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(- )HPLC ®E 2 k47§ 1+
Waters 2695 Separation Module» & 7 Waters 2998 ~ Photodiode Array Detector ;
R 47 ¢ 4. COSMOSIL 5Ci5-AR-II Column (250 x 4.6 mm, 5 um) ©

() UPLC RE2 k17§ 1
Waters AcQuity Ultra Perfermance LC > # z Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 *g 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

2 RRF R B IR
(=) @4
? P (HPLC grado)Ft B 0 R 46 P22 7 5 FAPk(285%) BB * Merck -
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FIASC? o EFgse » 50%7 fi3 20mL > 4c 42w 55 30 A 4> 2 No.l i i i
T 0 PR AS » 25 mL 2 F BALY 0 4 S0%T BRI MR 3 E B
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LE B2 RODEPE S LR G S B ARPIERE R -
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2.

i iR4& *Y(Limit of Detection, LOD) : #-2 4wk & 2 %2 %73 % 7 #7448 -
TR R =3 PR kR > (TR RHRIIRE

Z £ 1&'Y(Limit of Quantification, LOQ) @ #-2 svik & 2 {51 &3 i 7 ¥74f
o S ELRet L2100 kR > TR R RIUGE -
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oo i RQERE RPERPERE A S RS 05 g
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o
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(+- ) HPLC 4 45 i

1. & 47 ¢ : COSMOSIL5C s-AR-II C18 Column (250 x 4.6 mm, 5 um)
2. ¥k £ 1 UV 260 nm
3. ;wz# 1.0 mL/min
4. FHER 135°C
5.4~ 110l
6. # B4 -
P ¥ (min) v A (%) 0.2%#&4 & (VIV, %)
0 13 87
30 13 87

L) AT L ARPERZ BRI
1047 Ak E RS AE P 2/ A kSRR 2210
puL i g 3 442 » HPLC» 1@ T30 ¥ 6 ff R 'qerl 25 P B & h 2k
sy A g R o
+ =) APtk &2 UPLC 4 f7i% i
1. % +7 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥BAE UV 260 nm
3. it 0.4 mL/min
4. FHIER 135°C
5.0 ~% 1 1pL
6. #H4p -
P ¥ (min) v A% (%) 0.2%# & (vIv, %)
0 13 87
10 13 87
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5% fE 154481

50%¢ % 168953

11



() REFXBIEEER
M gn 30 A AR B SLEH £ B TR R SR R G ff B
B o duin in 30 A 4B G B i EBeiE it o

22 P ER RS I EE TR

B2 E R 5 A B i

i
i
ks

AR AT 0~ & 211284
se#hie on 30 A 4 245782 \

() HERBEESRIFRERER
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WS (R 2) -

2500000

s 1500000
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w 1
= 500000
0

2000000 -~

. B2 R A
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2z S ROFRZBERS N
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ZAPHAEE L L 081% 0 Bk iuig * B RPN o ROZAR A 24 PR AR
LoARTEAPIFRF L5 0.14% 1L R[> 97 FREAS TR 24 )
PER 2 o BlE s A LR o

(~) BRHER S 2 &%
B2 R RHELE 0.15ug/mL(Ble ) T &% 5 0.5 ug/mL (BT )
0.020
0.015- )
R 2R
S 0.010+
2
0.005- /
0.000-¢ [
0.00 2.60 4.‘00 6.60 B.(")O 10.‘00 12.‘00 14.‘00 16.‘00 18.‘00 20.‘00 22}00 24.‘00 26.‘00 ZB.‘OO 30.00
Minutes
Ble ~ B2 xrp2 i RHELA 17 B
omz% ) ?—‘?ﬁﬁ
e R

BT~ R2Fpz 21k 19 R

Low o~ LIRS A

¥R B

s v A a
Y2k ps

P33

R.S.D. (%)

(n=5)

5.0 pg/mL

0.06

LA/ R s

(n=5)

# &% % (No.5)

0.81

(n=5)

# &% % (No.5)

0.14

B R (n=1)

0.15 pg/mL

TEAET (0=1)

0.5 pg/mL

(1) b v e 2%

@ﬁﬁ&ib@ﬁ@ﬁ$é9ﬂ%’w%%ﬁ%ééawu%iw
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I S REEREE v TF

e BHHEE| FFE | e E | REE | wiF |Tmwfed| RSD.
(9) (mg) (mg) (mg) (%) (%) (%)
1 0.5014 0.0734 0.07 0.1398 94.86
2 0.5012 0.0734 0.07 0.1401 95.29
3 0.5011 0.0734 0.07 0.1391 93.86 95.1 0.9
4 0.5014 0.0734 0.07 0.1407 96.14
5 0.5011 0.0734 0.07 0.1403 95.57

() £%7 eaPEHz LRIT
10 3+ 2B 2 2 R LB FFEE &)od = 2771 R R GZ
£ 5 0.011-0.029% - @éi?ﬁiﬁ%‘ﬁ:}% ko R AR £ E S
0.01% o T8z 4 ficde B 52 K e L9 25 30 s 7 1435 5000 (3 % 8 % 16825)

224 LR ERHR S L RO OT E

B s R2FREE B SnBh RQFRG R

(No.) (%) (No.) (%)

1 (NC) 0.021 6 (CA) 0.014
2 (NCB) 0.023 7 (CB) 0.015
3 (NF) 0.015 8 (SK2) 0.011
4 (NJ) 0.029 9 (SUA) 0.011
5 (NRB) 0.016 10 (SUC) 0.012

T 35E48.D. 0.01740.006
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(- ) #P#E it 2 HPLC 4 % B3 e =

A

P10 447 & AP E G S5 0% & 10 puL i 4% » i 7 HPLC 43 % [l
EEVIER

»

1. & 47 ’F? : COSMOSILS5Cq5-AR-II C18 Column (250 % 4.6 mm, 5 pm)
2. ¥Rl E UV 260 nm 3. ik ¢ 1.0 mL/min
4. FHER 135°C 5.4~ 1 10pL
6. ##4p ¢
P B (min) v Az (%) 0.2%#4 & (VIV, %)

0 5 95

15 20 80

40 30 70

50 45 55

60 70 30

oA/ \ NN N e —

i

Bl ~ 10 # 24% 4 2 HPLC 45 = Bl3#
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(=) #HREESRZFAE2 UPLC & 17
TR 198 A AT B SR RN R R s (B ) o

0.40—

0.30 Ja &2 —,;fﬁ/;

0.20 /

0.10 /\
0.00 —

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

AU

Bl= ~ RO2EFERIEFE &3 R 2 UPLC 4 47 B

(+2) 7 & akP®Hk 52 UPLC & 17
WGP 2.0 A SEM T AP ER &Y RS2 E RS (BN -

RO ER

T T T B B L T B e B By B B B B R B
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

B~ 3 & EE P ¥ &2 UPLC & 17 B
(—L‘I) }E’E‘J:}‘ﬁ’iﬁ’lﬁ—;;\ \,4,\_3.:%;,511;%
AF N CHOs s AFE 1154125 3 EEI221°C; 6 ¢ Bk o

(L3) RQFpDEE

HO:©/COOH
HO
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(+ =) k2 Fpe "HNMR B3

—12.246

9.367

y
/ I
S / | [
rd P |
" - J
T T T T T T T T o R T T
13 12 11 10 9 8 7 6
) 0.‘75 1 - UJL;AS 1.00
1.72 0.96
= R ER
) R2ER

(_.L

167,293

144.861

‘‘‘‘‘‘‘

40 20

Bt ~ R 2 F feeh PC NMR B33 (DMSO-d)
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(+ ) Rs2E e ESI-MS Bl3#

Protocatechuicacid-MSswitch #308 RT: 3.05 AV: 1 NL: 4.64E7
T: FTMS - p ESI Full ms [100.0000-1200.0000]

100 153.0173
95

: [M-H]

905

85
807
757

703
657

60|

o
a
|

Relative Abundance
o
o

141.0148

ey 154.9997
112.9834 ‘ / 179.0125
T

| 121.0273 132.8657 151.0017
o I 8 o e 50 e B

221.0234

1711372 [ 180.9877 201 0240 2089295 [

‘ 2?3.0189

e OB B g X T

7l T
150 160 170 180 190 200 210
m/z

B+ - ~ k2 ESI-MS B3

T T
100 110 120 130 140

(14 ) B2Fm@sFTIR B

’ 60

| 55
50
45
401
35°
307
254

20 |

%Transmittance

PR

3547.84
2977.08
1467.40 -

3204.39
1682.36 ™
1600.82
1422.92
1301.85
1131.37
1096.77
943.58

765.68 -

O 5 L S L i

220

639.67

| UL

4000 SSE)D 3000 2500 2060 1500 1000
Wavenumbers (cm-1)

B~ -~ B2 Fpch FTIR B
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(= 1) R FpaUV Bl#

1.903 Peak 1

0.40.205.1

L s s e e e e e L ) B e s e e L e sy s e e e e L s s
220.00 240.00 260.00 280.00 300.00 320.00 340.00 360.00 380.00 400.00
nm

Btz s R2Fpea UV BlH#
S ) REFRE RS A
HO_ _A_i_COOH
T
HO™ 4 6
5
RS2 K

2=~ RSIFEEE - AT B 4 (DMSO-ds)

position &y (600 MHz)* Sc (150 MHz)

1 - 121.6

2 7.32(d, 2.4) 116.5

3 - 144.9

4 - 150.0

5 6.77(d, 8.4) 115.1

6 7.27 (dd, 8.4, 2.4) 121.9
COOH - 167.3

4(Multiplicity, J in Hz) in ppm.
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# 1 TLC

D& &5 & B S 4§ Sapindaceae 184 # fx Litchi chinensis Sonn.2_ §z % = #

4 % ¢ LITCHI SEMEN
# <% % ! Lychee Seed
A R
B o
—_ 3 ;‘;

(-) & &3

~ o~ o~

sl gy
N N N

Ve

AR

e

o e
B oo
W

BB R
)= 22
Bd &k

[5522 1)L %87 2 %2k 2021)

— P AEE*Rx 1.0g> 42 10mL &5 AF&F 30 »
$ 0 iip > R¥FLEC ARl BE lmLo R 23R 1F5
&R e
[F22 2] (p FRH 1)

—B Ak 1.0 g0 4 75%¢ B 10 mL > 42§ A 3= F 30
A48 iR RERL AT AR e R ImL o R 23 4% 0F
W EIBIR e
[ 23)(p "B %2)

—P Ak 20g v BB 10mL 425 AR F 30 ~ 48
Wi RHFLECo AR B ImLo #2030 (75t
R e
[55224) (p FR% 3)V

—B Ak 2.0 g 4 75%¢ 5 10 mL > 42 F A 4= T 30
A B RERL dC 0 AR e R ImL o ® 273 0F
R EIBIR

B~ Jp 52 % B (Protocatechuic acid) ¥4 pe 4% 2 5> v 2 fig @] & &
ImL 7 0.5mg 93 i% » 75 $HREESZR -

HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm x 10 cm
[EEAH 1] (L4 2 5w ik 2021)
_Ba;::gv—'%:%:aggaﬁ;,:np; B3:5:6:1)
[Em&2) (p FR%)V
Yl L et g s TR (100100 1)

J0cecm X 10 cm ~ 20 cm X 10 cm
ERRIFALTG IS5A& > ViFER > BEFIEHE 8cm -

R gz is o B3N bR (254 nm) T AR o

—r e
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S FEERZ RARRR

@50 8 1 112/05/05
A ¥ A (RH) : 56%

i# B (RT) : 24.5°C

CEER) NCRCE:.

HFy—D ek oo g " (10:10: 1)
—HPTLC % *} % (254 nm)#

o h A LISER
1253 R %2 % (0.5 mg/mL) 1>2>5ul
4,556 BEaie s [F522 1) 25558l
7:8:9 a5 [58222) 25558l
10> 11512 | # &3R5 [F5-2 3) 2:558uL
13:14>15 |#&ans5 [F5-24) 25558l

ZREFE e AFR 2 RERRYET

LRI & - ¢ 17%’?3 [féﬁ’*“iz 4]-

EREAE

A‘ﬁ’x
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BB ARER
F % p # : 112/05/05
i ¥E AR (RH) © 56%
i B (RT) : 24.5°C
[Bms 1](L%° F2 52w 2021) —7 ¥ - F 9% e fefiyg: " @&
(B3:5:6:1)
[375-232 4] (f 7 B4 3)—HPTLC % * (254 nm)tk 1 (B 2 K pk Ry i 5
0.47)

[Em#2)(p FRB)—I e efef: "/ (10:10:1)Y
[55= 4) (f B % 3)——HPTLC % t £ (254 nm)#& *1 (R 52 K e Ry &
0.48)

1 : Blank 34 HERRS
2 RKFE 5 : Spike

ERBH AL [Frozd]l 2o np ERE [BERH2) BB - AT
REFROREE? o ARETRG R FERE B [RRA 2]
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e REINER

F 5% P 112/05/05

1 3HE R (RH) @ 56%

8 B (RT) : 24.5°C
[EB&H2)(p FRF)—I e cpeh: " (10:10:1)
[55 2 4) (p 7B % 3)—HPTLC [¥P- % 4] (p 7B % 3)—HPTLC
RS A ¥ ob k(254 nm) g 1V

[55-24) (p 7B % 3)— HPTLC [55-22 4)(p B % 3)—
¥ ¢b k(365 nm) s ! HPTLC 5% # i“48/¢ i b d 13
v R ke

1 : Blank 304 mEBRS
2 RO KRR 5 : Spike

BRRES R D AR QSAnmRALT o BIA P RA ML 5 o B 11 5%

FOVM/C RIS 6T ART G RIM A2 GEN > izt W b k(254 nm) R
BT oo R R R Y FL k(254 nm) AR
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I~ PRERRFER R SR

F % p # : 112/05/05

i ¥E AR (RH) © 56%

B & (RT) @ 24.5°C
[EBR&2)(p FRF)—T % cfef 7/ 10:10: 1)
[55-=2 4] (p 7 B 3)—HPTLC % * %(254 nm)# !

Blank 708 | #&i%iR 3 (NF)

B 52 F (0.5 mg/mL) 910 | &% % 4(NJ)
3:4 | H#&B R 1(NC) 11512 | #& &% % 5 (NRB)
5:6 |t &%k 2(NCB) 13 Spike (& &% i 5)

24



(
(

B nzj(g FRF)—D el e ey PR (10:10:1)
P02 4) (7B 3)—HPTLC % #F (254 nm)# !

Blank 758 | th&init 8(SK2)
B %2 ¥ 2(0.5 mg/mL) 9510 |t &% ik 9 (SUA)

3:4 | &%k 6(CA) 11012 | % &% % 10 (SUC)

5.6 | &3 7(CB) 13 | Spike (¥ &% i% 5)

R R CRaaE D B ILE B CLE B LS B
SHCE 0 0 H 0 R (254 nm) T R AR o
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