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Structures of xylocarpins A-1 (1-5, 7-10)
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3C and DEPT NMR spectra
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3C and DEPT NMR spectra
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3C NMR spectrum
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ESIMS spectrum
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3C and DEPT NMR spectra
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HMQC spectrum
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NOESY spectrum
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ot p P-SIMS-Cly. Bruker Dallonics. Inc. APEX 11, FT-ICRNS
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XMASS Mass Analysis Constraints

- mase [1] = 6£85.2782480
- mass (2] = 711.2626170
ce = +1
Tance = 0.0050000
min = -2
max = 200
Tandidates = 100
gimin, max) Wt {min, max)
20 40 .00 100.00
25 70 .00 100.00
10 20 .00 100.00
2 1 0.00 100.00
C H O Na mass
Mass Analysis for mass 689.2782480
33 46 14 1 689.2779504
35 45 14 o] 6822803558

error

4.317e-07
3.058e-06
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3C and DEPT NMR spectra
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HMQC spectrum

Avance 500 Bruker, RA&T Center BNU
sample:cjx022a, Solvent:cdcll3 I

spectrum:cjx-07 & hmgc
i L i

O I -

i
B

Ll

1
!
$
i
i

i

l I j L_l L4 .L.!..JL./\_.J-L_L ppa
L] L]
—~ 4 L] L J T ‘:";'f.l 2
o4 R TR
— i | ' ] N T ]

.

—] i, : "

[— : T ! . : 1; L
— i i i ' o L] l‘
= T h i ’

f . =t £

-_| ] [ ’ . 'LHT '
- 18
=] B.5 b 5.5 £l 4.5 4.0 .t 3.0 2.5 2.0 £l Ppm

34



Supplementary data for “Xylocarpins A-I, Limonoids from Chinese Mangrove Plant Xylocarpus granatum”

Page 35 of 51

NOESY spectrum
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a P-SINS-Gly+MaCl. Bruker Daltemies. Ine- APEK 001, FT-ICRNS
Sample e-w-112
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¥MASE Mass Analysis for /disk2b/SPECS_SIMS/P-5IMS-LinWenHan/34/pdata/1
XMASE Mass Analvsis Constraints

Ion mass = 509.2301500
Charge = +1

Tolerance = 0.0030000
CBE min = P

DEE max = 200

Max Candidates = 100

B=om #imin, max) We%kimin, max)

£ 20 40 0.00 100.00

H 20 ES 0.00 100.00

o 4 20 0.00 100.00

Na 0 1 0.00 100.00

# C H Q Ma mass error

v+ Mass Analysis for mass 609.2301500

1 il iB 11 1 60%.2306113 7.572e-07
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3C and DEPT NMR spectra
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HMQC spectrum
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HRSIMS spectrum
ai - P-5IM3-Gly. Bruker Deltenics. Imc. APEX 1. FT-ICRMS
Sample: CIXO3Z
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¥MASS Mass Analysis for /disk2b/SPECS_SIMS/P-SIMS-WargYan/108/pdata/l/mas=zanal
XMASS Maseg Analysis Constraints

Ton mass = 627.27963160

Charge - +1
Tolerance = 0.0030000

OBE min = -2
[EE max = 200

Max Candidates = 100

ALom #{min, max) WEE (min, max)

C 10 L 0.00 100.00

H 30 50 0.00 100.00

o 5 15 0.0 100 .00

-3 c H o MASS CLIOD

**++ Mass Analysis for mass 627.2726360

1 ig 43 11 627.275%9643 §.234e-07
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9. Xylocarpin H (9)
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3C and DEPT NMR spectra
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HMQC spectum
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NOESY spectrum
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HRSIMS spectrum
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¥ _ g 13
XMASS Mass Analysis Constraints

Ion mase (1] = 565.2417020
Ion mass [2] = SRI.2542500

Charge = +1
Telerance = 0,0030000

DBRE min = =2
DBE max = 200

Max Candidates = 100

tom #{min, max) Wt (min, max)
C an a6 Q.00 100,00
H a0 50 0.00 100.00
a] 5 15 Q.00 100,00
# c H a] mags error
*=* Mass Analysis for mass 565.2417020
1 iz N g 5E5.243188% 2.630e-08

*+*+ Mass Analysis Zor mass S83.2542500
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10. Xylocarpin 1 (10)
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3C and DEPT NMR spectra
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HMQC spectrum
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NOESY spectrum
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P-5IMS-Cly+NaCl. Broker Dallesics. Inc. APEX I1. FP-ICENS
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XMASS Mass Analysis for /disk2b/SPECS SIMS/P-SIMS-WangYan/113/pdata/l/massanal
XMASS Mass Analysis Constraints

Ion mass [1] = 565.2417020
Ion mass [2] 583.2542500

Charge = +1
Tolerance = §,0030000

DBE min
DBE max

-2
200

mn n

Max Candidateg = 100

Atom #{min, max) Wt (min, max)

C 30 38 0.00 100.00

H 30 50 0.00 100.00

0 5 15 0,00 100,00

# C H 0 mags error

#*x* Mass Analysis for mass 565.2417020

1 32 37 9 565.243188% 2,630e-06

**¥* Mass Analysis for mass 583.2542500
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7.R=R;=Ac
8. R = Ac, Ry =tigloyl
xylogranatin B R = tigyoyl, R; = Ac

9 R, = tigloyl

addition 1 R = H, proceranolide R, = Ac, xylogranatin C
of OH

o R =tigloyl, khayasin T o
acetylationl if/ if/

O

xyloccensin K

1.R; = Ac, R, = OAC, Ry = H
3.R; =R, = H, Ry = OAC
4.R; = Ac, R, = OH, Ry = OAC
5.R

6.R

1=Ac, Ry = H, Ry = OAC

orthoester
transformation o
OAc and acetoxylation

xyloccensin P

10

Scheme 1 The hypothesis of biotransformation of the isolated limonoids
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