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Figure S1. (a) Semi-preparative RP-HPLC (fr 10.489 min), (b) analytical IE-HPLC (¢z 8.31 min) and (¢) MALDI-MS (calcd.
mlz [M+H]* 3091.278) of ON13.
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Figure S2. Analytical IE-HPLC of ON14 (¢r 9.28 min) obtained directly from ON4, without separation of N-TFA protected
byproducts ON7”.
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Figure S3. (a) Semi-preparative RP-HPLC (f& 10.173 min), (b) MALDI-MS (calcd. m/z [M+H]* 3020.734) of ON14 obtained
by separating a mixture of ON7” byproducts and their joint deprotection and (c) analytical IE-HPLC (¢z 8.31 min) of ON14.
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Figure S4. (a) Semi-preparative RP-HPLC of ON8” byproducts (tr 14.476, 14.876 and 16.694 min) containing cyclen moie-
ties with a different degree of N-TFA protection. These fractions were collected and deprotected together to yield the final

conjugate ON15. (b) MALDI-MS of ON15.
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Figure S5. (a) Semi-preparative RP-HPLC (¢r 15.906 min), (b) analytical IE-HPLC (fr 11.42 min) and (¢) MALDI-MS (calcd.

m/z [M+H]* 3119.595) of ON9.
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Figure S6. (a) Semi-preparative RP-HPLC (tR 15.959 min), (b) analytical IE-HPLC (tR 11.87 min) and (c) MALDI-MS

(caled. m/z [M+H]+ 3048.222) of ON10.
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(b) MALDI-MS
Figure S7. (a) Analytical IE-HPLC (tr 10.84 min) and (b) MALDI-MS (calcd. m/z [M+H]* 3088.618) of ON11.
“N-Meth 0 - 100
—Inhib o Inhib |
250 _ZSens 10 T ) ' =
- T — 80
_ 200:_:
g 3 — 60 »
E« 150 _ :.’5:
% 3 — 40 =
E 100 _ : &
50 odo — 20
3 il
3 %;: ;
B s . F
0 — =t o
LR R R R R R A R R R R L R R R R R R R R R R R R R RN R R RN R R R AR RERARARA
0 . 25 . 35
No p Retention Time (min) con
i &% Aredo 7,098
2 9,96 123176 3,829
3 10,26 48901 1,520
4 10,77 272676 8,475
5 10,95 2679276 83,276
6 11,67 57991 1,802
3217350 100,000

(a) IE-HPLC



Pharmaceutics 2022, 14, 66 70f7

;‘ 3016.764
42000 |
@
L |

1500

1000

500

0 1 . - e - . —
2000 3000 4000 5000 6000

miz

(b) MALDI-MS
Figure S8. (a) Analytical IE-HPLC (¢z 10.95 min) and (b) MALDI-MS (calcd. m/z [M+H]* 3017.618) of ON12.



