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Figure 2. 13C NMR spectrum of (3S,6R)-6-hydroxyhexahydrofuro[3,2-b]furan-3-yl
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Figure 3. "H NMR spectrum of (3R,6R)-6-hydroxyhexahydrofuro[3,2-b]furan-3-yl
acetate (2b) (CDCI3)

Figure 4. 13C NMR spectrum of (3R,6R)-6-hydroxyhexahydrofuro[3,2-b]furan-3-yl
acetate (2b) (CDCls)

Figure 5. "TH NMR spectrum of (3S,6R)-6-(((trifluoromethyl)sulfonyl)oxy)hexa-
hydrofuro[3,2-b]furan-3-yl acetate (3a) (CDCls)

Figure 6. 13C NMR spectrum of (3S,6R)-6-(((trifluoromethyl)sulfonyl)oxy)hexa-
hydrofuro[3,2-b]furan-3-yl acetate (3a) (CDCls)

Figure 7. "H NMR spectrum of (3R,6R)-6-(((trifluoromethyl)sulfonyl)oxy)hexa-
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Figure 8. 13C NMR spectrum of (3R,6R)-6-(((trifluoromethyl)sulfonyl)oxy)hexa-
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Figure 9. "H NMR spectrum of (3S,6S)-6-cyanohexahydrofuro[3,2-b]furan-3-yI
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Figure 10. '3C NMR spectrum of (3S,6S)-6-cyanohexahydrofuro[3,2-b]furan-3-yI
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Figure 11. '"H NMR spectrum of (3S,6R)-6-cyanohexahydrofuro[3,2-b]furan-3-yI
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Figure 12. 3C NMR spectrum of (3S,6R)-6-cyanohexahydrofuro[3,2-b]furan-3-yl
acetate (4b) (CDCI3)

Figure 13. '"H NMR spectrum of (3R,6S)-6-cyanohexahydrofuro[3,2-b]furan-3-yI
acetate (4c¢) (CDCls)

Figure 14. 3C NMR spectrum of (3R,6S)-6-cyanohexahydrofuro[3,2-b]furan-3-yl
acetate (4c) (CDCls)

Figure 15. '"H NMR spectrum of (3R,6R)-6-cyanohexahydrofuro[3,2-bJfuran-3-yl
acetate (4d) (CDCI3)

Figure 16. 3C NMR spectrum of (3R,6R)-6-cyanohexahydrofuro[3,2-b]furan-3-yl
acetate (4d) (CDCls)

Figure 17. '"H NMR spectrum of (3S,6S)-methyl 6-hydroxyhexahydrofuro[3,2-b]furan-
3-carboxylate (5a) (CDCl5)

Figure 18. 3C NMR spectrum of (3S,6S)-methyl 6-hydroxyhexahydrofuro[3,2-b]furan-
3-carboxylate (5a) (CDClj)

Figure 19. 2D-COSY spectrum of (3S,6S)-methyl 6-hydroxyhexahydrofuro[3,2-
blfuran-3-carboxylate (5a) (CDClI3)

Figure 20. '"H NMR spectrum of (3R,6S)-methyl 6-hydroxyhexahydrofuro[3,2-b]Jfuran-
3-carboxylate (5b) (CDCl3)

Figure 21. 3C NMR spectrum of (3R,6S)-methyl 6-hydroxyhexahydrofuro[3,2-
b]furan-3-carboxylate (5b) (CDCls)

Figure 22. 2D-COSY spectrum of (3R,6S)-methyl 6-hydroxyhexahydrofuro[3,2-
b]furan-3-carboxylate (5b) (CDCl5)

Figure 23. '"H NMR spectrum of (3S,6R)-methyl 6-hydroxyhexahydrofuro[3,2-b]furan-
3-carboxylate (5¢) (CDCI3)

Figure 24. 3C NMR spectrum of (3S,6R)-methyl 6-hydroxyhexahydrofuro[3,2-
b]furan-3-carboxylate (5¢) (CDCls3)

Figure 25. 2D-COSY spectrum of (3S,6R)-methyl 6-hydroxyhexahydrofuro[3,2-
blfuran-3-carboxylate (5¢) (CDClI3)

Figure 26. 'TH NMR spectrum of (3R,6R)-methyl 6-hydroxyhexahydrofuro[3,2-b]furan-
3-carboxylate (5d) (CDCl3)

Figure 27. '3C NMR spectrum of (3R,6R)-methyl 6-hydroxyhexahydrofuro[3,2-
b]furan-3-carboxylate (5d) (CDCl5)

Figure 28. 2D-COSY spectrum of (3R,6R)-methyl 6-hydroxyhexahydrofuro[3,2-
b]furan-3-carboxylate (5d) (CDCl5)



Figure 29. '"H NMR spectrum of (3S,6R)-6-hydroxyhexahydrofuro[3,2-b]furan-3-
carboxylic acid (6¢) (D,0)

Figure 30. '3C NMR spectrum of (3S,6R)-6-hydroxyhexahydrofuro[3,2-b]furan-3-
carboxylic acid (6¢) (D,0)

Figure 31. '"H NMR spectrum of PE-5 recorded in (6:1) CDCl3; /TFA (trifluoroacetic
acid-d).

Figure 32. Simultaneous Thermal Analysis (STA) of PE-1 recorded from 30 to 900
°C at 10 °C min—-1 under a N, atmosphere.

Figure 33. GPC chromatogram of PE-1 measured using HFIP as solvent.
Figure 34. GPC chromatogram of PE-2 measured using HFIP as solvent.
Figure 35. GPC chromatogram of PE-3 measured using HFIP as solvent.
Figure 36. GPC chromatogram of PE-4 measured using HFIP as solvent.
Figure 37. GPC chromatogram of PE-5 measured using HFIP as solvent.

Figure 38. GPC chromatogram of PE-6 measured using HFIP as solvent.
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Figure 1. 'TH NMR spectrum of (3S,6R)-6-hydroxyhexahydrofuro[3,2-b]furan-3-yl acetate (2a) (CDCl5)
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Figure 2. 3C NMR spectrum of (3S,6R)-6-hydroxyhexahydrofuro[3,2-b]furan-3-yl acetate (2a) (CDCls)
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Figure 3. 'TH NMR spectrum of (3R,6R)-6-hydroxyhexahydrofuro[3,2-b]furan-3-yl acetate (2b) (CDCI3)
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Figure 4. 13C NMR spectrum of (3R,6R)-6-hydroxyhexahydrofuro[3,2-b]furan-3-yl acetate (2b) (CDCl5)
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Figure 5. 'TH NMR spectrum of (3S,6R)-6-(((trifluoromethyl)sulfonyl)oxy)hexahydrofuro[3,2-b]furan-3-yl
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Figure 6. 3C NMR spectrum of (3S,6R)-6-(((trifluoromethyl)sulfonyl)oxy)hexahydrofuro[3,2-b]furan-3-yl
acetate (3a) (CDCl5)
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Figure 7. 'TH NMR spectrum of (3R,6R)-6-(((trifluoromethyl)sulfonyl)oxy)hexahydrofuro[3,2-b]furan-3-yl
acetate (3b) (CDClIy)
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Figure 8. 13C NMR spectrum of (3R,6R)-6-(((trifluoromethyl)sulfonyl)oxy)hexahydrofuro[3,2-b]furan-3-
yl acetate (3b) (CDClI3)
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Figure 9. 'TH NMR spectrum of (3S,6S)-6-cyanohexahydrofuro[3,2-b]furan-3-yl acetate (4a) (CDClI3)
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Figure 10. '3C NMR spectrum of (3S,6S)-6-cyanohexahydrofuro[3,2-b]furan-3-yl acetate (4a) (CDCI5)
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Figure 12. 13C NMR spectrum of (3S,6R)-6-cyanohexahydrofuro[3,2-b]furan-3-yl acetate (4b) (CDClIs)
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Figure 31. "H NMR spectrum of PE-5 recorded in (6:1) CDCl5 /TFA (trifluoroacetic acid-d).
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Figure 32. Simultaneous Thermal Analysis (STA) of PE-1 recorded from 30 to 900 °C at 10 °C min-1
under a N, atmosphere.
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Figure 33. GPC chromatogram of PE-1 measured using HFIP as solvent.
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Figure 34. GPC chromatogram of PE-2 measured using HFIP as solvent.
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Figure 35. GPC chromatogram of PE-3 measured using HFIP as solvent.
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Figure 36. GPC chromatogram of PE-4 measured using HFIP as solvent.

40.00



& 2012-05-10_21:19:18_pe1|_01.vdt Method: PMMAgr-ro-bI-01

75.0 [ 6.000
—5.600
o< 4.0+
E —5.200
1] CE :I_ E
g =]
2 —4.800%
B 480 il
i =
- —4.4003
ﬁ 40.0 o
E —4.IIIIIIIIIEIJI
F 32.07 s
E ‘ 3600~
[ ]
o 240
—3.200
18.09 L2800
804 L2400
-1.0 2.000
[ [ [ [ [ [ [ [ [
1560168 176 134 192 200 208 216 224 2322430
Retention Volume (mL}
Figure 37. GPC chromatogram of PE-5 measured using HFIP as solvent.
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Figure 38. GPC chromatogram of PE-6 measured using HFIP as solvent.
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