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Figure S1. IR spectrum of hesperuside A (1).
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Figure S2. 3C NMR and DEPT spectrum of hesperuside A (1) in pyridine-ds, 150MHz.
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Figure S3. '"H NMR spectrum of hesperuside A (1) in pyridine-ds, 600MHz.
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Figure S4. HMQC spectrum of hesperuside A (1).
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Figure S5. 'H-'H COSY spectrum of hesperuside A (1).
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Figure S6. HMBC spectrum of hesperuside A (1).
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Figure S7. NOESY spectrum of hesperuside A (1).
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Figure S8.TOCSY spectrum of hesperuside A (1).
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Figure S9. EI-MS spectrum of hesperuside A (1).
lon Mass (Measured) 07 45341
Sum Formula  Sigma miz__ Err [ppm]  Mean B jppm] B jmiba) rdb N Rule o
CAdHBAN 1 Na1 O 11 0088 B0V A5281 175 -1.70 061 1200 ak  odd
C4IHBENa1 D14 0091 B0745013 407 5 62 =329 7.50 ak  awven

Figure §10. HR-EI-MS spectrum of hesperuside A (1).
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Figure S11. IR spectrum of hesperuside B (2).

S7 of 52

Figure §12. 'TH NMR spectrum of hesperuside B (2) in pyridine-ds, 600MHz.
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Figure S13. 3C NMR and DEPT spectrum of hesperuside B (2) in pyridine-ds, 150MHz.
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HMQC spectrum of hesperuside B (2).
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Figure S15. 'H-'"H COSY spectrum of hesperuside B (2).
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Figure S16. HMBC spectrum of hesperuside B (2).
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Figure S17. NOESY spectrum of hesperuside B (2).
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Figure S18.TOCSY spectrum of hesperuside B (2).
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Figure S19. EI-MS spectrum of hesperuside B (2).

lonization Mode ES|-Positive

lon Mass (Measured) 809.46384

Sum Formula  Sigma miz__Em [ppm] Mean Err [ppm] Emr [mDa] rdb N Rule e
C41H70Na1014  0.010 809.46578 2.39 2.23 1.94  6.50 ok even
C48H66Na109  0.049 809.45990 -4.86 -5.06 -3.94  15.50 ok even
C51H64N1Na106  0.068 809.46258 -1.55 -1.79 -1.26  20.00 ok odd
C54H62N2Na103  0.086 809.46526 1.76 1.48 142  24.50 ok even

Figure S20. HR-EI-MS spectrum of hesperuside B (2).
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Figure S21. '"H NMR spectrum of hesperuside C (3) in pyridine-ds, 600MHz.
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Figure 522. 3C NMR spectrum of hesperuside C (3) in pyridine-ds, 150MHz.
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Figure 523. DEPT spectrum of hesperuside C (3).
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Figure 524. HMQC spectrum of hesperuside C (3).
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Figure 525. 'H-'"H COSY spectrum of hesperuside C (3).
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Figure S26. HMBC spectrum of hesperuside C (3).
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Figure S27. EI-MS spectrum of hesperuside C (3).



