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"' % + (Toosendan Fructus)

- HE
AT E RS E RS F S 104

S RFEAVER
(- )HPLC ®E 2 k47§ 1+
Agilent 1100 series » & 7z Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; % 45 ¢ ++ Cosmosil 5C18-AR-II Column (250 x 4.6
mm, 5 um) °
(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC» ¢ 7 Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; & 47 ¢ +L Thermo Syncronis C18 Column (100 x
2.1 mm, 1.7 pm) °

ERR E T L B

(=) 34
" A5(99.9%)fr e ¥ (99.9%) R 5 Merck. s ¢ fi(95%) % BEA T R332 £ 4
Lo @ oo

(=) H®EF&
"4 % (Toosendanin)p-p >+ B F L4 5 *T 2 @ > B R 95%17 + o

= N3 ;‘;
(=) REFEZHEBRS
BAEH RS P FHAEET05g B SOmL A F P o Hah

» AR~ T75%% BE S 50%F f% ~ 2 iR~ 75%¢ f% ~ 50%2 fE & 10mL 425
AR ESR(# 300 W o 4E 5 40 kHz) 30 A 48 0 4 Arisdpe 10 A 48(59
6000 RPM) » B~ {8 g% # 3 £ i /g (Syringe filter, PTFE 0.45 pm) » ¥ o &
45 10 pL i~ B 2Tiv iR 49 & 47 R(HPLC) » TR {F & L& $ 2. 2 8 5
"' % (Toosendanin)f « A% & % 5 B & "+ FBUA 4L o

=) R EFFAEGER
PASHAN0SgGEY 205G R) > HaflE > ¥ SOmL 4t F
P HEAES ~ T5%9 i 10 mL o 42 A B ASE(F & 300 W o 4 3 40
kHz) 30 & & > 4 fr s #< 10 » 48(% 6000 RPM) » P~ F 5% 2 10 mL
2. RFLP 4 T5% T B 2% 2 10mL o 4 3 £ i (Syringe filter, PTFE
0.45 pm) » Brjfgife > 18 o & £ 10 pl it » HPLC » A A A £4F 1+ it

aERE S S N £



(Z) HBiRETBR
P AL 2 5 4 % (Toosendanin)## #/2 A 1.0 mg > 4c 1 mL e % % =
# 1 mL 7 "' % (Toosendanin) 1000 pg k2 &-58 & i3 i - 1 0o 3 4
3 25 pg/mL @+ HRAEE SRR -

(2 ) t& &3k
Pk s A(GE R 20 5L )9 05g HAEAL 0 B SOmL g F ¢ o
A AEse > 75% 7 B 10mL > 425 i B adZ(# 5 300 W > #F 5 40 kHz) 30
A 4B o 3 10 4 48(%) 6000RPM) » B+t i 3 25mL 2 L %1% » A A
MAEEAFHRI- x> LB RT 4 T5%7 @3 %R 0 443 £ B/ (Syringe
filter, PTFE 0.45 pm) » 7 {# o

() iz
b G A B R AR AR s &% 0% 10 pL o 2~ HPLC o B
K s # *ﬂ_gﬂ; @'{[\“J— N /F' “Q =4 Ilﬁ% (Toosendanln)mg s AP /ff;' o

(=) BER
A FE e B~ g % (Toosendanin) - # 5% & i3 /% if £ (1000 pg/mL) » 12
¢ AR 2 ' F (Toosendanin) 4 = 5 250~ 100~50~25~10 pg/mL
SR R R o AR B P10 uL 4 B2~ HPLC i 7 L& 4 47 0 I
FARE 2 U G R (y B TR 2 DR R (X )RR (T AR W b 0 1R
HBER2Z > y=ax+b B iphd %R

(=) Mk %
v % (Toosendanin) ik & % 25 pug/mL 2 $FPREE 204 ik &
I & 2 & (Toosendanin)id *# & ff & 4 1f > R ip$HHEE L -

() ERpPERE LR
LEREPR-#F LRI X BRI eEBRAFT 2T Y
I &R R o B HRBI R 11 " R & (Toosendanin) 7 £ (%) &
itk RdARERE L -
2. AP - 3 BRI K BRI RSB IRAE 2R
WFHeEaR > A5 w0248~ 16~24 ] pFrieiipl > "%
(Toosendanin)id " & ## % 4p 1% > Fdiip$HHRE X o



(1) BRNHE"IE T & &' GE5%
i p]1% *(limit of detection, LOD) © #-2 “vik & 2 %5 503 7 7 4741
TIEBEREIOL L =301 P2 R R o T HpHEALG I E S T E & Y(limit
of quantitation, LOQ) * #-¢ Frik & 2 {3 &% it 7 74 - T r3UgiResn

WA =101 PFZER 0 TR R EERNAGIE -

() Fptew e d %
B~ Jv ' #f % (Toosendanin) 7 & 9" + 445 2 4 0.25 g #sw
I o & B4~ 850 pL 7 i % (Toosendanin)id i (1000 pg/mL) -
Todete &p e W S R TR

(+ - ) HPLC ~ #7if it

1. & +7 ¢ : Cosmosil 5C18-AR-II Column (250 x 4.6 mm, 5 um)

2. ¥ Bk £ UV 210 nm

3. wig o 1.0 mL/min

4. pHER 125°C

5.0~ % 1 10puL

6. # & 4p -

P& F (min) v # (%) -k (%)

0 32 68
30 32 68

(+=) 487 & "W+ 7 £2RE
el BRI EH kSRR EUE S EUE R SRR L 10
puL s 5 = 443 » HPLC #7118 T 3oL % & ff B4 I 2 35 B R 1

% (Toosendanin)s g » 7 € -



(+=) "+ &2 UPLC K 47 % 2

1. & 47 ¢ : Thermo Syncronis C18 Column (100 x 2.1 mm, 1.7 pm)

2. % BIAE UV 210 nm

3. i 0 0.3 mL/min

4. FHIER 125°C

5.50~8 11.0puL

6. # & 4p -

P & (min) " (%) k(%)

0 20 80
2 20 80
4 40 60
6 50 50
7 52 48
11 60 40




7 B
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(- ) &% 5" 4% % (Toosendanin)z. HPLC & 17
R T R 143 (peak A)£r 172 4 45 (peak B) Ak 7 &
(Toosendanin) & # 5.4 4% (] - ) o

DADL1 C, Sig=210,8 Ref=360,100 (CJY\16110403.D)

"'+ % (Toosendanin)

100

T T T T T
5 10 15 20 25 min

B- ~ "' % (Toosendanin) &% &% it 22 HPLC 4 47§l

(=) @ & "4 52 HPLC & ¥7
HHETERF 438 17208008 TS s ! 2 (Toosendanin)
BE(Bl= ) A3 F 5 R>3.54 (peak A) » R > 1.56 (Peak B) » 3¢ & F] 5
L T=0091 (Peak A, B) » 354 & il * 28 p o

40+

304

"' 4% % (Toosendanin)

20

10

T T T T T
5 10 15 20 25 min

Bl- 7 & '3 4 &2 HPLC & 47 @)




Z) B EF B ER

1 75% @
B b REF T5%"

b L AMLPE  H L EHE R
A NE R

o A RBBERR

B -

g "' 4§ % (Toosendanin) s 4

i "'+ 2 (Toosendanin)| "' #% % (Toosendanin) .
% 4 B it 55
A 5 f# (peak A) A% % Fi (peak B)
v A% 162.7 78.2
75%° fi% 165.5 78.3 \
50% ¥ A% 127.5 44.8
° fiy 150.0 51.8
75%¢c f% 89.2 335
50%¢ f% 77.1 33.0

(2 ) bt 5P
Sk BR BB =t Ak Lo R (Toosendanin) &5 = 2 (>99%)

Foo RS R B R

T5%% fF 5 Pk

Ilﬁ

- (Toosendanin)

A& % F# (peak A)

"' 44 % (Toosendanin)
A% % F# (peak B)

>
~

- 120.0 S
%o 305 s
2 N.D. ND.

() ﬁ——?w "1 % (Toosendanin) & & 4
&7 kR 1 % (Toosendanin) (x)#f &
”Lraf*' Jmfﬁ% B4R L y=2.9086x +3.5684 » RZ=0.9999 » &7 kB &
10-250 pg/mL 7 243 chsfd i (B =) -

AR TR G ff e E R E(Y)



"' 4% 2 (Toosendanin)

800 1 y = 2.9086x + 3.5684

700 - R2=0.9999
600 -
3
2 500 |
# 400
=)
w300
=

200 -

100

0 T T T T T 1
0 50 100 150 200 250 300
Pk B (ng/mL)

Bl= - "% % (Toosendanin)z_ #& & 4%

# = ~ "' % (Toosendanin)Z_ # & 4 = 75\

HREES Jk & (ng/mL) Ripw g A3 R®
] ﬁ ./%
, 10-250 y =2.9086x + 3.5684 0.9999
(Toosendanin)

(=) Hrrs i ik
F %% % or o f1* HPLC = & if & ciff /g & 4% "' # % (Toosendanin)
MFER ZAPEHERE L 5 1.52% 0 £ M2 ApFHERE L 5 1.78% » 355 & s
* R FN o

(=) e %
d 2% 7 uF 5 & (Toosendanin) i 24 /| FFp FE 2> AP ¥R E L
w134% LR 0 FATT inr?@f‘ifa"‘nft EER A e
;‘{_ o

& N
/\‘
M-

( \) ”51? -E-_ﬁ;;u \ﬂ%‘%}
Toosendanin) /4 7P| 4#& *2(limit of detection, LOD) 5 5.0 ug/mL (]

(
& *(limit of quantitation, LOQ) % 10 ug/mL (B®]7 ) °

&)
%
£

T)o Z



DAD1 C, Sig=210,8 Ref=360,100 (CIY\16111041.0)

"% % (Toosendanin)

Blz ~ "' % (Toosendanin)z. LOD % 17 B

ADI C, 5i1g=210, (CIV\6111045.D)

"% % (Toosendanin)

T T T T T
0 5 10 15 20 25

BlZ ~ "'k % (Toosendanin)z. LOQ % 45 ]

Zw o LA

. "' 4% % (Toosendanin)

IR g kR R.S.D. (%)
R (n=h) 25 pg/mL 1.87
Em (n=h) # &% i% (No.6) 1.78
EEdt  (n=6) H 5% i% (N0.6) 1.34
RE' (n=1) 5.0 pg/mL -
&% (n=1) 10 pg/mL -




(1) Firem e
i e "1 4% % (Toosendanin)L 32w Jz & 103.5% » 4p $HE & % £ 1.90% o

% I ~ "' % (Toosendanin)ijs *v ¥ J2 F

o |FHEE[ 578 [ w2 [mwe [ wicd [*or ¥ [RSD.
(9) (mg) (mg) (mg) (%) (%) (%)

1 0.25 0.41 0.85 1.26 100.0

2 0.25 0.41 0.85 1.30 105.2

3 0.25 0.41 0.85 1.29 104.0 103.5 1.90

4 0.25 0.41 0.85 1.28 103.2

5 0.25 041 0.85 1.30 105.2

e

B T

2. Z R TR TSRS T 0 TR F
% 0.13-0.19% ° Z &% " + é%ﬁ#ﬂ F S MARE L B
(Toosendanin) £ i %Y 0.060%0.20% 2 B o I #4h B W &
(Toosendamn),}iUf%\:c B RH M3 5000 (F % e s 14781 (peak A), 15522
(peak B)) -

(=) o#3 8" W+ 3
10 4+ 4 5
(Toosendanin) £ é‘

l“b l‘“b ‘ﬁ’f li“‘b

50~ 58T LW &2 " % (Toosendanin) 7 £

¢ ZEEL | ' 2% (Toosendanin) 7 | * Z 41 %%, | "' % (Toosendanin) 3
(No.) £ (%) (No.) £ (%)
1 (NF) 0.16 6 (SG) 0.14
2 (SC) 0.15 7 (CD) 0.14
3 (SR) 0.14 8 (SQ) 0.17
4 (SE) 0.13 9 (SU) 0.14
5(SJ) 0.19 10 (SP) 0.18




(4= &+ EH 2 HPLC 4. W3 ok =
ek GRS RS £ 10 uL iR » e 7 HPLC 4y & W3
il e

1. & 47 ¢ : Cosmosil 5C18-AR-II Column (250 x 4.6 mm, 5 um)

2. ¥ BLAE UV 210 nm

3. ;i ¢ 1.0 mL/min

4. FHER 125°C

5.4 ~% 110uL

6. # & 4p -

P [ (min) z % (%) k(%)
0 32 68
30 32 68
mAU

"' +% % (Toosendanin)

&

300

w4

200

150

100

50

i T T T T i T T T T i T T T T i T T T T i
5 10 15 20 25

Bl ~ 103 " 4f + #1412 HPLC 4y ¥ Rl3#




(+ =) %% 5 4% % (Toosendanin)z. UPLC % +7
TR 9.66 #7 10.46 45akE ot " % (Toosendanin) % 2 5.4 4%
(B-)-

0.10+

o.os—; "' $% % (Toosendanin)

0.06]

9.661

AU
10.461

0.0+

0,021

0,00 e e
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00

Minutes

Bl- ~ "'"# % (Toosendanin) % & -4 i 2. UPLC & 17 &

(=) 73 & "+ &&2 UPLC & 47
WHFGER 067 & 1047 sk TR RET R
(Toosendanin) =738 % (] ~ ) »

0.08
0.06-

2 0047
0.021

0.00 —
0. 00 . 4.0 . . . . . 10 OO 11 0C

Minutes

e

9.672

10.469

B~ &3 k&2 UPLC & 47 W)
(+w ) "4 % (Toosendanin) ek 3 3% ~ & 5 § 223 8h
A F 3N 1 CaoH33011 5 Mol. Wt. 57462 ; mp : 179-180°C ; v ¢ T4 o

(+31) "H= (Toosendanin)n;—fﬂ.‘é£ f;




(=) """ % (Toosendanin)« 'H NMR ] ¥

Toosendanin_Pyr_600

T T T T T T

T B R ARy R
95 90 85 80 75 70 65 60 55 50 45 4.0

I TAN L )\ :'\ M.)\ I\ P P ) UL PRM
G BF B3 2Y @Eu@EEY  EEEER RR
Bl4 ~ ' % (Toosendanin): 'H NMR ] # (pyridine-ds)
(+ =) "4 % (Toosendanin) 3C NMR ] :#
Teosendanin_Pyr_ &00
Y |
‘ \
|1 N
v 1 o T T T T = T T T x B [Es BN |
220 200 180 160 140 120 100 80 60 40 20 0 ppm

Bl ~ "'1% % (Toosendanin)=1 *C NMR [l ¥ (pyridine-ds)



(+ ~) "4 % (Toosendanin) = ESI-MS ] %

TA\Lu, Chung-Kuang\2016\Toosendanin 12/2/2016 1:43:36 PM Toosendanin

597.20 [M_Na]+
\ /

janin #14-24 RT: 0.48-0.83 AV: 11 NL: 2.77E3
Sl Full ms [ 150.00-1500.00)

655.27
| eor40
637.00
694.40
57027 | 71467
. 61320\ | e89.27 .
42533 46773 71.00
246,20 20073 35153 39527 538.73 81213 87473 927.33 99673
15547 213.13 [ 1l ‘ I '. ‘ “ “
i s s v by G O e L ARG M“L. MJL u m i unl Al 1 i|ﬂimmm. alli ol
50 200 250 300 350 400 450 500 550 800 850 900 950 1000
miz
anin #87-91 RT: 2.67-2.78 AV: 5 NL: 1.39E4
31 Full ms [ 150.00-1500.00]
s [M-HT
531.40
|
388.67 49553 609.20  664.33 761,20 781.93 802.40 a&oso 90620, 967.60
189.33 341.40 472,07 495 534.13 | 717.33 ;
33 23080 313.00 ‘ || | | 7oosof || ‘ “ 933.20 991.93
| I S I N T Y TET | I Y | ‘ I Y
30 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
miz

Bl-- - ~ "'#% % (Toosendanin) <7 ESI-MS ] ¥

(+4 ) ""# % (Toosendanin)= FTIR M) 3%

101 Joosendanin

100

98| e -
o7
96|

95

934

T
924 Y

%Transmittance

91

90 {

89 !

88

87

86

1735.02 ™
1057.70
1035.19

85

3500 3000 2500 2000 1500 1 060
___ Wavenumbers (cm-1)

B+ - ~ "4 % (Toosendanin) 1 FTIR B



= ) "4 % (Toosendanin) e UV B 3#

210 nm

B+ = ~ ""# % (Toosendanin) UV 3%



- 1 _

)

HO

"' 4% % (Toosendanin)

"' 4% % (Toosendanin)ea ~ & - 5 =

% = ~ "' % (Toosendanin)hd ~ g i* & =4 (pyridine-ds)*

position ou (600 MHz) oc (150 MHz)
1 4.94 (s) 69.6
2 2.36 (d, 15.7) 37.1
3.34 (dt, 16.2,4.3)
3 599, 5.4) 74.0
4 - 40.5
5 3.59(d, 11.4) 28.8
6 2.04 (dt, 14.6, 3.5) 26.0
2.16 (m)
7 3.90 (brs) 69.9
8 - 42.9
545 (s) 49.4
10 - 42.4
11 - 208.2
12 5.97 (s) 78.8
13 - 46.0
14 - 73.0
15 4.00 (s) 58.9
16 1.95 (t, 12.5) 33.9
2.12 (m)
17 3.24 (dd,) 38.9
18 1.87 (s) 15.5
19 4.64 (d, 12.6) 64.6
4.80 (d, 12.6)
20 - 123.4



21
22
23
28
29
30
OAc

OAc

7.37 (s)
6.29 (s)
7.50 (s)
1.16 (s)
5.38 (s)
1.32 (s)
1.98 (s)

1.83 (s)

141.0
112.4
142.7
20.0
96.7
22.8
21.0
170.5
20.6
170.3

4(Multiplicity, J in Hz) in ppm.
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4 & 7 . TOOSENDAN FRUCTUS

# <% ¢ ! Sichuan Chinaberry Fruit

A R AFEEH #* Meliaceae f£.4= "' tf Melia toosendan Sieb. et Zucc.Z ¢ '§ =
HEF o

N

(-) B &EAaR [F3221) (L% #FL 5 - 5K213) v
— B ASBk 1.0g ﬁbﬁf&bﬁq 30mL > 423 i AJ2 30
& Bl IRk RHEI fg o AR e B ImL #2033
ﬁ?«’fﬁ&'?%‘fl °
[5522)] (¢ 4 3 £{cHEL 2015)
— P A GSA A 2.0 g 4ok 80 mL v A2 A AT ] fJ‘B* ’
Bip o Bt - % 7 ’mif)f?i}'é"—-ﬁg"3’k » & = 25mL >
HoF T =ik Hpi ¥ 5&4/*4E9ﬁ%2mLx§L‘/%ﬁ¢’
FatediBiR o
[55223] (A% EHEES A p)
— B ARk 2.0 g0 40 R 20 mL o AT g AIE 30 A
$ > g 0 RiRRHEI d 0 AR T FR 2 mL @ 203 3
FatRdiBiR o

(=) ¥HRiE®r B % (Toosendanin) ¥ R4 Ho4e 2 A @] & ImL 2

s o 10mgep R > (T3 HRIEE RSB R -
(=) & & +  HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
(=) B B & [BE&1)] (£4° ZL 5% - Kw2013)

— K AR (90 ])
[ERH 2] (P #4 3 x{-REL 2015)
"0 (161 1)
'3] (&4 B EHEES )V
wop g (1)
B # 10cmx10cm~20cm x 10cm
B ERWEALTIHEF IS5A& VAR > BEFIEHE 8cm -
Bd &AL 10%Frfk ¢ B%380% (H2SO4/EtOH TS) 5 16 » 105 C4e
BMIEFES o T R ETRRAR -

Wy

I"I
\"T-\“glt
D

ol

PR Y]

/\/T\/\
i

Ve



I FBEEZEARRR
5% p ¥ 105/12/06

10 %+% & (RH) © 36%

B R (RT): 27 C
[BRA3] (B44%7 FHEESP)—n e

a

sppe (1)

5L 8 iid
1>2-3 "' 4§ % (Toosendanin) (1.0 mg/mL) 1>2>5uL
4>5°6 weEaR 9 [F522 1] 2>5>8puL
7-8°9 ViAo [F532 2] 2>5>8uL
10> 1112 ¥aqiar 9 [F57323]) 2>5>8uL

DR R s B AES
FROREERRESEY > g [F

e [Fe2 02 118



BB ARER

F 5% 0 105/12/07

0 4t% A (RH) © 41%

i B (RT) : 26 C
[Ema 1] (A4 FL 5452013 — ¥ 758 9:1)
(52232 1] (447 #2 % - %% 2013)—HPTLC 10%#efk e f & 4 57 4
X ("HE ReE S 0.01)

[Em& 2] (F &4 E8{cREL 2015 —=F 7% " fF (16: 1)
[ i2 1] (447 £4 % - %% 2013)—HPTLC 10%Ffie B R ¢ 67 2
kD (HE REAE L 027 2 0.39)




(@A 3] (B&F4E FHERSAP)—2 = p@ (1:1)
[55=2 1] (447 2L % - % 2013)—HPTLC 10%#rfe e fE 5 ¢ 47 2
Lt dl (THE REA H L 024 2 0.28)

1 : Blank

2 ¢ "% % (Toosendanin)

304 W EBR9

5 : Spike

EEBA R [FR 2 1] 0 [ERA2) 2 [BERA3] BR v
Wit B A A0 R R B RGF L T Shi Al R
PR BA LB BHEES R 2 (BRI 3]

27



T ERREINER

F %P 105/12/07

1 $H% R (RH) © 41%

# B ([RT):26 C
[EEH 3] (B&4E? BHEES P )—2 = A (1:1)
[32=2 1) (4#° L 5% [F222 1] (48 L% -5
2013) —HPTLC % ¢ %£(254 nm)¥ &1 2013)— HPTLC % ¢} (365 nm)# !

[552 3 1] (L8 FL 5% [F222 1] (48 2L 5K
2013)—HPTLC % ¢ /¥ & %4 21V 2013)—HPTLC % ¢ /% ¢ %(365 nm)
el

1 : Blank
"' 4% % (Toosendanin)
304 &R
5 : Spike
Lé'éi?u;’}";’ O 0% R R S 10 T Bk KA E
2_iEH & ﬁ -% (Toosendanin) % & .51 8t o

ln_t
=
%\}‘5}
J
%
~=h
P
'
=
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F =% p ¥ 1 105/12/08

10 %% A (RH) © 43%

B AERT) 27 C
[(BR# 3] (B44%° EHRES2p)— e ifmm (1:1)
[5p22 1] (447 #L % - %K 2013)—HPTLC 10%Fifke f3 % 4 67
ki )

1 Blank
2 "' 4§ % (Toosendanin) (1.0 mg/mL)
304 t =3 % 1 (NF)
5°6 ¥ &% % 2 (CD)
78 ¥ &% % 3(SC)
910 &% % 4 (SE)
1112 ¥ =5 it 5(SG)
13 Spike (& &% it 9)
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1 Blank
2 "' 4§ % (Toosendanin) (1.0 mg/mL)
3>4 &% % 6(S))
5:6 i i3 % 7(SP)
78 &% % 8(SQ)
910 ¥ &% % 9 (SR)
1112 % 5% 10 (SU)
13 Spike (# &% i 9)

BihmrEk oA Y BL Y - k20132 [FB 2 1] X iz B
EHEE S p 2 [BBRAH 3) ~ 42 " 1 % (Toosendanin) » & * 4 & # 7

*oo F L 10%Fpe e BREE S o 0 T LR iRARELE o
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