.39590, found 452.39581; AM = 0.1 ppm.

Analyt. HPLC chromatogram:
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3C NMR spectrum (150 MHz, methanol-d,):
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Compound 11:

'"H NMR spectrum (600 MHz, methanol-d,):
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Compound 13: tg = 18.67 min (purity: 97.2%). Gradient: 0 — 100% B over 30 min; B = 95% MeCN
+0.1% TFA. HRMS: calcd for C,;Hs4N5sO, [M + H]* 480.42720, found 480.42715; AM = 0.3 ppm.

Analyt. HPLC chromatogram:

POA-Z10 pem
400 — Wan 3.90 eg 11 pr, 12 400
Wan_3_10_11_12_MaCH{0T050E)
Ratention Time
Area Percent
S0 30
1
200 0o

&84

1

TRE
2087 0.66
e

[l
&
Iy
&
s
=l
A0 s ety o B
o 2 4 G i 10 12 ‘;4 16 16 20 2 E-Q o -] mn
Whinitag
13C NMR spectrum (150 MHz, methanol-d,):
_:!:FZICIE_E_G:?._!E?O 31 1 '.-*;\NHR;E.:ta_'ﬂL_a_:ﬂ_E'\.nmr = e =
.DP\TF no. A% 13C NMR |-,§
C13CFD HedD |E:h\current_datal hi 13 s
[
| |
-
L) -] it
| 28 28 ] ettt i el b [ a3
S & ag e SREGEREILENACARTERERRNTRS
| L= i —_— pritetrtbrisdat o it aaan oot ;
| b v -
‘ <«
| -
‘ [ =
|- =
L
L=
| =
+
=]
o0l L ™
il T 4
.' | 1l
| |
L | | n ; || |” | ‘ 2
150 100 50 [ppm]

Supporting information 510



Compound 13:

'"H NMR spectrum (600 MHz, methanol-d,):
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Compound 14: tg = 19.17 min (purity: 99.2%). Gradient: 0 — 100% B over 30 min; B = 95% MeCN
+0.1% TFA. HRMS: calcd for C,sHs4NsO, [M + H]" 492.42729, found 492.42708; AM = 0.4 ppm.

Analyt. HPLC chromatogram:
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Compound 14:

"H NMR spectrum (600 MHz, methanol-d,):
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Compound 15: tg = 17.11 min (purity: 99.8%). Gradient: 0 — 100% B over 30 min; B = 95% MeCN
= 0.3 ppm.

+0.1% TFA. HRMS: calcd for C,sH46NsO, [M + H]" 460.36460, found 460.36446; AM

Analyt. HPLC chromatogram:
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BC NMR spectrum (150 MHz, methanol-d,):
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"H NMR spectrum (600 MHz, methanol-d,):
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Compound 16: tg = 20.6 min (purity: 99.5%). Gradient: 0 — 100% B over 30 min; B = 95% MeCN +
0.1% TFA. HRMS: calcd for C3;Hs5oNsO, [M + H]" 524.39645, found 524.39573; AM = 1.3 ppm.

Analyt. HPLC chromatogram:

YT Datnctor A-220 nm - 1000
—— 93 rachram !
83_rechrom_2HE0412_1 {
Retention Time
Area Percent {
800 —&:ﬂ
00 -
E
? :
400 ang
an ]
F
=1
o
b}
@
- o

=]
2060 9

Supporting information 516



BC NMR spectrum (150 MHz, methanol-d,):

hf, 160203.4600 13 1 PriWMRdata’\data\hiiome

FhTX no. 93 13C NMR
CLlICPD MedDh (E:\curcent_data) hf 20

53,4648
47.9432
46.0211

Bl

Compound 16:
"H NMR spectrum (600 MHz, methanol-d,):
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FROTON MeOD {E:‘current datal hr 29

Compound 17: tg = 20.01 min (purity: 99.5%). Gradient: 0 — 100% B over 30 min; B = 95% MeCN
+0.1% TFA. HRMS: calcd for C,3HysNsO, [M + H]* 486.38025, found 486.38021; AM = 0.1 ppm.

Analyt. HPLC chromatogram:
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BC NMR spectrum (150 MHz, methanol-d,):
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Compound 17:
'H NMR spectrum (600 MHz, methanol-d,):
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