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and doxycycline residues in aquatic products

2021-09-16 % *h 2022 -02-01 SEH

R D NEE S i PSR T
e A RICRIE RS 1k B A D 2 %
R % T WA RS




GB 31656. 11—2021

- ’// \Y\! N7 \“
d \ \ j

AR GB/T 1.1 zozo«Wﬁ ﬂ:t{’rLrﬁ"J Ol R A g
AR,

AR GB/T 229612008, Jf-34 IO (7 33% - R I06 Bl 78 Jr ik .

SO % GB/T 229612008 nf Ik 1 8 £ rp + R85 38 DUIE 24, 455 25 L i ) 4 40 % B Lt 11 )
E R AR AME I T BT, A S GB/T 229612008 Hllt Ii’Féél’riJth%‘iﬁlﬂmﬁiH Mezh b
FEEANEZLWT
TRRAE A 3E G B OO 12008 AERRAY 1) s

ST T P AN g o 1SS ARG I 28 e o ARSI B (AL 6. 1.2008 AR 5. 1)
—— ST A3 I i A RS H R UL 8, 2008 AERRIT) 7).
A% S By HE AR SO D3 U R AR A A 15 1A

T 229612008

AR IRAB LT




GB 31656. 11—2021

BEmREEKIRE
KERPFIBER NRR SEXR . ZARIKAENNE
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1 s
ACSCHHUAE 7oK 7 15 8 I g s it 2 1) 5 R 8

A SCHFSE 1P 0 R i ¢ 1 2RI DU R A

.

2 WS A

TS 4
{503% H IR RS A
Ak

GB/T 6682

GB/T 30891

3 ARIBMEX
AR SN A

4 R
it HIEL

PLTF ot a5y

5.1 7

5. 1.1 HIH(CH; OHD Y

5.1.2 Z@HE(C H; 0,

5. 1.3 BEME(C,HyN,),

5. 1.4 @l — 48 (KH, PO, ‘

5. 1.5 FrbER (CoHg O, « H O AL8040,

5.1.6 il %~ (Na, HPO,) . 4440,

5.1.7 Z MM 4 (Na, EDTA « 2H, ) {440
5.1.8 ¥KZE(CH:;COOH).

5.2 ARELH

5.2.1 i — S BIVA IR I 5B 13. 6 @ MUK LRI IFARRE 55 1 000 mlL.

5.2.2  HIEHAH - BUPEL S5 mL K 95 mL,JR%).

B.2.3 Kb ohof . B EERR 6. 30 g BRI A TN 13. 8 g . & T HEPU £ 8 TN 1. 86 gL K 400 mlL fifi
iR Tk SR pH ZE 4. 0, FEFKR RS 500 mL,

5.2 4 WRIMELE P UK 68. 0 g, LT MEPY LR AW 0. 40 @, LR 10. 0 g ik 800 mL {li¥ ik . ]
1
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PKARR pH % 7. 2, FEHIKERFES 1000 mL, 28 0. 45 g AR AHGFL 8 MEL 38 05 45 7
5.2.5 5K ZE ahi i - SRV 20 mL WEMBZE pliziie 80 ml, 4%
5.3 tREES

RSN R R SRR M LR BRI R, SR =95% , BAR L 5% A,
5.4 IRAEBRBHE
5. 4.1 ARUMERHATULCI00 peg/mlL) o 43 50 i 60 K BT et s ofi i+ T VG0 5 A0 0 R 8 2 T o I - 5 22 L DU B
F R R MEW R ZEHIEY N 100 pg/mL BBRMERE M. —18 °CLL R ROGHELE . 47800 1 4~ A
9 4.2 IR AP i %Wﬁﬂiﬂﬁiﬁliﬂﬁf PUBR 2R G 2% P2 DY R R A 8 1. 0 mLL. 1. 0 mLL,
2.0 mL #12. 0 mL J* 100 mL ZtJi FFH BER BT 28, O 85 28 LU R L SR R M Z VIR 2 vk fir
S 1.0 pg/ml 1.0 pg/ml. 2.0 pg/mL fl 2.0 pg/mL IR GFRAESR IR, —18 “C LT BOCREAF .
AR 7 d,
5.5 ##l
5.5, 1T  [WAIFEILFE :500 mg/6 ml.,Oasis HLB s§PEfEA 2% .
5.5.2 JKMIBLFLIEME 0. 22 pum,

b IUEEFNiEE

6. 1 R (A% - e 2 SR 2
6.2 T AOF i 0.01 g,

6.3 AT KV J&AE 0,000 01 g,

6.4 e

6.5 B4 6 000 r/min 51 I,
6.6 AR IBCH: 1 CGF U RAIERD

6.7 ZIRAL.

6.8 HZAEKHL,

7 RN ESRE

7.1 RERHE

$i2 GB/T 308912014 [l B (v 5sR #i 4% .

a) BRI I AR o A R R

b) B A A5 VRS 1 s ke

o) MBS 28 PR & o TS I3 POV FE R bRl 1A A o as i s il
7.2 REHNRE

—18 ‘CLATFAE,

8 MESR

8.1 32

IGAFE 5 gfERHZ 0. 05 @) IAFFASREZE i 20 mLL, IHERE S 2 min, B+ I 10 min, L 6 000 r/min
B0 10 min JJR LT 55— 50 mL @0iS . kit IS R 22 ol 10 mL, fA R 2 L 501 3 v
Wi k.
8.2 &

¢ Oasis HLB BIAHAR A EE 10 mL /K 10 mL FrfsER2E ok 5 mL 1G4k B AT ik i T
TASE 10 mL, /K 10 mL 38 i1 I A 10 mL I8 BCEE PR I, 40 “C /UM T i — 2080
W 1.0 mL BFfgRHE B Tmin, i 0. 22 pom ACHITAL IR IR o A5 50 280 AH (0335 122

i
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8.3 FREMZKMEIE
BRI R 2 L PUBR K L 425 R 25 VU B0 ZC IR b i) VS Ak FTT Y G2 A WA 207 o R e 180
22 FIDUFF 27 43 3 50 ng/ml, 100 ng/ml.,200 ng/mL.500 ng/mlL.,1 000 ng/mL. G %R MZ P
FRZ7k 43 W1 100 ng/mL.200 ng/ml.,400 ng/ml.1 000 ng/ml..2 000 ng/ml. AR &R FR 51 1A
AN AT (BB L DR A 0 B R A AR bRl T vk FEE S B A b 2 b 2. T
L ARG R B
8.4 M=E
8.4.1 HHEBESEEH
a) (A Cog (341 (250 mm X 4. 6.3
b 40 °C;
o) HEFfE 30 pls
d) Wi .0.8 mL/ min
e) WP 380
D AWK 520
@) WahA: P
8.4.2 ME*®
WG R i Lk A A G B e By M T R
AR5 1 L BRS o

9 HRITEM

10 &7 ENREE ERHEIRGEE

10,1 REE

AT AR AT E 2 AU 5 22 P ER 28 RGBT S 10, 0 g/ ke 22 14 51 28 14 245 26 10 46 1 B
HH 20. 0 g/ ke 8 2 FIPYEF 09 BRI 20, 0 pg/ke, 2P E RIS H RN 0. 0 pe/ke.
0.2 ARE

HRER AU ETE 20. 0 pg/kg~200 pg/kg WAL IR N 6070~ 11056 : ZPTIF R MERRLE
40.0 pg/kg~400 pg/kg T MHEE 1 BIIER K 60%6~110% .
0.3 wzE

AT I A AR bk iz 22 <215 90  HHE ) HDO AR iz fi 2215 %0,
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TEZ WA BIE- BRI

11 seH

ASCHFRE T RP= R 8 R DU R | 44 25 I P R 2208 51 i) 2 2 HTRCRT (53 R K i
A AFEH T i MR B M B K ST A T PURRZE | 405 K T 2 04 30 2 5% B k1
b BE

12 #SEMES| A

A SCPF 0 A S SC PP I RS | FE A R AS SR AN ] 2 S, L, 8 HOBIRG 5 T SC o
{01% H S0 17 () R AR 365 HH 1 AR SO 5 AN 00 5 | SC AP+ HG 097 WA A 468 7 A 9 48 i 0 535 1) T A
pag

GB/T 6682 43 Hr 525648 HH /KBS Fistas Jr s

GB/T 30801—2014 7K 7= S RERsG

13 RiEfEN
A SCHEAT 7 B I ATE R X,
14 [Ems

BCRE PR BT R 2 DUIR R SR K M PR KL 1] Na, EDTA Mcllvaine 28 mig il B0 FERR AL 15T
UE « 1E CBEBRI » PR AR IORE P 0 R G- S0 2 A ML R (Aol R A T4 s ik

15 ks St
LA A 300 A SR IS4y S B 5 AK HAE & GB/T 6682 Bz ity Sk

15.1 =5

15. 1.1 ZJE(CH,CN) . {jis

15. 1.2 HEI(CH;OH) . (A,

15. 1.3 ZEE 8 (CH;COOC, Hy ) ; {fjikati
15. 1.4 ECHE(CsHy) : (1i4k,

15. 1.5 HIf(HCOOH) ; {44l

15.1.6  #hE(HCD

15. 1.7 A% (NaOH) ,

15. 1.8 Ffsie (CoH O « HoO) ({240,
15. 1.9 @B A 8 (Na, HPO,) 20411,
15.1.10 2 Mm@ — M (Na, EDTA « 2H,O) {44l

15. 1. 11 4 Pb(CH,COO0), « 3H,0],
15.2 BB
15.2.1 Na, EDTA-Mecllvaine Z& i (0. 1 mol/L) . FREAF R 12. 9 g BfE 2 — 8 10.9 g. 2 — M
SR TAR 37,2 gy A KRS B fdT i i IR S KRB % 1 000 mL, F 0.1 mol/L HCl 3 0. 1 mol/L
NaOH #4795 pH % 4.0 (40.05),
15.2.2  ESFEHYEI(20. 0 g/L) URREREY 20. 0 g KRR S 1 000 mlL,

4
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15.2.3  WHRRIFEHECO. 120)  JUTTNE 0. ImL K IFRIRE S 100 mL,
15.2. 4 IRSAMEBUOTEE 5 mL. ok 95 mL. R4S,

15.2.5 WEL 28 AR I EE 10 mL Z 820G 90 mL, %),

15.2.6  TRGIER 0. 1Y) -2 M 0. 1% HERER 90 mL, 2N 10 mL,jR%).
15.3 RS

IR IUEE K IR G T A VAR TR R AR VIR A T =05 00 SLIR LR AL
15.4 {REERBHE
15417 Bt 45 (100 pg/mL) A3 IBCERAE S 10 mg R BRSSO 120 95 4517 100 mL %5

UM R R 2 L DUBR K G 2 P PR 2 4K 100 g/ ml (kG iR f 3. — 18 CIATF
WEEIRAT ATk 1 A4~

15.4.2 A ERMETR R (1. 0 pg/mL) 23 50 i B B -1 2K L DU PR 3 4 05 28 22 VG B0 38 B ol o WK
1 mlL 100 mlL 70 I BR R 20 . RR R 2 1. Opg/mL (IRl PRI, —18 “C B
T RGP ATRAUR 7 d.

15.5  ##4

15.5. 1 [EAHAEHAE: : 60 mg/3 ml., Oasis HLB sk PEREHI & .

15.5.2 BN E LA 50 mL,

15.5.3  (ALIERK.0. 22 pm,

16 {UEEMgE

1601 AR (P R B PO 2R AT IS - TEAT P s 255 32 IR (ESD

16.2 AR K- Jdidst 0. 01 g,

16.3  4HFA - Jgdt 0. 000 01 g,

16.4 3.0 FE5E 8 000 v/min oL |-,

16.5  [EIAHARTCH: ¥ GHY G g s .

16.6 M5 P kv .

16.7 e #.

16.8 iYL,

16.9 #4254,

17 W E5RE

7.1 RERNS&E

Fie GB/T 30891—2014 [ B AEE K lAE,

a) BT (A AR o A5 A {1 i 5

by IS B A5 ORE S 1 RS R

) JRCRIIBOR A2 URE o HS IR P B B bt A 1 s iR
7.2 RENREF

—18 C LA F {47
18 MEHE
18.1 #2HL

HClkE 2 g(HERZE 0. 02 &) Il Na, EDTA-Mcllvaine 25 pUA#RE 6. 0 mL  iSFE Y #E 2. 0 mL.i%
FEIRAT 1 miny gl 10 min 7. 454 "CFLRL 8 000 r/min 0 5 min. B H 105 i 58 45 59 Na, EDTA

5
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Mellvaine Zg s 6. 0 mL FAZ I 2 W0, 571 3 IRERIBGHE .
18.2 #4k

I RGP IAE S 4% 10 mL, € 1 min J5,8 000 r/min (MHE00 5 min, J25 2R T
PRI E A0 Vel Ol T g 8RR 20 ) L e B L Oy il 2 WO .

(] AFTAE IO TSGR TR 5 mL FIUK 5 mL 354k B 10. 0 mL $RERGR1RE . #H17#E 2 1 m1/min,
KUK 5 mL AP SR 5 mL RDEARHOR: , 38 2000 3 WS T 5 ming S5 TP AE- 288 2 %
5 mL PRI DEBEME T 40 “CTF AU TR L+ FH B BRIE 0. 1%0)- 215 1. 0 mL # sk f 4 . IR BEIR 2
3L 0,22 g GACALIENE . R B 25478k | G0 R R A €5 3% T S 2
18.3 4Rkt kil 25

KB | g/ mL A
FA Tl R i W CO. 18
50 ng/ml., 100 ng/ml. ]

g ST REIBEIE T LUk

- "Eﬁtj & . T g/ml., 10 ng/ml., 20 ng/ml,
: @ﬁ’@ﬂi "%di?@i‘l o LAETR EFrofE TAE )
18.4 Jz=E :
18.4.1 @it
a) Ak
by i .
c)
d)
e)

1) B LSS
by R e
ONEE 21| pI W AT R
d) W HLE 4 200 V;

e) I TAEERATIRE : 350 Ty
0O WA 35 L/ min;

g)  FEBhA N 10 L/ min;
hy Rl W

D EPE R R AR R WL 2,

®2 ITHBFRNRE.£BXR.SERENRESH

BT A L AT i i
o - '
m/z m/z cV
ME 46142 19
+&H A A 161426
(Oxytetracycline, OTC) 461>>443 12
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£2 D

e SR 1A i i At A7 fiE
i m/z m/= eV
| B 2 445410 20
’ !Hf/i. & )., — 445>>410 > :
(‘Tetracycline, TC) 4457427 13
% 479444 21
o _ - 479>>444
(Chlortetracycline, CTC) 479>>154 24
AR 4457428 18
7 ZMja ! 4457428
(Doxyceyceline, DOC) 445>154 31

18.4.3 MzE*®
18.4.3.1 mEMME
FERIREI AR AE T R D R 58 PUBREE | e 50 P20 VU BR 53 A0 O B e ] g s ofE A 98 mp 9 M
T B ORF [0 2 b R 25 2. 5 20 LAPA » LRSI 80 Frg ARLRT 29 12 8 3 07 445 T S 180 G T A s SR AL X 2 58
—E, SRS UCRTE R B TR L NAT AR 3 K,
®3 EEMIENBENEFFEENRITRE

B K AT
MU 11 i 2E
>350 +20
20~50 +25
10~20 +30
<10 +50

18.4.32 ERME
SRS KR F A O REREE M RRI 0 ST R T e 7 91 T B 08 o 2 8
o L G Tt SRR . Al AW SRt 928 DB 2% 4 4 5 70 SR 28 MO 149
REAE SR LR . e 2 B ol L L) B. 2,
18.5 =@tk
B R BRI RT3 A5 IR A A

19 FHRitHEnFzA

FURE Fp R 4 3 B A ofi il 28 22 58 (2) 357
7(,‘5.‘, X .A X V: X V;;

X= ARV, Xy s (2)
X KRR 2 PUIR AT L PUERZE S B T e 2 T 7 (k) 5
A R IR S AL IR R L
As BRI TR IS 05 M I R IR
Co —— Firpeeetr-£4G % DUSFE A 2R IR I NG RO YR A SRS T (ng/mLL) 5
Vi BRI R T (L)
e, WEIBCE1 P BRI S A B B AL R 257 (L) 5
Vi RRRRERE BRI M T (L)
m YRR RC, YR e
20 HMIFEM R TR
20,1 R
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AT ALK AT AP R R U R SRR ML VA Z MR B A 5. 00 pg/kg, PR
H10.0 pg/ke.
20.2 EwWhEE

ARTFUACIK A T RSP ERN 10. 0 g/ kg~200 pg/kg WeBETF A IR A 60%6~120%
20.3 BEE

A5 E A A B AR 25 <15 20, At AR XA ol i 22 <<15 % .
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Mt & A
(ZFHE)
BRI ER. T CAS 5
4 R 25 oE SC& R 12U CAS S I AL,
RAT AMEYMELZR G TFRIMCAS S

(At S &R ATk CAS
N (708 S Oxytetracyeline hydrochloride Cp Hy N, O, » HCI 2058-46-0
TR I B Tetracycline hydrochloride Coo Hyy N, O, = HCI 64-75-5
EhRR i & Chlortetracyeline hydrochloride Co Hoy CINL O« HCI 64-72-2
SN\ TEAEI P Doxyeyceline hydrochloride Cr HyNoOy o« HCL » 0.5H.0O » 0.5C,H; 0 24390-14-5
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B

EETREASLy/ERE
EU
100.00 ¢
90.00
80.00
70.00 -
60.00 -
50.00 -
40.00 -
30.00 |
20.00
10.00

L H#EFE - 6.250

M R B
(FEHHE)
U EMFHES FRERIEE

F R g UL B 1 R B 2

> ETEHRK - 15.124

D>—ﬂﬂ<%—9.152
=

L

0.00

5

f }fﬂtﬁ -23.789

[a) & [y

L

s t,min

0.00 2.00 4.00 6.00 8.00

B B. 1

10.00
i #1100 ng/ml, PTUERE 100 ng/ml, Z P 2 200 ng/ml., 4

18.00 20.00 22.00 26.00 28.00
“Hi %5 200 ng/ml.,

R AR AR Y AR 5 R

12.00  14.00 16.00 24.00 30

%
100

80
60
40
20

§ S T ot P O T ] 1 2l e i s, 1 O i 1 8 A Iy /0 L T O O L I o

RT: 4.02

L P00V TR N T T O

445>428

EALES 3 4455154

0 0.5 1.0 2.0 25 3.0 35

390.
100

80
60
40
20

II1I||||I|IIJI||II\11LL111]J_\|JIII|II!

(=]

4.5 5.0 5.5

RT: 3.88

6.0 6.5 7.0 7.5 t.min

445>410

I
AR 445>427

N W T T T N T N S Y O

% 0. 0.5 1.0 kS5 2.0 25 35
100

80
60
40

IERERARRREEE RERSEREE W=

4.5 5.0 55

RT: 3.81

6.0 6.5 7.0 7.5 t,min

461>426

1R 461>443

PO N NN N T T W T W W T T W W 1

£ 23 B8 3%
|\|\||1|i|l|l||||i||g_
of

Gl

(]
(=]

RN S W S NNV S VO AN TS N S W TS S W S

4.5 5.0 55

7.0 7.5 t,min

479>444
479>154

o

0.0 0.5 1.0 1.5 20 25

B iR UM SREE M E PR EEN 50 ng/ml.,
E B.2 RBREStrE

l RT: 4.00 :
3.5 4.5

55

7.0 7.5 t,min

B RASIEE T Rk E

.00
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