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Elimination of ciprofloxacinum in Chinese mitten crab Eriocheir sinensis
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ABSTRACT The elimination of ciprofloxacinum residue in Chinese mitten crab Eriocheir
sinensis under different culture conditions was studied by using Ultra Performance Liquid Chro-
matography coupled with Mass Spectrometry (UPLC-MS). The results showed that the elimi-
nation was so slow that even at 35-day after administration, the levels of ciprofloxacinum resi-
due in all groups of E. sinensis were higher than the instrument detection limit. The elimination
rate was faster at 28°C than at 22°C, in the fifth stage larvae than in the button crabs, and in
outdoor open water than the indoor environment.
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SobE 2 AR 2R SIS MR HUBURDR R E A B RS, HEMBME, £ RNMZGB g Z N HETK™5)
YR TR R B IR (R 1997) . BERBFZA A EAEK =S YW IR N R B, B E WA ANEEm ALY
R, IS A KBUR T XHZ 25 72 A i 25 1, 3 B 25 1 F A RBE SRR T R I, REK T A E B R ALY
e FH ] ) (N5071-2002) A B BB EL S h 28 FH 2. Hh 4R Eriocheir sinensis FRFH &2 T EK = 7R 5k
MEE . ZERE DY AR NY A, HiThBA R Y B 7 R 558 U vy = W0 RN
U R R L A SC L AR G B R 2 A R L AT T R AR LA (0 D A 48D 1y rh A 3R 8 TE T U K IR
KEN 2241 CHI 28+1 CHEMA N B EWHEBRAE, VERZ LW IEEREN2IKE.

1 #R5F*

1.1 #Hl

TN AU WA B, A 68£3. 12 g MR A B 1. 39200 s ISR , W B VL OR 48 Ehk T B
AE S B 5, MU 1. 2510. 22 g, R IT & & 0. 99424,

B EBMA RN R ME=98%) R E DS(NIREIE =90%) W H Sigma A H ., P B HEKRNEE
ai, 20 AR R ALY R i A

2% - &8 1 DU AT W S B A X Thermo Ultra AM(FC A5 ESI 8 APCI B ; Surveyor A (1 R YL (R +F
E #HERESE Auto sampler 1. 3, S MS Pump 2. 0) ; ¥ 4:{# F] Xcalibur 2. 56 .

1.2 LGt

SR ESEENER 12d 5ER 2d HERBRARPE SRS 3 g¢/kg MZAHT 06 : 00 BFH1 18 : 00 & 1
W RN 2d, 208 4 LT 3 AEENHEAT. 6 1 AR EEGE T 8 R AR MK (Mg :68 cmX 45 ecm X
50 cm) , 7K3E 2241 °C, /K I 20 cm, FEFEBEEE 20 H /4848 2 USRS T B3 MK R S CREBICEH R 2
BARAFRAFE, #S  HXLS 5-40R) B 8 HE Il GBS . H48 80 cm, & 70 cm), /KiR 281 C, /KR 55 cm, FRFH
R 20 B/, B34 AL ENET 8 RS 1 HM/KES, FETE 600 H/M, Ha KRS 1 4.
P b AR 3% B K O 28 Ve Ak IR AR B A SRR L S TR, 8 B R R R B R (06 ¢ 00,18 = 00) , F18E A1 F 35
R R PRAER 5% 10%, 48 Bk 1/4, %okat RRRIEMIEME. 5B 4 4B MERFER N KM
25 FF 0 /K 3 0. 033 hm?® il BRI R, S8 A KR 2. 7~3. 1 m, BE &2 15 km, 6 A P37k 30. 7 °C,7 AWK
% 30.8 C,WHFEZENINE, /24 24 h JFIFIHRE 1 WEBEWERSE 1 XU , 5 T /45 3.8,15,25.35
KA, /G vR B A REHLEUE 500g A I

®1 RPHpEHE
Table 1 The gradient of mobile phase
L3 Fi& Bt ] Time (min) A(%) B(%)  #i# Mobile speed(ml/min)
1.3.1 *ﬁ-(@_&;&gﬁ ﬁﬂ%‘] 0~1.0 90 10 0.25
HET AR IR — & R 10 CIP. D5 NOR 3 » W18 T 1L0~3.5 70 30 0.25
BRED, B H R 1 meg/ml ARAERBBCE T kA, T 8.5~4.5 oo s 0.25
KOMRAE AR HEVE W BN AR RSB IR 2.5.10,20,  45~80 5 95 0.25
50,100,200 ng/ml B vE TYER K - 8.0~12.0 5 95 0.25
1.3.2 & kAo i &k 12.0~12.1 90 10 0.25
3% K. 3% 4 Varian Polaris C-18 150 mm X 12.1~14.0 90 10 0.25
2.1 mmX5 pm, iR F IR WA 0. 150 FRAKE Bl R R ESL ERTFHAEANTRE
YK(A)ﬂEﬂ [F] @(B) R ‘##%}EEL% 1. 350°C ; S 44 . B X (Sheath gas) 35, #§ Bi<. (Auxiliary gas)5 Q2 (pres-

sure) 1. 5; Wi 5T JE 4. 8KV ; B 32 R4 2 ¥ . width: 0. 002; scan time;
0.005s5,Q1=0.7,Q3=0.7

1.3.3 AR b £ R R AR B FR
PREZ BT AER P ZE D 15 min, ERHIRHER
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B, s T AR A £ 10 % LAPY (R B A (A28 (L 7E £5 % AP, B AT IE R FF LR dE A . 20 R B AR ME VS TR MR BE 43 3 ok
2.5.10,20.50,100.200 ng/ml, FF 75 3 B 5 AH BB 7 A8 S VR BE S B LA . 7 A IR RR 8 1. 0 pg/kg.
1.3.4 #apax

SRIBMENERNMEE, AHSNEN S8 KRB EHFREES 2.0010.01 g F 50 ml BLE
LA R ER Y2 100 ng J5IRHE; A 15ml 5Y B ABRB W, I HE 1 min, #75 20 min,8 000 r/min & #E &
O L RERGTEE TR s cE P A 1 mol/L BERRE St W, AT pH £ 7.0, MMAZJE 10 ml,
MAEREALH,IBIE 1 min 5, REF.0 2 000 i/min) BZIERKBRSE., BB FBRZEERE THER
BOER S CKBREZERLETH,L.0 ml FE+/KGBOX+HT0%) ELR, £ 0.45 pm B38BT 8 B SRR
Hh, A B - A 2

1.3.5 SRR F ki &AL #2 RBRFENDES DSEEYDENRMEY
EZ_—\E E#lﬁl *ﬂﬂ/\ﬁt?&?ﬁ?& ffﬁﬁgﬂ\ Table 2 ESI MS/MS conditions of CIP and D5-NOR
HETF FHEF it 78 R ERET

30 min, 258 A AL, M2 F BRI H ey

Parent ion  Offspring ion Collision energy Quantitative ion

B2y 10,25 F1 50 pe/kg 3 THREL. LA Compounds M/ (M/2) (eV)
B 3 7 e A TS A R 5 £ . "
AR B R AR AU R 2 L, REHADRCP 332 285 16 231
Ep%@%%’@ﬁ\mg{ﬁ 4 /,\_qz‘??’ﬁ‘%ﬁ D5’%§(WE DS—NOR 325 281 21 281
ERE2.
2 %% R3 OUERALIBEEUEHR
%igﬁéﬂ *%%%&%WE@%W@E% E@ﬁ{)‘m%% Table 3 Results of the recovery and RSD determination
Wk 3, 81K, ZEWN 28 CHRETINEIENIRIF W O HMIFHYE CIP(ug/ke)
RAUENESEES,. HRMEHN 22 CRBETHNE, KB Meas“lfe time 8105 232584 4:08
B A IR AT %5 1SR YA TR IR TV B 2 \ cor ssor s am
B FRER T M, (H R E R RIE K 35d B & 3 7.74 23, 24 48. 67
HERBEIANERII NI EHR B IE & FASSENER, SFiQ{E; : (3’; ;;‘j; i;:;
2 LS B B U O R B PR TS U % B 0 TH R R B TR R & Reco:ee:;g;%) 82..95 95:02 97:64
B HMEFRAEPEBRTFAVDENERERERRTE RSD (%) 5.95 3.42 4.23

W/NKAE ;28 CRAET R ERIHRERRT 22 C; A4
B 1) T B R R AR T

3 itig

3.1 HYERRLFXANTREERT

7K P B A 7 (R BR R T D B 22 SR T R R i b B 07 1 T R R SR BE A 7 T O T AR IE R
MERFBR/FPZRAGERNEX. ZFLREREN THRITHRMIA NG BT LB BN R E E A
B, 55 RE o0 R MRA N B BB IK N 25 A 30 71 AR, #lo R R FIULE 5 #9705 X
ShEh, TR AR A 77 52 B R 25 18 14 7 SR BEAT 25 B g

FAERER T RUKIE—BAE 18~26 'C I8, S AL IR 4 IR — MUTE 22 “C LB, AR K B R AR B e
HIKIEAE 28~30 C,ABR P EANLRBEERER 22 f 28 C, EERIEHEAEEBYEEERBETE.

3.2 HRAADEEREGEEERNNTAEBKRAE

Vo R4 (2003) 3 M PRGBS 4 LR SH X BEANNIES KT EMRERANY BIEEPER
BEEENEA S 1% BIR AR 25 R 8. 17+0. 56mg/ ke, BB 6. 2520. 85mg/kg; 2R A
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FIE MR H 5.9940.27 mg/kg, HEE N 6.05 R4 HBATDERWER(pe/ke)

+0.32 mg/kg,gé 216 h J& » MLk E F0 AL PO 41 4 Table 4 Results of CIP determination (pg/kg)

SN D E RN N S S - TEOIT Semplivg e
Experimental group id 3d 8d 15d 25d 35d

%,ﬁ@%ﬁ@%ﬁ*%ﬁ%&%m%@%%]ﬁ 14 11 100 3970 62 51 40.8 31.2

B8, k25 35 d R HLWEBIANEEBBINH 24 12402 4818 54,1  34.5 19 14.2

P)E%?ﬁ%ﬂ}ﬁ;%ﬂ:&%ﬁ&?ﬂﬂﬁﬁo :%‘ﬂ?{% 34 7 680 2 260 22 20.8 18.9 11.6

44 6 020 1700 28.3 19.5 13.8 8.2

REF AR SEEEIALE €. B R m ik
L0 UL Y 2H 4R R B B B, AR 5 I i P ) T B AL T A B R 2, U T R TR 45 .

A BRI FHG S RN S AL EAANRAYVENSE. BAVRERBEERSRMEESHLREEN
KRR ESRNER. —B0E, AMMERREERXGTNERERS, EEBAF FRE 28 T RMKE 22
TR SEERE  RANGB O, A SR GAN, AHSERARESGTNEARDENEE
F,28 CH 22 CAMTHERFNYVENSES. AR4IATL RG24 h FHBYBENARRNYESEYRT
FHERE &4 e, RHFRERGT HMHEN ERANY ENEBHEREBR TS, X &
MIE & B A X, BT RPENKINMLEY . B — ) EB M (Takacs-Novak & 1993) , B 5 ERESY
IR . 2KBMATR P LRSS BN 0.994 % , MEHEH S &R 1.392%,

BB KBS ERAR Y ERR I E R EEBHBREW, 28 CREBZMTEHRBRIARY ERH
TR R RERT 22 CARE. KBMNERARNDEZWMEGRERNEZEWITES PEABEEENERARN
R BEAE R AMGA X,28 CHBLREERLREERE, YR ER: S EETREGLE
P, 5 IR 25 1 F AR AR R B AR SR A AU N 3, & T £ 00 318 A HE M A HE AR 41, AT AR i SR BRI I U
B o 2 E AR Y HE AN L 28 CAKIBAG TMENAKEEHRAEWRT 22 C/KE,#REBRARY
BIAEE RS HARXT & & T,

P R BLRMIF KR P AR B AN AR ENBREHRREEERTENEML . XRT 5
A KRB KR & A KA, 5 T BOPE K 38 7K 38 3 7R T W B DA B A= P B S A IS TE IR VE T SR th B IR KR R
(GGKEFEHEE 2009, FUHHRY, ~LEFEREHEAYMEEDYE CROES 2008 fi# H ¥ (Palominos
etral. 2008;Nieto etal. 2008)FEIAM T RIMEMEE B E MR, B, E5HEBEAG 0 R RHELRIARN
v B U R RN A AT BB R, MR X R T — B A SRIESE .

4 NEE

AT AT I, LRI NV B 7 v A G A TN T B R R AN, K 35d R B H LR N RN Y
BT & T AR . B EEE RN Y B X 288 e F AT S AKBURE X X ™ £
P D5 IR A 8 3 2 1 TP AR R SR A .
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