TR WIS TT % Nat Prod Res Dev 2016 ,28 :1035-1044

X E%S:1001-6880(2016)7-1035-10
RERMESHEESRELFERTSEDH
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TS RSN A2 R L R B AL Y o AR R AR R A 25 ] B 0 L
FFEAT4: S il UPLC-TQ/MS A [l JE b — 4 2452  BORSEE | BR 2 AR K 14 FIL 43, il QTRAP
UPLC-MS/MS HEAR [R5 Frft 10 FRBAF3Em Ay, J1) ICP-MS 53U b 24 FREHLIE 2 o [/ 4000 25 5 1 5 1
BEFL2E IR 22 5 01 6 T L5 AT S e — S M BRI T4 910 26,135 15,307 e/, BRI SR HY
SAESR I 15. 608,10, 034 me/g, BRSO Bk 40514 0. 864 17075 g/, W TRRHY A L4351 0y 0. 529
0.720 /g {07 5 L F1E L5 10 ARG HR 00085 T 42910 140, 517197, 534 e/, HooP SR A BEEE RS , 5510
55.688 .90.273 g/ {01 £ L MU S5 B HLIE 2 P LA K A LS, 95 12. 538 .16, 747 mg/g, fo] 25 15
Ca Mg P [543 509 3.283 1,362 1. 218 mg/g, 7 578 Ca Mg P (540 54 37.999 2,105 1. 021 mg/g.
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Determination of Chemical Constituents in Polygoni Multiflori
Radix and Polygoni Multifori Caulis from the Same Origin

LUO Yi-yuan,LIU Juan-xiu, LIU Xun-hong* , WANG Sheng-nan, HUA Yu-jiao
Nanjing University of Chinese Medicine ,Nanjing 210023 ,China

Abstract: To determine the contents of different chemical constituents in Polygoni Multiflori Radix( PMR ) and Polygoni
Multifori Caulis( PMC) from the same origin. The stilbenes, anthraquinones, flavonoids and phenolic acids in PMR and
PMC were determined by UPLC-TQ/MS. the nucleosides were determined by QTRAP UPLC-MS/MS and the mineral el-
ements were determined by ICP-MS. The results showed that the content of chemical constituents had large difference be-
tween PMR and PMC. In PMR and PMC, the stilbenes accounted for 26. 135, 15. 307 mg/g, anthraquinones with
15. 608 ,10. 034 mg/g,flavonoids with 0. 864 ,17.075 mg/g and phenolic acids with 0.529,0. 720 mg/g. Furthermore,
10 nucleosides accounting for 140. 517,197. 534 wg/g in both PMR and PMC. Among those nucleosides, guanosine
made up for the highest percent with 55.688,90. 273 pg/g. In addition, K was the most abundant mineral element in
PMR and PMC with 12.538,16.747 mg/g,followed by Ca with 3.283,37.999 mg/g,Mg with 1.362,2. 105 mg/g and
P with 1.218,1.021 mg/g. This study provided a scientific basis for the comprehensive development of Polygoni Multi-
flori Radix and Polygoni Multifori Caulis.

Key words : Polygoni Multiflori Radix; Polygoni Multifori Caulis ; stilbenes ; anthraquinones ; flavonoids ; phenolic acids;

nucleosides and nucleobases ; mineral elements
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R bR BADUERAL I, iR B YU E PR
A K LK L 68 2 Oy o 1 AR BRSO
IR b 45 P 25 1 3L R ) T A, B BT
PR B0 B S RE T B PR . LT R L
VRO AT EEAR A . MR IE G % 2, i
B A S B RTR A T S AL 2 5T
FAXS A BT K AL G D e 24 BRAE I 2290 4
R A SR FE R S R A 1 SR A UPLC-TQ/
MS FE A RE [F) BT 15 5 M S — R LMK
JERR AR R N, >R QTRAP LC-MS/
MS F AN 5 [F) B ] B B A E SR M),
K HI 1CP-MS I [ 56 P 4] 15 15 1 15 e b JC ML
2, ARG RIS B A0 S A lor,
A B 5 A S 2 b AL B ) 2355 P A A T4
il ARG IR A £33 0T S A S HER =20

1 UEFE5RH

1.1 {¥g8

Acquity ™ #8155 A 10 3% 4 Xevo TQ [ % &
4 . 22 [E Waters 2\ &) 7= i ; Masslynx V4. 1 T AEuL; 5
B AH UPLC-20ADXR £ %1 ( H 4% Shimadzu A7) ,
BCAT VAR I B L A SRR DU -Ze e 7
BIF 1% {X (APT 4000, 3€[5] AB SCIEX 2A#]) , B4 &
FME%5 2 0 5 CentriVap 250 4 455 /% ( 32 [ Labconco
A w)) s KQ-500B A P IE BE AL ( 1L A5 A A AT PR
INE] A IF 500 W 40 kHz) s BSA2245 A 4%
WK+ T1 5y 2 —, R E € 2 R A W) s ME36S
R R (BT 2 —, TR E 3 2 0 8
A)) s HH-S BUK it (LSO e T 44048 ) 5 Op-
tima™ 2100DV AL AR 4 45 B 7 (435 A (5
Perkin Elmer 23 7)) ; ETHOS 4 f il 11 it 22 48 (3K
| MILESTONE /A &] ) ; DHG-9140A Y P f il 5% K
TR
1.2 X%

X 2 1 (110844200607 ) K 3 %
(110756-200110) P2 K& & (0795-9803) | K & iR
(0757-200206 ) 85 & FF Rk (0758-200206 ) % JLZE
2 (10878-200102) V% & Mg (110831-200302 ) . #fi
S22 (100081-200907) 7T (0080-9705) 4 24 Wk Fr
(111521-200303) . #fi Jz 2% (100081-200406 ) %5 = H
T (11092001 ) ¥y [ v [ 24 b 28 Py ol o 4G 2 e, 4 8
¥R T 98%; &AL H (YY90052) | [ ZE P B
(YY90051 ), K ¥ =-8-8-D-t W # %5 ¥

(YY90555) Mg 5 b ifg I i AE M R IR W, 4l i
JiE K F 98% ; JR 1% BE (100469200401 ) | 19 12 14
(140631200904 ) . JR H ( 887-200202 ) . R M %
( 110886-200001 ) . AL # ( 40669-201104 ) . i
(110879-200202) g F H &£ 24 itk BIF 52 B, 40
E ¥ o> 98%; M 1 (100982718 ). 5 HF
(1001103046) | g+ (1001182663 ) Wy F 2 [E Sigma
N AT > 98% ;2" -l AU (YST-04024) I T
A E YR IRA T AL >98% o K Ay
4lizk (i Millipore 27K 5 i 45 ) 5 £ W (€03
afi 185 Merck A H]) ; R (43540, 3¢ [ ROE 24
A, & TCR BRI WA R [ AR ERE A A AL
As . Ba Be Bi,Cd . Co.Cr,Cu Fe Mg Mn Ni Sb. Sn,
Ti\V.Zn Zr (ZFh 0 RKARER W (100 pg/mL) ; Fe
( GSB04-1726-2004 ) . Al ( GSB04-1713-2004 ) . Mg
( GSB04-1735-2004 ) . Ca ( GSB04-1720-2004 ) . K
( GSB04-1751-2004 ) . Hg ( GSB04-1729-2004 ) . Pb
( GSB04-1742-2004 ) . Si ( GSB04-1752-2004 ) . B
( GSB04-1716-2004 ) . P ( GSB04-1741-2004a ) , Sr
(GSB04-1754-2004 ) (1) 57T 2 b fE W (1000 g/
mL) , B A7 (0 4 J@m S w5 B 23 A 4
65% fif 2 (AR, it *5- 080330229 ) , H A7 1 43
Bréti,

il 1 S FE SRR L T 2014 4F 10 HoRAET
P A R BE 2 R 2 B, 2 R T R IR 24 R 2 2 B X
WILLEAR YL € N ZRHE Y 15 5 Polygonum multi-
Slorum Thunb. FYHARFIREZE . B EUECRAE T 58
HBE 2R P 2 S e S

2 KRBWHEIE

2.1 “HXKZHEBEBRE EMERBBESES
#r
2.1.1 &#5H

{035 H: : Waters BEH C 4 (100 mm x2.1 mm,1.7
pm) 3 S AH: K (% 0. 1% HR, A MH)-Z i (B
F) s BEEEVES 20 ~ 1 min, 10% B 1 ~2 min, 10% ~
90%B;2 ~3 min,90% B;3 ~4 min,90% ~10% B;4
~5 min,10% B, #:i& 35 C,¥#i# 0. 25 mL/min,
FERES pl.
2.1.2 LM%

Waters —H PUZ% AT H1 K B35 (L (TQD ) , B 71k
752 AL %5 B 1A (ESI) |, 22 5 7 s I g 54 iAot
A (MRM) 5 , 3 2 51 313% 2 80k« 0 o 300 0L 32
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400 C LA 50 L/h, IE S FAT &
HAEH RN 3.5 KV, B FI AT i 800 L/h;
s AR N B E 2.5 kY, BUEFI SRR
TN 550 L/h, 14 Fsl o0 85 1 XA IE$E (m/z) : 3R
JLZE . (ES*,290.90 > 138.92); % T : (ES",
610.93 > 302. 94); & # Bk 1F: (ES*, 469. 93 >
302.88) ; M1 (ES,404. 84 >242.93) ;%%
Wetr; (ES*,448.86 > 287.01), (4 2% 2 L. (ES,
226.90 > 184.95); #it Jz Z. (ES*, 302.840 >
152.89) ; B FIR: (ES*,170.97 >54.93) ; 25k
W, (ES,270.84 > 224.90); K #& 2. (ES,
282.78 > 210. 85 ) ; o ¥ 2 -8-8-D-Nlk. Wi 7 44 W 1F .
(ES*,432.04 > 118.97) ; K# . (ES*,270.84 >
114.96) ; FEAL4F: (ES™,3391. 03 > 148.93) ; K&K
Ffik: (ES*,284.94 >139.11)
2.1.3 B&BERAE

FEERRICRILZE R 6.42 mg T 2. 11 mg 4
ZZB6HF 1. 50 mg, R IR 21.3 mg E m AT
1.78 mg [HAZEEE 2. 63 mg Ml 22K 1.55 mg & B
FFE5.49 meg EE R ZE 0,27 mg, KR 1. 34
mg K% 25 -8-B-D- ML il ) 45 B 25. 20 mg  KIE &R
14.85 mg  ERF 23. 8 mg R B &K ik 14. 60 mg X}
FEAL 23 BT 10 mL 25, i s A O g
FZFE o WA S BRI o, o R R
R R i TR A i W, T B G B 15 3] — RIS
[l B2 P TR 6 X R VS VA, 4 “CORAE 45 o
2.1.4 HZHE

KB E TR EE A 1.0 g(2 80 H) , &
T100 mL EIZEHEIE S, A 25 mL70% B, Fx
BT REE45 min J5HGH A LL 70% H
B 2 R, R A0 AT RIS P R T4 °C
DU PS5 B 1 L, B F 100 mL SiffH, HPI 4R
WA G0, 1% WIRK (1:9 ,v/v) iE R BN FE  #2
7,1 2000 rpm 5.0 10 min, BUH FIEHRZ 0.22 wm
I IFL U B IE L, RIS
2.1.5 &M EnRfeE 2R

RG22, 1. 37 TN R A% i BRI T,
T 10 mL 25 b, R IG W s A0 0. 1% H iR
IK(1:9 v/ v) B GRTRE — F2 5V FE B TR G % iR
VAR, HE L R (0 35T 1 A R AR A3 AT, LA A,
AU TATRR (Y ) X AH W R BE (X)) AT et Il 15, 45
W=7 R A OC R BRI TS I DA A6 B i 15 1
Fb (S/N) S5 3 s AH X I 19 ¥ 5 A o Ay e AR ARz ) B

(LOD) , IS AL G HfE M L (S/N) 48T 10 B AR XT
7 ) R A A B il 5 BR (LOQ)
2.1.6 FxFER
2.1.6.1 A% HEME FRENE

it 225 W B[] — B 5 %o LS Y 49 il B O R A 6
U, A ST 14 Fosti 53 ) W T AR 7 RSD 5 i ] —FF
st , T RERE i 28 O 2 Tl A A R, HE R L
WM7E 6 WK, THEA LA 1 & 1 1) RSD 5 HUJm] — 4 il
A AW, A3 A 0.2 4 8 .12 .24 h U 5E 14 Fp
B YT AR RSD
2.1.6.2  JnEmEg

BEH S ERES 0.5 g(6 1) MR E, B
HEJEHR R, 20 DRG0 A — 2 Tt 25 0T R Sl VS T, AR A
“2. 1. 47 T 5 ik A A e S 3R AR U, AR
PEAE S Ty iR TH A B 11 35 RT3 K
RSD,
2.1.7 #sumE

53 A %8 W SBOGT E S i 5 R v VR A T
UPLC-MS/MS 43#7 , T4 1o & it o
2.2 ZEEESSW
2.2.1 &iEL&H

{0 1% 4E . Waters Atlantis T, (2.1 mm x 150 mm,3
pm) 5 i B AH: B (A A7) -5 mmol/L i B2 Bk (&%
0. 1% pKEERR , B #H) s BEEEVE:0 ~4.5 min,3% ~
4% A;4.5 ~8 min, 4% ~18% A;8 ~ 10 min, 18%
A;10 ~10.1 min,18% ~3% A;10.1 ~13 min,3%
A, MR 35 °C, i 0. 4 mL/min, £ I i 4 254
nm, RS pl,
2.2.2  JRigE&M

B Turbo V, BRI (ESIT) ;R4 72
MRM ; & 74L& (TEM) :650 C ., M55 L [ : 5500
V35465 (GS1) 65 L/min; # B (GS2) : 65 L/
min; KA (CUR) :30 L/min, 10 F 4% ) FX%F
ERE(m/z)  JRIEIE : (113.0 >96. 1) s i : (243.9 >
112.1); B4, (151.8 > 135.0) 5 JR1T: (244.7 >
113.1) s BRmEpd. (136.0 > 119. 1) 5 JLH: (269. 0 >
137.0) ; & F: (284.3 > 152. 1) ; . (243.1 >
127.2) ;B (268. 1 >136. 1) ;2'- i A8 B tF: (227.9 >
112.1),
2.2.3 B &BIERAE

FE PRI — 2 1 1Y PRI IE | S RS BT PR
[N || R E N O R & N BVARY = S RO
i 0 SN ZK B ) B — o e BE % B B A R, B
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A0 BB A VRS B, B 10 mL BEIfL TR, IOKE Y
FSC T B PR P E | S RS R PR BRI WL
M R 2B AR VR 2 430 R 10.76 (10,
30.7.51.10.48 9. 64 .10.37.9.72 .8.74 .10. 94 9.
11 pg/mL BT AT it FRAR I R -
2.2.4 MRk HE

KGR E TR EE AR 5 1.0 g(3d 80 HIf) ,
BT 25 mL BIEHEIE D, A 10 mL /K, R, =
TR FEEL 60 min J5 B, 0% DIOKRM 2 R T,
FEBGR L 13000 rpm 5.0 10 min, BUH L3R T 4
CORAF I T 0. 22 wm GFLUEE gL , BIAS
2.2.5 AFREWE AN RAE F IR

FERW L 2. 2.3 57 3T IR A X i BEAR I )
0.05.0.1.0.5.2.0.5.0,10.0 mL, & 10 mL &)+,
FERHES] o FRAAIE- T SR AR 2 T, AT BR i )
DEETET AR (Y ) X AR iz 19 Jo it e 5 ( XO) AT e [ml
A5 AT 8 A OC R BRI M L5 DL AL S s
M L 58T 3 AR X I 114 J5T o v B 5 o Sy e I T
PR, IS A A P 09 (5 e LA T 10 BPRF XS R A JoT £ vk
JE A Al e FR o
2.2.6 FEFER
2.2.6.1 AHEE EEME FRUEN

5 W [R) — T A5 X6 IR R 4 0l 7 &2 a0E A 6
U, A BT 10 FhA% 2 B 43 () W T RS AR XA 1
i 22 5 HUR]— A iy, 8 RO o o 8 ek ) 3 A i
W HERE B 6 K, ARSI R & it
FR)REDX A T i 25 5 B[] — A% o o) 35 P 9, 5331
6 1.2.4.8.12.24 h & 10 Mz 4528 o 1) &5 &
FF A X BRI 25
2.2.6.2  JnEEENCE

HE & AR (6 ) KB IOE , B HEIE R
O RS BN — R 1) DR W BE | B S R
2/ SRR PR BRSNS WLE S N R
() BB ST T, R 2. 2. 47 T5 T 7 et 5 e [l
WO W, AR AR S DU e Ty it TR A AT
A3 -1 [T 3R AR R A o A 25 o
2.2.7 HambENE

il £ 25 B T TR, 45 IR L 3R 0 1% - T 1 A5 A4 DU
FE B EAH R 2P OC R AR i 10 A Y
T,
2.3 EHMTED
2.3.1 H&HE

K FRBURE SR R (3 80 H i) 0. 4 g FE i

AR VUSRI F b RS B0 AR A R 8 mL,
T3 JAURE P 20 min, B SO AR ZU S N 55 2
BE TR AR TD , 3 B IH AR RR T < 648 10 min
R R 2 150 °C 7E 150 CHEHF 2 min JHMF A
J5 3 min i 150 FHEZE 200 °C 7E 200 C4EH: 8 min
AR, ST R )E A B O T AR R, A X
B el R4S R B /K E A4S 2 100 mL i .
2.3.2 ME LA

ICP-MS TAESH: % 13 kW, B 15
L/min, S A 0. 8 L/min, H#i B R = 0.2 L/
min, B4R R 1.5 L/ming I &2 554 : FR53 B[]
10 s, SEIREFIA] 1 s, B4 YA 1 U5 7 =X« A ity
Ak BT IR
2.3.3 MWL E

22 JUF N S T B E A - 53 iR B £ o
R 10 pL, LB F/KEA E 10 mL, FL A
ZICHRIRAR R, MR 1 g/ mL, 5 %% W BCRE W
FrfER#E 0.0.25.0.5.0.75 1. 0 mL, 73 5l fERR A
HersiR 1.8 mL, H &8 F/K 2 A 2 10 mL, Bl 5
As B .Ba Be .Cd.Co .Cr.Cu.Mn Ni.Sb.Sn.Sr.V.Zn
SETCEWREE 43 3R 0.0. 025 .0. 05.0.075.0. 1 pg/
mL Z2 510U B TR 6 % R U TR

K Mg, Ca P X B b 975 W 09 TC 1 < 43 S0l 4G 2 7% i
FICRPRER W 0.0.1.0.2.0.3 0.5 mL, #EM A
Wersie 1.8 mL, H &8 F/KE A 2 10 mL, Bl 5
K . Mg.Ca P ¥ JF % 0,10 .20 .30 .50 ng/ml 251k
JE AR A T HE A AT o

Fe (Al Si X & 5 W BC ) K 25 F8 L Fe (Al
Si BT ZEAREAWE 0.0.02.0.03 0. 04 .0. 05 mL, %
BHMARSER 0. 09 mL, B /K E4 2 10 mL, fiT
HLE Fe (ALLSi ¥RFEEH0.2.0.3.0.4.0.5.0 pg/mL
RYNHKBLH) Fe (Al Si XF B8 ST o

Ph Hg X i 775 W 9 TC 1) = 53 310G % W B Pb
Hg MBTTEARER A 10 L, HEB PR ER R
10 mL, BicAY Pb Hg B1, M FEE R 1 pg/mL, 535G
R Ph He BHi4% 0.0.25.0.5.0.75 1.0 mL, i
WINARHER 1.8 mL, H 258 F/KE 2 2 10 mL, BLA
& Pb ¥ FEAY 3124 0.0.025.0. 05 ,0. 075 .0. 1 pg/mlL
RGN FE TR A KT BRI o

R4l 1R R AR 5T 2R A AT I 1 R A R
UM 7E 24 FhICHLITER 1) FR 50 BEXT B S, DA
X R BE X (g/mL) S AR A, 0 BE Gl DEE 5 Y Oy
DAL, 2 T Fr 7 1 4k, 45 45 0 28 68 BRU 1 1R 1 05
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T I R BTG
2.3.4 eenl X%

BUEL RIS R RESL 0.2 g(6 1) RSB FRAE , 2
SR I — 2 J 1) 2% 0 ZR AR I, T ) 5 e
AT, MK LR AR PF R , T A LR AP 2 [
e
2.3.5 HewmlE

WA ity (3L A I 9, AR o 26 B AL E
TR AR & i

3 ARSI

3.1 ZRZHE BRE AWML BBRESEST
3011 KM A R 2 R

LK Bt B U T AR (Y ) o A B8 i 2 (X)) A
2k I, 45 10105 7 A AR DG 2R BORN 2 1k L5 AA%
AP RIS L (S/N) 55T 3 I AH R A v JEE A
R ARAE I R (LOD ) , AAS AL WD B W L (S/N)
55T 10 IPAR X R ARk B 2 fe A2 R (LOQ)
SR,

Rl HHEXRER
Table 1 Investigation of liner relationship
e IEUﬂﬁ& %rﬂzlﬁ Rl E T R
Components Regression r Linear LOD LOQ
equation range ( ng/mL) (ng/mL) (ng/mL)
FJLZEZ Epicatechin Y =0.5801X-24. 676 0.9998 1.284 ~1284 0.137 0.781
7T Rutin Y =0.2439X +1.321 0.9985 0.422 ~422 0.0518 0.342
4 22k Hyperoside Y =0.3418X +1.4387 0.9971 0. 300 ~ 300 0.048 0.241
TR AT Stilbeneglucoside Y =1.5001X414. 61 0.9935 4.260 ~4260 0.430 1.980
LERWAF Astragalin Y =0.0481X-2.4712 0.9974 0.280 ~280 0.034 0.183
2 i Resveratrol Y =10.914X41.299 0.9952 0.526 ~526 0.0608 0.363
i B2 % Quercetin Y =3.1646X-3.7778 0.9985 0.310 ~310 0.042 0.208
WA F# Gallic acid Y =1.0676X-202. 44 0.9967 1.098 ~ 1098 0.114 0.588
PEEKHEE Aloe-emodin Y =2.4635X-0. 2661 0.9999 0.054 ~54 0. 0069 0.038
K Rhein Y =0.3838X +1.260 0.9966 0. 1830 ~ 1340 0.000284 0. 000884
éif:gg;ﬁﬁjﬁﬁi Y =1.0353X-27715 0.9994 5.040 ~5040 2.450 0.684
F# % Emodin Y =0.3421X-10. 389 0.9996 2.970 ~2970 0.378 1.327
JERLT Polydatin Y =1.0153X-2899. 2 0.9915 4.760 ~4760 0.468 2.270
o 22 H i Physcion Y =0.2391X +4.7536 0.9921 2.920 ~2920 0.281 1.230

3.1.2 FEFEER

TrEF AR 2, 13 2 W45 14 Fhs gy
VST AR RSD 4 0.43% ~2.53% , f54 K 25 i S 06y
BOR UL A A A % B R A 14 ROl o 19 & =
RSD 7 0.54% ~2.57% , 4565 LM e, R
Tk M R A5 14 Fhsisr & 78 24 h By RSD

H0.81% ~3.21% , LWL A IRE 24 h WEA
B RIRENE o 25 1000 - 2 1S 3 K AR X s A Al
253909 95.85% ~102.13% ,1.93% ~4.15% , 4
AR R L RLAE AT DA AL H R R el Y
SrHTESR

R2 UHMBEREINFEFERER
Table 2 Method validation for the determination of 14 components
- / JRE I Recovery

oy HE B CiVzR FasE
C o N Precision Repeatability Stability eelilies RSD
omponens RSD(% ) RSD(% ) RSD(% ) Average (%)

recovery( % )

F JLAS & Epicatechin 0.68 2.57 3.21 98.83 2.72
75T Rutin 2.02 - - 102.13 2.07
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4 22 Bk Hyperoside 1.95 0.85

IR Stilbeneglucoside 1.06 1.16

LRI Astragalin 1.86 1.97

FI 22 i Resveratrol 0.77 1.77
Wit Jiz 2% Quercetin 2.53 -

& T2 Gallic acid 2.19 0.54

PR IR Aloe-emodin 1.24 2.45

Kz Rhein 0.88 1.04

RHELR-8-B-D-ME M A a1

Emodin-8-8-D-glucopyranoside 1.06 1.56
K#ZE Emodin 1.45 1.77
AT Polydatin 0.43 2.13
oEr & H Physcion 1.72 2.31

1.60 97.77 2.49
2.32 101.32 2.84
2.12 95.85 1.93
2.67 99.04 2.89

- 97.15 3.22
0.81 100.92 3.85
1.80 96.58 2.54
2.62 99.67 2.40
3.08 101.13 4.15
2.22 95.99 2.85
2.89 101.26 3.55
3.18 99.44 1.99

3.1.3 H&mnzg4R

S:HH i UPLC-TQ/MS [m] i i 5[] 2 5 A [
AR S A SErh 3 R R O (2R
I JRBCH P EE) S M B (P25 R
2 RBR K 18 3R -8-B-D- N e 7 28 W5 11 K8 3= AN
KR TBE) 5 FPachi (RILER T 2P .
KRR ) 1 PR (R TIR) % 14
Pl B AR Y & i, 14 Bl s i MRM €833 5] UL ]
L, BWoras R 3, MR 3 AT LIS i fo & 5 A0
B TR S A ) SR 4 il R 26. 135
15.307 mg/g; BRI L 53 1 v i 43 53114 15.. 608 ,10.
034 mg/g; IR A B 430 R 0. 864 17. 075
mg/ g3 IE TR & it 533 i 0. 529.,0. 720 mg/
go M SHAE LD RO JRB RE R
KRB P R 3R -8-B-D- Ik W A 2 4 1) & R e o
HAH S BN EAR . 758 5 rh ARSI 1) K 8
PR A B SRR &) 2 T R R . R O
AR PR M R R B R P kY & 2 kB b
25 8L)2015 Rz — F rh A B 2 R 5 b Y
3.2 BEEESTW
3.2.1 AR E AN R F R

RISk Bt A e TR RRL (Y ) XoF A R ) o et B (X))
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Fig. 1 MRM chromatograms of 14 components
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.6, IREFEE,T. MY K8 W FIR,9. FERER,10. K
2,11 R ZR-8-B-D-ML I A AT, 12. RE K, 13, AL, 14.
PN

Note ;1. Epicatechin,2. Rutin,3. Hyperoside,4. Stilbene glucoside, 5.
Astragalin 6. Resveratrol, 7. Quercetin, 8. Gallic acid,9. Aloe-emod-
in, 10. Rhein, 11. Emodin-8-8-D-glucopyranoside, 12. Emodin, 13.
Polydatin, 14. Physcion

R3 HEmP 4 HMESHEENEER (mg/g,n=2)
Table 3 Contents of 14 components in PMR and PMC(mg/g ,n=2)

% (ERERE? H % =ge’ HL Tk
Components PMR PMC Components PMR PMC
IR Stilbene glucoside 24.223 13.733 K% Rhein 0.0027
AL Polydatin 1.902 1.565 2% JLZ & Epicatechin 0.742 5.616
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424 P i Resveratrol 0.0101 0.0095 Wit iz 2% Quercetin - 0.095
K#ZE Emodin 5.240 3.168 £ 5T Astragalin 0.0024 10.938
PR B E Aloe-emodin 0.0007 0.0013 4x 221k Hyperoside 0.120 0.420
K Z i Physcion 6.209 2.481 7T Rutin - 0.101
KEF 8B-D-MW TR 4.156 4.384 A TR Gallic acid 0.529 0.720

Emodin-8-B-D-glucopyranoside

TR A

Note: “-” not detected.

PEATLENE (B, A5 181 U5 07 F8 A 56 2R BRI AR AT 1 5
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TE N ARSI FR , LA AL & A5 M LA T 10 IRPAH XS
O PR Jo e TR A R S B I F PR . S52R L3R 4

&4 10 FAZE AR # 2 E 2 RGN R
Table 4  Calibration curves,LOD and LOQ of 10 nucleosides and nucleobases
1668 Ressonion e LD L0g
Components equation (pg/mL) (ng/mL) (ng/mL)
JRWEERE Uracil Y =112.52X +14679.79 0.9991 0.05380 ~10.76 3.47 10.85
B Cytidine Y =64.21X +4166. 42 0.9925 0.0375 ~7.51 6.64 17.26
9 1% 1% Guanine Y =524.14X + 14226 0.9993 0.05150 ~10.30 1.05 3.17
2/ HF 2/ -Deoxyeytidine Y =317X-29846 0.9971 0.0455 ~9.11 2.29 8.49
JRH Uridine Y =232.19X +29740. 24 0.9995 0.05240 ~10.48 3.61 11.91
MRS Adenine Y =601.96X +1.297 x10° 0.9979 0.0482 ~9.64 9.68 18.20
HLFE Inosine Y =1008. 87X + 12 608. 69 0.9955 0.05190 ~10.37 3.46 10.24
54 Guanosine Y =1766.93X +1.226 x 10° 0.9985 0.0486 ~9.72 8.61 15.20
M H Thymidine Y =132.14X +5144.79 0.9909 0.0437 ~8.74 3.04 8.99
B4 Adenosine Y =2.74 x104X +1.023 x 10° 0.9989 0.05470 ~10.94 3.64 9.41

3.2.2 FkEER
Triker s e AR 5, 3 5 15 10 Fpx
AT IR R RSD S8 0.74% ~4.15% 455 HE5%
JESEIREER , Uh ARG %5 B R AT 10 B 28 AR
SRR RSD 2 0.44% ~4.49% 556 S G0
L, RIZOT R E M R A 10 R 2R 1
RS RBTEESM BEUEMMEDKERRESR

Table 5  Precision, repeatability, stability and recovery of the 10 nucleosides and nucleobases

FAE24 h N RSD W 1. 19% ~4.58% , % W fitik
FnTIRTE 24 h W HEA BRI e . ST
53 B85 ] IS8 R AR XS s 1 Al 22 43l 4 98. 80% ~
104.54% ,1.78% ~4.98% , 455 5 7% % )7 vk 1 VE W0
i R, T LA A O RE S B BT R

- . L TR Recovery
ey ik HEE Tk
Compt')nents Precision Repeatability Stability Sy L %
RSD(% ) RSD(% ) RSD(% ) Average recovery( % ) RSD(% )

JRUZENE Uracil 2.03 2.72 3.31 104.81 2.15
M2 FF Cytidine 3.74 1.79 1.19 98.86 4.98
512 Guanine 4.15 3.51 1.94 100. 28 2.01
2'- AU HF 2/ -Deoxyeytidine 3.84 1.30 1.52 101.61 1.86
JRFF Uridine 1.84 1.59 2.55 99.71 2.45
B IEES Adenine 0.74 2.25 4.58 100. 39 2.29
JUHF Inosine 3.24 4.49 3.82 102.54 1.78
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94 Guanosine 3.88 0.44 2.45 99.82 3.02
9 H Thymidine 1.19 3.38 1.72 100. 46 2.75
£ F Adenosine 1.88 1.04 2.76 98. 80 2.08
3.2.3 HHAEMNE _ Tr
SEEsE T QTRAP UPLC-MS/MS $ A il 5 7] 5& % ,}*
TSN ZG A B ] B S5 A S e v 10 Rz 26 E 11
BL53, 10 A% H ) MRM (835 (5] DL 2, 0 45 & i
UL 6, AR LR, TG B S b
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Fig.2  MRM chromatograms of 10 nucleosides and nucleobases
TE: 1. REERE 2. BT ,3. SIS 4. 2" B AU AT, 5. JRTT,6. R

We T UUE 8. S, 9.l 10. IR
Note:1. Uracil, 2. Cytidine, 3. Guanine, 4. 2'-deoxycytidine, 5. Uri-

H140. 517 /g, Horft IR 19 7 B 254 5. 688
w/g, FCUCRIRIBENG 5 W 0 43 390 31. 927,
29.608 9. 926 g/, FABAZHF S MM 0 AT A2
{16, FErb R FRY SR LS4 0. 155 p/g. LT
SR A B 197 534 g/, Fo IR
F R 9 90. 273 e/, JEUCOR T RIS R
H . SH S8 9 8 38.500.29. 439 . 16. 374,
15.748 /g, FUBAZHF I A0 o REAIH MG, JE sine
(S B 1 AT 1083 /g

Fx6 HEPIOHZENESENELR (py/g,n=2)
Table 6  Contents of 10 nucleosides in PMR and PMC( pg/g,n=2)

dine,6. Adenine, 7. Inosine, 8. Guanosine, 9. Thymidine, 10. Adeno-

% e 5 H Yk 1'% fiTE 5 H Yk
Components PMR PMC Components PMR PMC
JRIENE Uracil 9.926 1.150 54 Guanosine 6.935 15.748
Ja# Cytidine 29. 608 38.500 JgH Thymidine 1.592 2.568
19,1214 Guanine 2.725 1.083 HRFF Adenosine 0.155 16.374
PR Uridine 55.688 90.273 2" Wi SE M 2" -deoxycytidine 1.269 1.235
JRIEER4 Adenine 31.927 29.439 Jei g Total 140.517 197.534

WL Inosine 0.691 1.165

3.3 ZHTESHR
3.3.1 ARAEWZ

LI AR af R JEE X (g/mL) DAy AR o, X i 0
F7 24 MFEHLITRAOARE B A0 B

Table 7  Calibration curves and average recovery of 24 mineral elements

S Y SONARAR , 2 il B v il £, 4545 0 2O IR Al Y
A7 AHIC RO AETE R . S5 R W7,

SHTIeE EYEpy LR i mllE
Elements Regression equation r Linear rang( pg/mL) Recovery (% )
Sn Y = 1460X +4.5 0.9943 0.025 ~0. 1 101.17
As Y =1255X +6.6 0.9856 0.025 ~0. 1 101.41
Zn Y = 13490X +32.5 0.9964 0.025 ~0. 1 99.48
Sh Y =2460X + 1 0.9994 0.05~0.2 97.97
P Y =464.8X +427 0.9992 10.0 ~50.0 99.72
Pb Y =3188X +10.6 0.9940 0.025 ~0. 1 100. 82
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B G A5 < IR R B S R AL R AT

Co Y =37200X-19. 1 0.
Cd Y =86110X +112 0.
Ni Y =27680X +47 0.
Ba Y =106300X +20 0.
Fe Y =18160X +448.5 0.
B Y =53180X +27.8 0.
Si Y =39060X +2458.2 0.
Hg Y =3709X +16.5 0.
Mn Y =586200X +307.7 0.
Cr Y =65530X40. 1 0.
Mg Y =44740X +13597. 8 0.
\Y Y =47060X +52.8 0.
Be Y =1321000X-380.9 0.
Ca Y =13230X +7422.2 0.
Cu Y =158000X-93. 8 0.
Al Y =187400X +9055. 8 0.
Sr Y =4086000X-3254. 6 0.
K Y =19790X +245.2 0.

9999
9996
9988
9997
9997
9977
9983
9923
9997
9998
9997
9997
9999
9993
9998
9985
9997
9998

1043
0.025~0.1 99.76
0.025 ~0. 1 98.09
0.025 ~0.1 102.74
0.025~0.1 102.03
2.0~5.0 98. 86
0.025 ~0. 1 98. 69
0.025 ~0.1 99.37
0.025~0.1 98.74
0.025 ~0. 1 97.12
0.025 ~0.1 100. 49
10.0 ~50.0 101.78
0.025 ~0. 1 97.56
0.025 ~0.1 102. 54
10.0 ~50.0 98.45
0.025 ~0. 1 100.92
2.0~5.0 101.36
0.025~0.1 102.13
10.0 ~50.0 99.25

3.3.2 mAtEnk EaX e

JFE A I 25 SR L3R 7, 3R 7 WA 24
TEEMER IR K 97. 12% ~ 102, T4% , 455
TNIZIT R G BE R G, T DA A2 H R RE L A A M
3.3.3 He4EaE

SEH IR ) ICP-MS i 7 [R] 95 AN [] A 24 B e
T ST 24 FEHIOTR NS R, TR TS
R 8, it 8 nlLIE M, il A 2
THEBWITE, MEEL, SR ERME SR

HICE F &, Ca K Mg P i &5 E K&, 705 K
3.283.12.538 .1.362.1.218 mg/g, i EIL X FhAEE
Z, Hoh Fe i fE ik 8. 011 mg/g Al 198 >
1. 186 mg/g, HiAh IC 3 1Y o it /3 BB . 1 Sk
Ca K Mg P 89& 45k 37. 999 (16. 747 .2. 105,
1.021 mg/g,Fe Al 1y& E1VA 0.315.0. 135 mg/g,
H4JRILR Cu As Cr Pb Hg B4t HAF & (25 1]
) KL 30 3t B a7l bm o) oA S .
Cd TEAAT B S FIE Sk b iy & 524351y 8. 164 9. 494
ng/g i B n | R A

*8 TEMERHBRENH(pe/g,n=2)
Table 8  Analysis of mineral elements in PMR and PMC( ng/g,n=2)

JLER (ONERE ERET: JLER (N=p= ERETS
Element PMR PMC Element PMR PMC
Fe 8011. 080 315.037 Mn 108.310 122.426
Si 185.999 135.283 \ 49.131 24.539
Ca 3283.825 37999. 803 Sh 26.494 22.702
Al 1186.263 346.448 B 5.964 21.060
K 12538.335 16747.733 Sr 3.319 38.357
Mg 1362. 847 2105.788 Be 56.520 55.711
p 1218.973 1021. 657 Cu 16.328 13.987
Sn 30.670 26.879 As 2.896 2.674
Zn 70. 608 70.391 Cd 4.164 9.49%4
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Co 19.339 18.721 Cr 0.546 0.550
Ni 11.288 10.233 Ph 3.271 3.901
Ba 37.357 82.043 Hg 0.074 0.012
Pharm Biom Anal ;2009 ,49.1123-1127.
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