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FEE: AR T = SR REBBCIEZ L) LI R E BN A F. ERCENEENRFRIERET,

RKAEBFRAEE, BILRMEN (MRM) B BIREEEHITIE. LRKRA: PBEZEER (CMP) |
SIZERIZERR (GMP) FUREZMIZER (IMP) 7£2 ng/mL ~ 1000 ng/mL X ESEEA, REBIEZER (UMP)
£ 4 ng/mL ~ 2000 ng/mL RESBEN, REXRZEFR (AMP) 7£ 0.8 ng/mL ~ 400 ng/mL R ESBENLM
XERY, FIERVEREEXAREIIE 0999 U L, BEREREMETT 91.9%~110.8% Z /8, BiFZEMI
WELILER BT,

XP2E: Bl ZER =SRFRRBREAN
ZERE —CHZMRMEIEIER. ZEsa %

HE LA AR = TR BB R L B, XARIZEER, 1%
BB LUE5R %) LB A R AR RAEE ], 5
REME) LEFI AR RSN, (BEP BRI
M ERKABMAS. BERASSFHIEHBLKIEER
B BT H7. FILTRERSENZSAELRRK,
PRULER > 224 ) LEC b R = A INZE B LR R 5 &
AEMEEER. BRI LB I P EERR
AN ERR S, REREZER (CMP) | KIE
IEZEER (UMP) | RIZRIZEER (AMP) | SZI21%
ZEE (GMP) FIREFRRIZEER (IMP) o

W SERE D
1.11Y28

EXRinE (GB 14880-2012 B T2 ERIMER
mEFBRUFEAME) PME THRERITES) LEE
FRMPAINEN 012 ~0.58 g/kg (LIZERR
i) o (GB5413.40-2016 B & ﬁélaﬁ/ﬂ;ﬁbu
BEmMAmPZERINE) FME, CMP. AMP.
UMP. GMP # IMP B9 & £ FR 73 !l /3 3.3 mg/kg. 5.0
mg/kg. 5.0 mg/kg. 5.0 mg/kg #1 6.7 mg/kgo

AR B = ETURAT &R B LCMS-8050 2117
5MIZERRAVNE 7575, A EDMETERE. REBERS.
B, ERTE) LY P2 EERR N,

52 LCMS-8050 —EMRATRAEKA RS, EEEEWNT:

ATl CBM-20A

HEFE: CTO-20AC

AR S DGU-20As:
1.2 D&kt
1.2.1&BFMH

BEahi#EERSs: SIL-30AC
BRER . LC-30AD
T{Euh: Labsolutions Ver. 5.98

B85 Shim-pack GIST-HP C18-AQ (100 mm X 2.1 mm1.D., 1.9 um; P/N: 227-30936-02)

TR 0.35 mL/min
HES: 3uL
8 20°C

mohAE: AAE -k (0.15% HRER) , BAE - 28 (0.15% ERER)
VRS T BREVLRR, BAEWIEIRERN 2%, ABREFRIE 1.
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xR1 BEERNEER
Time(min) Module Command Value
2.20 Pumps B.Conc 2
2.30 Pumps B.Conc 60
3.00 Pumps B.Conc 60
3.10 Pumps B.Conc 2
7.00 Controller Stop

1.2.2 BgsMH

TYES . LCMS-8050 DLSERE: 150°C
BFR: ESI(+) IIRAESURE : 400°C
ERME: 3.0 L/min #EIEE: 350°C
FIESME: 10.0 L/min PIEEREI: ZRAEN (MRM)
SRR 10.0 L/min MRM &2£: D13k 2
2 MRM &
ZFR EIfZNCRS BT Q1 Pre Bias (V) CE(V) Q3 Pre Bias (V)
AMP 3482 136.2* -18 22 -50
119.1 24 -55 20
CMP 324.2 112.1* -10 22 -44
95.0 -10 -54 -16
UMP 325.0 97.1* -12 20 -36
69.1 -36 -38 -26
GMP 364.0 152.1* 26 -18 26
135.1 26 -44 -50
IMP 349.2 137.0* 26 -14 24
97.0 -18 -28 -36

F P RAEEBRTY

1.3 REtrEARIGIE

FEZAREY CMP. UMP. AMP. GMP 1 IMP & 10 mg, MOA4E57K 10 mL, EERREIN 1 mg/mL B8]
AR, DAEUEE 1 mg/mL BARERENERES, KA 0.01% R - KERFER, RHIRARTIRERELE
B, UMPIRED5IR 4 ng/mL. 8 ng/mL. 20 ng/mL. 80 ng/mL. 200 ng/mL. 400 ng/mL. 1000 ng/mL
#2000 ng/mL; AMP &R E 2 539 0.8 ng/mL. 1.6 ng/mL. 4 ng/mL. 16 ng/mL. 40 ng/mL. 80 ng/mL.
200 ng/mL #1400 ng/mL; GMP. IMP 1 CMP RE 7359 2 ng/mL. 4 ng/mL. 10 ng/mL. 40 ng/mL. 100
ng/mL. 200 ng/mL. 500 ng/mL #1 1000 ng/mLo

W F el b E

MREX 0.5 g h#d T 50 mL B OES, 1A 40 mLoEK (50°C) , #A, A 0.5% B2 -k, BT
pHEZ 41, BAS0 mLBEMP, TF, &Y, BABONF, 4°CEHAT, 12000 r/min B0 5 min, BE
B 250 pl, AN 0.01% ERER - 7K 750 uL, SBA), XA 0.22 um RFLIEERIIED, &H.
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3.1 FREAR MRM BiEE
Q348.20>136.20 (+) 9.67e3 Q324.20>112.10 (+) 1.11e4 Q325.00>97.10 (+ 1.90e4
100.00 Y 100.00 100.00
% - % - % -
0.00 .L. 000-E e 0.00 ....A’.k... .
1 2 0.5 10 15 0
RT (min) RT (min) RT (mln)
AMP CMP UMP
Q364.00>152.10 (+) 1.64e4 Q349.20>137.00 (+) 9.52¢3
100.00 100.00 Y
% - % -
0.00 BT e o 0.00 - e
1 2 3 1 2
RT (min) RT (min)
GMP IMP

3.2 MEE. KRERAE

1 #RERR MRM BIEE

=10

R oSMiZERBESMETLIEAR, 1B“1.2 D%k TtF”i_ﬁ}J”'JE,@ﬁWMT/i/EEO
X R BYAT A TAER BRORE N R AT,
HEHETE 91.9%~110.8% 8l Labsolutions 3R &kIESIELL Eﬁbﬁﬁhuﬂﬁﬁ (S/N=3)

=

FRAERRZE, SNE 2 Pime PRSI

A<,

EE FIEEIRNILLR,
UEESEN 4N
EEMR

T+ 0.999,
- Kb ko — = +
(S/N=10) HEXZIEERAEERERIE 3.
Area Area
1567 ]AMP Jemp
€7y = 37214.89x - 1608.801 2.5e7 -y = 26059.58x - 3128.426
| R? = 0.9984747 R = 0.999237 -R?=0.9997149 R =0.999857
| Curve Fit: Default (Linear) 2.0e7 | Curve Fit: Default (Linear)
1.0e7 -{ Weighting: Default (1/C#2) 7 Weighting: Default (1/C#72)
| Zero: Default (Not ForCed) 1.5e7 | Zero: Default (Not ForCed)
5.0e6- 10er
] 5.0e6
000 #E————————— 000 #F—————
0 200 0 500
Conc. (ppb) Conc. (ppb)
AMP CMP
Area Area
3.0e7-|GMP ° Jimp
|y = 27548.49x - 7373.899 Ty = 17718.70x - 3692.930
R?=0.9981947 R = 0.999097Q 1567 R? = 0.9991260 R = 0.999562
- Curve Fit: Default (Linear) =] Curve Fit: Default (Linear)
2.0e7 - Weighting: Default (1/C% | Weighting: Default (1/C%
“| Zero: Default (Not Fogeed) -| Zero: Default (Not Forced)
i 1.0e7
1.0e7 ]
5.0&6—_
0.0e0 F+————————— 00e0 ¥+
0 500 0 500
Conc. (ppb) Conc. (ppb)
GMP IMP

DI 11Y:3::: 57

Area

ump
y = 7260.945x - 2091.359
R? = 0.9999251 R =0.9999625

_| Curve Fit: Default (Linear
1.067 7 \Weighting: Default (1/242)
- Zero: Default (Not Egrced)

5.0e6

000 ¢————F— T
0 1000

Conc. (ppb)
UMP
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R®3 SRR RBRANTEERLES
Elv/E=Fi FR/ERRLR MXAHR SMTE (hg/mL)  EBE % RKHRR (ng/mL) EE£MR (ng/mL)
AMP Y =37214.89X - 1608.801 0.9992 0.8~400 93.6~108.6 0.03 0.08
CMP Y =26059.58X - 3128.426 0.9998 2~1000 95.7~104.3 0.05 0.16
UMP Y =7260.945X - 2091.359 0.9999 4~2000 95.2~105.3 0.30 1.00
GMP Y =27548.49X - 7373.899 0.9990 2~1000 91.9~110.8 0.06 0.20
IMP Y=17718.70X - 3692.93 0.9995 2~1000 92.5~107.7 0.08 0.25
33EREL

KA 3 MNREKERSITRELIESRES

FNTE 6 R, & ERNIFRIIE

BE, RENEMNEEIRNES S

%ﬁ[ﬁ%ll Fﬁ/To éi%u_T RREIZH 7 R 8B BT {e] A L2 E AR AYAB S ATE R £ 20 #17E 0.18% ~ 1.32% A 0.69% ~ 3.29%

IEJ /LL?E @ﬁ?o

x4 RBNENEERREEMLER (n=6)

Biry) IBICRE  (REERYE I EFR BIRE  REBHE I E R BIORE  REBHE I ER
ey (ng/mL)  (RSD%)  (RSD%)  (ng/mL)  (RSD%) (RSD%)  (ng/mL)  (RSD%)  (RSD%)
AMP 0.8 0.52 2.50 16 0.72 1.37 200 1.32 1.20
CMP 2 0.45 2.26 40 0.39 1.09 500 0.48 0.69
UMP 4 0.39 3.16 80 0.55 1.30 1000 0.92 0.97
GMP 2 0.19 3.29 40 0.58 0.76 500 0.85 1.77
IMP 2 0.18 291 40 0.57 0.94 500 0.91 1.43

3.4 INARE]
DAEEFEEX 5 MZEREENTENMER 61D, 8% 0.5g, BINA—TEENZERYNRRMESR,

R 2. mAnIE” HIAMEEREHHaE R,

Hep:
C oy SIFTFRMIH IR E
Crs NESRE
Com NBINRE
IR E R INARER R BAE R IR 5 AR, 5 FIZE R IIAREIUERTE 105.41~109.14% Z (8.

=5 JIAREIERLER

C

[ EEY, =

EMpHr, MUATHAERLEEE

s Cio

C.
0

X 100%

BirY  AIRE [EBMgE1l EBERE2 EBEE3 EBElE4 0 BIRES S ElRES6 [El Elives
=i (mg/kg) (%) (%) (%) (%) (%) (%) HE (%) RSD%
AMP 60 103.16 108.52 103.72 103.20 111.17 102.70 105.41 3.37
CMP 100 105.70 102.67 108.39 108.60 108.62 108.43 107.06 2.28
UMP 50 109.16 108.27 106.54 112.23 107.76 110.88 109.14 1.93
GMP 20 110.83 106.12 102.09 105.69 105.69 104.83 105.87 2.68
IMP 30 103.19 111.24 107.85 110.33 109.48 112.22 109.05 2.97
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35 FMmNELSR

NTHE 2 Mok tFam, SHUR 6, R 2. FmETIE” FIELER 12 2WFE4T #ITNE
HERIER 6, MmhEhMmiFmPAZEREED5177 0.31 g/kg # 0.19 g/kg, 5 mBERRERERER, ﬁﬁ%
EZRMnE (GB 14880-2012 BT £ERITERME T BRUFEAT/AE) FMERRINE 0.12~0.58 g/kg (X
ZERSE1T) X

&6 MFRMNELER (ng/mL)
BAR#)& M mh# 1 FHE @ IRSD% BE (g/kg) mh# 2 FHE @A 2RSD% 2E (g/kg)

AMP 642.7 1.95 232.3 0.78
CMP 1375.1 0.74 1081.9 1.08
UMP 559.6 1.23 0.31 322.1 1.48 0.19
GMP 193.3 0.93 176.2 2.38
IMP 327.8 1.50 106.8 0.46
LR

AN AR T XA RE=FOERTFREELAN LCMS-8050 ME Y RAZE BBV 5%, & ED Y
BlFE. BIES. BN, HE (GB5413.40-2016 BmRX2EXRNEZR %) LB A m Pz EBRNE)
PRENEERRNENR, N LDHPRERSERNEHERSS,

BENAT

BREWER(PE)ARRASE - 2P0

Shimadzu (China) Co., LTD. — Analytical Applications Center

Email: sshzyan@shimadzu.com.cn Tel:86(21)34193996 http://www.shimadzu.com.cn





