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The Studies of Fingerprintsand Bioactive
Constitutes of Resina Ferulaein Taiwan

Fang-Rong Chang

Graduate Institute of Natural Products, Kaohsiung Medical University

ABSTRACT

The Traditional Chinese Medicine of Ferula sold in Taiwan is usually
imported in a resin type, so the understandings of their botanical origins and
chemical compounds are poor. The research analysis standard compounds and
their fingerprints of Ferula sold in Taiwan, and establish a standard procedure in
quality control.

Standard compounds were isolated from Ferula assafoetida, Ferula foetida,
and Ferula marmarica in the current study, and they have been used to investigate
the analyses of fingerprints with HPLC. Their fingerprints and quantity analysis of
standard samples were established successfully. However, the extracts and pure
compounds of these Ferula species didn’t display anticancer and anti-
inflammatory effect of neutrophils. It indicated they might act with some other
anti-inflammatory mechanisms.

Keywords : Ferula, standard compounds, fingerprint
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B\ ML F %

L
(— ) =M e s A R =4k ( Ferula assafoetida, Ferula foetida,

marmarica ) B2 2R L 1518 -

MT AL AP AAR S D 2 R TR L o Table
1-1.% 4 Ferula assafoetida » 3 1) cif 2 T AL B2 > p % &

PR AN R RS S  Table 1-2.5 ¢ Ferula
foetida =4 &) cif 3 - 35 AE 32 5 Table 1-3. % & Ferula
marmarica s 3t 1) ek 8 53 F I .

Table 1-1. & # 5% % : (Ferula assafoetida )

Sesquiterpene coumarins isolated from Ferula assafoetida

A U B .
i FE L F 5\ B3 L
B B o B ! - ¢
S1 | XFP-42 CyH3405 [402.52

Samarcandin

S2 |Oxide Z-2 C24H3205 400.51

Neveskone
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S3 |Gummosin C24H3204 384.51
S4 [Polythilinin |C,sH3405 |426.55 /@il
O (o) [e]
S5 Q-6 C26H36O6 444 .56 AN
Samarcandin m
acetate © ° °
S6 | XFP4-4 C24H5,05 [400.51
Galbanic
acid
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Table 1-2. & # 7.4 % : (Ferulafoetida)

Sesquiterpene coumarins isolated from Ferula foetida
$ofh | R RAE | AT | AT E
S7  |F851-3 Cy3H3005 |386.48
S8  [F851-5 C,4H3005
S9  |F852-1 C,6H3,06
S10 [FA10-13  |Cy4H;3,05
S11  [F8522-1-3 |Cy4H,;05
S12  |F91-3 CgH 0S5 [224.41
\ﬁ /\/\82
o)
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Table 1-3. & # 5% £ : (Ferulamarmarica)

Sesquiterpene coumarins isolated from Ferula marmarica

[

‘?‘/ED ™ /47\ =+ -\ /g\ = £ ‘§£
l% ( Mohamed %75 ) * = v 1
S13 |[FM2-4-1 CyHy304 (380.48 o o
Foetidone
AN
S14 |FM4-2-1 CycH3,05 (424.53 o o

Foetidin acetate

S15 |FM-20 Cy4H3004
Foetidin

O
s
HO

- 155 -




¢ %ﬁfﬁf’&ﬂ? 5248 % 1p

( = )3 1@rT4e 7 & = ( k%2 & B89 unknown )crude 3 Hdy 9 4& :

(3 féF 4.x3 f8;% /¢ solvent=9 #& crude extract )
HEH R RAeT i

Samplel. : #* S8k (F2 27 > dr17iEr )

Sample2. : # S8 F (sr %7 i)
Sample3. : & S~ h (B225h? Ei7)

474 47 =% HPLC v 2 ¢ > /& %2 3 B crude sn CHCL; k& £
Kt 4> F]5 Bt @q e B 8 g § o

(=) %

k7

1.2 & * pipet ~ tips
2. sample #3,
3. eppendorf
4. HPLC & B 4%
B @ SHIMADZU
(1) SPD-M10A vp DIODE ARRAY DETECTOR
(2) LP-10AT vp LIQUID CHROMATOGRAPHFCV-10AL vp
(3) DGU-14A DEGASSER

= Fik
(=) REZHY

P~ lmg &% %> % ImL “solvent ;3 f22_ > Bk & 5 1000
ppm (1 mg/mL) 2 Stock Solution » 12 eppendorf % fie % o

(=) home

P~ 1 mg# & * ImL shsolvent;3 f#2_ > 1k & 5 1000 ppm
(1 mg/mL) 2 Stock Solution » 12 eppendorf % fie @ -
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( = ) HPLC #&4F :
2 gradient e 3V iE 7 HPLC eha £ T & 3',;—, X B (T
2T S HPLC % R % 5
B
ok & 310 nm
ik 1.0 mL/min
B4 1 45bar~60 bar 2. ¥ (gradient shde 45/ 4 ~E % R4 )
7% 45 % %L @ n-hexane / ethyl acetate (100:0~0:100) /30 min

Column : Si-gel » 4 x 250 mm

LiChroCART® 250-4 Cat.1.50830
HPLC-Cartridge LiChrospher®
Si 60 (5 um)

Lot. F 650640
No.139692

bR 2 F % 7 T 5 4 n-hexane / ethyl acetate ;% 4
& ¥urt gradient = Vi 7 (B 5 100:0~0: 1000 = F
30 ~ 4% = # — X gradient) > #7i# * gnik 5 1.0 mL/min >
column #.#24c+ it » HPLC Detector 3% T_cd £ (& * STk
£)P % 310 nm °
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%8R
— R

Mz B BfRAE LT BRSO R BRI
e (R e ) 247 0 10T R B &k B2 Sample 1~ Sample 2
Sample 3 % 77 (4= P13 7% )+ 2 5.0]12 S1+S2+S3+S4+S5+56 -
S7-~S8~S9~S10~S11~S12~S13~S14~S15 %45+ (P10~P.13 z
Table A )o F S F %77 & &°¢ L5 BB 0 7§ o (407 7

FREET TT)

— FRER
TR Sy S Ry 0 T BRI R T

(— ) Table2. Fr#gF & & Samplel i &-f512 AR5 &8

1. Sample 1
s 5 % oo
S1 ]0.222989% » ¥ crude * S1 % & % 49.00543 mg/Kg
S3  [0.16858% > T crude ¥ S3 7 # % 37.04967 mg/Kg
S5 10.025229% > T crude * S5 7 £ % 5.54273 mg/Kg
S6 0.634319% > T crude ¥ S6 7 ® % 139.40548 mg/Kg
S8 [2.08861% » T crude ¥ S8 7 & 5 459.02426 mg/Kg
S9 |[3.10628% >  crude ¥ S9 7 ¥ i 682.68269 mg/Kg

S11 [5.875249 » ¥ crude » SI1 7z & 5 1291.23087 mg/Kg
S12 19.349039% > T crude ¥ S12 7 £ 5 2054.68307 mg/Kg
S13 |1.991279% > ¥ crude * S13 7 & 5 437.63136 mg/Kg
S15 |1.508969%6 > ¥ crude * S15 7 & 5 331.63168 mg/Kg
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(=) Table3. 487 & & Sample2 pr & HAZ R & &

2. Sample 2
2 5 0% owop
S1 0.44095% > % crude ® S1 7 € 5 111.68249 mg/Kg
S3 0.10792% > 9 crude * S3 7z € 5 27.33365 mg/Kg
S5 10.09847% > T crude ¥ S5 7 £ 5 24.94109 mg/Kg
S6 | 0.59900% > T crude * S6 7 £ % 151.71292 mg/Kg
S8 1.168199% > * crude ¥ S8 7z & » 295.87565 mg/Kg
S9 12.93310% > " crude ¥ S9 7z € 5 742.88676 mg/Kg

S11 | 5.402429% > ¥ crude » SI1 3

I
i

1368.30871 mg/Kg

S12 | 5.36907% » = crude # SI12 5 £ 5 1359.86192 mg/Kg
S13 | 2.009389% > = crude # S13 % £ % 508.92973 mg/Kg

S15 10.593229% » % crude » S15 2z

Ik
FT

150.24898 mg/Kg

(=) Tabled. Frég# & & Sample3 2R 2 F

3. Sample 3
[l & * S A
S3 0.117049% > ¥ crude » S3 7 & 5 39.84448 mg/Kg
S5 | 0.1015196 »  crude » S5 7z £ % 34.55753 mg/Kg

S9 4.243469¢ > ¥ crude * S9 %

g

% 1444.62112 mg/Kg

S11 | 8.551499% > ¥ crude ¥ S11 3

>.
Ik

= 2911.24110 mg/Kg

N

Ik
ET

S12 | 1.63505% > ¥ crude ® S12 7 556.62779 mg/Kg

S15 | 1.8227296 » = crude ® S15 3%

|l
Wi

620.51717 mg/Kg
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2. ~Table 4. » 4 :
& (4 @ Sample 3

2&

- Fx % (Ferulaspp.) »
B3 Bmgd 2Rl st g
(riEES) 2 7 2L F5HEE - qF
-

A L

e J

Sample 1 and 2) &= &

) e

d S#a ~HAIMARELFEA K W E ARA
et g E g 1Ay

W2 18 FeE

o IRK %»JVE£J%7

R ’ﬁ PLETE M A A
%%' PLEE F B % prrT7B ]

LT RS A BIRED &S HE S

v ¥t 1] 10 i ( & Table
VR 6 BES

ATFTERBIELRAMEZI R HRENBBEE R4
(— ) Table2. FT#27F & & Sample 1l pr &35 22 &

1. Sample 1

gL 3 % e e
S1 |0.222989% > ? crude * SI % # 5 49.00543 mg/Kg
S3 | 0.16858% > ? crude * S3 7 £ 5 37.04967 mg/Kg
S5 |0.025229% > * crude ¥ S5 7 £ 5 5.54273 mg/Kg
S6 | 0.634319; > ¥ crude ¥ S6 7 £ 5 139.40548 mg/Kg
S8 |2.08861% » 7 crude ¥ S8 7 & % 459.02426 mg/Kg
S9 | 3.106289% > % crude ¥ S9 7 £ i 682.68269 mg/Kg
S11 | 5.875249 » T crude ® S11 % £ % 1291.23087 mg/Kg
S12 | 9.349039% > T crude ¥ S12 7 £ % 2054.68307 mg/Kg
S13 | 1.991279% > 2 crude ® S13 7 £ % 437.63136 mg/Kg
S15 | 1.508969% > T crude * S15 7 £ % 331.63168 mg/Kg
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(=) Table3. 487 & & Sample2 pr & HAZ R & &

2. Sample 2
[ A oo
S1 0.440959% > *r crude ¥ S1 7 & 5 111.68249 mg/Kg

S3 |0.10792% > " crude ¥ S3 7 # % 27.33365 mg/Kg
S5 | 0.09847% > T crude * S5 % & % 24.94109 mg/Kg
S6 ]0.59900% > T crude ¥ S6 7 # % 151.71292 mg/Kg
S8 | 1.168199% > T crude * S8 7 & % 295.87565 mg/Kg

S9 2.933109% > ¥ crude ¥ S9 2

Ik

= 742.88676 mg/Kg

S11 | 5.4024295 > ¥ crude ® S1I 2z

ks
TS

1368.30871 mg/Kg

S12 | 5.36907% > ¥ crude ¢ S12 7 € 5 1359.86192 mg/Kg
S13 | 2.00938% > ¥ crude ¥ S13 7 £ 5 508.92973 mg/Kg
S15 | 0.59322% > ¥ crude ¥ S15 7 & 5 150.24898 mg/Kg

(=) Tabled. Frég# & & Sample3 2R 2 F

3. Sample 3
5 = * o 2
S3 0.117049% > ¥ crude » S3 7z & % 39.84448 mg/Kg

S5 0.101519% » = crude ¥ S5 2

]

% 34.55753 mg/Kg

S9 | 4.24346% > 7 crude ¢ S9 % £ 5 1444.62112 mg/Kg

S11 | 8.551499% > ¥ crude * S11 7z € 5 2911.24110 mg/Kg

S12 | 1.63505% > ¥ crude ® S12 7 £ % 556.62779 mg/Kg
S15 | 1.82272% » Fr crude ® S15 2 £ % 620.51717 mg/Kg

(Hepd timBl 4 FH2 BB L AFL295 ~Fl-47)
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e LRt s R (B0 1 & £ HPLC#R 1% 15 o
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1B~ B EER

- ~PRDCHCL K 554 2 3 R I RES(ER)3 A o

S~ F &P T EESL I5B > Sample 1 &2 ¢ Sample 3 ¥ ¥ 1|2 %
Brd oAkl AT §v HI10 BiRES o J 2 e g
ARFER > WL 4217 5 — Ferulaassafoetida ° Sample3 &5 H v
Ferula f£4+ °

S PRI S E R Ac#im decompose 0 FI T A EAARY B FLGER)
S LS R R Ak R

I

=~ FE S Ferula &4 > ApE2 LN P REESL TR RE S P
BAEF 2 R HET - B E

(iR Slhpv s > LA "5 R/ A7)
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ROk

— ~ Sample fAE W EAZE 2 47 HPLC EBZE RILEKE

mall

(- ) Sample e % $» 22 4L & 238 7 HPLC F 2%k % % & B -

™ B % 2 X 4 (Sample 1)£ 1% % &(S1-S6) <+t 2 B » CHCl,

, > N L \/\ﬂ 220y 5 Y SNV N
RN FIZ BB XL 7 ERS 0 w2 175 R 5%V e
1 | I | e | ] | | a0
Sandard 1-6 N Samplel-n-Hexane o Samplel-CHCly Samplel-M eOH
250
200
|
i i 150 %
I I
I f f|| i (| v i |
I l'l |I'|.I . I”! _'I | /) i !'! :l Il I| 100
"ﬁj’dbj R A W VAU L A S T ]
0|
i{ n
M |
s W,\An«ﬂ P I”'\ A =, ﬂ*-_/\ It — &
T o
150 175 200 225 250 275 00 25 350 il 400

Minutes

Bl@ F¢ 3~ L% R 1-6 (Standard 1-6) : F¢ WA
Sample 1 2. n-hexane F B3 ; # = ¢ ¥%4 5 Sample 1 2. CHCI;
EBg R Ed A A Samplel 2. MeOH % B4 o 23R
Eﬁ%ﬁt Bor o & anBlA) R & 0 VAR, a0t ¥ ¢ 8 I Sample
1 2. CHCl; 3 B~4r v 4 3| el & o2 o i § 0 dip| o CHCL; 3
Po¥ L EPE R ehdp iR A 7 BS 0 gk (8  CHCL 34

TRt EFTHTETRH -
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=% 134 :S1-S6

(- ) Fig 1. Standard 1~6 %

Detector A 310nm
Sandard1-6-10ppm
Sandard1-6-10ppm001

T I
| i 9
| 3 |\ o =
L b &0,
125 | —H = =+ = 125
ame =) I o
ame | < S6 8 g 2
Retention Time = @ =t
100 ret - L 10.0
4 2 - 3 :
[T} EQ g'
2] =
75 = - g 75
o
i}
E: 50 f . g 50 %
2 o r
I — r
u r r
A bl "
25 I 25
(3] ]
w ]
00 = = 00
o i~
(=] —
o =
o =
28§ d . 28§
- -
=t {s]
5.0 T T T T T T T T 1 5.0
10 20 21 22 23 24 25 28 27 28 2 30 3 a2
Mirutes

B2 5 Detector vx izt £ K> 310 nm > = ¥ Standard
(S1-S6) 1 0.01 mg/mL (10 ppm) inject 10 puL #7{¥ e.% % [

A0 2 HVRRZ EA4F 0% - 4 (001)

B2+ peak & T A L Hrom kT A (i’ﬁNﬂ}peak’tR’ﬁ

f)o bldet S4 eipeak 2 FcFd T @ i (4519.830
60863) v A H B R e% e B peak (Figl. 5 4+ ﬂ%}w
peak ¥R 4 e3x < ] ﬁ“fu[;gg]ﬂ/u]c fﬂ}nﬂpeak O IR LN
st peak ) HAFG PR S 19.830 A4 A,\Mﬁ;; 60863
mAU o H 41 pt 5548 o
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(= ) Crude 2 Standard '* #3884 :

PREEL Y248 %1

Fig 2. Standard 1~6 ¥ crude sample =77¥+ P& [B] 4%,

Samplel-CHCI3-500ppm

HA Samplel-CHCI3-500ppm001 Sandard1-6
Sandar d1-6002
ST e ——TT 7
Pk:l 0 S5 2
INamd S3
Retention Timg \ \
&0 Area :m
s1 \ \
N i
i )
“ WA rTe 2
LG i Bl @ - i I
2 HE e B ]
® e I S T EVI S Y .
) L ES LS M/ SITA SIS A
ST NI AN :
. l F_LT R ' C A Ar ' l_A ID
IIQ I 20 2‘1 I 22 3 24 I = I 2 e I 28 = I 30 |
Minutes
CrudeHlEﬁr / /
15
I: 1 I: ]E‘ CAI' usdsel;lﬁl;? B Crude ]:I IEIE‘I‘;A'I
i FIE Crude Fll-l’? s1 FAI-E‘}
A

CHCly 554 v 41416 ] « B
/%E{EE":F'& ﬁié\_‘- ‘)’

peak -

+ BIBA 1o 5 &% 5 1-6 (Standard 1-6)22 Sample 1 2.
rzgiEAaRE (% N B
TP o (110 21.569 » 68662)
BAFF

%#ﬁﬁ@q t (g.$ B peaki"z/ﬂ\)tﬁ 11
jfg‘:/”\‘i‘f%r» 68662 - ﬁfﬁ"!ﬂ-bkaﬁ;}g o

PFR G

= 21.569 &~ 48

- 167 -

41 IR e peak >




¢ ?%&ﬁ? 248 F 1

(Z) sH® §F S1~S6

Table 5. #&# %1 (S1) éﬂ'&ﬁﬁﬁﬁﬂiﬂ # & crude sample *77 S1 7 &

S1:
Jk B (mg/mL) 0.000166667 0.001666667  0.016666667
& 4 o f# (mAU) 4478.4 37406 354712.67
s *  Serjes]
S1gxttE S — 19 (Seris)
400000 (0.016666667
350000 v = 2E+07z + 14847 /‘ 3SATIZED)
| 300000 7] —
S 250000 — /
B 200000 —
] 150000 -
{(m A U) 100000
20000 €000 1666667
e e . .
(0.000166667,
0 44784 0005 0.01 0.015 0.0z
#=E(mg/mL)
E N crude sample 4p >t & & 20k B
x(conccentration)(mg/mL) y(area)
Samplel 0.001114882 23782.33
Sample2 0.002204749 45579.67
Sample3 0 0
¥y crude sample & .40k (%) 3 5 (mg/Kg)
Samplel 0.2229763  49.00461633
Sample2 0.4409497  111.6824155
Sample3 0 0

Xghs kR HE:mgmL: Y#hifsreff o =3 mAU

AL BF

y=A+Bx (A=1484.733491 > B=21196910.72 > R=0.999995686 )
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excel FNZ R AwHT MiE2 NG
y=(2x10")x + 1484.7
R*= 1
#- sample ® FHIEE Eoff oo i > P wFS ety =
(2x10")x + 1484.7 » ¥ ## crude sample AT EF AR TR ek
B i “,ﬁ% r2 crude sample & k ek & (0.5mg/mL) > ¥ {F crude
sample ® #7 7 & 2F 2t (95) -
blhe b 7B 4 ¢ > Sample 1 ¢ ¥ 3[HR% 5 peak chff » % ff B 5
2378233 (y &) &~y = 2x107)x + 1484.7 » ¥ x =0.001114882
(mg/mL) > ¥ crude sample » #77 3 4p§ **HF LTk R > £ % 1’
crude sample & & & 0.5 mg/mL> ¥ ¥ crude sample ® #7 7 =¥ &7
v G 0.22297639% -

(1) Sample 1 & & % 80g ert?y (2 % )> 2 CHCl; 3 B~{s ¥ CHCly
extract 1.7582g > ¥ 5 R k4 B 1 (S1) 5
(1.7582g x 0.22297369% ) / (80g) x 10° = 49.00461633 mg/Kg

(2) Sample 2 % i & 416.54g Py (2 2 ) 2 CHCl; 5 8~{5 {8
CHCl; extract 10.55g » 3 5 h k2 Z 24 ® 2.1 (S1) 5
(10.55 g x 0.4409497% ) / (416.54g) x 10°
— 111.6824155 mg/Kg
(3) Sample 3 % i % 416.82g vfit?y (4 %) 12 CHCL; 55~ ¥
CHClsextract 14.19g » 4% 5 h k4 Z 2 % 2.1 (S1) 5
(14.19¢ x 09) / (416.82¢) x 10° = 0 mg/Kg

M H ARG B AR R B 2 0 (mg/Kg) % PR P A o

MR Sy i R (P ERBEE R T e T o~ ) FlideT K
¥ -

4 crude sample itk 547 1:(%)  # B (mg/Kg)
Samplel 0.22298 49.00543
Sample2 0.44095 111.68249
Sample3 0 0
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Wi,

2k
A= 4

NS

C)

b

(1) Sample 1 7 CHCl; B4 3 SI & & 0.22298% » % crude ¥ S1 % ¥
49.00543 mg/Kg °

(2) Sample 2 = CHCl; 5 B~4 5 S1 & 4 0.44095% > ™ crude * S1 7 &
111.68249 mg/Kg °

(3) Sample3 57 CHCl; 5 B~4 % 3 S1 = & o

Table 6. &% 5.3 (S3) |+ 5 1A 2 # ¥ crude sample 72 S3 7 &

S3 :
R (mgml)  0.000166667  0.001666667  0.016666667
PR 8116.4 7604867  684019.67
S3iFtEERENE 0 sty
800000
y = 4E107x + 4532.4 A eaaarogn

| 500000 :
5 R? =0.9999 /
B 400000
ﬁ /
(mAU) 200000

D01666667,
76048.67) . .
0 (0000166667,
(0 81164 0005 0.01 0.015 0.02
#=E (mg/mL)
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E N crude sample 4p % &8 5.k B
x(conccentration)(mg/mL) y(area)
Samplel 0.000842907 38248.67
Sample?2 0.000539582 26115.67
Sample3 0.000585182 27939.67
e N crude sample #H& 8 24715 (%) 3 B (mg/Kg)
Samplel 0.16858135 37.0499662
Sample?2 0.10791635  27.33272897
Sample3 0.11703635  39.84323704

excel (TR E e BT s
y=(4x10"x + 45324
R*=0.9999
MR R T BB F T T r ) 8 e Hodh
N crude sample P 597 18(%) 4 B (mg/Kg)
Samplel 0.16858 37.04967

Sample2 0.10792 27.33365
Sample3 0.11704 39.84448

i

(1) Sample 1 57 CHCIl; %24 7 S3 = & 0.168589% » ¥ crude * S3 3
37.04967 mg/Kg

(2) Sample 2 57 CHCl; 2% 7 S3 = & 0.1079296 > ¥ crude * S3 %
27.33365mg/Kg °

(3) Sample 3 7 CHCl; B4 3 S3 & 4 0.117049% » % crude ¢ S3 %
39.84448mg/Kg

Ik

Ik

I
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Table 7. 524 & 5 (S5) st jFH7)% # 5 crude sample *72 S5 7 £

S5
JE & (mg/mL) 0.000166667 0.001666667 0.016666667
Ao 4147.6 38600 353204
SSERPEEISRIE 0 et
400000
320000 y =2EH07z + 19818~ Ei.
300000 5
2 250000 R?=09999 .~
B 200000
# 150000 //
{m A U) 100000 AmIM?
20000 TREO)
0 0000166667, ' '
0 478 0005 0.01 0.015 0.02
#=E(mg/mL)
¥ % crude sample 4p § >t & & 2.0k B
x(conccentration)(mg/mL) y(area)
Samplel 0.00012611 4504
Sample2 0.000492327 11828.33
Sample3 0.000507527 12132.33
#* X crude sample 7% 5971k (%) 4 & (mg/Kg)
Samplel 0.02522  5.5427255
Sample2 0.09847 24.94018582
Sample3 0.10151 34.55752843

rexcel Tz F% G w4

y:
R2

Iy

R CESELE

(2x10")x + 1981.8

=0.9999
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# 8 crude sample #1& 8 2471k (%) 3 B (mg/Kg)
Samplel 0.02522 5.54273
Sample2 0.09847 24.94019
Sample3 0.10151 34.55753

2 A

Vo aff)

(1) Sample 1 57 CHCL, £ 3% 5 S5 & A 0.025229 » ¥ crude * S5 5 £ %
5.54273 mg/Kg °

(2) Sample 2 57 CHCl; 3 B4 % S5 = & 0.098479% » ¥ crude ¥ S5 7z & 3
24.94019 mg/Kg °

(3) Sample 3 57 CHCl; 3 B4 % S5 = & 0.101519¢ » * crude ¥ S5 7z & :
34.55753 mg/Kg
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(- ) Fig3.Standard 8 ~9 ~ 13~ 14~ 15 %,

Detector A 310nm
Sandard 8,9,13-15-100ppm
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10pL #F 8 eh % |25 > & 0 kR = £4F 0% - & (002) -
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Fig 4. Standard 8 ~ 9 ~ 13 ~ 14 ~ 15 ¥# crude sample %4 e B] 44, B :

Samplel-CHCI3-500ppm

Samplel-CHCI3-500ppm001

Sandard 8,9,13-15-1000ppm
Sandard 8,9,13-15-1000ppm001
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(=) fs‘il']é‘_‘?"ET?SS\S9‘ S13 ~ S14 ~ S15

Table 8. #&# 5.8 (S8) AL b B]A) % #% & crude sample 77 S8 7 &

S8 :
kB (mg/mL) 0.001 0.002 0.02
A & £ (mAU) 4301.17 7358.67  64615.33
SSERME E B L i)
0000 ¥y = 3E+06z + 1065.5 4002, 64615 33)
o 0000 7, —
& 50000 =
40000
THi
& 30000 //
mAy) 20000 -
10000 [
(ﬂl]]lz, ?353-6?) 1 1 1

0 (0.001, 4301.17)
0 0.005 0.01 0.015 0.02 0.025

#=F(mg/mL)
HE crude sample 4p % *~ &8 2.0k B
x(conccentration)(mg/mL) y(area)

Sample1-CHCI3 extract 0.010443057 32394.67
Sample2-CHCI3 extract 0.005840943 18588.33
Sample3-CHCI3 extract 0 0

Er N crude sample #i& 8 597 {L (%)  # & (mg/Kg)
Sample1-CHCI3 extract 2.088611333  459.0245558
Sample2-CHCI3 extract 1.168188667  295.8753165
Sample3-CHCI3 extract 0 0

"excel Tz REGwET M2 0T
y=(3x10x + 1065.5
R*=1
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Er N crude sample #H& 28 547 {1k (%) ¥ & (mg/Kg)
Samplel 2.08861 459.02426
Sample2 1.16819 295.87565
Sample3 0 0

&n
(1) Sample 1 57 CHCl; % B~4 7 S8 = 4 2.088619% > T~ crude ¥ S8 7 & &
459.02426 mg/Kg °
(2) Sample 2 57 CHCl; % B4 7 S8 = & 1.168199% > T crude ¥ S8 7 & &
295.87565mg/Kg °
(3) Sample 3 57 CHCl; % B~4 % 3 S8 = & o
Table 9. % & 9 (S9) Mitie jFH7)% # & crude sample 77 S9 7 &
S9 :
JE B (mg/mL) 0.001 0.002 0.02
# 4~ ® f (mAU) 7164.67 12729.33 129295.33
- +  Deries]
SORtI H R — BB (Seiesl)
140000 y = 6E+06% + 264.97 P
i 120000 R =1 7 002,12929559)
100000
ag L~
& 0000
~
5 BOC00
/
20000 [—
{0.002, 12729.33)
(0001, 7164 67)
0 0.005 0.01 0.0L5 0.02 0.025
#=E(mg/mL)
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e i crude sample 4p % >t & & 250k B
x(conccentration)(mg/mL) y(area)

Samplel1-CHCI3 extract 0.015531393  93473.33
Sample2-CHCI3 extract 0.014665505 88278
Sample3-CHCI3 extract 0.021217283  127588.67

3 i) crude sample % 5971k (%) 4% & (mg/Kg)
Sample1-CHCI3 extract 3.106278667 682.682394
Sample2-CHCI3 extract 2.933101 742.8870109
Sample3-CHCI3 extract 4.243456667 1444.619982

-

Mexcel TMZ BRI AT S22
y=(6x10%x + 284.97
R%=1

RF B Bhp R )BT e AT ) B eT By

e N crude sample & 547 k(%) # 8 (mg/Kg)
Samplel 3.10628 682.68269
Sample?2 2.93310 742.88676
Sample3 4.24346 1444.62112

o3

(1) Sample 1 7 CHCl; 5 B2~% 3 S9 = & 3.106289% > % crude * S9 7 &
682.68269 mg/Kg -
(2) Sample 2 57 CHCl; % B~% 7 S9 = & 2.93310% > *r crude ¥ S9 7 & %
742.88676 mg/Kg °
(3) Sample 3 e7 CHCl3 % B~4 7 S9 = & 4.243469% > ¥ crude ®* S9 7 &
1444.62112 mg/Kg °

1T

Wi
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Table 10. #&#& = 13 (S13) 5‘%1'&3&&7?}%]4331 # ¥ crude sample #7% S13 7 &

S13:
Jk B (mg/mL) 0.001 0.002 0.02
4 & F(mAU) 8787.67 15587 149336
. +  Seresl
S13§RtE e EE — i (Series])
ﬁgggg y = TE+06% + 10775 _a
z_ (0.02, 149336)
120000 R =1 ad
100000
B 80000 //
= 60000 /
(mAU) 40000 P
20000 o
002, 15587) . .
0 (0.001, 8787 67)
0 0005 001 0015 0.0z 0.025
= E(mg/mL)
Eiy N crude sample 1p % > & % 5ok &
x(conccentration)(mg/mL) y(area)
Samplel1-CHCI3 extract 0.009956357 70772
Sample2-CHCI3 extract 0.010046881 71405.67
Sample3-CHCI3 extract 0 0

¥ X
Sample1-CHCI3 extract
Sample2-CHCI3 extract
Sample3-CHCI3 extract

27 Y 4L
Tdz 2%

1 excel

crude sample 4% 5971k (%) % & (mg/Kg)
1.99127 437.6313643

2.00938 508.9297306

0 0

v 22 N AU .
R T Mfs2 N3

y=(7x10x + 1077.5

R’=1
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Er N crude sample #1H% 28 52.97 ik (%) # ¥ (mg/Kg)

Samplel 1.99127 437.63136
Sample2 2.00938 508.92973
Sample3 0 0

£

W,

b

4k
wer

#
(1) Sample 1 e CHCl; % B4 7z S13 = & 1.991279% > * crude * S13 %

437.63136 mg/Kg °
(2) Sample 2 £ CHCL; £ 8~ 3 SI3 & 4 2.00938% » % crude ¥ SI3 3 £

508.92973 mg/Kg -
(3) Sample 3 e CHCl; 324 % 7 S13 = & -
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W % 334 :S11S12

(- ) Fig 5. Standard 11,12 %, B :
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(= ) Crude 2 Standard '* #3884 :

Fig 6. Standard 11,12 £ crude sample =%+ P& B 5%, [B] -
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(=) 4\511]“35‘?*&7? S11,12

Table 11. &% .11 (S11) SRS VR # & crude sample #7% Sl1

3
S11:
& & (mg/mL) 0.005 0.025 0.05
F 4 m i (mAU) 13300.67 77719.33 133882
SLLERIEE S IEH it (e
160000
- 140000 y = 3E406z + 3985 b,
120000 = :
B 100000 R?=09893 "
B 50000 o
1 60000 //(0.025, 77719.33)
(mAU) 40000 //
20000 3
|:| ﬂll:'l:ﬁ’I 133']].6'?] 1 1 1
0 0ol 002 003 004 D05 D06
#=E(mg/mL)
¥y crude sample #p § >t & 20k B
x(conccentration)(mg/mL) y(area)
Samplel1-CHCI; extract 0.029376223 92113.67
Sample2-CHCI; extract 0.02701211 85021.33
Sample3-CHCI; extract 0.042757443  132257.33
e N crude sample #H& 8 5290 (L (%) # 5 (mg/Kg)
Sample1-CHCI; extract 5.875244667 1291.231897
Sample2-CHCI; extract 5.402422 1368.309216
Sample3-CHCI; extract 8.551488667 2911.22365

vlexcel Tz BELwET ME2 0T
y=(3x10%x + 3985
R?=0.9893
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£ N crude sample #1& 8 547 {k (%) # ¥ (mg/Kg)
Samplel 5.87524 1291.23087
Sample2 5.40242 1368.30871
Sample3 8.55149 2911.2241

Y

“or @

(1) Sample 1 e CHCl3 % B~% 7 S11 = & 5.875249 > = crude ® S11 %
% 1291.23087 mg/Kg -

(2) Sample 2 e CHCl; % B~% 7 S11 = & 5.402429% > = crude ® S11 %
% 1368.30871 mg/Kg °

(3) Sample 3 7 CHCL, £ 54 5 S11 & 4 8551499 » ¥ crude ¥ SI1 %
% 2911.2241 mg/Kg «

=k

=k

Il

Table 12. #&# 5. 12 (S12) R+ ﬁﬁ?%}ﬂjﬂ ¥ 5 crude sample #73 S12 7

Ik

S12:
JE B (mg/mL) 0.005 0.025 0.05
# A & # (mAU) 4716.33 16882 33672
SL2ERPE I BS E 0 (e
40000
35000 - !
¥ 634613z 112338 05, 33672)
| 30000 5 P
& o000 R = 0.9992 L~
B 20000
B 1500 /"ﬁ —
(mAU) 10000 /
5000
I:I (l].l]lli, 4‘?16.33') | | |
O 00l 002 003 004 005 006
= (mg/mL)
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X crude sample 4p § >t &8 ek B
x(conccentration)(mg/mL) (area)
Sample1-CHCI3 extract 0.046745148 31366.33
Sample2-CHCI3 extract 0.026845363 18538.67
Sample3-CHCI3 extract 0.008175246 6503.67
¥ ¥ crude sample & 297 ik (%) 4% 5 (mg/Kg)
Samplel1-CHCI3 extract 9.34903 2054.683068
Sample2-CHCI3 extract 5.36907 1359.861922
Sample3-CHCI3 extract 1.63505 556.627789
excel TNz BEE ST g2
y =(644613)x + 1233.8
R*=0.9992
;p_,_zagﬁkL%&%?g;Lfrm( ﬁi%uééﬁi ‘I%E)‘)’ F’-—h_gr.‘rﬁ';:;}j%\
¥y crude sample & & 5247 {E (%) % 5 (mg/Kg)
Samplel 9.34903 2054.68307
Sample?2 5.36907 1359.86192
Sample3 1.63505 556.62779
im
(1) Sample 1 7 CHCl; % B~% 7 S12 = 4 9.349039 -
% 2054.68307 mg/Kg o
(2) Sample 2 77 CHCl; % B4 7 S12 = & 5.369079% -
% 1359.86192 mg/Kg -
(3) Sample 3 CHCL 5 2% 3

T crude ¥ S12
% 556.62779 mg/Kg °

Il

TR

 crude ® SI12 3
S12 = & 1.635059¢ >
AT T E K TS

Il

T crude ¥ S12
£ el

5?%94 T 7;\—»1_% e ”“'5? B

=k

FYFELR ¢4 %3 CCMPI3-RD-041
,£:1—

- 185 -



¢ ?%ﬁ'.’&i}? 5248 % 1p

- 186 -



