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Abstract; This study investigated the detection methods and the corresponding detection
parameters of paraquat(PQ). A serials of results were achieved: (1) The minimum limition of
HPLC was 12 mg/L, the recovery ration was 42~52%, the RSD was 4. 43%, the precision was
very high. (2) the parameters of ELISA were: minimum limitation 0. 005 pg /L, the recovery
ratio 70~80%, RSD 8. 15%; . (3) The detection results of GICA is very good, minimum limition
50 mg/L, through a standard color reflected series. Among these detection protocols, GICA
method has been proven to be a simple, efficient, quick method to determine the content of PQ in
food.
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L1 #RFnqLes

B RS BB 598, S R ERL X
WAERARI AR A F kA8 0M. 58
s B2 (BAERERAARLRD; X
SHMB KRB DARRREERHEME, KiEE
REKEHREBHD .,

Agilent1100 ARG IE . K E Agilent A 7™
s BERE KA. L NAAYH T RERRAHE
H7DLS REAERE OV FBREREEE
T A= IR B S : Thermo Labsystems 7\ A]
H: 7% ; waters Sep-Pak Plus, ENV C18 EHZ B/
. % E Waters A 6] 4 5=; Varian, Bond Elut
Straight Barrel, PRS E#HZEBUME : £ Varian 7y
AN i L mE ¥ RS
L2 RBHE
L2.1 &AFHRAFRGEA

D) #EERLE RIS AREIRE,
SHIFRELS. 0 g Bk, B F 15 mL B8, 4
FIMA 50,500,2 000 ng/mL B EEASPRHE A K bR E
RS 5. O mL, BN REWRE LT3 K.
B A EM R U R 0.05.0.5,2 F1 0 mg/
kg, IBEHA], B FEER 20 min, R5FHL 15
min, L& FIF ELISA #1 GICA ey,

2) ELISA i RGP EER KA
[El# ELISA 9 %E . Bt il agAa i
A — 8 B H B T BB 5 45 VA W B i 2
Bl ZeBEE EENEREEY. kEE RN
L REMABRCHITRRREARS 2 HUiEK
Y. BER.GEZRMERY. MAKRY#
IR EAL B R T, 45 & MBS iR ic ) 18 T B i

LR MAFLBRRHAHECEENE
&, BERB R A LR BREE L PQ B 8L

B4 1~50 ng/mL Ju B AARHERZE. 1R
i R ST bRl 2T BRI RE AR B PQ SR
B8 MR &P PQ /B 2 BN e I R
Bof. B RE B E R RE S B
B LR X L B R I EITIEIN T
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) GICANKMKEHESFHEEMN BE
EER 75 uL TR AR A AL o, SEAT R,
7E 10 min AMBERARLE C.TAHBEER. &
TLER, WEEBRATEYRBEREN. 22T
S Ba G, B hrE A T PQ A BEE
& TN, HE iR H LU TR
PQMREFEESE;E C. TR LW HIN K
iR S N
1.2.2 HPLC#Mk#E3

D BEREATEE  FBREIEE SRR, £R
R7F. FREXS. 0 g HpBidHE, B F 50 mL B.LE S,
AHIBIA 50,500,2 000 ng/mL & BEASHRME S KR
HEMHBWA 5. 0 mL, BN EE 2B 3 K.
RSP EERRE SN 0.05.0.5.2 /10
mg/kg, A 10 mL 2 mol/L HCI, # /& BB 1
min, RGHIA 5 mL #B4iK,1B%5,4 200 r/min, 5
£ 15 min ¥ F WA 25 mLiZGERBR T, E
AE 25 mL,

ffl Waters, Sep-Pak Plus, ENV C18 BE#{Z£H
/NEHEATEEAL, 2 R A 5 mL BEE+5 mL 4
KB R JE ERE 5 mL, R K, B 5 5 mL
5 mol/L HCI RS, K, 5 F I RERR
HwE I, 52 10 mL, A varian, Bond Elut
Straight Barrel, PRS & M ZXBUME #F— A4l , &
%4 : F 10 mL #B4iKig{L, 585 E# 10 mL, %EH 5
mL BAKMYE, 7B 10 mL 5 mg/mL ML SRR
W%k, B 5 B 27 mg/mL W E LB /25 mg/mL
SRYSWR (100 * 5)30 ml B, HFUTE LRI .

2y TfEd HEEBAMBEEA 27
mg/mL # A B /25 % BB W (100 ¢ 5) #hF
BARFH 40 mL, B 10 mL A 250 mL 433 34
g1, %A 12 mol/L # NaOH 20 mL BH%H4.5
WA 10 mg/mL k& AL4H 5 mL, BH B SR N 10
min E%EJMA 20 mL E%?"ﬁfé{ﬁ’%’ﬁﬁﬁ
E ¥ TEEIERA 50 mL BEERS . &5 —
KoBREF O CEARBEERET . REHZIE:
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BB, Bk (15 ¢ 1SHI70) @A % 1 mL, HTHA
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3) HPLC il &4 FshAH. HBE/K (15/
85),10 min J5 B B B8 /7K (40/60); (AR & 1
mL/min, E?E;BO OC’ ﬁﬁgﬁ:lo #L;*\_\%wﬁﬂm:lo
min; 2625 . Ex=335 Em=436,

4) FEREREIE  FRELO0. 010 2 g BREAR
KR TLOml HEEEBRT, B4 KEEZZ
FE,BeHl g 1 000 pg/mL HINRHERS I KRR R 7
AT , 2 P A LSS AT HPLC 464,
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S ERL; C M IMARES RS PQ MRE 4G
C, MiriER PQ MIREHL
2) ELISA fyfints EI R i1H8
[l R (%) =

CehB) PQ BTE M — FH & PQ BEAHD | 10
WA PQ BB
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1) HPLC KR MR T E FEdniEph 4
AR o B O T b, BB PQ FiE g, 7RI
PR — NIRRT, MR i AR L 3,
B PQHER BRURKENKE. IS
HPLC B4 2 A B IR R

2) ELISA BB REE ZFERRASE
RIg0E PQIREBRBRKRER AHS 0 pg/L
B AEZE>0. 1R X MRERERIKR
Rl g,

3) GICABMREE FEE PQMFESEAR
Wi, SARRER T TRNFaET TR, TA
B € W I Sk B PQ A & 43 BB A2 i Rl
REE.
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2.1 BEBEERERNAZHNET

2.1.1 ELISA#xAgw&eds LLA/ACHY
ARAR 5 LA 100 £ B8 M VA W UK FE 1 X 018 1 o A A
e, 153 PQ MRS, HEHRRFE
%.y=—0.131 52+0. 856 4,R=0. 995 6,

2.1.2 ELISA #ai#neekd HARXIHES
R RV E 8 PQ, # Lk ik ab B A R A
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Fig. 1 Inhibition curve of PQ
H 3 AN KR IndR R TE 700 ~80%0 Z 1], &
T E BT MR R 2 (RSDMETF 1054,

®1 BERMEEEREER
Tab.1 Recovery Rate Experiment of samples

R fl S BB (ng/mL) (%)
ZER S

iz 50 ng/mlL

0.097 0.040 0.067 -
37.08 35.31 39.71 74.445.91

%% 500 ng/mlL
(RRE 20 )

HFR 2000 ng/mL
(TR 100D

19.12 21.91 20.45 80.319.46

15.73 14,09 16.91 74.249.08

2.1.3 ELISA #a PQ ¢ &k mik M 1 7]
5,PQ 487 0.01~20 ng/mL JiF W &F, ELISA
IR EABFHEMEXR, BRI (LOD,10%
0 2 X R A9 BE) R 0. 005 ng/mL,

2.2 GICARAF%

2.2.1 #AEEFGHHE FRIERRGR RN K
B4 0.1.5.10,50,100,500 ng/mL B R % H EA,
RERR. WE 2B S, HE PQ RESEM
B, T B MR8, 7E 10 ng/mL B, IR A

WIREGE BB

500 | 100 | 50 | 10 5 B 1.2 of

B2 PQRARHNSKEEEENANE
Fig 2 Typical Immunochromatograms of PQ testing strips
2.2.2 GICA ey mirenk HHESEM MR
(A 3 () 5rEHFHT X, 3 MR 50 ng/
ml B9RES, T KRG IR 238, AT AW PQ &
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B7 10~50 ng/mL Z 8], M#R 500 ng/mL # 2
000 ng/mL HFFdh, F T £l A BR W22 A i
@, RHE S BB 50 ng/mL, HFHTELRBS
FHUE .,

Ffndw 2 000 ng/mL & & 7 5% B 2 000
1,400 1%, IOAR 500 ng/mL B & 23 51 7 B 50
15,500 RS HEATINE , A 3 iy (b) B 55
i HEXF, AR 2 000 ng/mL 4% & i 2 000 £E /5
AW F R 0~1 ng/mL Z &, H B 400 55
AW E B 1~5 ng/mL Z[A], Ai#x 500 ng/
mL R B B 50 f5 )5, X PRI 2, AT AT L & &
5~10 ng/mL Z &, #% 500 AT AWM E S BE
0~1 ng/mL Z[8], HILA]LUEH, ALK SR
Fean, EBCRES
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(b)
() N Z KW R PBS. R ANBRAE B AR 50 ng/mL, 500
ng/mL, 2000 ng/ml,
(DMEZELERKW A AT 2000 ng/ml. F#E 5 #E B 2000 5,
400 A5 A 500 ng/ml. HE SRR RE 500 £%.50 f5.
B3 HamipgsER
Fig.3 Recovery Rate Experiment of samples

2.3 HPLC #®W A%

2.3.1 HPLCH#R & EMiFEHLGHE BUR
WREH 1000 png/mL BB EASIRER R 55 R
Z 20,50.100,200,500,1 000.2 000 ng/mL &%
R BERE R, 223 R T A AL 5 AT R BOB AH £ 3
AR 4. H HPLC g 4 Biw 45 5 A fe]
& 7.178 min, LA PQ BB EYR B N, LA E

BUE NP AT FIVEARHEREZE, 1A 5.
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Fig. 4 HPLC chromatogram of PQ
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Fig. 5§ Standard curve of HPLC

M S ATLIE M B FE A R E M 20 ng/mL
#3835 2 000 ng/mlL i, B B AL R B A AE 2,1 14
W E AR [ FEL R R,
2.3.2 HPLC #mlk gAKeni R 2 K6
iR (8] 9 7. 732 min 04 B T BEAS W E N 20
ng/mL I AU, ZERE M MET 10— MR &, 1%
MRE RN 0. 021 9,885 0. 547, HEZAIET
B 0.021 9X3X100)/0. 547=11. 95 ng/mL, Bf

RO B g% PQ BB EAIIFR Y 12 ng/mL,

FLDI A, Ex=335, Em=436 (BCK0528\004-0401.D)

1.4
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Fig. 6 HPLC chromatogram of the minimumn detectable

concentration (20 mg/L}
2.3.3 HPLC eirenlc & eyt B IAREE 9%
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INEZF . A% T EERIHENF R K 887

FRTAEAL AL S 1T HPLC &, K45 52 0.3 2,
YER %t B B 4n o & B B AS W B O 500 mg/L, 7E
HPLC 3¢ s Fnife fide G AYE 4 - 14. 327,

MF 2 FTLUE 5 3 AN K0 s B i R 3 48
16, 76 406 ~55 Y0 2Z ] . HE P I DR T B R 4 Y

R EI BB E SR, BLL KB AR, AT
FERFU B A K. XME—HREFTLZREZN
SE » FLAH X 47 HE 35 (RSD) I E (B 7E 2.5% ~
6. 5% 2], % # HPLC K3l %% PQ Bk W KE &5
EBH.

®2 HPLCERMBEHEWRLIE
Tab.2 Recovery of HPLC on PQ anlysis

R % 1 R Bl E: F#E RSD/%
1 3,734 52.13% 3.532 6. 54
%R 50mg/L
2 3. 280 49,95% 50. 70% -
3 3,582 50.02% - -
R R AR [B] i 28 EHE RSD/%
1 6. 297 43.95% 6. 286 4.18
h0#R 500 mg/L
2 6. 543 45.67% 43,87% —
3 6.017 42.00% - —
RIUb €3 2 FTiT A Bl R FH{E RSD/%
1 25. 40 44,32% 25. 33 2.58
Jts 2 000 mg/L
2 24, 64 46. 48% 45, 27% -
3 25. 94 45, 27% - -

3 PQIMRAAZERILE
Tab,3 Compartion of the three test methods

s L7 WEE  BERHR/

¥k EER/%  (RSD)/% (mg/L)

HPLC 42~52 4,43 12

ELISA 70~80 8.15 0. 005

GICA B #ir 10
3 % &

HET. AR B & E B R0 5K A%
EERwn#, REHEORSERITLRE (SN
0340-95) HAAg SR 24 | B SR b B BE AL (0 R ) SR i ¢
Ao Ok BE Bk, AR KE R A 0.02 mg/kg; SN
0293-93 H R HSHEISEAN S ORAPEE
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