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2 # X (RHODIOLAE CRENULATAE RADIX ET RHIZOMA)
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CRFZETER
(- )HPLC ®E 2 k47§ 1+
Waters 2695 Separation Module > & 7 Waters 2996 ~ Photodiode Array Detector ;
& +7 ¥ £ ACCHROM Unitary C18 Column (250 x 4.6 mm, 5 um) ©

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC> # z Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; & +7 "F? 1+ Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um) °

2 RHERZ AR

(=) 34
2 % (99.9%)rp >+ Sigma-Aldrich ; 2 f5(95%)REp *T M3z £7 127 3
? fz (HPLC grade)pdp ** Merck °

(=) H& 5
2 2o B = H(Salidroside)pp 5 B F fL4£F A2 0 B R 98% 11 F o
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Beh sk T & RFEAP05g0 B SOmL Hro ¢ o a4~

TR 75%9 B~ 50%7 fiE 2 fiR o 75%0 ﬁsi\so%z, ks 25mL o &
3 R I ESE (3 & 300 W o 47 3 40 kHz) 30 4 48 0 3.< 5 A 48(% 5000 X
&) 1 No2 I BRI il ?/%(SYrmge filter, PTFE 0.22 pum) »
T o & 10pL L~ F ki kAP A 1T R(HPLC) » m#ripl B = 5o £ £ 2 4%

Bred g d%e ffibded 2 5004
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BEEFB- AT A(EF 20 565 2)905¢g° 8 50 mLgreg @ » 8
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s 5 A &(5 5000 x g)0 £ 2 No. 2 AiBiR » PopirE#H 3 10 mL 2
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(2 ) t& &3k
B A P RGBS 20 506 %) 05¢g> 5 50 mL e g? » %
FEde P 10mL 423 4R ST (54 5 300 W+ 41 % 40 kHz) 30 A 48 -
o 5 A A8(9 5000 x @) 0 12 No. 2 Jhaiik  Bhit o AN €A R
Bl SERR BT 2SmL 2 BT AP WBINAE HILE
Jg(Syringe filter, PTFE 0.22 pm) > T {8 o
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R R F A5 250150 ~50 ~ 5.0 pg/mL B BiR ik o r2 bR & B 10
mQJIAHﬂﬂﬁﬁ' £ o170 fI* RS2 G R (y d) iR 5
ZkRXP)EFRE T X RERERL S 2N y=ax+b 2 M ik
R? o
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B G A Gt RO R A -
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AR R EAR o BRBIE M *g*ﬂm (%)m#p’fﬂ o e diAp $HHE
i
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1. 7P H& s (L1m1t of Detection, LOD) : #-2 )k & 2. *ﬂ—?%/% i ST
FOUREIY L 23 F kR 0 (e 5 R R P
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B o fr?*;?%ﬁgfiﬁﬂz-,?%%ﬁ‘fv%S > & i 3{“7}]&?’» $0.1g>
A wldeor 1 mL i f % 30 (500 pg/ml) o 3t S Rk W S EE
R e
(- - ) HPLC A~ {7if &
1. k45 ¢ * ACCHROM Unitary C18 Column (250 x 4.6 mm, 5 pm)
2. ¥ Bk £ UV 220 nm
3. wig o 1.0 mL/min
4. FHER 135 C
5.0~ % 1 10puL
6. # & 4p -
P+ & (min) ? 7% (%) k(%)
0 15 85
30 15 85
(=) 433 8 F 27 ERT
PO B A BRI REAE S EUE RSB R 210
pL if 4§ 3 443 » HPLC » #7118 T35 4% & kAT 283 N i
—qmp AN
(=) =F 2k &2 UPLC K frik it
1. & +7¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. %ﬁi?'liﬁ»vﬂ : UV 220 nm
3. sniE f 0.4 mL/min
4, ?%J_‘m.)?: :35°C
5.2A>% 1L
6. # & 4p -
P & (min) © 5 (%) k(%)
0 10 90
10 30 70
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% 1= 2702057
¥ 2 =% 795577
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() BERCFIHKREIN
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P33
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150 pg/mL

0.52

g4t (n=5)

W &7 7% (N0.2)
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i P& (n=3)
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(L) Fiem e
ERAFT R e 5 9T1%  AEIEE R L S 126% -

231 ERAHF AT RF
e %ﬁﬁi 3R | r® | REE | wfcd (TR e | RSD.
2 (mg) | (mg) | (mg | (%) (%) (%)

1 0.1 0.6115 0.5 1.0993 97.56
2 0.1 0.6115 0.5 1.0903 95.76
3 0.1 0.6115 0.5 1.0975 97.20 97.12 1.26
4 0.1 0.6115 0.5 1.0923 96.16
5 0.1 0.6115 0.5 1.1056 | 98.82

(=) 447 g=d g RRT
10 #4228 % B2 5 BRITLE S GRSk = o0 > 2B 2 Hoi
T 5 0414-0843% c TR R A EH AL LR FHmg 2 @R
0.50% ° Mok ¥ ficde o % Hik & 355 3 14T 2000 (F % i 5 4000) ©

22 AB LR A RS2 eR AT E

ZHm5i(No) | =R XH7 2(%) Z4%5(No) | =R xH7 2 (%)
1 (NB) 0.799 6 (CA1) 0.627
2 (NC) 0.556 7 (CA2) 0.507
3 (ND) 0.519 8 (SU-A) 0.414
4 (NT) 0.819 9 (SU-B) 0.452
5 (NL) 0.843 10 (SG) 0.558
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(+-) =8 % £ 2 HPLC 45 ¥ Bl et =
P10 44T 8 F X 503k & 10 uL ik o 207 HPLC 45 & Fl3#
SR e
& 17 ¢ * ACCHROM Unitary C18 Column (250 x 4.6 mm, 5 um)
P& 1 UV 220 nm
seik 1 1.0 mL/min
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o
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(+=2) =® % F5'HNMR Fl#

Salidroside (YHC9-31) WeOD_600 2017,/05/08

066
7.061
7.058

7

—

@
@

ppm

4 7 : : : H
;;; :1:1 ;.;7 :::':5::; 3;5%;;:;;1 9.52
B1 ~ =8 %3 'HNMR B 3#(CD;0D)
(+=) =B 2 {5 CNMR B
Salidroside [VHC!*H]_H:DD,EW 2017 /05/08
Y | |
|
' \
[
| ‘ ] l
T T b R UL Ry T T o] LI B | T T T T T
160 140 120 100 an 60 40 zZ0 ppm

B+ ~ =8 %3 PCNMR H#(CD;0D)
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(+~) =% FHESI-MS Bl

Lhermo QExactive Focus 05/08/17 18:31:01 YHCg-81-4 D:\Xealibur\..\2017\YHC9-91-4
ESI-MS

YHC9-91-4#93 RT: 0.92 AV: 1 NL: 4.37E7

T: FTMS + p ESI Full ms [50.0000-750.0000]

100
95

- [M+Na]"

85—
80

323.1099

755
703 133.0346

65—

60~

55—

455 159.0627

Relative Abundance
[4,]
(=]
1

25 87.0810 149.0121

165.0607

E 118.9861 217.1046

= | 173.0287 205.0557 261.1307
181.0834 ! 305.1568

‘ 227.1251 295%225 J

i

E 73.0654 101.0086 |
q ] b M
o = — [ Ly mn [.llnjl\‘ il I"r IIJII .‘ll!lIu‘null.%\nllw!l\(!. “II! " m |

L L O IIMII ll‘ T T LI e 1"|‘ "Ll “\' } -
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z

B+ - ~ =B % FHESLMS F#

(+4) =& 2§ HFTIR B#

T

%Transmittance
g
N
——Y

905.93

“1311.85

w
o
T
3601.09
1617.64

1211.61

1360.95
77525
©28.24

o
L
1521.96
1
1134.81
828.92

4000 3500 3000 2500 2000 1500 1000
Wavenumbers (cm-1)

B+ = - =d = HHFTIR B
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(=) =R 2HFHUV Bl

221 nm

Bz~ = F 2 FHUV R#

o) ER A AR E A

% = d % HE A # 4(CDOD)

position  dn (600 MHz) oc (150 MHz)
1 - 156.8
2 6.68 (d, 8.4) 116.1
3 7.05 (d, 8.4) 130.9
4 - 130.7
5 7.05 (d, 8.4) 130.9
6 6.68 (d, 8.4) 116.1
7 2.79-2.86 (m) 36.4
8 3.68-3.71 (m), 4.00—4.04 (m) 72.1
I 4.28 (d, 7.8) 104.4
2 3.17 (dd, 9.0, 7.8) 75.1
3 3.31-3.35 (m) 78.1
4 3.23-3.29 (m) 71.6
5’ 3.23-3.29 (m) 78.0
6’ 3.65 (dd, 12.0, 5.4), 3.85 (dd, 12.0, 2.4) 62.8
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4(Multiplicity, J in Hz) in ppm.
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: RHODIOLAE CRENULATAE RADIX ET RHIZOMA
- Rhodiola

A R AFEF X F Crassulaceae 24+ ~ 7= § = Rhodiola crenulata
(Hook. f. et Thomson) H. Ohba z_ §z'& {3 % {2 & -

- ~ 3
# [522021) (P 4 A2 fvREL 2015)V
- iR R — B A SEH R 05g 4 ? @ 10mL > 42F AT 30

) AhE s FASEIR TF L 10mL (FR SRR
[F2222) (A BEHEES M)
— B ASH Ak 1.0g 42 fE 10mL > 424 4R 30
S e v RREHEI I A A e fE I mL % 2

x am oy -
SRR TR EIAR o

by

( ¥ PR P~z B % H(Salidroside) ¥t Pe 152 5> 40 7 ARl & =& ]
= A mL 7 0.5mg 3% » 155 SRR SIAR -
) i

( R HPTLC silica gel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X
= 3 10 cm
)

( E B [ER& 1] (P 4 A2 fcREL 2015)V

A — - FURIA@M TRk (6:1:3:D)RE
) s BT R R
(ERH2] (48 FHEESP)
—- %% "R (5:1)

( E R 10cm x 10 cm ~ 20 cm X 10 cm
I 1
)

( E B ERNELATIG IS, FFER > ERIE4RS
> cm e°
)

( kg d r1 10%Fn ik ¢ % 3% (H2SO4/EtOH TS)*f % 16 >
S & oA 105 CHe I B For 07 LET iR o
)
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S FEERZRARRR

F 5% p B 106/05125
AP ¥R & (RH) @ 62%
B RERT) 24 C
[EEH1] (F A A EfcMFL 2015)—= F 7% Af - " 6k
6: 1:3:DRE&t BT R

il
B 4 ‘;iz;!"
bz = § = (0.5 mg/mL) b
3 2 5uL
45 ¥ AR g ok 2>
6 wipiR 3 [Fei 1] 5. 8uL
728> 3 A i - . 2
9 wipi 3 [Foek 2] 5. 8uL

-

ERFE 2EFE LSRR VI ARERIBEES R Y @
d SRR R T EFRARERRE T & E B [F 1]
EHLE e R R FRE SR 20l % s [FE 2 11500
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SRR ARESR
A% PP 0 106/05/26
4% A (RH) © 52%
#R(RT):27 C
[Em& 1] (¢ FA A K{cRFL 2015)—- 2 "% I afr " f% K
(6:1:3:1)REL BT KRV
(52232 1] (¢ &4 2 £ {eR %L 2015)—HPTLC 10%#:fk ¢ fif A 4
BT Ak (=R * F RAES 0.60)

-

(ERA2] (A EFHEEFS AP )— &7 78 511
[522 1] (¢ #4 2 £ feRF L 2015)— HPTLC 10%F:fk & % 4F 4

v k(= d < H RES 033)

1 : Blank

20 =B H

304 AR 3

5 : Spike

ZRAE AR [FE 22 1] 2R 2 BEERER YV SR
Y ABEER IR R Al AR R P EF RS S R
Fepr P EA AR foREL 20152 [ERA 1]
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T BRI NER
F %P 106/0526
AP ¥E & (RH) @ 52%
B ARRT) 27 C
(& FW'J 11 (F EANEfoREL 2015)—= F 7% ATk
©: DR RS BT R R

[59"”}2 1] (7 #4 a2 4r R [55=32 1] (P #1432 40R
%4 2015)—HPTLC # * % (254 %2 2015)—HPTLC % ¢ % (365
nm) e | nm)#s 2

[F5=2 1] (¢ #1ax [55 1] (¢ #4322 °R
#1 2015) — HPTLC % ¢ /“’ Z 2015) — HPTLC & ¢ /% ¢
* 4 Y (365 nm)# !

5 : Spike
FHRBER N IE 0% FRAE S (83T R kg o
PR R X FRE SR
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I~ d A R&ERE
F 5% p ¥ 106/05/31
1 %45 % (RH) : 60%
B AR(RT) : 27 C
[Em& 1] (¢ FA A K{cRFL 2015)—- 2 "% I afr " f% K
(6:1:3:1)REM BT KR
(5502 1](F £4 3£ fe@ %L 2015)—HPTLC 10%F0f & A & 15
Ok

1 Blank

2 = % (0.5 mg/mL)
3-4 ¥ &% % 1 (NB)
506 575 % 2 (NC)
7°8 t 5% % 3 (ND)
9-10 ¥ 5% % 4 (ND)
1112 &5 % 5 (NL)

13 Spike (# &% i 3)
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1 Blank

2 Z# % (0.5 mgmL)
3:4 &% iR 6 (CA-1)
576 &% iRk 7(CA-2)
78 &% % 8 (SG)
9-10 ¥ &% % 9 (SU-1)
1112 e &% % 10 (SU-2)

13 Spike (& &% i% 3)

F{cRZEL 20152 [B A 1]~ 8 = F < Fid 2 10%

BRI BARALCREL 20152 [FE2 2 1] 250 5
=4 R
Frfpe pRER G (6 0 T RGBT HRARBLIE o
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