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4,7-methano-1H-isoindole-1,3(2H)-dione,3a,4,7,7a-tetrahydro-2-[2-(2-hydroxyethoxy)ethyl] 6

'H NMR Spectrum:
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BC NMR Spectrum:
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2-(2-(1,3-dioxo-1,3,3a,4,7,7a-hexahydro-2H-4,7-methanoisoindol-2-yl)ethoxy)ethyl 4-

methylbenzenesulfonate 7

'H NMR Spectrum:
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2-(2-(-5,6-dihydroxy-1,3-dioxooctahydro-1H-4,7-methanoisoindol-2-yl)ethoxy)ethyl 4-

methylbenzenesulfonate 8

'H NMR Spectrum:
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2-(2-(-5,7-dioxo-2-undecyloctahydro-6H-4,8-methano[1,3]dioxolo[4,5-flisoindol-6-yl)ethoxy)ethyl

4-methylbenzenesulfonate 9

'H NMR Spectrum:
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2-(2-(-5,7-dioxo-2-pentadecyloctahydro-6H-4,8-methano[1,3]dioxolo[4,5-f]isoindol-6-
yl)ethoxy)ethyl 4-methylbenzenesulfonate 10

'H NMR Spectrum:
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6-(2-(2-((2-(4-((2)-1,2-diphenylbut-1-en-1-yl)phenoxy)ethyl)(methyl)amino)ethoxy)ethyl)-2-
undecylhexahydro-5H-4,8-methano[1,3]dioxolo[4,5-f]isoindole-5,7(6H)-dione 11

'H NMR Spectrum:
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6-(2-(2-((2-(4-((2)-1,2-diphenylbut-1-en-1-yl)phenoxy)ethyl)(methyl)amino)ethoxy)ethyl)-2-
pentadecylhexahydro-5H-4,8-methano[1,3]dioxolo[4,5-flisoindole-5,7(6H)-dione 12

'H NMR Spectrum:
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2-undecylhexahydro-5H-6-(2-(2-azidoethoxy)ethyl)-4,8-methano[1,3]dioxolo[4,5-f]isoindole-
5,7(6H)-dione 13

'H NMR Spectrum:

Jen/J$12cazide
Single Pulse Experiment 4E+06

4E+06
-4E+06
-3E+06
F2E+06
-2E+06

F2E+06

F1E+06

F5E+05

T T T T T T T T T T T T T T T T T T T T
80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00 -05 -10 -15
f1 (ppm)

BC NMR Spectrum:

Jen/JS12azide
Single Pulse with Broadband Decoupling 3E+06

F3E+06
3E+06
-3E+06
-2E+06
-2E+06
-2E+06
-2E+06
F2E+06
F1E+06
F1E+06
F1E+06
+8E+05
-6E+05
4E+05

F2E+05

T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10
f1 (ppm)



2-pentadecylhexahydro-5H-6-(2-(2-azidoethoxy)ethyl)-4,8-methano[1,3]dioxolo[4,5-flisoindole-
5,7(6H)-dione 14

'H NMR Spectrum:
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Ethanamine, 2-[4-[(1E)-1,2-diphenyl-1-buten-1-yl]phenoxy]-N,N-methyl-propargyl 17

'H NMR Spectrum:
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6-(2-(2-(4-(((2-(4-((2)-1,2-diphenylbut-1-en-1-yl)phenoxy)ethyl)(methyl)Jamino)methyl)-1H-1,2,3-
triazol-1-yl)ethoxy)ethyl)-2-undecylhexahydro-5H-4,8-methano[1,3]dioxolo [4,5-flisoindole-
5,7(6H)-dione 18

'H NMR Spectrum:

Jen/JSCTAM12 [E+07

Single Pulse Experiment

F1E+07
F1E+07
-9E+06
-8E+06
F7E+06
F6E+06
-5E+06
-4E+06

3E+06

F2E+06
F1E+06
0

-1E+06

T T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 15 1.0 0.5
f1 (ppm)

BC NMR Spectrum:

Jen/JSCTAM12carbon

Single Pulse with Broadband Decoupling -2E+06

-2E+06
-2E+06
-2E+06
-2E+06
-2E+06
2E+06
-2E+06
-1E+06
1E+06
-1E+06
+1E+06
F1E+06
F9E+05
-8E+05

F7E+05

-6E+05
[-5E+05
4E+05
F3E+05

F2E+05

F1E+05

H“l A A L“ H.x

T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10
f1 (ppm)

"

0

F-1E+05

-2E+05

S12



6-(2-(2-(4-(((2-(4-((2)-1,2-diphenylbut-1-en-1-yl)phenoxy)ethyl)(methyl)Jamino)methyl)-1H-1,2,3-
triazol-1-yl)ethoxy)ethyl)-2-pentadecylhexahydro-5H-4,8-methano[1,3]dioxolo[4,5-f]isoindole-
5,7(6H)-dione 19

'H NMR Spectrum:
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Representative DLS output demonstrating the particle size distribution of compound 19
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CryoTEM of 19 showing amorphous aggregates under TEM conditions

Fused assembly of 18
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Correlogram from temperature studies
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Compound 3:

5°C

15°C

Raw Correlation Data Raw Correlation Data
0.9 0.9
08 08
0.7 0.7
06 06
z z
2 73
g o0s g o0s
8 g
3 8
g g
g 0.4 5 0.4
5 5
8 8
03 03
0.2 0.2
01 01
0. 0.
01 10 1000 100000 10000000 1000000000 01 10 1000 100000 10000000 1000000000
Time (us) Time (ps)
Record 126:JS 216 Temp AVG) Record 127:JS 216 Tenp AV
25°C 45 °C
Raw Correlation Data Raw Correlation Data
0.9 0.9
08 08
0.7 0.7
06 06
z z
2 2
% o0s g o0s
g g
3 8
E B
g o4 5 os
5 5
8 8
03 03
0.2 0.2
0.1 0.1
0. 0.
0.1 10 1000 100000 10000000 1000000000 0.1 10 1000 100000 10000000 1000000000
Time (ps) Time (us)
Record 128: JS 216 Temp AVG) Record 130: JS 216 Temp AVG)
35°C 55 °C
Raw Correlation Data Raw Correlation Data
09 0.9
08 08
0.7 0.7
06 06
H z
2 2
5 o0s g o0s
3 g
8 8
g g
g 04 £ 04
5 5
8 8
03 0.3
0.2 0.2
0.1 0.1
o o
0.1 10 1000 100000 10000000 1000000000 0.1 10 1000 100000 10000000 1000000000
Time (ps) Time (ps)
Record 129: JS 216 Temp AVG) Record 131: JS 216 Temp AVG)

S18




Compound 4:
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Compound 18:
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