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Effects of Different Processing Methods on the Contents of 3 Alkaloids in Fritillaria Thunbergii Bulbus

WANG Luwei, SHEN Chenwei, ZHANG Shuili, YU Bing, LI Shiqing, FAN Huiyan, SUI Ning, ZHANG
Chunchun*(Zhejiang Chinese Medical University, Hangzhou 310053, China)

ABSTRACT: OBJECTIVE To establish a method for simultaneous determination of peimine, peiminine and peimisine in
Fritillaria Thunbergii Bulbus, and compare the contents of different origin and processing methods. METHODS Hypersil Cg
column(250 mmx4.6 mm, 5 um) was used, the temperature of column was maintained at 30 C, using acetonitrile(A)-0.05%
triethylamine water solution (B) as the mobile phase by gradient elution at the flow rate of 1.0 mL-min~". Using ELSD detection
and the temperatures of drift tube were maintained at 55 C, the carrier gas flow rate was 40 psi, gain was 10. RESULTS All
the constituents showed good linearity(R*=0.999 6) in the range of the tested concentration. The average recoveries (n=9) of
peimine, peiminine and peimisine were 100.1%, 100.1% and 96.9%, respectively. Compared the contents of different origin and
processing methods, the content of peimine and peiminine in the non-sulfur-resistant group was the highest(0.082%-0.24%,
average 0.15%), followed by raw sun treatment group (0.058%—0.23%, average 0.13%), followed by sulfur fumigation treatment
group (0.032%—0.12%, average 0.092%), shell ash group was the lowest (0.040%—-0.12%, average 0.072%). CONCLUSION
The validated method has the advantages of simplicity, good precision and reliability, allowing the comprehensive quality control
of Fritillaria Thunbergii Bulbus. Different processing methods have effects on the content of 3 alkaloids in Fritillaria Thunbergii
Bulbus. Sulfur fumigation and shell ash treatment will reduce the content of alkaloid.

KEY WORDS: Fritillaria Thunbergii Bulbus; HPLC-ELSD; sulfur fumigation; peimine; peiminine; peimisine; Chinese herbal
medicine processing
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UL B R U P e AR P, AR R A
HPLC-ELSD il 5& A [7] 7™ H e AN [7] 0 1) 77 2 1) 7
DIRERZGM DR R NIRER 2. DR &
RS ML T SRR X DL AR )
e R, T DUBEAE = T s 5 8 3
T DUBEZG A I B S VP4 . T o RA K1) 4 i £t
SEARIE

1w

1.1 k7]

X R DURER H (L5 . ST00370120MG). L
RS : ST00380120MG). Ul BF ¥ (Hit 5 -
ST07720120MG) #4175 F1 7 A= W 5 AR TR
Nw], SR =98%: WEEH L Ny (i gl 5.
QKN HTEE ;s S50 F 7K R G e 4 15K
1.2 {48

Waters 1525 /& %R AH B A (SE [E Waters, 7
Empower 2 t&i% T{E¥ . Waters 2424 78 G HUR
or il 45 ); KQ2200DA A %4 i 75 i e as (Rl i
A AR AT); AR224CN ELHL T2 H7 KT
(BB A R AT); B-220 B B HAUE IR /KB
(R AAACER) ),

1.3 Zift

Wi DURERE SO AE KRR 1 4E LR, 5~6 AR
W 10 A2 IX LB . 729, LTINS
JREHE, UL R 25 KKK P B 6 e N A
& BHA YT VL BE(Fritillaria thunbergii Miq.) I T-J&
25, FF4 e E 25 BB E R R A 4 AR
il 7 VE AT N T
2 FES%ER
2.1 st

K H Hypersil Cyg 1354250 mm X 4.6 mm,
5um), I 30 °C, WA LG (A)-0.05%(1)
= LHEB), BEEVBFETW R : 0 min, 55%A,
5min, 55%A, 7 min, 75%A, 18 min, 85%A.
JiiE A 1.0 mL-min~', SRF ELSD A4, V846
FEN 55 °C, #A 40 psi, 2% 10. HEREEXN
20 puLo
2.2 AV VR A%

AR r [ 24 4 2015 47 hie it DURESR B 2
st ) & S VR . A BECE SR TR AR
Wi IUEE RS DY 5 0)2 g, FERRRE, BT,
Ik E /K 4 mL ¥2E 30 min, A5NS4 - EE
4 DIRAWA 40 mL, FRE, A, M/ 1h,
R EBARRI 2525 2018 4F 1 HEE 35 555 1 11

FRRE, I EREAEER, ANETE, R, K
HEI AL 10 mL, BRI ZET, RN
WLV IR A 10 mL BT, nH R R = 4%
B, A, BE, &
2.3 N R VAR I A

HCUEEZH . DLEEZ R0 DUREE X R iE &2
FEEME, IHEER RS R URER 4.
DURFSEMRE 22508 0221, 0.257, 0.123 mg'mL™
FA VR A5 T HE o T R
24 RS
241 RMESCRFE Sl wER T COEC ] 1 xt
BREBRERE, URERBEER, #5387 MR
TR B TR VR A 0T BB VA (DU RE R FIR FE 2l
0.221,0.110 5, 0.066 3,0.044 2, 0.035 36, 0.026 52,
0.017 68 mg-mL™", UIEEEKZIKE 554 0.257,
0.128 5, 0.077 1, 0.051 4, 0.041 12, 0.030 84,
0.020 56 mg-mL™", ULEESEIRE 454 0.123,
0.0615, 0.036 9, 0.024 6, 0.019 68, 0.014 76,
0.009 84 mg-mL™"). % “2.1”7 W R il %4k, 7
AHERE 20 pL M52 . L 1gS NALFR(Y), 1gC M
AFRO)IEE, 18 DUEESE . DIBFER BRI DIEEER 41
B FE, W& 1,

R1 3HAEMREEETE, MXZRREETHE
Tab. 1 The linear equation, correlation coefficient and
linear range of three alkaloids

Xof LT R 25 5 Bl /mg- mL ™!
JUBEE p=0.920 2x+5.3196  0.999 3 0.009 84~0.123
MR 3=1.1952x+5.5927  0.999 2 0.017 68~0.221

NREZ y=1.1942x+5.4892  0.999 1 0.020 56~0.257

242 UERKEEEEE RS RAOR A 0 BRI
W20 uL, #2 “2.17 TR GG IE, ESERE S
PO e, DARE ST AU FE AR, 15 H DURESE
DUBEZR BAN DLBE R 2014 AR R b 1 M 22 (RSD) 43 73l
N 1.74%, 1.46%, 2.31%. FKUCEARGEE RIT.
243 FREMEEE WS SMESER, o5
0, 2, 4, 6, 8 12, 24 hItf, #% “2.17 W
R RN VUBREE . DURER . DIRER 2
A, 115 RSD 4058 0.83%, 2.95, 2.35%.
HIRE SRR 24 h WARE .

244 HEMFER PATRRIUH NUEZMH AR S
By, FE R 227 WUR 772 & A s VR - 1% 42,17
TR (i 2R e DUREE . DUBRER W R IUBEER 2
(U TRIAR, 7155 RSD 735914 2.89%, 2.23%, 2.60%,
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sE LR TR ER M R AT,

2.4.5 IOREENRESE R ARECE A E R )
BEFE AR R 2.0 g, IO IR Z VST 4 mL, 3271 30 min
J&, BT 100 mL BFEHERIM T, K mAE-
FHEE(4 © 1)VRAVEW 40 mL. BUH L ERES, 2051
IINA ULBESE SR AL 0.08, 0.1, 0.12mg, & IEE
KX 0.8, 1.0, 1.2mg, & NEER N,
0.8, 1.0, 1.2 mg X SEWR, BN ET 3
By, GkBEi% “2.27 TR 7 AL S VE TR, 4
PRk G THEF P R, AR IR 2,

F2 AR 3 A A A A B R (n=9)
Tab. 2 Sampling recovery results of three alkaloids in
Fritillaria Thunbergii Bulbus (n=9)

TR/ RS AR, EkE/ PRl RSD/

mg-mL™  A&/mg mg % W% %
0.800 0 1.782 0.98
0.800 0 1.760 0.96
0.8000 1.892 1.04
1.000 0 2.024 1.00
U 1.025 1.000 0 1.958 0.97 100.1 3.02
HH
1.000 0 2.090 1.03
1.200 0 2.178 0.98
1.200 0 2.244 1.01
1.200 0 2.310 1.04
0.8000 1.474 1.02
0.8000 1.386 0.96
0.800 0 1.430 0.99
1.000 0 1.584 0.97
JURE
=7, 0.029 1.000 0 1.606 0.98 100.1 3.29
1.000 0 1.694 1.03
1.200 0 1.848 1.00
1.200 0 1.958 1.06
1.200 0 1.848 1.00
0.080 0 0.195 0.93
0.0800 0.207 0.99
0.0800 0.191 091
0.100 0 0.220 0.96
DURESE 0.129 0.100 0 0.234 1.02 96.9 3.41

0.100 0 0.220 0.96
0.1200 0.246 0.99
0.1200 0.242 0.97
0.1200 0.247 0.99

2.5 BRSNS ENE
43 0 BRUA [ Ak B ) 87 DL BERE SR oK
5E 2.0 g, A dE “2.27 TR J5 v i & AR S

W B 1A
B PR
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MENEER, MR MINEEEE, S8R0
LRWSERE
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t/min
B
2
VU
3
2 4 6 8 10 12 14 16
t/min

Bl ERRHEeiEE
ARG B B-HHR AR 1- DR 2-DIREERH, 3-DIRER 2.
Fig. 1 HPLC chromatograms
A-mixed standard; B-standard solution; 1-peimine; 2-peiminine;
3—peimisine.

60 L DUBERE 5t DUEER A LB R 2 65 &
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SF B SR ) B (PR £(0.08%), 4y 41 &
[l 245 4t 2015 47 It 3K 1) 5 I PR 5(0.08%) « AN [R]
1) 7 ¥ 4 B AR T DURE RS LA TG AR € 2H DL BE R
AULBRER 208 & & 5 = (0.082%~0.24% , T35
0.15%), A& 4b 2 2H Ik 2 (0.058%~0.23%, “F-14
0.13%), fifi & 4b #4H K 2 (0.032%~0.12%, ~“F-34
0.092%), D58 K% H 5 2 511K (0.040%~0.12%,
45 0.072%) 0 AN A F= M7 DUREZ R o DLBRE SR
FHFN DURE R 201 8 2 M BIMIRAR o i e B AT )1
B, SEHHTE. LHREIE, BB
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%*3

W LEFZG 4 3 b A iR B (n=3)
Tab. 3 The content of three alkaloids in Fritillaria Thunbergii Bulbus (n=3)

i 1! Ja ) 75 7% mﬂ mﬂ%mﬂ%m%’fiﬁ\ i FE J ] 75 7 m PR LR m\%iﬁ‘
E%  T/% L% TAE % E% W% L% LEEE%

S1 MaellyrEet  AEWILE 0.0077 0.094 0.030 0.12 S31  BwellEE NSEKE%E 0011 0.057 0.029  0.086
S2 LTI EWGAEE 0.022 016 0.075 0.23 S32 Mg ELC)I AR 0.0044  0.045 0.032  0.077
S3 B EAKE EWGAEL 0.0099 0.068 0.025 0.093 S33 B HAKE  DSEKEE 0.0066 0.025 0.014  0.040
S4 M llUrEret AEWEALEE 0.007 7 0.091 0.025 0.12 S34 M PLTTETEL DUEKIEL 0.0044  0.037 0.019  0.056
S5 T TR ERT A Wi 0.015 0.11  0.051 0.16 S35 T EREL VLA DUSE K% 0.0077  0.030  0.021  0.051
S6  TUEmEKEE  EWEAIE 0.011  0.089 0.042 0.13 S36  TEmIEKEE NSRRI 0.0055 0.036 0.023  0.059
S7  EKW AL WA 0.011  0.068 0.032 0.10 S37 WKW ZAME  FEKEE 00066 0.036 0.023  0.059
S8 WIKWEEE  EMILF 00033 0.039 0020  0.059 | S38 WHAKWMAEE  D5EKEE 00077 0.045 0.033  0.078
S9  &HEWUHLE AW 0.0066 0.070 0.037 0.11 S39  &fEMWHITE FEK 0.0077  0.056 0.032  0.088
S10  VLFHAWEITE  EWTE 0.012 010  0.042 0.14 S40  YLARAMEIIE MK 00132 0.073  0.046  0.12
S11  BZAFEE LY E 0.0099 0.056 0.026 0.082 | S41 EwIFEM MBI 00055 0.048 0.030  0.078
S12 WA EEPE 0.021 011 0.061 0.17 S42 MR EAT)I REAH 0.0033 0068 0.047  0.12
S13  wREAKE LW 0014 0.086 0.037 0.12 S43 B EAOKE BELAM bd 0.056 0.039  0.095
S14 Iy RTE BB 0021 013 0.064  0.19 S44  EREEIIETE BEAH 0.0066 0.068 0.040  0.11
S15 TN HEL BRI B 0.013 0.090 0.041 0.13 S45 T NTATEL VLA SR E AL 0.0066 0.054 0.037  0.091
S16 T HTEAKE BB 0.020 0.097 0.061 0.16 S46 T FTKEL  BIEALFL 0.0055 0.064 0.044  0.11
S17  WiKM=ME T A 0.017  0.095 0.061 0.16 S47 WKW =L BREAFE bd 0.020 0.012  0.032
S18  EiKMERE LEPE 0.022 011 0.059 0.17 S48 WIAKMZERLE  TREAE 0.0066 0.048 0.034  0.082
S19 &AWL E LMY E 0020 016 0.085 0.24 S49  &HEWIHLE  WELE  bd 0.080 0.036  0.12
S20 VLIVEWIIE LA 0011 0.074 0.045 0.12 S50 VLRI WELE  bd 0.065 0.039  0.10
S21 R ELEEH GIEALI 0.0044 0.044 0.024 0.068 || S51  MeeEEREEL  JFKIE 0.0099 0.061 0.030  0.091
S22 BT WELF 0.0055 0.063 0.042 0.10 S52 M BAT)IME DISEKEE 0.0066 0.043  0.031  0.074
S23  HWREWIKI  WEMLHE  bd  0.056 0.037 0.093 S53 M EVKE MFkiE bd 0.026 0.013  0.039
S24 MR EJFRIE  BEAF 0.0066 0.066 0.039  0.10 S54 M LLUJTRIEA DIGEKIE 0.0044 0037 0017 0.054
S25 TURITERLLERVLEE ARFEALFE 0.007 7 0.055 0.039 0.094 | S55 T ATERELENLAH D5 Kik 0.0044  0.030 0.023  0.053
S26 T MIEAKE  BEALAHE 0.0044 0.059 0.042  0.10 S56  FEWEAKE  JWFEKE 0.0055 0.036 0.023  0.059
S27 Wi mME  BEALAIE  bd  0.021 0.014 0.035 S57  WIAKWmME DS 0.0077  0.039 0.025  0.064
S28 WKW =E  BRiEAIE 0.0055 0.047 0.037 0.084 | S58  EEAKWAEmE  TFKE 00099 0.044 0.032  0.076
S29  LfEmIHITE BRELH 0.0066 0.078 0.037  0.12 S59  &fEWTMICE DIGEKIE 0.0055 0.062 0.035  0.097
S30  VLIAVEWEIIE BiEAIE 0.0044 0.065 0.039 0.10 S60  VLIMEMEITE DS 0.014  0.075 0.048  0.12
TE: bd—F AR TARCMBR .

Note: bd—below detection.
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AR, D15T

T 253

5 S1~S40 #7 DR 43 ARG ALEE . Tohm 4 .

IKIFHEFE 4 AN,

X F SPSS 20.0

AT TR DURF2544 3 R AE MRS A 5
Tt 2R DL 58 A Ak PR 2 B At DL BRI R A2 )
D58 I3 Ak 31 A )

M,
E)ﬁﬁ m%o

R RE 2N

%ﬁﬁ#ﬁ4@ﬁﬁ%@ﬁmﬂ%$ﬂmi%z
oE) AT TE RN BT Z 0, A RER
4 HEHE Z A FEA I EO PP ECIR, B A 1t 4k 2R
Tom €0 22 7 0 W S, T R A 3R DL AR AR
AP E SRR ENE X, HALS AR T Z R
BB Gt % L(P<0.05), S5RIE 4. 450K
R EBARRI 2525 2018 4F 1 HEE 35 555 1 11

/l_p

TR g LA B, AT R R 1K
HRUKAT BIRR

43 R B B A 3 () T DL AR D Fe K
Aib B T DL AER DUiEAT SPSS 734t Ek'ﬂ%ﬂﬁﬁ'ﬂ
R &AEVE B EEMEER, SR A R A
T DLBEAE P2 B 5 e AN K
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R4 WA NBZFRNERLELETZ0MER
Tab. 4 The analysis results of Fritillaria tablets in peimine
and peiminine content of total variance

B (1) BERQ)  BMEEA-D) bR STE
WAL BRI -0.027 10 0.015 91 0.097
Tim, AL 3 0.036 60" 0.015 91 0.027
U2 k3% 0.054 80" 0.01591 0.001
Tt ARG 0.027 10 0.01591 0.097
it AL #R 0.063 70" 0.01591 0.000
U2 k3% 0.081 90" 0.01591 0.000
BB EWLE  -0.036 60" 0.01591 0.027
L e —0.063 70" 0.01591 0.000
YRS 0.018 20 0.01591 0.260
NFEKE WL —0.054 80" 0.01591 0.001
Em e —0.081 90" 0.01591 0.000
REAF  -0.018 20 0.01591 0.260
HE: "P<0.05.
Note: "P<0.05.

Gy 0T DURE AR DUREZS A DUREZ 2 A DLEE
F N ERNEAT M, K DUEEE A DLERE SR
o AR S5 R O R 3 € 40 > A 1 Ak B 40 > B Adh
RIS UUSERIELL, RN DUREA M & i i AR
i shoe — 8y, 1 WREE & BN SR
20 > A P 4 PR 2 > DL SE VA>T B AR ER A, R
Wr MBI R Z8 5, DUBEE NERECN ™, fE
S23. S27. S43. S47. S49. S50 Al S53 iX 7 Mt
T VLB 244 v DLEE 2 & EAR TR IR, RS
X 7 AR T S53 A DTSRRI AN EE LLAL,
H4 6 MYNMELAHE, HIkal 1L, MEATSH
W DUBEA:= Wi 25 B A, UL DUBE: 3 2 (1 FF
i, ki s 252

% B A 25 R a BB DURE, 1 A S g 5 2R
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S R UL 5% A Ak B 2 B AT DL BER R AR )
B S, IR HIX 2 Mok D i A e R T
BZES, R VLR RER O T, AN L5

IRALHE
3 4

JIv 3 ST 14 7 32 R [R] B  E #fr DL R R R D
B H . R MBS, Hizrdkfae . o
S MR, & T DUBER B B . AR E
JTEXTH DR 4 3 Fh A= & B AT 52, g 2 AN
DUSEHIEAE PR 2 B AT DB A= 0B ) 25 6
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