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[ Abstract] Objective: To establish ultra-high performance liquid chromatography-tandem mass
spectrometry (UPLC-MS/MS) for the analysis of 18 components of five categories, namely spirosteroid
saponins (timosaponin A I , timosaponin A II , timosaponin A Il , anemarrhenasaponin Il , sarsasapogenin) ,
furostane saponins (anemarrhenasaponin 1 , anemarrhenasaponin [ a, anemarsaponin E, officinalisinin I,
timosaponin B- Il , timosaponin B- Il , anemarsaponin C) , flavonoids (icarisin I, baohuoside I) , bisphenone
(meomangiferin, mangiferin, isomangiferin) , and hydroquinone glycoside ( 8-arbutin) , in order to analyze the
differences between the main root and fibrous root of Anemarrhena asphodeloides from different sources and

provide reference for the sustainable development of A. asphodeloides resources. Method: 0.25 g sample was
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refluxed and extracted with 25 mL dilute ethanol for 30 min. The chromatographic separation was carried out on
Waters Acquity Uple BEHHILI C column(2.1 mmx100 mm, 1.7 wm), with 0.1% formic acid water-acetonitrile
as the mobile phase for gradient elution, and the volume flow rate was 0.2 mL-min". Electrospray ion source
(ESI", ESI") , and multi-reaction ion monitoring( MRM ) were used for detection, external standard method was
used to calculate the content of the tested components in medicinal samples, and SMICA14.1 software was used
to analyze the differences between the main root and fibrous root samples of 4. asphodeloides. Result: The
tested components showed a good linear relationship in their respective linear ranges, with a good precision,
repeatability and stability. The recovery rate of samples was between 95.22%-101.42% , and RSD was less than
4%. The experimental results showed great differences between the main root and fibrous root of
A. asphodeloides, when the multivariate statistical analysis was carried out with 18 main components.

Conclusion: This study provides experimental basis for the reuse of fibrous root of 4. asphodeloides resources

and the quality control of A. asphodeloides.
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Table 1 Information of Anemarrhena asphodeloides sample

HIEEE REST

s e KA SR AL [R]
S-1 X-1 2N U T A 2018-03-12
S-2 X-2 N U T A 2018-03-12
S-3 X-3 2N JU LR /N R 2018-03-12
S-4 X-4 SN UL BLER /N i R 2018-03-12
S-5 X-5 M LA TR 2018-03-12
S-6 X-6 M LA T R R 2018-03-12
S-7 X-7 M T UL E R 2018-03-13
S-8 X-8 RN L g T 2018-03-13
S-9 X-9 M L LB E 2018-03-13
S-10 X-10 =N Ju LA 2018-03-13
S-11 X-11 N U A 2018-03-13
S-12 X-12 =N JURBAUE 2018-03-13
S-13 X-13  EEPREL=RIGH 2018-11-05
S-14  X-14  GEHPRE=RIGH 2018-11-05
S-15  X-15 L[ P B B IR R 2018-11-05
S-16  X-16 & [FH V4 B KT IR K 2018-11-05
S-17  X-17  ZFEEE S EER 2018-11-06
S-18  X-18  ZEIEIE S EER 2018-11-06
S-19  X-19  REUTEE S BT 2018-11-06
S-20  X-20  FHETIEES BT 2018-11-06
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Table 2 Optimization of mass spectrum parameters of standard

N BT R (m/z) WAL R N B TR (m/z) AL
5 FHF JENVORN B85 FHF VRN

Bt B 583.2[M-H]"  330.9" -165  -45 Bt R BI 919.5[M-H] 433.00 -167  -60
493.3 -165  -45 5953 -167  -60

SR 421.2[M-H] 330.80 -142  -31 SRR 1 529.4[M-H]" 36690  -150  -25
301.1 -142  -31 368.2 -150 =30

HEEEF AL 755.2[M-H] 59330 200  -46 TR 423 2[M+HT 301.19 160 20
221.3 -200  -40 357.1 160 20

HHRE A 757.3[M-H] 59530 -200  -46 HEERITAL 579.5[M+H]" 301.0V 66 28
433.2 -200  -45 273.2 66 30

AR T 757.4[M-H] 52930 -170  -46 RS =S N | 758.6[M+H]" 579.59 95 21
609.5 -170  -48 417.5 95 21

HHEH 1 a 771.4[M-H]- 609.50  -160  -44 A EHE 903.2[M+H-MeOH]" 417.3Y 66 28
435.4 -160 =50 741.2 66 28

FEEE A BT 901.6[M-H] 739.80 -160  —60 WIHEA 0 417.3[M+H] 273.21 114 28
577.2 -160 60 285.4 114 28

HIREEH C 902.5[M-H] 74070 -165  -54 TR T 515.1[M+H]" 369.20 163 18
417.3 -165  -54 314.2 163 18

AR B 919.7[M-H] 757.6"  -160  —60 B-RER A 274 3[M+H]* 256.3" 90 29
579.3 -160  -60 106.1 90 35

U NERE T

x3 KEEFEERESRMNG DR
Table 3 LOD and LOQ, Linear regression equation

i Wix |l 5 72 r LR kUl /mg - L LOD/pg-L" LOQ/pg-L"!
s AT Y=801 038X+571 465 0.999 3 0.18~45.2 2.813 5.625
St AT Y=9 000 000.X+4 000 000 0.999 5 0.16~40.8 2.500 5.000
HIEERATAT Y=1 132.4X+3 046.7 0.999 1 0.20~52.0 3.125 6.250
HHRE A Y=56 497X+59 513 0.999 1 0.28~40.3 2.188 8.752
HHEEEF 1 Y=1 696.4X+1 694.4 0.999 3 0.16~40.0 1.250 7.500
HEEH 1 a Y=3 059.2X+1 607.1 0.999 4 0.08~20.0 1.250 3.750
AR BIL Y=125 110X+78 577 0.999 7 0.20~50.0 3.100 9.300
HIBEEH C Y=152 531X+107 196 0.999 4 0.18~46.8 4.200 8.400
HIEERAT BT Y=125 110X+78 577 0.999 3 0.16~40.1 1.600 8.000
BT B Y=8 046.2X+821.31 0.999 4 0.17~42.4 2.656 7.968
et G| Y=788 719X+1 000 000 0.999 1 0.20~52.0 1.563 7.815
RH Y=16 773X+17 140 0.999 2 0.15~39.2 1.172 7.032
HEERATAT Y=184 568X+4 000 000 0.999 4 0.17~44.4 1.329 9.303
B AT Y=13 655X-4 794.8 0.999 3 0.15~39.6 2.344 9.376
HIEERATE Y=546 480X-200 646 0.999 2 0.16~40.0 2.500 10.000
HHL AT T Y=408 768X-36 671 0.999 5 0.17~42.4 1.328 7.968
FEHT Y=30 851X-8 622.9 0.999 4 0.16~40.8 1.250 8.750
B-RER A Y=193 400X+4 000 000 0.999 1 0.27~68.0 2.109 8.436
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R4 AEH G ENE RS NEEE 2 E 22 (n=3)

Table 4 Investigation results of sample recovery rate of each determination component of Anemarrhena asphodeloides(n=3)

o FEfh ImAE DA $ﬂJIEl RSD/% o FES T IMAE A %i’;liltlﬁz RSD/%

E/mg  /mg /mg /% iE/mg  /mg /mg /%

R 0.863  0.640 1.500  99.77 0.9 BRI T 0.725  0.526  1.243 100.53 1.8
0.860  0.860 1.712 0.724  0.725  1.458
0.858  1.120 1.986 0.726  0.852  1.594

SR 0.338  0.200 0.540  99.05 1.8 EEERH T 0.112  0.080  0.190 98.77 2.6
0.340  0.340 0.672 0.113  0.115  0.230
0.334  0.400 0.728 0.110  0.136  0.242

HEERAT AL 0.986  0.500 1.482  99.62 0.6 TR 0.675  0.462  1.130  100.43 3.1
0.980  1.000 1.974 0.675 0.675  1.342
0.990  1.200 2.193 0.678  0.852  1.564

AR B 6.250  4.565 10.812  99.05 1.6 AEEEAF AL 1.072  0.868  1.920 97.45 1.9
6.256 6362  12.619 1.075  1.075  2.102
6252  7.694  13.730 1.072  1.340  2.400

BB BT 0.478 0316 0.780  98.07 22 HBE A AT 0.712  0.564  1.250 97.93 2.3
0.475  0.480 0.951 0.710  0.710  1.412
0.480  0.573 1.050 0.712  0.872  1.580

IRk BT 0.125  0.095 0215  96.18 2.9 HIBFEH E 0.435  0.284  0.708 98.87 2.8
0.122  0.125 0.240 0.438  0.440  0.885
0.126  0.165 0.290 0.440  0.627  1.060

FIBERAT | 0212 0.186 0392 9522 1.9 P H B AT IC 1.550  1.200  2.758  100.19 0.5
0216  0.220 0.421 1.546  1.552  3.100
0215  0.256 0.460 1.548  1.826  3.370

AR T a 0.700  0.562 1.253  97.97 1.0 FEH 1 0.125  0.104  0.228  101.42 2.5
0.696  0.700 1.374 0.125  0.125  0.255
0.701  0.826 1.516 0.126  0.162  0.290

AR C 0.135  0.118 0.250  96.95 1.2 B-RER A 0.250  0.200  0.442 98.01 2.5
0.135  0.136 0.265 0252  0.250  0.504
0.132  0.182 0.310 0.250  0.325  0.566

2.4 FEADNE  BOWRE EAR AR AURBE S % 0 B 45 B 18 Blonl o B - 1R g 1w B, SR Ak [m] 0
2050 R J7 A MR IR R 2.2 B R OTIEERE P R RR R R I8 Bl L AR LR S

x5 MEBTRMWMSARPISHASILENE

Table 5 Determination of 18 components in main root and fibrous root of Anemarrhena asphodeloides %
N
R 2R W5 S EES ROEMEERZE B
%

FIES TR CIES U IR S s ma ad JERRLCRIEE BETRIBER RIEER MR R 54RO R Rt Rt R g
fFAL FAL AN 7]]1 ﬁ 771 fFla BIFE HFBI BN #FBIL BAFC T W®IF T R R A
S-1 086 079 057 058 124 017 056 035 039 502 010 011 0.0 009 0.69 027 0.54 0.20

S-2 136 075 065 052 1.53 0.18 0.61 0.37 0.30 4.04 010 0.12 0.11 0.08 036 0.28 0.61 0.21
S-3 1.57 095 086 056 1.74 049 083 0.60 0.37 463 013 0.16 0.10 0.10 030 0.32 045 0.20
S-4 2.00 1.20 1.10  0.60 1.67 034 149 0.52 0.41 5.31 0.13  0.15 0.10 0.10 0.33 033 0.41 0.20




§26 % 17 hESREHFFFERE Vol. 26,No. 17

202049 H Chinese Journal of Experimental Traditional Medical Formulae Sep. ,2020
gxs

BN
PR R UEERLES CIES MORMEEIZE B
%

s HIBE ORI HIRE
BRI HIRER IR e 't'z@: e BURERE RURE CBURIRERE RIBRRE R RIRE RE R P St U B

= = +©

AT AT HFAI Hla BHE #BI #HBI #BIN ZHC H1 wil BE RE R

S-5 1.93 1.18 065 0.64 1.75 090 1.43 0.56 0.33 539 015 0.19 0.10 0.09 043 0.30 0.48 0.21
S-6 0.71 1.31 034 055 126 030 0.74 0.62 0.33 5.03 048 0.56 0.10 0.07 0.58 031 0.54 0.14
S-7 0.78 132 046 0.61 1.53 020 087 046 0.44 539 033 032 0.10 0.09 0.73 0.41 055 0.19
S-8 1.08 1.23 043 052 158 0.18 0.85 044 0.29 459 034 035 0.11 0.10 0.49 036 0.60 0.10
S-9 0.56 1.10 032 056 1.52 0.18 059 0.50 0.32 4.58 040 038 0.10 0.07 0.40 037 0.58 0.13
S-10  0.10 1.06 0.13 0.89 1.28 040 098 0.50 0.48 7.73 0.08 0.08 0.13 0.10 0.83 0.11 0.51 0.29
S-11 0.12 0.71 0.11 0.62 1.79 033 0.69 0.57 0.35 4.71 0.07 0.07 0.09 0.09 0.77 0.15 0.56 0.56
S-12 0.12 0.59 012 071 154 044 056 0.57 0.34 4.62 0.07 0.08 0.13 0.07 1.09 0.17 0.50 0.75
S-13 0.21 0.54 017 0.68 201 033 0.64 0.64 0.42 466 006 0.07 0.13 0.09 1.08 0.19 0.51 0.82
S-14 044 052 028 0.65 1.77 033 058 0.77 0.48 5.09 0.08 0.09 0.13 0.08 1.22 0.24 0.48 0.80
S-15 1.38 0.88 0.64 085 152 058 098 0.73 0.39 5.27 0.09 0.10 0.13 0.07 0.81 0.27 0.44 0.34
S-16 090 0.67 027 090 2.03 041 060 0.60 0.39 5.63 0.07 0.08 0.11 0.09 046 024 0.53 0.60
S-17 1.02 0.66 0.62 056 150 045 056 0.38 0.35 3.95 0.10 0.12 0.13 0.09 0.16 0.31 0.44 0.11
S-18 1.06 072 029 070 1.75 048 091 037 0.42 5.74  0.04 0.04 0.09 0.09 0.53 0.25 042 0.21
S-19  0.22 090 026 067 199 022 053 0.39 0.37 5.57 0.04 0.04 0.08 0.08 092 0.11 0.48 0.09
S-20  0.09 0.85 0.15 063 125 029 072 0.5l 0.31 4.33 0.04 0.05 0.08 0.07 063 0.15 042 0.24
X-1 0.30 1.34  0.06 0.21 1.24  0.02 035 0.15 0.07 1.00  0.01 0.01 0.09 0.09 1.62 0.52 095 0.29
X-2 0.38 0.93 0.02 0.18 1.51 0.01 0.20 0.06 0.05 0.70  0.01 0.01  0.09 0.10 0.29 0.13 0.20 0.33
X-3 0.30 1.18 0.03 0.19 1.01 0.02 033 0.12 0.06 0.79  0.01 0.01 0.08 0.09 0.88 039 0.76 0.13
X-4 0.33 1.06 0.06 0.14 127 0.01 035 0.15 0.05 0.77 0.02 0.02 0.08 0.10 1.11 0.46 0.53 0.10
X-5 0.28 1.25 0.11 0.15 1.03 0.01 027 0.17 0.06 0.84 0.03 0.03 0.09 0.10 1.35 0.44 055 0.14
X-6 0.34 1.03 0.14 0.19 153 0.03 0.21 0.19 0.08 0.98 0.02 0.03 0.13 0.08 1.02 0.48 0.83 0.08
X-7 0.45 .12 0.07 0.18 1.05 0.01 0.25 0.09 0.06 0.66 0.01 0.01 0.10 0.08 0.87 039 0.82 0.83
X-8 0.37 1.18 0.02 0.16 125 0.01 0.18 0.05 0.03 0.45 0.01 0.01 0.10 0.09 1.28 041 094 0.27
X-9 0.91 0.91 0.01 0.16 150 0.02 0.22 0.08 0.05 0.62 0.01  0.01 0.09 0.10 0.85 0.35 0.57 0.84
X-10  0.58 0.90 0.01 0.12 132 0.01 026 0.07 0.04 0.50 0.01 0.01 0.09 0.06 144 036 0.58 0.72
X-11  0.48 0.90 0.01 0.16 150 0.02 025 0.12 0.05 0.63 0.01 0.01 0.10 0.08 1.06 043 0.70 0.58
X-12 0.45 0.91 0.04 0.16 138 0.02 026 0.16 0.05 0.69 0.01 0.01 0.13 0.06 1.14 0.48 0.78 0.53
X-13 036 097 0.02 025 150 0.03 021 022 0.11 1.34  0.02 0.02 0.11 0.05 1.60 0.44 1.06 1.07
X-14  0.38 0.91 0.02 020 1.19 0.02 023 0.15 0.08 1.01 0.02  0.02 0.09 0.04 082 040 0.63 1.27
X-15  0.87 0.93 0.01 0.17 1.03 0.02 021 022 0.08 1.04 0.03 0.04 0.10 0.05 1.28 0.48 0.85 0.79
X-16 049  0.83 0.02 0.18 134 0.01 022 0.18 0.06 0.78 0.01 0.01 0.10 0.05 1.74 045 090 0.73
X-17  0.38 0.93 0.02 021 126 0.02 025 0.27 0.08 1.10  0.01 0.0 0.10 0.04 1.26 0.52 1.11 0.66
X-18  0.48 1.08 0.03 022 150 0.02 024 0.16 0.09 1.20  0.02 0.02 0.09 0.04 123 039 056 1.10
X-19 0.48 092 0.04 026 128 0.03 025 0.21 0.11 1.42 0.02 0.02 0.13 0.04 193 046 0.68 1.26

X-20 0.44  0.85 0.03 0.18 150 0.02 0.19 0.17 0.07 1.08 0.03 0.03 0.10 0.05 092 047 0.61 0.94

s 0L, A& FAR (ZG) FI A BEZRAR (XG) HR B 3 AR PSS K R S (SS) 4.41%, 1k R S

A IS AR I Y E R A BR R 225 e (FS) 7.41%, 31 i 28 (S) 0.19%, KUK Mt il 25 1.40%
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Fig.1 Component content (A) and score (B)of different Anemarrhena asphodeloides,loadings (C) and VIP (D) of different congtents

FH SMICA14.1 3 xf 2% 5 h g i A7 22 B Y
94y A7 884 43 ¥ (OPLS-DA) , 13 3] Scores &, Bl
FI1B. 38 2 53 B 445 5 B, ] 60 B 32 AR R4 AR
B R S, R BE AR R A P e A, R AR
FE A AT A, A5 0 RE ZBUAR =2 ) B B R /N TR
B 2 AR A, 16 B R AR R S 22 R Y 25 SN T
HUEE EARFE A, DL 18 Bl B 43 A 32 1843 % 1 B 2 4 A
MR E 4T OPLS-DA 43 Mt i, 1B 32 AR M A5 AR B A
DEES.

R A 25 I A A3 5 N B AR R A 6 &
fii FH SMICA14.1 8 f4 %F 3 5 i 8dls AT U6 05 L 18
Loadings [# , 40 & 1C o o 38 & 40 B — 4 2 A
AUAVARE A AT B R R R R,
B-REF AT A5 A 5 A BE AR AR G B B B B,
FVRE AT B, 0 RE AT I, 60 B S 4T B, 0 RE AT
La, AUEERAF T B2 AT, #3247 oo, Ak
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