Supplementary Information

Analysis data of

Figure S1. 'H-NMR spectrum of HO-CsHs-O-(CHz)s-alkyne.
Figure S2. ®*C-NMR spectrum of HO-CsHs-O-(CHz)s-alkyne.
Figure S 3. DART spectrum of HO-C¢Hs-O-(CHz)s-alkyne.

Figure S4. 'H-NMR spectrum of HO-CsHs-O-(CHz)s-alkyne.
Figure S5. ®*C-NMR spectrum of HO-C¢Hs-O-(CHz)s-alkyne.
Figure S6. DART spectrum of HO-CsHs-O-(CHz)s-alkyne.

Figure S7. 'H-NMR spectrum of PsNs-[O-CsHs-O-(CHz)s-alkynels.
Figure S8. ®*C-NMR spectrum of PsNs-[O-CeHs-O-(CHz)s-alkynele.
Figure S9. 3'P-NMR spectrum of PsNs-[O-CeHs-O-(CHz)s-alkynel]e.
Figure $10. MALDI spectrum of PsNs-[O-CsHs-O-(CHz)s-alkyne]e.
Figure S11. 'H-NMR spectrum of PsNs-[O-CeHs-O-(CHz)s+-alkynel]s.
Figure S12. ®*C-NMR spectrum of PsNs3-[O-CeHs-O-(CHz)s-alkyne]e.
Figure 5§13. 3'P-NMR spectrum of PsNs-[O-CesHs-O-(CHz)s-alkynel]e.
Figure S14. MALDI spectrum of P3Ns-[O-CsHs-O-(CHz)s-alkyne]e.
Figure 515. 'H-NMR spectrum of PsNis-[O-CsHs-O-(CHz)s-BCD]e.
Figure 516. *C-NMR spectrum of PsNsz-[O-CsHs-O-(CH2)3-BCD]e.
Figure 517. 2D NMR COSY spectrum of PsNs-[O-CsHs-O-(CHz)3-BCD]s.
Figure 518. MALDI spectrum of PsNs-[O-CsHs-O-(CH2)3-BCD]s.

Figure 519. 'H-NMR spectrum of PsNs-[O-CeHs-O-(CHz2)+-BCD]e.



Figure S20. ®*C-NMR spectrum of PsNs3-[O-CeHs-O-(CHz)s-BCD]e.

Figure S21. 2D NMR HMQC spectrum of PsNs-[O-CsHs-O-(CH2)s-BCD]e.

Figure S22. 2D NMR COSY spectrum of PsNs-[O-CeHs-O-(CHz2)s-BCD]e.
Figure 523. MALDI spectrum of PsNs-[O-CsHs-O-(CH2)4-BCD]s.

Figure S24. 3 P-NMR spectrum of PsNs3-[O-CeHs-O-(CHz)s-BCD]e.
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Figure S1. 'H-NMR spectrum of HO-CesHs-O-(CHz)s-alkyne.
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Figure S2. ®*C-NMR spectrum of HO-C¢Hs-O-(CHz)s-alkyne.
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Figure S3. DART spectrum of HO-CsHs-O-(CHz)s-alkyne.
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Figure S4. 'TH-NMR spectrum of HO-CeHs-O-(CHz)s-alkyne.
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Figure S5. ®*C-NMR spectrum of HO-C¢Hs-O-(CHz)s-alkyne.
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Figure S6. DART spectrum of HO-CeHs-O-(CHz)s-alkyne.
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Figure S7. '"H-NMR spectrum of PsNs-[O-CsHs-O-(CHz)s-alkyne]s.
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Figure S8. *C-NMR spectrum of PsNs-[O-CsHs-O-(CHz)s-alkynele.
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Figure S9. 3'P-NMR spectrum of PsNs-[O-CsHs-O-(CHz)s-alkyne]e.

Figure S10. MALDI spectrum of PsNs-[O-CsHi-O-(CHz)s-alkyne]e.
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Figure S11. 'H-NMR spectrum of PsNs-[O-CeHs-O-(CHz)s-alkynels.
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Figure S12. ®C-NMR spectrum of P3Ns-[O-CeHs-O-(CHz)s+-alkynel]e.
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Figure S13. 3'P-NMR spectrum of PsNs-[O-CsHi-O-(CHz)s-alkyne]e.

Figure S14. MALDI spectrum of PsNs-[O-CsHi-O-(CHz)s-alkyne]e.
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Figure S15. 'H-NMR spectrum of PsNs-[O-CeHs-O-(CHz)3-3CD]e.
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Figure 516. *C-NMR spectrum of PsNs-[O-CsHs-O-(CHz)3-BCD]e.
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Figure S17. 2D NMR COSY spectrum of PsNs-[O-CsHs-O-(CH2)3-BCD]e.
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Figure S18. MALDI spectrum of PsNs-[O-CsHs-O-(CHz)s-BCD]s.
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Figure $19. 'H-NMR spectrum of P3Ns-[O-CesHi-O-(CHz2)+-BCD]e.

m/z



—156.56

n O =~ O 0
o~ 0 — a oOomMmMANIT =N N ()]
N NS N %00 OV ADIOY, QL O s 'y B
< NN - (== TANAN—MANO®® OO o
— — — - WOWWONNNOLO OWINn n
| ‘N N/ =Sl Syl e NA |
!
o. L
~ 7
Y )
COx o
o
8o
= b
\\/N\ N\ /c C-6
)/ | N C/k
\ C\N/ O/ |
\O/z(_\c—N\\N N\ b
|
N\

C-4,4
cl2,2
c-1,1° c-3,3

,29.27
26.29
2550

T
160 1

T

T T T T T T T T

T T T T M~ T T T T T T T
55 150 145 140 135 130 125 120 115 110 105 100 95 90 g iO 75 70 65 60 55 50 45

f1 (ppm)

Figure S20. ®*C-NMR spectrum of PsNs-[O-CeHs-O-(CHz)s+-BCD]e.
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Figure S21. 2D NMR HMQC spectrum of PsNs-[O-CsHs-O-(CH2)+-BCD]e.
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Figure S22. 2D NMR COSY spectrum of PsNs-[O-CsHs-O-(CH2)s-BCD]e.
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Figure S23. MALDI spectrum of PsNs-[O-CsH4-O-(CH2)s-BCDls.
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Figure S24. 3'P-NMR spectrum of PsNs-[O-CeHs-O-(CHz)s-BCD]e.



