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National food safety standard-

Determination of dihydropyridine residue in animal derived food by liquid
chromatography-tandem mass spectrometric method
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EmEREERNE
P RRP —SMIERBERNE RHEHEE- BRI
1 SEE
ARSCAFHLTE T B A B b Sk v 5 B A O ) S A R U 085 - E BB 1 0 2 7V
RIARER T GUA . Bel Bk FFIEZAZURM AR5, XS8R h — Sk e ik B == (A
2 MSEMS|IAxH
B SCAT e R P S I SRR R T R AR SO e AN T (R AR e e, L B SCA

A% H IR R AR AR 3& T T A0 AN IR 51 I SCr:, HasdiioR (BT A e ) & T4
e

GBI/T 6682 73 #5256 % FH K A A% A 56 7 9%
3 ANIBMENX

AR EAT T BT ARTERE Lo
4 J[RIE

BURE PR 1 N 22 SRS PRI, 3 am A i 2 B AL BRI VRO i — A R B E (]
R 3R NAREE & -

5 Wi SHME
BRAES AU, TR 7 Hral, K ONGBIT 668280 5E I — 2K .

51 RF

5.1.1 ZME (CHsCND: thial,

5.1.2 Hz%: (HCOONH4): faifal,

5.1.3 H i (HCOOH): fhiftali,

514  F4k# (NaCD.

515  J/KWiEREE (MgSO4).

52 Bi&RECH

52.1  0.005 mol/L HFEREVE (& 0.1%HER): BUHEREZ 0315 g, MMHER 1 mL, HIER/KEMIFH
B4 1000 mL, ¥R%5].

53 ftnEm

5.3.1 —AkrE  (dihydropyridine,CisH1gNOs,CAS*5:1149-23-1) : &£ =>99.0%.
532  “Ame-13Cy (dihydropyridine-'2Ca,CoH19NO4-1>C4,CAS F:—): FE>99.0%.

5.4  FRERIRHI%

541  fREREST (1 mg/mbL): B AMEREARAE L 10 mg, WEEWE, HOBEMBIRREERE
10 mL N, FCH SR E N | mg/mL FIFREM &R . — 18 °CLANE S IRAT, BRI 3 MH.

542  HWFAMESI (1 mg/mL): B EERE-SCy Rt it 2 10 mg, REERRE, HONEBBAMRE T
B2 10 mL FEIM, BCHIBIREAN 1 mg/mL BIAARERTR. —18 °CLL FEOLIRAE, ARUH3 M.
5.43  FRUETPIEIR (5.0 pg/mL): HEREI R ERE R RIE R, H ZIERRBEECHI BRI EA 5.0 ug/mL

2
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PIbRAEF A . —18 °CLA NEGIRAE, AR 1 H.

544  WERHIEE (5.0 ug/mL): AEREE IR ARG SROE R, F CREFRERCHIROR BN 5.0 ug/mL
PINAR AR . —18 °CLA NEGIRAE, AR 1 MH.

545  FrdE TAEM (1.0 pg/mL): #EREDbRME P ROE &, F OHEMREICHI R EA 1.0 ug/mL 1)
B TAEW . 1 PR .

546  WFLAER (1.0 ug/mL): #EFEN AR RBE S, FH CRHRERC T AR E A 1.0 ug/mL (1)
WFR TAE . s PR -

55 ##

55.1  MEGRAAR R BRE0AE: 300 mg/3 mL, BAHMEE .

552  SEAKMRMNMOKEIER: 0.22 um.

6.1 VAR G- A BTG O I S B TR
6.2 EOHL: 8000 r/min BELA E .

6.3 HLTFRF: BEN 0.00001 g F10.01 g.
6.4 ARG

6.5 EABIEEAS.

6.6 [FHZEDCRE.

6.7 L.

7 AENHESRE

7.1 AEEREHIE
711 B\, BERh. SHE. BFARZEZR

B &0p S Bl R 1) S VB 2, &, FRE

—— B AR, AR AR

—— BRI AR, AT B

—— IR A FAES, SIS B AR AR, AE RS LA inilAe .
712  BE

WO 5 e sl A ) 2 A sl AR i, 2558, IR

—— O R AR AR AR

—— BRI AR, RN B

—— RS EAES, IS B IR AR, AE RS A niatAe .
713 &

HCIE 2 o sl A S ) 2 1 AR A e L, TR AT

—— BRI HEARE S, AR

——HURAIM 2 AR, VB .

—— ORI A FRES, WIS B FEAREATR A AZ AainilAe.
72 AHENRE

—18 °CLA MR-

8 MELE
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8.1 1EHL
811  FLA. BERh. BRE. BTRE

HERPRIGARL (240.059) , T50 mLECEH, MAWAR TAERS0 ul, fN/K2mL, #jE30s, i
Z KB4 mL, JATE30s, #EAHEEL0 min, 8000 r/ming0210 min, HU &R T10 mLAEM. i oG
3mL, EERN—IK, HILER, HOEERZ2ZE, &H.
812  BE. &I

HERPRIGARL (240.059) , T50 mLEOEH, MAWAR TAERS0 ul, fM/K8 mL, ¥#jiE30s,
ZHEOmL, JAiE30s, MAEHEE20 min, INE4LEH3.5 gFI KR EREEL.5 g, IR EL min, 8 000 r/mini .ty
5min, B EZEHT10 mLAEN, m2mukK, 85, HOBEREZE, &H.
8.2 Ak

TG, B3 mLIE AT %% FHVRG G s B s o s B b, EARTR T, B ARV, YRS, 140.22
pmEREE, I TRRE € - H BT R I 5
8.3 HEHRITEIRERLZAIHIZ

B Ukl BRANIN S BE B Cabn il TAEMAL, 44 PR 7 V24 B0 43 32 1 B VA . Ut T
YRGS &, F 5 H6RE, Be i) U e ik B 910 ng ng/mL. 20 ng/mL« 40 ng/mL. 100 ng/mL. 200 ng/mL .
400 ng/mL. 1000 ng/mL ¥ 2 5 FIARAEA I TR 25 2 BUE FIARHEE ORI AR TAEBOE 2= (Vi
Visgsrien: Vawse=1: 1o 18) , A AR, BCH R Sntse % Z ~0.5 ng/mL. 1 ng/mL. 2
ng/mL. 5 ng/mL. 10 ng/mL. 20 ng/mL. 50 ng/mL, PYAR¥HEEIINS ng/mL )5 F1I3E 5 VT B bR v 15 7
DUFBRAC, LA - 5B I 5E
8.4 ME
841  RiEBILSEEMY

a) BifH: Ci (50 mm>2.1mm, 1.9um) , B2

b) VRZNAH: A: 0.005 mol/L HERE: (5 0.1%HER) , B: ZJE, FRETRIAESF L% 1;

c) JiiE: 0.3 mL/min;

d) #iE: 30°C;

e) HFEE: 10 WL

R/1 ORENEE R S

I} 8] A B

min % %
0.0 90 10
1.0 90 10
5.0 25 75
5.1 5 95
6.0 5 95
6.1 90 10
8.0 90 10

842  RiEBEXRH
a) HEA: EBIEHE, EETERA
by iR ZIRMNEN (MRM) , FRiES¥H S ILE 2;
c) EB4E A 4000 V;
d FESIRE: 350 °C;



e) TEAFE: 10 L/min;
f)  FAERIESI: 45 psi;
0) SR 350 °C;

h)y ¥§<UE: 12 L/min,

®2 HWEMNBETREEEMNS

F EREERA

[N A=
BEE

GBXXXXX—XXXX

& M EETET R fill 4 e 2
25
m/z m/z V eV
254>208 8
AN 254>208 70
254>180 21
TEEE-13Cy 258>212 258>212 70 8

8.4.3 M E L

8.4.3.1

8.5

9

EMENE

TEFEFEMAR AT, PRI S (1) £ B3 I 1] 55 255 5 DG J5C AR VA Y0 Hh 6 2 1 P B8 I TR A B
M ZEAEL0.1 minLAP,  EHASIN IR AERS B 126, B2 55 R BEAH 24 1) 22k ot DT C AR VA A O 25 - Ll 3R —
#/, H AV R ZEA L +40% .
8432 ZEEME

F48.4.1M18.4 2L AN RS 55 A, LAIE i VCFC AR I RO FE R AL b, DL S NE 5 AR IR AR EE Ry
DABKR, LhilbRE TAEMZR, R EE RURHE, MR AR P 2 R B &, LR UT RS AR v
TSR R U E 5 AR e SB35 CE AR ARSI A 26 M L 2 9 o o 10k R e 5k B 6
T SRR 5 2 Y PR, 7 S ST AR 8 245 0 P e 23 o Y b AR s =, AR R R G =
NEE P (147 V] 7 7 ASC 245 M Y0 Bl P 5 0o I — UMb g - T3k 5 82 7 DG P o T 252 1) % v — S e - 13 C 3k P —
o TR VCHC AR AE T TRRRE 251 o3 B2 (i ] L P SR A

FARE
s FRE, BRASINZa 5k, SR P AR R0 e 20 SR EEAT T AT #R A

SR

R A e O Sk B e dh kA 5 (D) 3+,

AX A Xp X p, XV x1000
@ T A X Ay X p', X m X 1000

EVGEF

w—FE R e A B AE, AN RET R (uglkg)
A— BRI — S E ) i e i A
A'j—BRAET R PR R S U T AR

p — R A MR RUE, AN R Z T (ng/mL)

p'is—PRMER R R WARIREE O BUE, AN Rk T (ng/mL)
p,— PRI WARIREE U, S NN e B2 Tt (ng/mL)
A— PR e ) G g T AR

Ay — PRI AR E i I T AR

V—ik B E AR AU, AN ETE (mL)



m—IAE RS, AT (g)
e VHEAERAN T Lug/kg R TR B 30 A 80T

10 FERBE. FREMBRE

101 REE

AR5 T RS R 2.5 glkgs  RE R N5 uglkg, .
10.2 IFraE

ATTIFAES uglkg ~50 ug/kg¥is IR BE 1 RN S60%~120%

103 HEE

AT I N AR BRI R 22<15%, - HHEIR]RE X AR i f 25 <20%
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Mt R A
(FE
ZSMIE R FRE J\Eﬁaﬁvﬁlgﬁﬁﬁaﬁ’— REGIEE

P GE RPN A X8 AR i UG O AR PR I S i B AL

%104 |~ MRM (258.00 -> 212.00) egg-5ppb.d

1.254 4.477

14
0.75-
0.54
0.25-
o4 - e

x102 |~ MRM (254.00 -> 180.00) egg-5ppb.d
4

*4.483

I o

x103 |- MRM {254 _00 -> 208.00) egg-5ppb.d

25 4483
24
1.5
14
0.5+
0.5 1 15 2 25 3 3.5 4 45 5 55 6 6.5 7 7.5

Counts vs. Acquisition Time (min)

EA 1 ZSMIEFM AR EER R LEIAERRPFIEE FREEIER (ZSWMLEKE R 0.5 ng/mL, HAFR
RE A 5.0 ng/mL)




