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National food safety standard—
Determination of macrolides residues in fishery products by liquid

chromatography—tandem mass spectrometric method
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1 SEE

AFREME T A AP E R, AER. whiB R, MTHER. ShER. SPEXR.
BRIEEE R . BRI L FRIRTE R OM IR PN IBE 224 Wik B S RSl 1) ) R MR € — A BB i
M3E T3

ASRHEE A Tk o e, B 8 DRI S LGV R AT O 2 0836, SRR
MAEE. SEE CWEE. BREE. AR, RREER A AL E
R

2 AetsImxH

USRS T A 0 R R ANRT 2 B o FLEE HHIR 51 SO, 09T H IR A
W FASAE o N AN FI 51 S e Bol A CEAE AT B 208D 3& F AR S0P
GB/T 6682 7 Hrsicls: s FH /KBRS Ak g8 7 ik

3 BE

SRR HR P BER 2GR B2 IR, LSRRI, PP EU AR AL, WOH (il
RN, AR R

4 WF SR

B AARESr, BT RFI T4l AR GBIT 668245 11— 2K .
4.1 R
411 J5 (CHCN) : faifhafi,
412 W (CHOH) : i,
413 IECKE (CeHip) : tailal.
414 HEg (HCOOH) : fuifi4l,
415 4% (CHzCOONH,)
416 RAEE (CHz) ,CHOH.
4.2 ARECH
4.2.1 ZIEMWANIE Sl BUE S48 200 mL T+ 250 mL 43, IMAER M )E, FZ
W%, fFomTs, 7ECKZEIE,
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4.2.2 0.05 mol/L PRV : WML 0.77 g, H/KIEMHHMFEE 200 mL.
423 0.1%FERVER: BUFREZ 1 mL, FI/KIEMIFFREEZE 1000 mL.

424 SEREW: WK 20 mL A ZBRE AW 80 mL, TRAHIAL.

4.3 FrfEs

TTRER. 4F R, nhiER. MHEER. XWER. BitER. BXEE. BREEERSE
¥=92.0%, HihEREE=72.0%, BAKWHE A,

4.4 FREBKRHE

441 FRAEE: BITHRER. 4B R, RHER. WAaHER. HhER. TWER. B
ierE R BAREEMBREFRERSEE (A TEEERDZ 10mg) » FEME, o
7T 100 mL AZ R, P ERA AT AR R IR, O R 2 100 po/mL K3 A RS
ZIVIRRHEN . LR AR R MZE AR 3R -20 C UL NG IRAE, 1THb R PilAr &
mihER. ZbER. BitER. BREE 4CUUNEeiR, AROW3 I H.

4.42 REPMETARR: K& ERGRE SRS 1mL, T 10 mL AR, R EE i
FriRE A Z L, B R BE D 10 pg/mL K3 A B R 2508 S b e AR 4 °C UL NG IRAE
BRAWLAH.

4.5 HR

451 PIEEALEREA AU 2g/6mL, EUAH .
452 JeiALUERE: 0.22 pm.

5 {XEEMgE

5.1 HEEIE-HERRIEM: RHEmBE%S 5T,
5.2 4#rR¥E: & 0.000 01 g A1 0.01g.

5.3 TR,

5.4 hKEmE&S: 3000 r/min.

5.5 #ifit: 200 L, 1mL, 5mL.

5.6 EilLHL: 4000 r/min.

5.7 FF#R: 100mL.

5.8 BEKER %R

5.9 HeREE&wR.

o

REHIHI & SRE

6.1 HXRIHIHI&
O Fpr e s R 1K) 22 A B B, e, IR e
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6.2 IEHIRTE
-18°C LU ORAE, 3 WREAT 2 Hirds il o

7 MELSE

7.1 ZE

U Rlsg R\ A £20mg) , 150 mLAEKL .0, IIAZHE20 mL, T el & b
L2 000 r/minjigi%l min, #EA5 min, L3 500 r/mings.006 min, U EEWERE S — B0
w, BRERINANELS mL, ERRI-IK, A LIER, &

7.2

HR PR A A BORE TS F 265 mUiEfh, B A A, FH 2055 mLyeit, iese
VR T AN, AT B4 mL, 40°CHeFEZARET . FEMANER 2 mLA iR
¥y, INBEWANIE 22 mL, FFE10 mLELE T, BE10s, A3 000 r/mings 08 min, HY
NEIEWIE0.22 pmE R, HEAE U - A5 TSI E .

7.3 ERIECFRERZASIE

K& ERURAAAE TAERIE R, F2 ORI BORIA MFRE, O ORI R SR 254k
FE~1 ng/mL. 5ng/mL. 20 ng/mL. 100 ng/mL. 250 ng/mL. 500 ng/mLF11 000 ng/mLF¥] &
FIEEFARAE TARVE W IUECILA o DARRHAE & 5 = sl i T A A AR, AT VAR FE 9 i
Aekr, erilbaiERT 4. SRIENE T FERIFE ¢ R EL

7.4 ME

7.4.1 RAHEE S %A
a) itk Cpfik: (150 mm>2.0 mm, 5pm) Bk 243,
b) JaIAH: A: 0.1%MIHERKER, B: LG, BEEEVEHFER WAL
c) Jii#E: 0.2 mL/min;
d) FEiR: 30 °C;
e) HHFEE: 10 .

® ORSHBEEE AR ST

&), min 0.1%HMRKEFEM, % o, %
0 95 5
2 95 5
10 5 95
11 95 5
16 95 5

742 JiESEEM
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a) BT HEmE (ESD BTE;

b) FHETA: BT

o K= 2NN

d) WiZH&: 4000 V;

e) BT EME R 350 C;

f) ZWAET): 248 KPa;

9 HBREJI: 48 KPa;

h) SEVEBS T, 82 810 AR e & WK 2.

T2 TEMETI. EETFEFNMiEGES
R B N SE P B KAl S R EEE TN AR, eV
r#kE R (OLD) 688.4/158.1 (28) 688.4/544.3 (16)

688.4/544.3 (16>

734.4/158.2 (28)
2% % (ERMD 734.4/576.2 (18)
734.4/576.2 (18)

748.5/158.1 (28)
whifd R (CLA) 248555904 (18) 748.5/158.1 (28)

749.5/158.0 (36)
SEE (AZD 749.5/158.0 (36)
SRR 749.5/591.4 (27)

772.4/109.4 (33)
LB (KIT) 772.411743 (30)
AR 772411743 (30)

TIEER JOS) 828:3/100.4 (35) 828.3/174.1 (32)
TR 828.3/174.1 (32) IR

843.4/174.2 (36)
B R (SPD 843.4/174.2 (36)
RiEd = 843.4/142.1 (40)

869.5/137.7 (41)
7 (TIL) 869.5/696.3 (36)
HATE 869.5/696.3 (36)

916.4/174.2 (36)
IR (TYL) 916.4/174.2 (36)
B 916.4/772.2 (29)

743 ek
a) T E

FEFFEMRR AT T, SRR R IR SE254 ) O B I 18] 55 e AR VB0 KA Y i
KU IR 2 L, w2259 LA, HASII B3 7 A F2 5, N IR AT
(R TEFR ARV TR0 - B — 580 H ARV W ZE AT &R 3 Bk

*3 EMHIERENBETFEENRITRE

FIXTE T, % SOV 2, %
>50 0
20~50 25
10~20 30
<10 450

b) EEMNE
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T 41T A 20 E GRS AT, DA R AE AR O B R A bR, AT R AR
ZRIbRIE AR LR, 1 m sl iR, MR AR P 2 B, E RS TR
F PRI IR B T o B ARV TRCRFAE 25 7 o R (0 0% (81 2 LT B

7.5 AR

BRI, 3% BRI e 5 kT
8 ZERitEMKIA

BRI R R (1) 5

A

X —IRFErR e oy R B B AR T30 (olkg)

Co— AR AR RENAS O e ML 73 PR B, B NN e B2 T (ng/mL)
A— TR P I 2 7y e T A 5

AR E AR AR DN 2L 73 0 T B 5

VIR OE AR, AN =TE (mL)

m —ulRRE, BN (g) .

THRSR TR A, WE S RAPTCHATIE EAR TP EERR, RE =AM

9 FERE. EHENRESE

9.1 RYE

ATTENAIRNL.0 polkgs L8R BOREEERRN2.0 kg, MTHRER. whis
. OPEER, HMMER., SUER. BIRER. BRAEREERA4.0 wkg.

9.2 EMWE

57 BKREETE2.0~40 po/kgS IR B ISR N T70%~120%; 1Tk ZR . Whi%s
. EFEFR. HER. TWER. BIEER. BRERTE4.0~40 po/kgs Ik B i =1
K NT70%~120%.

9.3 HEE

A TT VR P9 AR BRI 22 <<15%, 6] AH O FR AR 22 <15%.
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RAL  IMRIFABRGYHICERALIR. WS TRM CAS 5
Hh 338 F 44 R P SCE F 44 B (i Z 2N CAS 5
kR Oleandomycin CasHeiNO;, 2751-09-9
AER Erythromycin / 110-07-8
whif R Clarithromycin C3gHgoNO; 3 81103-11-9
k] 5 2 Azithromycin CagH72N,01, 83905-01-5
HihER Kitasamycin / 69-23-8
LI EER Josamycin C42HeoNO15 16846-24-5
Ly N Spiramycin CugH7N3014 8025-81-8
BoKEA Tilmicosin CusHgoN,013 108050-54-0
RIRHER Tylosin CusH77NOy7 1401-69-0
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RT: 001 - 16.00
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RT: 001 - 16.00
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KI: £.57
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2

1]

LB N [ B N N B B e 2 |

1 z 3 4 5 i T 8 a 1[1] 1 12 13 14 15
Tim (T

B.l RAEIERRIFHES FRERIEE

(LHAMEZE Ing/mL 2.8 = Ing/mL 3. 58 R B E Ing/mL 4 FAIFEE Ing/mL 5. 5EE 1Ing/mL 6.320 5
% Ing/mL 7AZEE & Ing/mL 8. & HKEE Ing/mL 9.5 KEZ 1ng/mL)




