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HPLC KN EERERHRELSE

2B, whE, ¥HF, EEE, FHL, EKA, SHHN
(BHKE L AL EARLBER, 2 HEBAB SRR, 3. WAL, [ JH 510632)

(# E] B2y@SARSFSRERBERNEETERASERLLE MR MK E#(HPLC) B ARE 7
% RTRBRHEIARIB 5% 2880 CHIAENR 3 I, EIfRATE 3 h, By 1:20. BERABHRRZ MR
BYBE EERBBKE, T 10 ml EA. R Discovery C,(4. 6 mm x 150 mm,5 wm) RAFHE, DAD R 2. K
Pi& 315 nm, FEHE 20 pL, MAAN FEAK (KRB 1%=RZR) HEER, RE 1.0 ol/min. KREIRE
1.006 ~10.06 pg MEP 2 RIFHIRIER R, r =0.9999, I EIK % ) 98.0% ,RSD =0. 2% . WBFREHTHR
BREFPHEBLRORBSEN 19.93 mp/e. FHERE. TH, HHUEDS, THTRERERNERLRNE
BRI,

[X@R] BELK: WRRMEHE: B

[FHES%S] R84.2 [ XHKAFIRE] A [XEHS] 1000 -9965(2009)01 ~ 0092 ~04

Foundation of method of caulerpin in fern algae of
South China Sea measured by HPLC
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[Abstract] A quantitative analysis meathod for the determination of is established in this paper cauler-
pin in Fem Algae of South China Sea by High Performance Liquid Chromatography ( HPLC). Drying
Caulerpa was extracted with 95% ethanol by heating circumfluence in 80 C for 3 times and the refluxing
time of 3 h, and the ratio 1: 10. Then the ethanol extract was got by vaccuum concentration and dissolved
with 10 ml methanol. HPLC was perfomed on Discovery C;(4.6 mm x 150 mm,5 pm) ,DAD detctor.
The detection wavelengh was 315 nm, the mobile phase was methanol and water( quality score 1%TFA) ,
velocity of flow was 1. 0 mL/min, injection volume was 20 wL. The content of caulerpin showed good line-
arity in the range of 1. 006 ~10. 06 pg, r =0.9999. The average recovery was 98.0% , RSD =0. 92%.
The results showed that per gram dry Fem Algae contained 19. 93 mg caulerpin. The quantitative analysis
meathod is sensitive, reliable and selective, and can be used for the detective of culerpin existing in algae.
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RE&,%. HPLCRMEEREFHRELR 93

ER. gl s S E B E TH
EROFE BENTHIEEREIVUNKER
RUBKAESNEFEN ARBENEKNEE
—HERIEFAERFEHANERMELRY
B, XEMERAE TEFR IR TFERED
(REREED) £ KMRAMEYERETH. B
ASPEE IR E R, BREAE (caulerpin) BF
BEWREFEYEROERY, BIHIEHERE, &K
EYERERFOTEEED. €401, 8
ISR R WA X Bk SELL K AR T ok 9 AE % SCRR R
B BATEELEREERBEENTERERSZ
— AT H—ERE I L XFEE TR MR
MR KR, A XEL T —HEER T
BENBETHRELE SR HPLC EBAMTE
HE.
1 XREH
1.1 ZTRHH

AE(EEg), REBETAERN - ;28R
KRR 1%=RZH). F8, 2, AN
B, LB R A, W XRBHZEER—
r. :

BREE: S REERESTEREAGEHEHR
IS REEEER A RBERRIIEREE
HAeyrE.

1.2 FENH

HP1100 7 51 7 %5 v AH €5 354X, 40 45 1311A g
JLE, 1313 B3R, 1316A HEE, 1314 K5 —
A K2R , 1315BDAD; Agilent {3 T HEY;. EHE
BRUKER 7\ 7] EQUINOX - 55 % 4T #b ¥ 34X ;
Bruker Daltonics APEX [[4.70 Bl & # FT - ICR MS
H 5P F i ; SOOMHz 48 5 A% R 3L R (X (#8 E Bruker
74%]) ;0.45 pm,25 mm HILIEE( LB THEAEL
BT BETERBI(RRTRNFE NG R
AF);BFRE(EEERXBFURERAE);
UV -2102PC - BS54 e R BE T (R R AN 2R A
FR/AE) );HHS BB ERKB R ( LEHREIL
FRAABBESFH &) RE - 52AAB JEfF & &Y
(LEWENBEERAHF);SHZ - D MEFKKE
FESR(AXHEBRTEYUE).
1.3 BRARGADNHE

HHENERAZ MR N, ZERRYRER
BERCBRIMER, FRYZRERH (10 ~ 40
pm) WERET, V(A MHE)/V(ZBRZE) B EH
U, BB, V(A M)/ V(ZHZE)

=13 PGB 2 BEE SR, BBO6 S
&, mp. Y7319 ~320 C. FEFEEHARFEHLLEH.
1.4 REFHOES
RERBUR SR ZARMESE &, o 5 M 6l A
50.3 mg/L BBRBLAE W R BB R ER.
1.5 #RBENHE
BMBREHTREREES ¢ WERE. BT
100 mL BB, EMERTH 5% 28
50 mL7E 80 CTTF/KB[EH 2 h. WEKRLE B EREK
HIBRBYYER FBEHRRE® 10.5 mg, AR
BEAT2S mLAERES. F0.45 um FEEEL
T, B R

2 HEEER

2.1 EMERHESHSR

it MS F1°C - NMR ¥ 0 & # & (M 4+ F
REMZEH.

MS BIKPC - NMR i 8E HAFRRH CouHy
N,O, , HH% 4 FRE K 398. BB EEREEF
WE[M+H]" %5399, B F#[ M -H] ™ 397, BF
PABSE M - F R B X 398. g1 F7E”C - NMR i
ERER RAMRERES BRI FIFEHREH—
¥, [Flet'H-NMR #% B SR FHRRES, WRH
LA YRR T, 40503 3 383 om ™' B —
gL R 1 265 om ™' SRR WS LB AR LE MR, o
3383 cm™ ¥ vy_y,1 265 em ™' ve_y. 1688 cm™
(veoo) HEBATFERKEE,1 059 cm ™' H v, c_o_c- 3055
em™ (v, _cop) 1629 em™ R 1 487 em ™ (B R
) BPAEESER. 'H-NMR 15 % 7.18.7.25,
7.47.7.59 1 4 PR abed BE R 5, A B
R L4 MERRFE, N — S E 215
REMNFE. HEBEENRS N 12.55 WEF.
E A& Y2 P, BT DU F itk K 5 B R F—
ERBRARLNE. HEFRFEFITFAERNE
Wy T B AR SA AL %8 , Y LA 42 F o B 3R BR P B 057 51
WA ERMPALE. Bl 5H RN ZLEY
HOEIRE L BE XA W IBRELR 256
RBAR BN BRI , % S I A BE IR B 99%
PAL. HA¥Egme 1.

H
R,0,C
1 B¥AR



94 BRAFER(BRBER)

30 %

2.2 RWBEKHHBE

FRECHT 84 B 38 41 K 4 o 7 W8 W, T 200 ~ 400
nm TSN, B R BRI RN BABEBRE
315 nm FERKAEH B KR, Bk #E 315 nm il
EEK.

2.3 wiEsH

S AR b 2R Xt BE & VS W A SR VA VR 20 L,
HEABAR G, W E BRI R A F AR, MR
HEHSE

AR ESK(ERME 1% =R R) #&—
FE B R A WVE A Ve BRI E S B ve i (V8% :
V(7K) =90: 10,70: 30.50: 50) , £5 3£ & B 90: 10
FIBERE R YE LB 7E 4 ~ 5 min BEH 8, R B BOR
L CHERENKA AL, SEHRAF. 8
BREARGEMMEEREZEHRY AFES
7K #5— 8 B v 4 Y R5E 59 46 86 BE VR G, L W B[R] SE JR
20 ~30 min, 3+ ESBCR M E HEEAE. BORBRBEBIR
YIRBOEAE S B E R A 2.

0} 5% {84 : Discovery C,; 8,24k (4.6 mm x 150
mm,5 pm) ; FSHEFEESK(HEESH 1% =R L
BR) B6 BE R B, e A 2R 14 0 R B 55K M EC EL ZE 30
min P E 10: 90 A5 3% 90: 10; i 1.0 mL - min~’;
R E R B K 315 nm.

2

1

-

~—

20

t/min

B2 BRBEEBEYIEER

2.4 FARNRERRSREEE

R R BREA RIS (50.3 mg/L)2,
6.10.15.20 pL, FEA A EIE, & ER &G E
WETERR, A i 1 A X 2 B (mg/L) 34T BT, i T
FAARER Y, RS R BYRBE (mg/L) B 845 X 1E
PRAEM L. AR EVRELRHHERE 1.006 ~
10.06 pg FRIFMREXR, KELRNWARERT
FHEHRY=50.165X -5.322, r=0.9999. ZHEE

R IBR (3% S/N=3 1) 4 8 ng.
2.5 HEERR

K R R PRAE S AV, R EEHERE S IR (20
pl) , fiEiEm,RSD =0.22% (n =5) , RN L%
WEERLF.

2.6 REFKHHEER

450 B 2 R R 4y 3 30% . 50% . 70% |
90% ,95% FF7k 7. BExT SRR IR BUBUR. B
FIMGBERE S S 4, 42 10 g, A FIMA 10 FEHA
FI%ER,80 Cm#AEF 2 hy W RBUKIEL, RA
HPLC Wi E R BEUEN T RSB S RMBHER
PR g BREBEZHEERBEPEENERR
AEBELIT, LTRE) 2514 9.90,11.32,
14.51.16.77.18.23.18.31 mg/g, EA LK ZEH
REBRESF. BN TZ R & RA% R, Mk
FRRR 8 95% 2. B2V R 3R BRI .

4351 3 50.70 .90 C & FI5r 4 95% Z.BEK
WREU SOR BB AR BUSCR. BUH [RGB 3
4y, 841 10 g, S BIEEARFENRE FRE2 h, BB
i, MEBRELRNERSH ERUEBERE T
4353 15. 68 .17. 32.18. 81 mg/g, FH/KBHERE
BER 90 C iy H AR BUHUR B f.

ELHERRERENRERNVER L, KA
Ly (3*) IERFEM R T £ S 871k, IE3R
BREFKFELRERGMTREL 5FK2.

x1 EXRBERKEER

-~ 34 t/h R 1
A B C
1 1 1:10
2 2 2 1:15
3 3 3 1:20
£2 EXRRER
RBs A B C  w(BEBIR)/ (mg-g™")
1 1 1 1 9.91
2 1 2 2 13.53
3 1 3 3 15. 60
4 2 1 2 18. 10
5 2 2 3 18.57
6 2 3 1 18.22
7 3 1 3 19. 83
8 3 2 1 19. 36
9 3 3 2 18.75
K, 0.130 0.159 0.158
K, 0.183 0.171 0.168
K; 0.193 0.175 0.177
R 0.063 0.016 0.022




E1H

KREA,%: HPLC MBS RETRELER 95

HBREMNERTH, ERRLEHEHN
ACB,  BIRBARBRERB T L SR ANERRS
$95% Z. 1% 80 C 444+ A E 3 K, [E Ft ]
A3 h, BN 1:20. EZREHFTEZRRUEGR
BREERELERENERN 19.93 my/s.

2.7 BEMRR

BAGR BER, U LR ME, T 0.2.4.6,
8.10.16 h, fliE ik m L, 457 RSD =0. 72% (n =7),
BB 16 h RERE.
2.8 ESHIRR

BERETZAGTRIUSEINESR 6 6,42
FIEBARE , O RREGH 20 wL e, it
ARRLERBRO N ERIMERPERELER
FHEHR 19.93 mg/g( BIEE g MOREKHE ZBREE
P 19.93 mg BR¥ELAEK) ,RSD =0.62% (n =6),
EAZFTEEINH R
2.9 MAREIGRE

KA R, BERRENARELER
BABWERREZBERYER 6 0, 2 5IEE
IMARFRRMBRBL T RS, WELFRIH,
HERBE, ERAKI. FEEEBITFHEKE.

%3 hEEKRRER
PR MABREL

WIRE  RAMER Twﬁ f/‘: Z:/ 'i RSD/%
Flt/mg  Rik/mg e
19.13 10. 09 28.42 97.3

19.29 11.07 29. 96 98.7 97.9 0.75
19.12 10. 05 28.53 97.8
19. 14 18.51 38.29 9.2
19.46 18.77 38.13 98.3 98.4 L13
19.33 18.89 37.34 97.7
19.22 22.67 40. 59 9.9
19.40 23.10 42.16 9.2 97.8 0.89
19.38 23.45 41.67 97.3

3 i
(1) &5 H1k, FRARREIR A HPLC E &

RRUEEARRLENTENMEXRE, AR
ST B T VR AR 6 3 B B 4 4 2K : DiscoveryCq 83

K (416 mm x 150 mm,5 pm) KR K 315 nm, i
B 20 oL, BERE VRN R BEAIK B B e R , BRI 214 R
B 57K A9 C HL7E 30 min P4 H 10: 90 28 % 90: 10,
P 1.0 mL/min, BARAH T BRBELL R 59 1 e i 1]y
19. 426 min.

(2) 7EFTHRE BRI R T e RS b R
O, FEEEREBSRE REERELR.
FEHEREMTERIERRES, K EYRYE
BOETEMERER, EASERET, THERSHN
SHTIE ER.

G)REMERELEWE XFRRE T, &
HOAELENE, AABENRFEYERKMEE, R
—FEAFRAMRORRAOEDEREE HTEZ
FETHERED AUXETAEE MASER
B(ASHETRN1%ER). REETEEEY
BRTAFENEFEE, TURATREGHRE
MEEAERN TS A FARE, TR AEER
BRRIEB TG AP BEESTEREAR
BRGNS, A SCRTEST W R R R 3 B
LESRMHPLC RIS, ABRELENTHREF
RIARUET —FrEL A S BR A A M E AP TR 5
WFEE.
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