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Analysis of the degradation factors of chloramphenicol residues
in crayfish
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ABSTRACT: Objective To study the effect of temperature and initial concentration of chloramphenicol on the
degradation of chloramphenicol in crayfish. Methods The crayfish positive mock samples with initial
concentrations of chloramphenicol of 0.5, 5.0 and 50 pg/kg were placed under constant temperature of —18, 4, 25 and
37 °C, respectively, and the residual amount of chloramphenicol was determined at 2, 4, 6, 12, 24, 36, and 48 hours.
Results Temperature had a significant effect on the degradation of chloramphenicol in crayfish(P<<0.01), and the
reason was microbial degradation, while the initial concentration of chloramphenicol had no significant effect on it.
Conclusion The degradation of chloramphenicol in crayfish positive matrix is mainly caused by microorganisms.
During the process of chloramphenicol testing and retesting of positive samples for crayfish and other aquatic

products, cold chain transportation should be ensured, and positive samples should be retested as soon as possible.
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K b h SR R T R E ik gE R
A2 A 8 Jy 2o 1, e G R Rk R A
B A RIS R B R R R R
TAEYIREMAE R, S ECH BRI b A= 05 AR 1 SR R P
PERES SIS AR E o MR ORI R BV A K08 U
AT, St A P At A S R Ak B R B I R Y
SEAC T AR, (F AR il e S R AR B A I A . RS
BRJE TAMNEZ, (HEA B R K™ i b & R S 0
FHRAFAEN TS N IR AR T 220K 7 i T A B2 1
Uir S EIEIR, TEis i LR I8 AR vh i 5 52 U W i 3 2
MR, AT/ R SRR S 2% 3% FEAE bl v Lok B Ak
TE AR R AR AL T BB AP AR ST . AT i U 5
B AR AW AR VNI L AT R S S R 2R, B8/ JE AR i
i EE R AR R AL AL, /N SR AR P S R P
Al A S AGLIN B L Ko iy 355 B i S 4%

1 RS

1.1 XBE5RH

Vanquish-TSQ Quantis LC MS/MS ¥ AH- = T PU R AT 5t
A (G IR €A H]); ANPEL-EFAA-DC24-RT U MAY
( b 22 5% 92 8 BE BB A B 2 |l ); MULTI-
TUBEVORTEXERADV230v R4 i 245 R R 7 o (3 [
Talbys 23 w]); B3O HLOA TP = BH AR ML I A AL 5.0 HL
g A B2 A, BAR-D24UVMILL-Q 4l /K AY (fi [ 2K 7
Millipore 72\ F]); ME303 # o+ KR BE 0.001 g).
MES55/02 B 7 RSF-CRS B BE 0.01 mg)[HE45 8- 6 210 % E
BB A ]; 100 puL. 1000 pL AT 8 205 W g (7
Eppendorf 23 7).

AR R (B 99.5%) . AU R (d5-A 8 )W bR(l
£ 99.9 pg/mL)ALEHRFA A ), LM (G, FERE B A
")), LRROHE . IECHE(IGL) . JoKBRRREN (/1 4l (=
G AL AR IR A RD); SR B (o, iRk i
R FIA BRA /), I8 A B 46K (18.2 MQ-cm, {#
[ 2k 5¢ Millipore 23 H]).
1.2 LWIE
1.2.1 EREeH

A R bR ME S M (1000 mg/L): HE B R IR
10.05 mg S5 Z b s T 10 mL 25 B, FH AP s i
JRERE, BA.

A EARMED W (10 mg/L): YERILEL 100 pL %
B RPRMERE A E 10 mL 28 b, P A i ) 28 2,
5]

AERIRE[ (1000 pg/L): R 1.0 mL 9
PR R % 10 mL 25 b, H QIR 2 45, #251.

BRI (100 pg/L): MERIRIL 100 pL ds-HEFEE N

F5(99.9 pg/mL)F 100 mL F&IfH, HIEHREFERE
215, 75,

10%(EF L, FREHHEE®: I 10 mL ZH5F
100 mL i, FKBRIFER ZZIE, 75,
122 MfE#a R & £t

TR IO G55 28 W A v B A A TR i i s e R 2%
LB 1, HEMHAE 2, 4, 6, 12, 24, 36, 48h
3X 7 A R] [A] B B S R SR i, IR TP AT SE R,
FEMECERN 12x14=168 4~ BUHTEE B A A& K 1/INRIF
F7e, FERASIH, PRI 10 gCRE i 2 0.01 g)51 K I YHR A
Fedh, #lFR | fIREERVBRMEES 05, 5.0,
50 pg/kg M9/NIe MR 2 PHEERSIURE &, 200 F-18. 4.
25 1 37 °CHyE IR R

R EMBEEERIEIRT

Table 1 The experiment scheme of degradation factors

A5 B /°C WIHRH I /(ng/kg)
1 —18 0.5
2 4 0.5
3 25 0.5
4 37 0.5
5 -18 5
6 4 5
7 25 5
8 37 5
9 —18 50
10 4 50
11 25 50
12 37 50

123 #&EG %

B[] — A4 B 8] ) B (0 R i oD 2 =0, AR R
B 5.00 g iBECE B 2 0.01 g) % 50 mL #kL .08 R, Jin
A 50 uL NARE IR . 5 g TLKBREREN . 15 mL 2R £ g
f10.45 mL S EfbEE, S 30s, LA 4000 r/min 55 5 250
5 min, W& FIWEWT 50 mL BRSO T RiE A
15 mL ZBRZME. 0.45 mL SRALE:, W HEHR & 4
2 min, L 4000 r/min B0 5 min, §3F FIER. FHIIA
15 mL 4R R ToM b, WiE, B0, &9 3 kb
BT 45 CKBAEAMRET, REYH 10% L EHE R
1.0 mL B, A 50 mL ECkRsIRE 30 s,
4000 r/min &.0> 5 min, BUKMZL 0.22 pm JERESE, it
VAR - = T U A% #F T 3% (liquid  phase triple quadrupole



2

ZE M, G /N RIRREAA R R AR AR R R A 723

mass spectrometry, LC-MS/MS){ il & .
124 &ikA R At

IDYERE: LS

f4,7%4F: Agilent ZoRbax Eclipse Plus Cig(2.1 mmx
100 mm, 3.5 pm); FEi: 40 °C;  FWEhAE A: 2, WEhH
B: JK; BEEVRBLREY: WIRWBSIAH B S 90%, fRiF
0.5 min; 0.5~2 min, B 1 90%F&~ 10%, {#+F 1 min;
3.0~3.5 min, B H 10%J+% 90%, f&#F 1.5 min, JiH:
0.3 mL/min; #EFEHE: 2 ul.

2) BT At

FH, 55 9% 2% 1A (electron spray ionization, ESI)f1 & FHi
B RSN WA X (selective reaction monitoring,
SRM); HLEHLE: 2500 V; S5ALasiitE: 350 °C; & F1&H
IR 325 °C, HAWFBTIESHLE 2.

2 HER5HH

2.1 REXNNEMNPIERZEBMEBEE I

INJEEF R R AR B AE 4 IR S0 Bl ] A
R ILE 1. B L AHL, fE 25 °CHI 37 °CLEE 244
T, WA AR, EEE R R AR ] B, H
T MR, BRG] i, S RTE 48 h LA
ffRSEEe . e 4 °CHI-18 CCIRJE &AM T, 5 R MR
PRI E; 4 °CF, B 10%~20%H) 545 W F#, i
—18 CC T A& HAE 48 h INIEAR A K/ . [RIBY, fEAFSA
BRI IINU L ST, T XN o oh S 5 E 5%
A A RN, WA 1A~C. BULRI A, e[
— RGN SE T, R, N iF &
B R B AR AR

*2 ABERERESY

Table 2 MS parameters of chloramphenicol

F5 E BB T (miz) FET(m/z) S AB BE HL H/V il i L e/ V
1 152.054%* 15.78
AER 321 116
257.054 10.31
2 ds-HER 326.088 157.155 127 15.99
R ERE T

5% H it/ (ug/kg)

5% H i/ (ug/kg)

) /h

50

40

(98]
(=)

B i (ng/kg)
S

—_
S

40 50

20 30
Aif [ /h

T A BRI N 0.5 pg/kg; B: EERWIRWER 5.0 pg/kg; C: FERWIRHEL N 50 ng/kg.
T IR /N IR IR R S R AR (5

Fig.1 Effect of temperature on degradation of chloramphenicol in crayfish
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2.2 ¥IERERH )RR RS RZ BB

FAE 4 MRS T RCE R G 12 h f/hJeiE
A R S T A R R S A ERWRIE
WREVEIE, S5 LR 2. B 2 A, AE 4 °CHil 25 °CIRE
AR, N UR R FEWIIRHE N 5.0 pg/kg MR 54
%, MPIAWEEH 50 pg/kg 1 0.5 pg/kg BY AR SN
fiKo #E-18°CHI1 37 °Chf, 3 MABEVIRRIELSMH T, 4%
REIRERR2EHIA R

100
0.5 ng/k N
=3 0.
80 5 5.0 “g/ké 7
- 50.&ug/ g
= 60 _
.
20
-18 4 25 37
R/ C

2 AERIRR BN T H R0
Fig.2 Effects of initial concentration of chloramphenicol on its
degradation

RIS, 7E 25 °CHl 37 CCHLELAMT, /NEirhEE=

W fp et R4 B — G sh J124 )5 i C=Coe™ Hirh C R4 8 4%
Wi, Co NABR MR REE, kK MR EL, t A
GER L 3, 3 3 AL, 25 °CCAIETR, EE Z ) hhvk
9 0.5.5. 50 ug/kg B, AR50 11.14.10.09,
9.87 h, URE R WAV BB =y LR AR AR AR 1T 37 °CRAFT,
RERMWIRIE N 0.5, 5. S0ug/kg i, HEFEMAETE 5
IS4 1044, 6.45, 8.70 h, S EHE YA P IR VR BE B AR
Peo i BRI, AR AR, N AT b S R 1)
T e R X L R 52 i I S R
23 MENPSERERBEBEZNER M

K JH SPSS 26.0 BAXT/IN IR MRS F5 2 B PERLHUAE B
G RS B R P R R SR R R W ATy 22
GyHr, SR 4. AR 4 WA, REXHINRIR R A R
B B o6 70 52 W A B2 (P < 0.011), 11T 4 B 5900 0y ik J3E %o G
ALY NTE N

TE 2% G B2 X /N Jp MR v G355 R AR i s, R B/
Je MR RAE 25 °CFH 37 °CIl B2 55448 T3 12 h B B B A R
b, HFESAEBZ AMG. DNEER AR &4 T
FRIER EBULE 3, 25 °CHIl 37 °Cle R 25 M A K
BRI, /IR PR TE IR TR R L R R A AN T A
HR @ E i K 2, WEEEEmame,

R3 SBRVARREXHERIRE

Table 3 Effect of initial concentration of chloramphenicol on its degradation

FAEF IR A (ug/kg)

8 UNIni/(ng/kg) k LRMEMIDCREr  2BElim
4h 6h 12h 24 h 36 h 48 h
0.5 0.497 0.471 0.439 0.349 0.205 0.067 0.014 0.0622 0.954 11.14
25 5 4.542 4.093 3.918 2.826 1.551 0.701 0.090 0.0687 0.958 10.09
50 47.691 40.757 43495 39330  21.620 7.259 0.594 0.0702 0.916 9.87
0.5 0.478 0.446 0.441 0.272 0.116 0.039 0.020 0.0664 0.992 10.44
37 5 4.491 3.755 3.638 1.822 0.277 0.052 0.050 0.1075 0.980 6.45
50 43.979 40.462 40.793 23474  11.233 3.950 0.629 0.0797 0.978 8.70
x4 PMENPEBEREBERLESW
Table 4 Analysis of variance of degradation factors of chloramphenicol in crayfish
EALDSES F - H b g 22 F P
—18 °C 12.555+0.16263
4°C 20.648+1.66312
iz 3 103.671 <0.01
25°C 43.484+0.88813
37°C 63.560+6.09809
0.5 pg/kg 32.025+2.63751
IR e 5 ng/kg 2 43.484+0.88813 8.996 0.054

50 pg/kg

25.3244+6.96415
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TE: A BBV ISR /N AR P v B v RO RS 102 A58 B: I8

INGAEERI 25 °CHUE 12 h I/ INRERPY i & B R 10°F5 1), C:

WIARERIT 37 *CHIUE 12 h /N JRIF A v B RE 107 f5181

B3 ARG S 0F T /N SR G 3R PR AR & P IR 94 4

Fig.3 Colony counts in crayfish chloramphenicol positive simulated
samples under different temperature conditions

A A A I R v S FAE A AT R e IR T A DR Y
FEo TE 4 °CHI-18 °CARIR AT, oA Wy b o =z 4 il
MAHERFEM BT D MR, RIRSHT /NIRRT
b AT AZ AR W TE Sl s, (B G R B A g G R
BEKAERT Z:UWHE 5% 418 j g MR AE 2 °CIE iod 72 vh % B0 1%
AWIAE 3 d R A RIS 2 10* CFU/g, 7 15 d N E 7 &
BB IL 10° CFU/g. i Bk A nl A, /N iR G 55 R
AR MZIREEWE 2, HAREFMAEWEH. &
HEAGRLBEREWPUER, HHEAE 50T
T PR A 202N Rk, AE/N R ER K T R A
TG RARE DL B AR 1 R ep, R DR i A R R i
i LAY S A W A R s, TR R R BR 5 B BH AR o 1)
Ski, Ul BoBERESR,

g A T R R IR TR N R, B
T/NIRIRRE G P S R D R AR AL . G5 AR, TR/
Je AR i B RO B2, TR R AR W B AR
FH o Rl SR R R R vk B X g R B3, #E 25 °CN
37 CIRFESMTT, EEETE 0.5~50 ug/kg HETE R, /)
i MR BE A e AR v B SR B R RE AT W AR . AR
TRl S /N g W U 3R PH A il 1 B2 A e B DL B R A 3 i
T RS %,
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