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1.1 #R5iXF

Mol AR A TR BASERR KA T D3-E
D3- 1] FE RS R, o ] 24 A 4 o A T 5 R R
ONE WBR, (i 4l 15 [E Merck 2\ &) R £, (01
4li i [E Duksan 28 Al #h R  JC/KBRIR BE . To/K 4 1R
B, MR 25 A 4 T E-N-N B RS (PSA) (kb
J¥ 40 ~70 um) ,C18 HLHEF(FAR 40 ~50 pum) , KHE
YEAIRAN /AN A R R AR
FISAMR 22 BRE T SR HE S T,
1.2 E5iEE

AB Qtrap 5500 U3 AH €8, 33% — 5 3 36 AN (B A
HLIE 25 B8 R S B Ab B R 4 ), JE 1 SCIEX /Al 5
RWBX — 08S #U4H =2 Re i TH AL, FE 5% 75 i 2
A]3SYH -5 B =B A, 5 M58 T 1R 4 A R
5] B] —800A RUMREHL, [IEFFEZAS 2 7] ;15075 7Y
HAA AR, W77 LA w5 LYNX4000 B0
ML, 2% E Thermo 237 ; KQ — 500DE %I # 75 I 1 Uk
i, BT AR A R B MS3 AL BEdR i A%,
[ IKA A,
1.3 ZWHE
1.3.1 2AEE R ERLESFFA RN &

ARG T —Fh & A BT ER S &
WA FE I 2 3k, A5 TR DL IR 1 i ik 1R
PACRTERE TSR SRR AT R4 AR PR AT AE
N
1311 SR

R AT T B A =k VR R A BE , BBORH i T
P, HUA AR B R SR MG 878 0 JEORE N B /U
WA HERE PISE AR 2FF) AR T 22 BREZ
T A PUR CH BRSSO T, TR
TR 0.5 kW, 1 kg WBHT8 S min, T4 )5 %
GB 5009. 3—2010¢ £ it % 4= [E Zhrife &5 Ko
R0 5 ) AR D 7K A5 ol T S Y R A R OK O
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Fig.1 Preparation flow diagram of quality control samples of

solid compound spices containing poppy shell
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Tab.1 Amounts and proportions of different
kinds of materials g
P2 m A m
NEES 200 i 20
NFHTETE 200 (SR 200
FERZ 300 T 100
W5 100 W 2 50
TR 300 T% 100
EUEIN 300 HH 100
il 1970
1.3.1.2 Brenibi

HUH — 2 5t 1 28 35T, B 25 4% T I AT ik
THE T kg FETAERE, BT 0. 5 kW, T4 B[]
RS ming TR A R SE ST K 43 TR 43 B I E
5% VI, M e, My iE e o 40 B KPS 1.3.2 95
J5 5% il 85 U B A4 R 2E AT AR W B DS 0 o 1)
TN 6 U 235 R Ay W M S5 1t 43450 0. 09% AT A 1R o
HOTEUN 0.27% L F BT 550 0.27% B
SEOE R4 B 0.04% BB A TR R r Kk
0.03% .,
1.3.1.3 —&iR&

HR GBS AR B 7 B, PR 3 ¢ BB AR
AR, 3 kg FEBAEL B m (FEFTAEL) 5 m (#3852
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AR ) 4% 50 1 LB TRIUR & R A Y 215 AR
EEFAE m:m =1:10 B ELBIFRIES IRA 4]
S5 BIRE S SR A R BB BHR A IRYE IR & )5 B
R () 2 e 5 0 0. 5% 1 He B I A Si0, Bt 4%
FORGA],

YRGB AT T S o, 7R IR G I m (FF

1) 5 m(EEBAE B R RIR A LB 1210, =4k

RG240 /min IR G 2 h,
1.3.1.4 —WiRA

YR A YIS R R T R T T8RS
(IR A K 53 o f 3 B I TE 5% UL R, TR 5
it 40 Hiff , #47 ZWIR G, —4ER 57%,40 v/min, 1R
G 2h,
1.3.1.5 /Jp%

PUMIR AR A%, Bk 10 g, 3£ 200 i
1.3.1.6 M@

K Vi BER BRIE R S A T 2R T, R RSN
FRIRYE Co , 5 BRI & 7 kGy,
1.3.2 A AWk R agism
1.3.2.1  FEEETALEE T v

F 18 DB 31 2010—2012 J5 K I A= 1 5 25 4
Ji, RH 0.1 mol/L LR IE W5 i 8 7 $L 1,
ATCK B IR 5 IOK B R A = 0 o0 2, LI E

=]
1}

B

PSA JO/KBREREE . C18 MK gL 5 , VB AH (i — AR Ik
JRG R BESEAR AR A T LR R AR 2 2
i, WHE AT RE R H N BRI A
1.3.2.2 VAGE R

Agilent ZORBAX SB — Aq (100 mm x 2. 1 mm X
1.8 um) Bl A3EkE AR 35 °C, Hii# 0. 2 mL/min, #F
FEiES wL, JshAH A b L, sl AH B b & R4y
0. 1% B ERAEY 10 mmol /L R 45 1 ¥, 6 1 Uk
Ji R ] 6 min , B REVRBERRFE L 2.,

K2 MRV
Tab.2  Conditions of gradient elution

t/min (BN A) /% (BN B) /%

0 90 10

0.3 90 10

1.0 80 20

2.5 80 20

3.0 90 10

6.0 90 10

1.3.2.3  FuilsfF

H RS ESTT, #9477 =X MRM 2 5O 5, &
AL 5 500 V, B0 AR 550 °C, %5 28 0i
W 55PSI, SEME SE BB T IS L (CE ) 245
Hi % (DP) W3 3,

K3 YRS YRS

Tab.3 Mass spectrometry parameters of alkaloid compounds

EY) BEBSF/u FET/u U(FEFE)/V U(TfE) /v
Lila 286. 1 181.0%,165.2 90 35,40
LIRS 300. 2 215.1%,165.2 90 35,40
FEM 312.1 58.1%,249. 1 110 35,30
HESED 340.2 202.1* ,171.1 90 45,40
BEAr T 414.2 220.1*,353.2 90 40,45
D3-ng 289.2 185.2% ,165.2 110 40,45
D3-A] A 303.2 215.2% ,165. 1 110 35,45

« WERET N E ST
1.3.3 H &3 HHek

F M8 GB/T 15000. 5—1994 X Jifi 45k HEAT 14 5)
PRSI, Y5 MR 0 B AR AR B AL 200 4, T s
SIEREALE 15 AFE S AT A PERG 56, BRI
FEEE S MR 3 o —41, 38 15 A5dE, R
PR Z Ty 2250 0 o B AT ge it e TR
WP 2 54 m ¥z , U AA AW A E, B3
PR o, 377 224690 45 78 IR T it A g it i

F,i@ it GB/T 15000. 5—1994 [t 5% B, & i A4
FHEAT R R S e
1.3.4 HHBZHER

I GB/T 15000. 3—2008 , Jifi 5 K 78 #E 17 72 (.
B, F5 IR AR (A RO 5 R ek (s
WA T2 H Y RNRENE) , iZS 5 Y TN
TR, AR R R e M, R s K AR e M
SEE TN AR 205 2.4 .6.8.10,12 14
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SRR B
S(b,) = S . (4)

[ 2 (X - X)°

1.3.5 765 R Z itk
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2.1 BRAFFGHMMK
F I Co-y XA () R R HEAT R 718

W33 iy phsr A AR, 73 ILL 0 ~ 10 kGy B4R IR
FRVEE AT R T A TR AR A BORE R AT ol A A
I IS TR RLCR , 240 T SR e R R 1) 7
FAnp 2, dilE 2 nLUE 2 SR A ] 6 kGy
I T 7 Bk B O A Y B K F (< 10 CFUZg)
I BER T AT RS BSR4 I, D RAIE e K
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Fig.2 Effects of irradiation on total number of colonies

in quality control samples
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Fig.3 Effects of irradiation on alkaloids in quality

control samples

2.2 HmBHHKE

F IR DB 31 2010—2012 77 B X RE i gEA T4 0
KR R Ty 22 5 A i 6 B s R A7 G 340 i, K 5
FESHEOI S PE G5 R WL 4 LR [ R E N 14,400
H BN 30, 25 GB/T 15000. 5—1994 [ff 5% B, F,
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(14,30) =2.31, M EBATLLEH 5 MM FHEY B 255803 5,7 GB/T 15000. 5—1994 [f 5% F, 15
INT Fy o5 (14,30) , RWIRE M RIANTAAE B 5 V22 55 HHE N6, BA5/KFH0.95 () AT k2. 48, Hiit

U IR A AR A I 21 FARTTLE W, 10,1 <ty xS, , RHREA R
2.3 HmiZEERm EN, BT UL B AR AR 14 A A R R AR

FERR L 3.4 BRI A R TR R gy R
F4 EEREEFERT S RIS S R 525 R

Tab.4  Uniformity results of 5 kinds of alkaloids in solid compound spices

EY 2H [R) by i 22 HNbRER FHE/ (pg-kg™") FiE Fo 05 (14,30)
ey e 27 32 321 1.16

AR 23 45 907 1.93

LA RS 21 25 922 1.15 2.31

B SE 18 23 188 1.32

AT T 18 16 150 0.89

5 FERE AT R S R AP IR E MG I A

Tab.5  Stability results of 5 kinds of alkaloids in solid compound spices

o RIS / ke ) by Su e
oM~MA 24A 44A 0 64A 8A4HA 104H 1248 144A Sy
i 321 316 320 310 314 307 319 311 0.5357 0.5706 1.415
AR 907 912 903 919 894 907 911 899  0.4405 0.7260 1.800
LA 922 915 919 911 904 914 908 916  0.5893 0.6417 2.48 1.591
BRI 188 179 181 177 183 189 179 177 0.2798 0.4390 1.089
AT 150 153 142 146 143 149 142 144 0.4702 0.5551 1.377
2.4 FBIEHNEE FHEGIT R DB 31 2010—2012 , K 54 W28 6, %

PERERE(E 10 MANATSER = IMESERL, R e BT gt ot
O 10 DI TR E (A4S

Tab.6 Test results of quality control samples in 10 laboratories

Ny CIRGS FHEA AR AT
SR G FME, bfEtwZEs CPRIE, dedEm2ss CPMMES ARfEezzs P/ bRiEmzss CFXIES drdEim2s/
pg kg ™! % pgkg ! % pg kg ! % pgkg ! % pgkg ! %
1 309 4.497 912 4.110 920 3.682 173 2.625 141 2.828
2 310 2.160 901 5.715 911 0.816 173 4.110 137 3.857
3 320 3.742 899 5.437 924 4.110 166 4.110 139 5.354
4 306 3.559 911 5.715 916 3.559 167 5.099 142 3.266
5 321 5.907 916 4.643 922 5.437 172 6. 164 145 2.625
6 315 5.657 907 2.867 917 4.899 169 6. 944 135 3.859
7 321 3.266 916 2.494 921 2.625 172 4.922 142 3.300
8 317 4.784 903 2.867 916 4.643 176 5.793 135 2.160
9 311 4.082 911 2.055 913 4.497 171 6.236 137 3.300
10 323 4.082 898 4.110 922 3.300 173 4.989 136 3.300
BB/ pg-kg ™! 315 907 918 171 139

SEARIEN 22/ % 5.675 2. 160 5.499 2.891 3.270
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G,=C,, ,FIREER N B RAE , R IZ G5 R 5 H AL
BABRIIRE  TH-Z S R, S Vet —
EAZES 2 R n T

PRI E M B 5250 % 50 P = 10, 25 K& 7 A7 U 56
G AR, Gy, MG FEE N 0. 186 4, G, MYl FLE
40,1150, Z3155 NMETRI 6, =G, , T 5
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BRI 2 6 7 2 10 KR % U Al
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ANOEE o, S22 525 ] A AT E B ey, I
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SEJE w, , e A AT 8 R
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P
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S
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e =5 (9)
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A 2=
s o MSmgn— MSWMH, (10)
X (10) H MS,,,,., WAL TT 22, MS,,,,, WL N TT
2 ,ng WA LA
SRR bR A 2252
Sy, = \/g ’ (11)
0 AR 25 115
S, = V/MS i (12)
H L] 34 20 B 5 A B AN 15X
S + S o (13)
P nyp
Hrb P R SEge =45
2.5.3 KA TN KA EE
R R G R R ML G O BRI |l AR
SEPEWFFTAE R I, 7E 14 4 H Wl BE SRR E 1,
KIREPEAH 2 B, AR I, =S, x1,
5 IR S, AARKITHES ..
2.5.4 SRARHESE
B AN S B R 3 A X ST R A L B A
i M X A P (X A 1 2 B A T kR T B
RN ugy =k Sy, +up, +us, +u,, P EE
IR 95% Wk | =2, AL B4 A 2 18 7 22 ]
FEMH, JEIRE S AASH S C A SR SR =
AIRSIE P S AL e, =0, & ARHE 5 A A
ERETTRE R IR T,
JoT 7 e 2 2 R MR R (A S SR
W BRI, 45 538 AT AR AL (907 £20. 9) pe/kg,
ELPRI (918 +18.4) pe/ kg, ARE(315 £ 16.5) pe/ke, A3
Bl(171 +12.6) pg/kg, ABAT T (139 +15.8) pg/kg, &
ZY e tE R R 14 A 0 HAR 5
R 14 A F ke Rk pFR e AR B HE— SRR A
ORI HE K

KT PR E AR

Tab.7 Uncertainty of matrix reference material

Uy, =

R Mchar My My Mg Mcrm
CIRSS 2.04 1.22 10. 2 0 20.9
FIH 1.74 1.05 8.98 0 18. 4
ALy 1.79 1.18 7.99 0 16.5
BIH  0.914 1.13 6. 15 0 12.6
AT 1.03 0. 856 7.77 0 15.8

3 5% it

ABIFEHESL T —Ff [ 1A S & A e o B S5 o
PERER AT o AE] Sl R SR T TR
AR IR K I3 & WAL 5% LA %05 b TR A
Ji, HLREAR A Mo OR 45 3 ST R R SE 7 1R B AR IR A
AT OB B AR REAR e 1 BTR G 00CR SR AR R
HEEFMARIE A R =R G %, % AR A
(38 S R BE IR B die K AL, 2805 s FE PR B A, Al
ABS 1k B b SR AR B, R A el A i sh, H

NS X A WIS ) B A A I 5 SR AR IR R BV RE
ASCHEY), SER AR Y], 16 RECRUEAE MYk ) A
BERIR s E (B 10 K30 i Al (9 52 56 =8 B 2k,
ORI AP S RETE R F . FIHZ DT 4
] 8 ) ST T ARG O vk R e A o AR Y o
AR | S0 BE ) S e R DR AG T 5 sl A
HAEZE L,
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