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W B AVEHEFRORHE—MERERRLUY, RENSTRN, MS,
IR,"HNMR f1*C NMR # % 2 nomilin.

XRiE vE®, HRERALY, nomilin, HEHBH, SKTKESEE
HPE  0656.4

YWHM (Citrus grandis (L. ) Osbeck var shatinyu Hort) BREZEFH#HEEEY. ¥
HFF ARG RIER, EEGH. HEERSFRESRLRE. NP EH
FFHIEE MRS RELY, HEMETRMT, MS, IR,'HNMR fI"CNMRE
E 2 nomilin.
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RZBM-TKZBERGER, 2BREEERAERERS B —-MEaRRR
Y, BRZRZE-XKZRBEHHBLESR, BA—-1TEHREREE, REHNS, AKX
269~271C (/). EMERHRENAR.

BREFETRITB, SAEH|,C+ Ht O=11+1.2210. 32, [R5 T BTl 514, 8
BT FRRA CosHa Oy N E K 12. ZMBREBE L Ehrlich 545 B 65 £ B
BN BB~ REFe-KRAHFEAL, HHSHEHATERFEE KX
(Limonoids) &% HASKMBBEEHMAE 1.
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ISR ERE S SRR 2.

# 2 “CNMR, DEPT ## # 52 3
Tab.2 Diagnostic *'CNMR, DEPT chemical shift for S

“CNMR (i6,/ppm), DEPT H & | “CNMR (&, /ppm), DEPT H R
33.39, 23.53, 20.71, 17.08, 16.43  5C-CH, | 169.15, 168.99, 1660.0 K L =0
38.92, 35.50, 32.20, 17.30 4CCH, | 120.28, 84.26. 65.68, 52.95, 37.73  9AFEK

143. 25, 141. 09, 109. 67, 78. 14, 70.93 8C-CH 206. 69, 169.15, 168.99, 166. 60

53.65, 51.10, 44.39 143. 25, 141.09, 120.28, 109. 67 B -tk mg 3R

AN
206. 69 ] /C =0| 84.26, 78.14, 70.99, 65.68, 53.65 5C-0

AFAEMESET 12, BELABRBIETRE 7 M FR
FE, ERTF 5 PAEME GF. HEERXLESYE _
HWHEAEB, C, DIRBEEGLI R 17 (15 B-BRACH:mFey &
sty (1) CLE D.

FERER(IDKSEARL—AFE, ET—1IF
WAHE GF). 17FHIFRSCNMR % (£ 3) #—HiHES
obacunone fRAHL, R B B F Ul B B0 LL A 454,
E obacunone 53 FRAFEHIE. S FRE 454 2
5 60, IEMN5 S kL EEM A4 A obacunone AHAF #(S M4
WRY (1), HEXRELE 2. ML flER (D

(1) By Emerson WA STk gy el Limonin (1)
KR, M4 A nomilin. {Hfy FHEMBEFKREWREEHEM. 5 H Barton, Dreyer %
AC~omRiEb 247, IR, NMR f1 MS MIE T EHI4H.

I
+ CH3C-0
MW 60

(I MW514 Iy MW454

B 2 S (nomilin) ¥7F ¥ obacunone

Fig-2 S (nomilin) converted into obacunone
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# 3 3% nomilin (1), S #¢ obacunone (1) #53C NMR #
Tab. 3 Diagnostic *C NMR chemical shifts for nomilin ( ¥ )} S and obacunone (K )

WEES 1 w®HS I | BRRT 1 £ S I
1 70.8 70.99 (CH-0O) 156. 8 15 53.5 53.65 (CH-0) 53.3
AN
2 35.3 35.50 (CH,) 122.7 16 166.9 166.60 (PINg /C =0) 166.9
AN
3 169.2 168.99 (Mg /c =0) 166.7 17 78.1 78.14 (CH-0) 77.9
4 84.3 84.26 (FEGO) 84.0 20 120. 2 120.28 (FEC-0) 120.0
5 51.1 51.10 (CH) 57.2 21 141.1 143.25 (=CH) 143.1
6 38.9 38.92 (CH,) 39.9 22 109. 7 109. 67 (=CH) 109.7
AN
7 206.9 206.69 (A /c =0) 207.5 23 143. 3 141.09 (=CH) 140.9
8 52.9 52.95 (FC) 52.9 [C-CH; 33.5 33. 39 (CHj) 32.0
9 44.3 44.39 (CH) 48.1 23. 4 23.53 (CH3) 26.7
10 44.3 44.39 (FO) 43.1 20. 8 20.71 (CH,) 21.0
11 16.5 17.30 (CHy) 17.0 17.2 17. 08 (CH;) 19. 4
12 32.2 32.20 (CH.) 32. 6 17.2 16. 43 (CH,) 16. 4
13 37.6 37.72 (FC) 37.3 [CH:COO 20.8 20.71 (CH,) —_
N
14 65.6 65.68 (FC-0) 65.1 CH; COO 169.2 169.15 (BH /c =0) —

C, £ OCOCH; ¢y= R AR B 'HNMR #E#®. BTHBRENTEYE, ARRE
BAMAFEFHHAR (LE 3, NEAXE A RIBFAREGEREREHEE, BELB
BAEXFr A R ABAWE, B OCOCH, b F BfL: B H#E A AR, OCOCH; AL F a

AN
{2y Cuofiz # A CH; R 72 P BR /C =0 HFRKX, IMHEFHAERY, LELB
ER BN 'THNMR LR HE (R4 FRFEREREY, WA FHHR, M—O0COCH,

AN
¥ BAL, Coofi b#HEARLTF AR /C =0 RBR, SEBIERFE .

B 3 nomilin A SFAIMR

Fig. 3 Conformation of A cycle for nomilin
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# 4 nomilin (1) # S 8'HNMR
Tab. 4 Diagnostic 'HNMR chemical shifts for nomilin (I) and S

H&9 nomilin ® £ @S H®S  nomiln® & &S
i 98 due 501(}?’:: ) C-CH, 155 1.55 (3H, &)
w=2.5 Jo=2.5 1.45 1.47 (3H, s)
H—15 3.78 3.80 (1H, ) 132 1.33 GH, )
H—17 5. 42 5.44 (1H, ) 118 1.18 GH, )
Bk g IE «a—H 7.38 7.40 (2H, &) 1. 08 1.09 (3H, s)
Bk W3R f—H 6. 32 5.33 (IH, © | CHCOO-  1.98  2.01 (GH, s

Boh, C i H AMEE, IREEC N2 AERE=EM, AFEMEESEH, —4
X 6Hz B—A 4 2.5Hz. B C, i H &5 B2, WERMBEHE JEK, T Ju, JH
8/, X8 J,=6Hz, J.=2.5Hz.

Hasegawa % A “E4EHF 3E nomilin @94 M 154, & 3 nomilin BB NS B H Ak
S-EBE (GST) HyIEY:, EMTLME RS MEH, SR mAERELTREIESE
MR BEEHERERVENE. BiH 42 HINA nomilin fiERERRMEEHT
*'J[BJ.

2 TR

2.1 B i, SDX—FTIR &; RKi¥. %E VG A7, ZAB—HS Fi#{l; TR
4447 . #E PERKIN - ELMER 247, 240C BT R BBstiRi%:. B4 JEOL &
dl, FX-90Q B#ILRA; E=SMESMEN, BEITREKIE.

2.2 B 548 750 MTHBEYHMMTFLEA 60~90CAHMEB (3X1000 mL)
FERBEBAE 3x48 h, FHZMZE (3X1000mL) ERBR 3X48h. WA ILMIE
REEBEESETY 21 g FIREE R 0.149~0.074 mm B (F R &™) i#
FTRERERNT, RKKH 60~0CAMM—ZMZE— T KZHETHERESE. AL
BMZBE: BAKZEE=90: 10 fERBEA rh AW, SWMBERBE 6 d EHTHBEBK
FREH. BHAZKRZENEKZENBABRHNELGR-RBAGRRERE, E 153 mg
B 269~271C (4MB). LMERHRENAS. MGk ZHBERHERYE SR
BMER L, B sy -—HEEEFRN ZBER, RERAEFAN A HCl SEmEM
MAERP. BRLIRE, JEaEHTL, B -BERa~BREFE~KRA (Ehrlich
XA R B IERN).

2.3 AKX MbFH# w=6530%,wy=6.70%, FEH,C:H: O=1:1.22:0.32
=28:34:9; m/z M*T+1) 515, (M*—60) 454.

NMR, IR, MS, JERT4 B MR POR/ANE, BRAEL, BIUE, RN, BRIFNE, FILB0H.
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Studies on the Chemical Constituents of the Shatinyu Seeds

Lai Zuogi* Fu Xiong

Abstract A limonoid was isolated from shatinyu (Citrus grandis (L. ) Osbeck] seeds

colleted from Mei Xian, Its structure has been established as nomilin using elemental

analysis, MS, IR, 'H NMR and *C NMR .

Keywords Citrus grandis (L. ) var shatinyu Hort, limonoids, nomilin, antitumor

agent, glutathione —S—transferase
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