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7.+ (POLYGONI CUSPIDATI RHIZOMA ET RADIX)
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(- )HPLC &R F % A 47¢ L
Agilent 1100 series - & 7 Degasser G1379A ~ QuatPump GI1311A -
Autosampler G1329B -~ DAD G1315B ; A& +7 ¢ 4+ Agilent ZORBAX EP-C18
Column (250 x 4.6 mm, 5 pm) °

(=) UPLC R F % A 47¢ L
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ERHERE PR
(=) 4

¢ 3% (99.9%)pp > Sigma-Aldrich Co. o
(=) HE x5

% & 2 H (Polydatin) M p § L2 FFFRGTF U220 6 FR
(Resveratrol )ptp TCI » % & % 98% 1 + o

T~ 3
(=) & B"/A’Q—T—p "
Ak 3 2 B 0.1 g0 B 50 mL g P oo Bt
» 100 %z p& ~ 75 %2 fg ~ 50 %2 R & 25 mL o AZF 4R ARIE(F F 300
W 45 40 kHz) 30 4 48 » B~ -k &e(Syringe filter, PTFE 0.45
um) > TiF o EA10 yLi o~ F 2 isu.ﬁﬁéﬁ‘rti(HFLC) s AR R 2 R
BEARF s FEMmE S Ao ff 5 i LR EBB4-

(=) ﬁ"li’f‘gx”\gtpllp
R A SR AGES 20506 %) 0.1 g 550 mLags § ¢
i%k'?i%n 50%2 A% 25 mL > A2 AR T ASZ(# 5 300 W #7340 kHz) 30
Adh o e 10 448 (54000 x g) o Bt A T 20 mL T2 ALY o
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1. K+47¢ : Agilent ZORBAX EP-C18 Column (250 x 4.6 mm, 5 w«m)
2. A E UV 306 nm
3. Jni 1.0 mL/min
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(+=) TRt &2 UPLC & {7 if
1. K47 * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7
m)

2. ¥plAE UV 306 nm

3. it 1 0.4 mL/min

4. FHER 125 °C

5. A% 1 ul

6. B4p:

P (min) e (%) k(%)

0 20 80
1 20 80
3 30 70
6 100 0
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v %L 2.0-50 y = 77.556x - 8.3035 1
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B~ R H 2 T2 %UE 47 B4 ~ 9 FEmL LERTE T
) )]
L o~ ATk A
TRH v A%
&Rl B : il ’ &
kR R.S.D. (%) ) i3 R.S.D. (%)
#% R (n=b) 25 w©g/mL 0.70 10 wg/mL 0.13
4 (n=b)| #& &% 7% (No. 10) 1.59 # &% i (No. 10) 2.57
e (n=6)| # &% 7% (No. 10) 0.74 # &% i (No. 10) 0.88
Bp&* (n=1)] 0.5 wpg/mL - 0.5 pg/mL
T E %' (n=1) 1.0 pg/mL - 1.0 pg/mL







(1) e w fedsemk
AR TR r o d L 05, 6% 0 APEHEF R LS 3.44% (27 ) ¥
WML 05w e s 5 07. 2% tp R £ 5 3.40% (%) -

b

2T~ R F R Aer ey
g |FHEL@] G5 8 | 5or & | HEE [ wfes 200 s RSD.
(No. 10) (mg) (mg) (mg) %) %) %)

1 0.053 0.74 0.50 1.23 97.7
2 0. 050 0.71 0.50 1.19 96. 0
3 0. 052 0.73 0.50 1.20 9.2 95. 64 3.44
4 0. 052 0.74 0.50 1.23 99.4
5} 0. 050 0.71 0.50 1.16 90.9

NI N

&ﬁigﬁﬁi@> FFE | erE | BIEE | weF | TwcF RS
(No. 10) (mg) (mg) (mg) %) %) %)
1 0. 054 0.13 0.09 0.22 91.1
2 0. 052 0.12 0.09 0.21 90.5
3 0.051 0.12 0.09 0.21 91.2 97. 24 3. 40
4 0.051 0.12 0.09 0.20 95.1
5} 0. 050 0.12 0.09 0.20 99.5
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® & 1.53%-2.60% -

/-pwi’;ﬂta‘%ft ”"’L"’I "h’
(L4 3) - 65163 (v F M) -

Gtk d = i 0 g e
£ 5 0.15%-0.37% > %
f*%ﬁﬁﬂ*A L REFEFF
ER *’Lé‘*ﬁ%ﬁ%ﬂé'&\ i ’H"—‘I By i‘}* ﬁff— 7 E “Nﬂf‘-"l "7oh
R AR B R M 5000 (e E S 10460

R H S R
o3, 80% o
b 1.10% »

a v
B

cw

v
"=
A
¢

# %

Lo AW B RREL AR RS VLR

FH R0 | IRHIEN | s HEBIEMW wEM)
1 (NR) 2.00 0.15 2.15
2 (ND) 1.75 0. 30 2.05
3 (SU-2) 1.50 0.37 1.87
4 (NF) 1.41 0.18 1.59
5 (SA) 1.80 0.20 2.00
6 (CAA) 1.30 0.23 1.53
T (N 1.79 0.20 1.99
8 (CA) 2.44 0.16 2.60
9 (SU-4) 1.55 0. 30 1.85
10 (SAB) 1.56 0. 26 1.82

T 27E 4S8, D. 1. 71£0. 33 0.24+0.07 1. 95+0. 30
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1. K +7¢ : Agilent ZORBAX EP-C18 Column (250 x 4.6 mm, 5 um)

2. ik E UV 306 nm
4. FHER R
3. vwik 1.0 mL/min

5. A% 110 uL
6. #Fd4p
FE* (min) e % (%) k(%)
0 20 80
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18 30 70
23 100
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B w S 43 T NR B3 (CDOD)
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Polydatin_MeOD_600 2020/05/27

_.78.253

—62.58§

—141.429

_116.481

A B et e ———rT R : L o T R B R R - -
160 140 1zo 100 80 60 40 20 ppm

B+ 7 ~ LR FHC NMR B (CD:0D)

o

(+ ) LR FHESI-NS Bl

D:WXcalibur\.. \LC-MS\PCR-CRUDE-MS01 05/08/20 11:11:21

PCR-CRUDE-MS01 #234 RT: 2.32 AV: 1 NL: 6.23E7
T: FTMS - p ESI Full ms [100.0000-1000.0000]

101
95—
90
85
8
75
70
65
6

389.1266

[M-HJ

v

Relative Abundance
[4,]
o

E 390.1299
20 |

5 391.1324

405.1213
G\||||||||||||||||||\|\|E|||\!\]r1\\\\|\\\\\l\\<|\\1\\r‘\l|l|||||!|||||||
350 355 360 365 370 375 380 385 390 385 400 405 410 415 420
miz

Bl ~ L e ESIMS Bl
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S o) ARH T RSB

R H
24 s AR E A8 g (CDOD)
position dv (600 MHz) de (150 MHz)
1,5 7.36 (d, 8.4) 128.9
2,4 7.76 (d, 8.4) 116.5
3 - 158.5
6 - 130. 3
7 7.01 (d, 16.2) 130.0
8 6.84 (d, 16.2) 126.7
9 - 141.4
10 6.78 (d, 1.8) 107.0
11 - 160.5
12 6.44 (d, 1.8) 104. 1
13 - 159.6
14 6.61 (d, 1.8) 108. 3
U 4.88 (d, 7.2) 102. 4
2’ 3.42-3.48 (m) 75.0
3 3.42-3.48 (m) 78. 1
4 3.36-3.39 (m) 71.5
5 3.42-3.48 (m) 78. 3
6’ 3.71 (dd, 12.0, 6.0), 3.92 (dd, 62.6
12.0, 1.8)

‘(Multiplicity, J in Hz) in ppm.
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3.12 0.99 2.90
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=43 ) % FiEmenC NMR B

Resveratrol _MeDD_G00 2020/05/27

159.650
—._156.566

141.310
,.49.425

——116.491
—105.788
——102.846

T - - — T T e A B co e e e R

T T T : et
1410 120 100 80 60 a0 20 ppm

B= L~ %o "C NVR B3 (CD:OD)

(2 L2 % %P ESINS B

D:\WXcalibur\.. \ALC-MS\PCR-CRUDE-MS01 05/08/20 11:11:21

PCR-CRUDE-MS01 #5902 RT: 5.85 AV: 1 NL: 4.72E8
T: FTMS - p ESI Fult ms [100,0000-1000.0000]

100
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903
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703

655
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553

504
457
405
355

Relative Abundance
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227.0716
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/

228,0748

(=

200

| L L L L L L A L L L N e B B e L I L L L
205 210 215 220 225 230 235 240 245 250
m/z

B= + - -9 % & ESI-MS Bl
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(=44 ) 9 FEmaia -t F

FA 0 BRI E =8 (CDCL)"

position dv (600 MHz) de (150 MHz)
1,5 7.34 (d, 8.4) 128.8
2,4 6.76 (d, 8.4) 116.5
3 - 158. 4
6 - 130. 4
T 6.95 (d, 16.2) 129. 4
8 6.79 (d, 16.2) 127.0
9 - 141.3
10, 14 6.44 (d, 2.4) 105.8
11,13 - 159. 7
12 6.15 (t, 2.4) 102.6

‘(Multiplicity, J in Hz) in ppm.
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% + POLYGONI CUSPIDATI RHIZOMA ETNRADIX

- Giant Knotweed Rhizome and Root
i~ 5% ¥ #* Polygonaceae {2 4 7.+ Polygonum cuspidatum Siebold et Zucc.
2 FCHEREE .

(-) # &3 R [F52 1] (LAY FL5=245R2018)Y

Iq

B
N N N

~ o~ o~

Ve

— B ASH R 02g0 47 10 mL - A2d AIRT 30 A
48 0 Wi PARIRITEHRSESBIR
[55=22) (0 FRH)
— A SR 02g0 4o 10 mL - A2d AIRT 30 A
48 0 Wi PoRRITEHRSESBR -

HRARE S PR H (Polydatin) 2 % & P5(Resveratrol) ¥t f& & 2 &

% R S @mEAE ImL 3 1.0mg 3R o 1L HRAERE RS
e
% & 1+  HPTLCsilica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
B OB & [EBR& 1] (L&8° #2£ % =K 2018)
—— FTRIpE ke IRk (4:4:05:02)
[EmR&2) (pFBEF 1)
—Cv it fig s pprE ke & (10:01:05)
[EB& 3] (p FEE2)YV
— T Am O (5150 )
B F # 10cmx10cm~20cm x 10cm

i

BORBWFATG IS4 P FER > BRIER Som -
;%EJ &%ﬁ%ﬁ‘ }é'[‘%q‘%j;& 36!9 ’ '}”\;L/)i—p\ 365 nm 2. «ll;"‘ }JA%-&’]'—T%ZR,O



X 2EEZERBRRE
# 5% P # 1 109/05/25

10 ¥% A (RH) © 69%

B B (RT) : 22.4°C

[EE#3] (pFAR#2)—" FA@ "8 G5:5:1)

—HPTLC ¥ *F £ (365 nm)# !

1-2-3 %+ H (1.0 mg/mL) 1-2>5uL
4-5:6 v % i (1.0 mg/mL) 1>2>5ulL
7:8:9 BaEard[Fe32 1) 1>2>5uL
1011512 | #5304 [F522 2] 1:255ul




# 5% P 8 109/05/25
10 #H% & (RH) © 69%
8 B (RT) : 22.4°C

[EEH 1) (L4° 2%

4:0.5:0.2)
[55=2 1) (4 %7 #9 % = % 2018)—HPTLC % * (365 nm)# #1( % #

FRES 0110 0 ¥ R 5 0.82)

S B IRER

ZR2018)—= % "= AA ke ok (4

B 2] (p A% )—e@efia: e ket (10:1:05)

I
e 2 1) (4% F4 % = %K 2018)—HPTLC ¥

[
[
HRER 0389 ¥ REL 0.88)

* ok k(365 nm)e (R
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[(Emal3] (FFABR®E)—"F @@ "f (5:5:1)Y
[55= 1] (47 F2 % = 5% 2018)—HPTLC % * %(365 nm)# 1 (% #
HReig 3 035> 6 HIL RAE 3 0.59)

1 : Blank
20 Ry
3168 Wi
45 & BIRS
6 - Spike
ERAE R [Fe 2 1] 2 [BRA3] 250 LRFYy FEmA4
b fi i o Y PR [ERA3])



T ERENER

F 5% P 109/05/25

AP ¥% & (RH) © 69%

£ B (RT) : 22.4°C
[ER#3) (AFEF2D)—"F:am: "8 5:5:1)
[52=2 1] (44 BL 52w [Fm-2 1] (487 FL 5%
2018) —HPTLC ¥ 2 % # o 2018)— HPTLC ¥ *F k(254 nm)# !

[Fe= iz 1] (A#7 #L 5 =%
2018) % #F k(365 nm)s 11V




I~ AP REERR(E LR 2 9 WML HE)
F 5% P 109/05/26

3% R (RH) © 66%

8 & (RT) : 21.6 °C

[EE& 3] (pEBEF)—TF Q@780 5:5:1)
[552% 1) (44¢ Z2 % = % 2018)—HPTLC % ¢ £(365 nm)# !

9101112 21314

1 | Blank 89 | &3 3(N))
2 %R H (1.0 mg/mL) 10> 11 | ¥ &3 i% 4 (NR)

5 % (1.0 mg/mL) 1213 | #& &% % 5 (CA)
4>5 | te&ipiE 1 (ND) 14 | Spike (# &3 i 5)
67 | k&% % 2 (NF)




03] (FFRE)—T X IAmM UM (5:5:1)
B2 1) (A7 F2 % = %% 2018)—HPTLC % ¢ % (365 nm)# !

1 | Blank 89 | 547 8(SAB)
2 | AR H(1.0 mgmL) 10011 | # &3 % 9(SU2)

% % A% (1.0 mg/mL) 12013 | & &% % 10 (SU4)

455 |4 537 6 (CAA) 14 | Spike (}& &3 i 5)

67 | 5% 7(SA)
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o [F3c 2 1] 25 np g [BERA3] A4k

Ho~o0 WRLARE > i R(365 nm) T R AL -

g1 &

=1 Ju




ABRBINERCERUAFEE AR 2L R)

F %P P 1 109/07/16

ip4HiE R (RH) @ 58%

B & (RT) : 25.8°C
[ER#A4) (pFRBE3)—T F o e fig: ke (15:5:0.3)
[55202 1) (28 L 5=k [55232 1) (L87 2 52K
2018) —HPTLC + & k& ) 2018)— HPTLC # ¢+ & (254 nm)# )

(5o 1] (437 #4525
2018) % ¢t k(365 nm) 1V
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8 : Spike



SN ARAREERRI(AE N FEE R FTEG D)

F %P 109/07/16

105 B (RH) @ 58%

£ B (RT) : 25.8°C
[EEH 4] (p 7F % 3)—9 F LT g ke ﬁfr?i (15:5:03)
[55=2 1) (d#° 22 5 = % 2018 —HPTLC * ¢ (365 nm)# !

— e — e SN0 SN BN AN NS S S AR S e e

I 4 e 67 8. .9 10,1112 13 14 15 16

1 Blank 8:9 | & &%i% 2 (NF)

2 %R H (1.0 mg/mL) 10+ 11 | #& &% 7% 3 (NJ)

3 v %L % (1.0 mg/mL) 12213 | & &% % 4 (NR)

4 | +%4(1.0mgmL) 14515 | 453 % 5 (CA)

5 + % 7 @(1.0 mg/mL) 16 Spike (#& &% /% 5)
67 | #&inie 1 (ND)




(&R 4] (B (775 3)—‘—' Fiepefa ke i (1555103
[55=202 1) (2 4° 24 % = % 2018)—HPTLC * “F £(365 nm)# !

1 Blank 8°9 ¥ &% ik T (SA)

2 %+ (1.0 mg/mL) 10 11 | #& &% % 8 (SAB)

3 v % L f#(1.0 mg/mL) 1213 | #& &% & 9 (SU2)

4 + % % (1.0 mg/mL) 14> 15 | #& &% % 10 (SU4)

5 + % 7 B(1.0 mg/mL) 16 Spike (# &% i% 5)
6°7 | &%k 6(CAA)

ok [Feo k1158 g EREL [ERA 4] 2 dse
WM <3 < F 27k LRFRAEE 00 2K £365mm)T ik



