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LC-MS/MS M 1% P xS & — e F 32
MRERDBEILIESH (SOP)

ES: (WmEERAMTE (2015 Fhk) ) SHE % 7.2 N

B EZE

AFEZR "ERBER 2021 F £ 17 SXH” BEE:. (RPN ERZLS 32 MADKRKTEE) 1F
NENE F 12N (PRBRERAME (2015 Fik) ) -
B 5AR
2.1 FESRSI5 A

RIE "ERHNER 2019 F 5 66 S HUBSH (KIREPNETRRSE 32 MADRKTZE) BXR, &
AAREMMIE A, SWEmT 2 AN ER—BEFHTARKLIATENE, NN HSERMUILAITER
NA—H, FRATEHIEER. 32 HUEVESERR 1.
2.2 BAERTEE

AFEERFTREEWLMANE ZZE 32 MADEE D,
2.3 FERAIER

WF 32 MAD, ERTREMERIESEZS, BIFERN 0.5 g, MEMELKN 10 mL Y, SENKEREN
10 pg/g, ERBHDHRBIRENRN 0.5 ug/g. AAEMNLMBEMMHR Lo

B 5ERE

MREX 0.5 g #¥ i, 2 ZBFBAEIRE. B I8, LD &T737EER LC-MS/MS M, RAERILACHL,
SMTEEE Do

KFHERUEBFRIN. ABFRINDWIERE; X LCMSMS BIEEIZE MR 3. REDMDEREE
EEZENR 4

B R EENEIEEER
4.1 BAIGE
572 LCMS-8045, ESI BFIR;
4 HEENISE
SR Shimadzu AP135W;
BEOW: Eppendorf Centrlfuge 5810R;
RBELL: IKA;
#Bi®&ie: 1000 ulL, 200 pL, 20 pL;
AR FYIER;
WA FEM. RER
5.1 X7
7K. GB/T 6682 MEM—LRK;
ZBE: @i (2% );
FTKZEZ: BB (K% ),
ZERER: FRig4l (Sigma) ;
R g4l (Sigma)

-
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5.2 ##4

BEOE: 50 mL. 15 mL;

AEM: 1000 10 mL;

WFLL IR . BRAKMEIERR, 0.22 um;

BikeE: 1mL;
5.3 EYIR: dEAR/NF 95%;

1%t Shim-pack Scepter C18 2.1 mm 1.D.X 100 mm L., 3 um (P/N: 227-31014-05, &7# (L&)
LB BRAE]

W RED R
6.1 #rEE TR HI(E
6.1.1 BirfEE&KECH (1000 mg/L)

DRIIEREMREM 10 mg (FE#E 0.00001 g) BF 10 mL REMT, MIBEEIHEHAT
BREN 1000 mg/L BIrfEE K. T -20°CikfEFRBIEFRE—Ho
6.1.2 ‘BEatrEREE &S (10 mg/L)

10 mg/L 32 MU EYIEERR&R: BREEREDAMNEEURE 1000 mg/L £47 (6.1.1) 100 yLEF 10 mL A
2R, RAERZEER. T 10°CKETEIRE—F
6.1.3 tmfE TIEA KRB B

L BE 7k (1:1) BUa5, Bl RRIRENRERLEAR, RED 579 0.02, 0.05. 0.1, 0.2. 0.5, 1.0#1 2.0
mg/L (ML p- XZREIT) « REAMSREINRREZRLEER, WAHAME,

&1 tELEAREH

BEAE, B

ETIEARRE TABCESTREARRE | IMARESINESRER EBER
(mg/L) (mg/L) (mL) (mL)
0.02 0.05 0.8 2
0.05 0.1 1.0 2
0.1 0.2 1.0 2
0.2 0.5 0.8 2
0.5 1.0 1.0 2
1.0 2.0 1.0 2
2.0 10.0 0.4 2
6.2 (G EFM
GUEESES

BigtE: Shim-pack Scepter C18 2.1 mm I.D.X 100 mm L., 3 um

AEhHE: AAE -S5mmol/L ZEREAGAR (EBFEZL) , Smmol/L 2B/KAaR (MBFER) ;

B#E - ZBE
TR 0.3 mL/min
R 40°C
HREEAEFRR D 5uL

AT BRI, B AERIRIREN 5%, BHEREFILE 2.
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R2 BELRNERER
Time(min) Module Command Value
4.00 £ B.Conc 5
11.00 £ B.Conc 20
16.00 R B.Conc 70
17.00 £ B.Conc 95
19.00 £ B.Conc 95
19.10 £ B.Conc 5
23 el Stop
A RESKRNIZHE, THENBXFHNERT, FIRESFREIANNZBEACERIERNRENE,
JiIE %14
BFELR ¢ ESI (+) ESME: 3.0 L/min
IFERIE ¢ 10.0 L/min FIeSmiEE: 10.0 L/min
EORE: 300°C INPRBUERE © 400°C
DLIRE: 250°C tES: "I
MRM 2% DLRIR 2
6.3 BRI IE

FRENFE@R 0.5 g (FFE10.001 g) T 10 mLEAELLEER, INTKIEE + K (1+1) FEEARE 10 mLZIE,
AEE Imin, ZCABAERE 15 mine WAERAR, ABUEEEC (5000 rpm) 5 min, B EERE 0.22 um
WFLURER IR, WRIERNFENARK, HT 48 /NIATTHAC M,

6.4 MoARItiF

RFTEMERATER 05 g, RIN—EEMW 32 MADITVERR, 5% 6.3 g1 B EHIE,

A IR E S IIZ N EYBILLE SERE LN
6.5 ME

R 6.2 NS HHITON, BRNMARPNKEEBI ARG ENIFERLTE, NREEHEZEQN
BRBEHEED .

6.6 ITEMIRE
6.6.1 M

BAREEE - ZSMEFREKFUECHITEN, WRERPENEDNEIEIERSE N B S5 REMETTE
TERR—H (BUBEE £25% 2W) , HAFENRESEFRNREED, MSENBNSFIHI,
BMAENBEFUENFESHTETFEARNBFOIENFEER -, BUNFEREFER I EX, WATH
#r i AP FEIZ RN .

x®3 EUERIEINENBFFENERARTRE

BENBEFFEE (K k = 50% 50% > k = 20% 20% > k = 10% k < 10%
RIFHIERARE +20% +25% +30% *£50%

6.6.2 EEDHT
Bt maRdEF, BYNHNEEBEFRIERERAANARTEFRFRANINEE.
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N w— RPN EREF 32 MADNREDH, %;
P — MIRERZ ERRFNADHRERE, mg/L;
V — HFRmEBEIR, mL;
m — HFREEFE, g;
D — WEREH CRHRENE LD
TEEEMFH TR/ IRV E L RVEN E BN SBIERFIIER 10%.
B GEEH
7.1 BIRER. FRREMLME

B ENERIMAREWERBET 50.4%-110.1% 28], BXRERZETT 0.14 %-11.85% (n=3) ; EIfx
R, HAEXFREIE 0.9981~0.9999 Z i8], HRARMRE RBY/EMETE 81.7%~112.7% Z 8.
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MR 1 32 Mo ENE RIS ENRHRENEER. K75 E0LMEE

FS FRXC & FR CAS S FOERNIRHIRE (ug/g) A ENLMESER (mg/mL)
1 SHFE R 106-50-3 0.5 0.05~1.0
2 ST ERE 123-30-8 0.5 0.05~1.0
3 B -2,5- “RRIEAER 615-50-9 0.5 0.05~0.5
4 BB 591-27-5 0.5 0.02~1.0
5 PR 95-54-5 0.5 0.05~1.0
6 2- SR RRIREREh 61702-44-1 0.5 0.05~1.0
7 BREEE 95-55-6 0.5 0.02~1.0
8 82K —Fp 108-46-3 0.5 0.1~1.0
9 2- TEEITE 5307-14-2 0.5 0.02~1.0
10 K -34- _f% 496-72-0 0.5 0.1~1.0
11 4- FE - REPR 2835-95-2 0.5 0.02~1.0
12 2- BEEE 608-25-3 0.5 0.1~2.0
13 6- S EE R 2835-98-5 0.5 0.05~1.0
14 XL B BT AR THA 89-25-8 0.5 0.05~1.0
15 NN- ZZEBXK -2,5- ZEhR 2051-79-8 0.5 0.1~1.0
16 4- HE -3- WEXE) 610-81-1 0.5 0.05~2.0
17 1B 108-45-2 0.5 0.02~0.5
18 2,4- ZEEREE 7 FEEiRE 66422-95-5 0.5 0.02~0.2
19 EStiis 123-31-9 5 50~1000
20 4- FE 8| FEY 2835-99-6 0.5 0.02~1.0
21 2- 5 & -3- REMRE 16867-03-1 0.5 0.05~1.0
22 N,N-3X (2- 2Z2E ) AR ZFRIREREh 54381-16-7 0.5 0.05~1.0
23 SRR S EEMREAE 55-55-0 0.5 0.05~1.0
24 4- THEBER AR 99-56-9 0.5 0.1~1.0
25 2,6- ZRENLIE 141-86-6 0.5 0.05~0.5
26 N,N- — Z &3 BRHiEL 6283-63-2 0.5 0.1~1.0
27 6- FEB| 2380-86-1 0.5 0.1~1.0
28 4- SRR By 95-88-5 0.5 0.05~2.0
29 2,7- E_Fp 582-17-2 0.5 0.02~1.0
30 N- FRETS R R 101-54-2 0.5 0.05~0.5
31 1,5- ZZF 83-56-7 0.5 0.1~2.0
32 1- % 90-15-3 0.5 0.05~1.0
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Mz 2 32 MEEYE MRM S

. IR BI{A =) ) CE :
No FRSZ & FR LE6RY w= = Q1Pre Bias(V) V) Q3Pre Bias(V)

65.10* -12 24 -25

1 p- A B + 109.10
92.10 -12 -17 -18
65.10* -12 -22 24
2 p- [AEEE + 110.10 93.05 -12 -18 -17
39.10 -12 31 -14
i 108.10* -13 -19 -19

3 XK -2,5- —BRIREAER + 123.10
77.05 -13 -30 -13
65.10* -12 -23 -25
4 m- S 2 X + 110.05 93.10 -12 -18 -17
39.10 -12 33 -13
65.10* -12 =24 224
5 o- A_PZ + 109.10 92.05 -12 -18 -16
39.10 -12 37 -13
L 108.10* -15 -18 -18

6 2- | -p- R_EEBREREL + 143.00
80.10 -16 -26 -14
65.05* -12 24 24
7 o- A EAXE + 110.05 92.10 -12 -17 -16
39.10 -12 -35 -14
\ 65.10* 13 14 12

8 [E] i) + 109.05
41.05 13 2 16
o 119.05* -17 -16 21

9 2-THE p- AR + 154.05
136.10 -17 -13 -12
77.10* -13 -29 28

10 X -34- Z_f% + 123.05
106.05 -13 -19 -19
‘ 109.05* -14 21 -18

11 4- HE -2- REBEXK + 124.10
77.05 -14 -26 -30
55.00* 14 23 22

12 2- BEEF - 123.05
79.00 14 14 14
77.10* -14 27 -29

13 6- @& -m- By + 124.10
106.10 -14 -19 -18
N 133.10* -12 -17 -23

14 ZRE FR O M ER + 175.05
65.05 -12 -30 24
Y 150.15* -20 -16 -28

15  NN- ZZEBX -25- ZfZ HCl + 179.10
135.10 -20 -26 23
123.00* 17 13 22
16 4- S -3- EXE - 153.05 122.00 18 18 23

46.00 17 40 18
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92.10* 12 -19 -16
17 m- % + 109.05 65.10 12 25 25
39.10 12 38 -14
o 124.10* 12 -17 21

18 24- ZEEFXEEZEHC + 169.10
108.10 12 21 -10
108.00 13 10 13

_ 109.00
19 SR - 81.00 13 14 13
10800  108.00* 0 0 0
109.05* -14 21 -18

20 4- 55 -m- BEp + 124.10
77.10 -14 25 28
\ 94.05* 12 22 -16

21 2- 2 & -3- KREMIE + 111.05
66.10 12 24 25
L3y . ¥z I 121.10* 22 26 21

2 NN-R (2 72E 2 )-p- & . 197.15
—RhiRR 152.10 21 -16 14
. . 109.05* 14 -18 -19

23 p- FEQEXIMIMEAE + 124.10
80.05 14 32 13
. e 107.10* 11 22 -18

24 4-TYE 0- KRR + 154.05
137.05 17 -16 23
66.10* 12 25 26

25 2,6- ZEEE + 110.05
93.05 12 -19 -17
N . 121.10* 18 26 20

26 NN-ZZE -p- ERRREs + 165.10
136.10 12 -16 22
\ 107.05* -15 22 -18

27 6- ¥R EL3| A + 134.10
77.10 -15 32 -13
. 79.00* 16 17 17

28 4- [EBIF - 143.00
106.95 16 14 11
n 130.10* 19 26 13

29 2,7-E"F - 159.05
102.05 19 28 18
N - 108.10* -13 23 -18

30 N- FE -p- XZTRZ + 185.10
80.10 -13 51 29
. 115.05* 18 21 12

31 1,5- = H - 159.05
131.10 18 23 23
N 115.00* 16 26 20

32 1- Z§p - 143.05
41.05 17 30 17
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Mz 3 32 MLEYR MRM &I1EE

(x1,000,000)
o

(x100,000)

19
16

1 32 ML AHITASK MRM BIEE (0.02 mg/L, I#1D SEX2; FRZREER, TEZAHEKER)
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MR 4 32 MU EYerRIED T A A
SENVEINE, PDPRAN: E—AHR 20 MEEaYWED, FEHN 12 LEY
1 (Y%

&Bi%iE: Shim-pack GIST C18 4.6 mm X250 mm, 5um
moniE (—4R) A -20 MM BSER S5 (PH7.5) B#HE-HEE CiE- 28
montE (Z4) © A20mM R S8 (PHT.5) B HEE
IR 1mlL/min, 8: 25, ®KIMEEK: 280nm
HEAR 5L
TRRIER . BERRR,

E—ARERRF

Time(min) A(%) B(%) C(%)

0 96 2 2

15 96 2 2

22 90 5 5

35 50 10 40

50 50 10 40
50.1 96 2 2

55 96 2 2

EHABRERRF

Time(min) A(%) B(%)
0 92 8
8 92 8
35 50 50
45 50 50
451 92 8
50 92 8

2 BEE
%£—4H (20 7h)

AU
$£80nm.4nn

500

16

400]
300-]
200

100-]

o]

e e e e s By B L et e e e e ey B L B e e ey B
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0 min

210 2- ;B -3- FEME; 10 p- R, 2 p- 2 &R, 25 2,6- Z=AME; 3: EF'K—z 5- ZRRERBREE;
18: 2,4- “|EXREEEE HCl; 4. m- &EAEY; 20: 4- 5 -m- BEp; 8: [EXR_E; 6: 2- & -p- AR ;
22: NN-I (- BZHE )-p- K _pemisth; 12: 2- FEFDIF; 9: 2- BE p- X%, 14: zt:EEF'HDttDJEﬂM@H,
11: 4- 55 -2- BEFBX,; 16: 4- 55 -3- HEXRK 28: 4- [EBIFE; 27: 6- £EMBE; 31: 1,5- 5, 1- &8
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R (12 Fh)

mAU
4Ch1 280nm,4nm
1000

30

900-]
800-]
700
600-]
500]

400

19

300

2004

17

100

17: m-Z&ZRR; 19: SEE; 5: o- &AK; 7: o- REREY; 23: p- RESEREHREE;
24: 4- BEE -o- ETRZ; 100 FX -3,4- TRz, 13! 6- "E -m- FEy; 29: 2,7- BT,
26: NN- ZZ & -p- R_FRRERZE;

150 NN-ZZEBZE -25- ZFZ HCl; 30: N-EE -p- X%

BENAT

RRMWESB(HE)BRAB - 230

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

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



