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Simultaneous Determination of 3 Kinds of Saponins in Marsdenia tenacissima by UPLC-MS/MS
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ABSTRACT OBIJECTIVE: To establish the method for simultaneous determination of tenacissoside A,

tenacissoside I in Marsdenia tenacissima. METHODS: UPLC-MS/MS method was adopted. The atlonﬁ
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tenacissoside I were 0.1-10 ng/mL (»=0.999 7), 0.025-10 ng/
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ectlvely, RSDs of precision, stability and reproducibility tests were<<4.0%. The
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e method is simple, precise, stable and reproducible, and can be used for simultaneous determination
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2.1.1 @S @i%F: : Phenomenex Kinetex XB-Cis
(50 mmx2.1 mm, 2.6 pm) ; JisfAH Ol%ﬁﬂﬁa{ﬁ(ﬁl(A)
ZNE(B) , B JE PE M (0~1 min, 40%B 1~2
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Tab 1 Parameters of MS

T5R HEFMH] FEF(m/z) WA, DP,V  CE.eV
R A 977.6 9176 100 20 70
BRI H 8175 7575 100 2 54
PSRl 8155 7555 100 2 57
22 BRETE

2.2.1 ARSI RS BRIUASI AA % B A%

i, 43 E T 10 mL SR, I B AR O 2, 150
FTETFE A H TR B Y R 1 mg/mL A9 B — X B S0
WL, T 4 CIHE, A5 FH o RS 2t B 3R B — X B T
WA 10 uL, il & T M BEE 4 2 1 mL, 15
T A VH IR WY 0 10 pg/mL A9 B — X BE A
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TR A B AR R — X B S A i, B TR —
10 mL SR, I H B 2%, A5l e T A JH L TR IR

974 100 ng/mL TR X RE SRR
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1.006 g,ﬁ?%ﬁﬁ/ﬁﬁﬂlﬂ,ﬁuwﬂo mL, FRAE B o, % 2,
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Fig 1 Extraction ion flow diagram and total ion flow
diagram
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BT 10 mL S, i B AR 2 i pRE DG T A JHL 5T
A4 10.8.4.2.1.0.5.0.2.0.1,0.05.,0.025 ng/mL
() RGN A XTI TR . K 2 B R R AR A X R
PV VRS 5 pL, F 2.1 N RIS A5 HERR I | 1 SR 0
A, DL SCREF A H LR (x, ng/mL ) A Ak
b UETE AR () A bR AT e ) . B A S 2R
PRI L 2.
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Tab 2 Regression equations, linear ranges, LOQs and

LODs
PRI IRy ro AR ngml EEM, ng/ml AR, ng/ml
BRI A y=144X105+167x10° 09997 0.1~10 01 005
BRI H p=244x10%4326x10° 0995 0.025~10 0025 00125
WREF 1 )=13x10%+625 09989 0.025~10 025 00125
25 EEREKINREE
R B LI 2.2. 17 T T VR G 0T HE ol VAR o, 5 LU

B I 2.7 00 RIS A A AR , S5 LA 100 1
AF, A B 5 2R A 30 LA ARG IR, R L3 2.
2.6 BEEEIXE

B2, 47 350F Brim U R 1 ng/mL IR A% A
T, FEC2.17 IR I S S AN A 6 UK, i
AR . A58, 8 OCHE T A VH L LW T B % RSD 43 51 4
2.46% \1.53% .3.22% (n="6) , W H PG R E R I, %
“2.17I RIS SN E 3 d, iR A . 255,
KRETFF A H. T i LAY RSD 43 51 Ky 3.26% . 2.67%
3.81% (n="6) , 7MW H [aDK5 %5 B R 4T
2.7 TREMRLE

2.2.27 550 T AR TR (LS ; 160132098 iiedt
BT R ACE 0.2.4.8. 12 24§ 3 X1 Wi 56 45
PRHEREIE 0 e A é@ i A H. 1T
B RSD 43511 1.31%%.2.85% (n=6) , W {it
IR FEARTE o

K] Wﬂxﬁﬁﬁ-uu(ﬁtv 160132)if &, #“2.2.27

SRR E IO SRS RBUF TR O i . S5 O
A H. IS B 2 58 6.35.1.27.,0.62 mg/g, RSD
A3k 3.16% (3.74% 2.71% (n=6) , KA Jy L
PER AT
2.9 SRR

BE S R (5 160132) 38, 45453 0.5 g, 3k
6 173, 43 A7 Bk B R D AL 23 Xof B, 452,227 30
5 A A AR, P 2.1 T R A A
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Tab 3 Result of recovery tests(n=06)

S HROEmg MAR,mg WEE mg MEEGE, % FHMEMLE, % RSD,%
HRHET A 316 30 6.12 9867 98.50 047
315 30 6.11 9867
315 30 6.10 08.33
317 30 6.10 9767
316 30 6.12 98.67
314 30 6.11 99.00
AR H 0.63 06 12 101.67 9750 259
061 06 120 98.33
062 06 1.19 95.00
064 06 122 96.67
0.64 06 123 08.33
|

0.63 0.6 20 95.00
T 1 031 03 6.67 c(“zsa
0.32 60.67
031 ¢ 0,()()‘
03.33
( 3 0.62 96.67
Mo it Eliﬂu
2.10.1 S B2 0 (HiE 5 2 160132) Ji
T, 12,227 WUR Jy P A A S R, R 2.1
TR S5 [ 68 3% 41 43 1] & Phenomenex Kinetex XB-Cis
(50 mmx2.1 mm, 2.6 um) , Accucore Cis (50 mmx2.1 mm,

2.6 um) . Cosmocore C;s(50 mmx2.1 mm, 2.6 um)]#EFE
DU ZE 1 7% U T B-JFIJF%H— nE L TEILR 4, BERE

T Jy vk g A i T, Ak ey, ﬁ%‘”“Z 173 s B, A0 S5 AR A — o s R S O R R
F4 mAMEKKEER
Tab 4 Results of durability tests
o R A S il B 1
i mg/g T4, mg/g RSD, % i, mg/g T, mg/g RSD, % i, mg/y TS, mg/g RSD, %
(R Phenomenex Kinetex XB-Cys 6.30 6.36 122 123 126 242 0.62 0.62 303
Accucore Cyg 6.34 127 0.60
Cosmocore Cyg 6.45 1.29 0.64
W 0.05% TRIEHE-C I 632 635 048 10 125 1.85 0.61 061 249
0.15% FREE- 1 6.38 1.26 0.63
0.20% FREE-2 05 6.34 1.26 0.60
WE 015 ml/min 641 6.36 0.88 1.25 1.26 2.86 0.65 0.63 275
0.20 mL/min 6.37 1.23 0.62
0.25 mL/min 630 130 062
HE 25T 638 638 078 1.26 125 13 063 063 092
30 643 13 063
35 633 125 062
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Tab 5 Results of content determination of samples

(n=3,mg/g)
Eincs B A BRI H B 1
20160208 6.32 1.26 0.61
20160311 6.41 133 0.64
0160521 631 120 P
3 i (0N

T R 2 b SRR FE IR R RV i) iz, (H ik
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71 5 Cor {8 SRR SO AY T2 205 M3, F AT MGE 5
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WFSETE 2015 AR [ 24 ) (—350) REAikb, SCed% 17
TR AR DGR TT A A TR AR5

HRHEH AR T e 2k, 2 — R In 4
Befit A= -5 2-d SAWE SR B , 2 SR AT AR S A
W, DRI 22 SR U T R T HPLC 20 55 (A s 2 it
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