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Abstract

With the aim to remove deltamethrin residue in apple juice, the techniques of separating
deltamethrin in apple juice with macroporous adsorption resin were studied. Through static adsorption
experiment, the macroporous adsorption resins were screened. Based on dynamic adsorption study, the
separation condition was optimized. The result showed that the LS — 803 resin had the strongest
absorption capacity for deltamethrin residue in apple juice. The static absorption balance time of the
LLS-803 resin was 100 min. The optimized condition was obtained as temperature 20T, the

concentration of apple juice 110 g/L, and flow rate 4 mL/min.

Key words  Deltamethrin residue, Apple juice, Macroporous adsorption resin, Adsorption
separation, Orthogonal experiment
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MR AR (LISERIRIT)1.21 % , H i IR SIS A
K o
1.1.3 Fjg

ARG BT 7 Fob O FLI B4 i ) R 28 R A s
#1FR,
F1 KFALEMHBIENER RS
Tab.1 Types and characteristics of resins

e etk A0 HRWR/m g

H103 E[3%4us GEpR BRCR Ok 1000~1 100

H1020 EIE ARt 2 R A RRRIUR: 700~ 1 000

NKA-TT Wtk AAFEAE BIBRR UL 160~200

LS-800  sthtt:  HEOAEIIERBO 600

LS-803  AEMRME  ZLER A IEWIERRIBUR: 1200

LS-806  FMel: OKEE (A ARIE BRI B0 700

LS-306 dEMRME A EEPERRSR 650~700
1.1.4 57

LT ERR SN B it
1.2 REMNEEEE

JA2003 BIHL 7R (RS % ALAR T ) sHH - 6
TR TRK VA B (AR L 258 B A W] ) 5 PHS - 3C
IR BT (g I 25 A AR ) ) 5723 RSN e
ACCEHFAA A BRA F]) s TR EE T R MDA
AERTT) 5 SBS - 160 BUE T H shEh /i g (-
TR PENES) ) s DHL - A 5236 B0 1 3 58 ( g
HHP AR ).
1.3 REFH*E
1.3.1 R il

WU AR T A PR M L MR B (RT HE EE 9
P FERR BRI R A R A TR & R R N
10 mg/L,
1.3.2 B da ek i

AIEPEETE Y i K s GB/T 12143.1—1989
SR FFe bk . WOBE: K IE QB/T
1687—1993 A 723 T LAy TR K

420 nmAb W5 . FEEE: KR QB/T 1687—1993
FH 723 RV AN B EETHE R R 625 nm AbE
pH A : A NYS82.7—1988 S FHR BE 1L & o
TRESH S &5 AR NY /T 761.2—2004 & .
R A, 1.00 m,0.25 mm P2, IS £ S 40
B M AE A 100% 2 H JE ik 4 ke (DB - 1 3§
HP - 1)#,30 mx 0.25 mm X 0.25 pm. Z0#r4E B:
50 % SR I I I pE S 0bE (DB - 17 8% HP - 50 + ) £,
30 m X 0.25 mm X 0.25 pm. i B gEAE O 3R
200°C , KR 320C , A 150°C (P45 2 min) ,
PL6°C /min FHEZE 270°C (F-FF 8 min, 5 IR F 44
B R RE 23 min) o MR R A AR, Al
B 99.999% , fitEN 1 mL/min. #FRETT 2 4
Mo RS —X B0y, BSOS A SR g Rl B A
1.3.3 WismikbagE
H103 .H1020 NKA - 1T 3 Fiht g5 56 F AR
B 95% L WER L 24 h, A AR 5T 40U ik TR A
B, 95% B9 ZBELL 2 BV /h B il i g2 , vk
ER BB LB TR EAEER N IR, AAET
IK AR PR . AR B4 5% HCL I
PL4~6BV/h iBGES MR, IR 2~4 h, TG
FHZEF /K LRI I ok 22 vh ko 7 Jo £ 23 8K
2% NaOH LA 4~ 6 BV /h B 3 A7 086k, 2
BTk R RN B e R
LS-800.LS~-803.1.S - 806 1 LS — 306 % 4 Fi
RERETC AL FE , HEE R HR A T AR A
1.3.4 WA T 5
T 2N S R R R A PR SR R4 TR )
B AR Y SR pH (E  ROEE BB G R I IR
TREHE SR I R B AR FRAT 1 7 R AS 45 15 mL, 43
AHCE T 7 4> 500 mL (1 HZE =MD, InAb SR
1450 mL, B 30 min $FE 1K, #7248 3 h, A5 &
24 b, (R B GE FIE BRF , 035 00 5 MR B i YR 1) U5
AR R AT EE S i  pH B OB TG
6 o AN BAFFTI0 A ) Ak BRSPS 45 30 Ak %
WEHEAT 0T , 25 JIig X T 450 44 1R TR B 2 1 1133 8 5K
jj[f’]
Pr=5C 1009 (1)
0
K Pr——HEWHR, %
Co C—IURERIT i 3=t s U4 g 1) o
W, mg/L
1.3.5 HSW MR
Fie i GB2763—2005 £ i A 24 e K ok BR B =
1R A, SR 26 KR A TR Rk BR BR i R
0.1 mg/kgo A T PR UERF R BORE J5 F6 A4 b 4% 28
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AT S5 A4 TR BE T 2 AR X O o, A 365 v A o B
e Y A A AR IS LS - 803 B 15 mL, %% %
500 mL =, 1 =AMAHP A 450 mL Bk
FER 110 g/L BISERT, B 30 min BiEFE 1, H
E3BE 20 min BURE30 mL, & HOCE 2 h, ILEE
Bl 6 A0 DA S W B R R SRR s VR A i) Ay
BEABFRAE LS — 803 UM A i) e A5 W B HH £
1.3.6  ShASWMHAL
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A S R D — R B R A s e, A
— 5 B[R] [ R A LM U R, 0 SR 3L R
TR BRI i, DAL 8 P R 6 % R o s )
1 LS — 803 T g 1) sl A W B h £k o W o3 5
N
% X 100% (2)
K Pr—3h W, %

Co—_F A i S S 7 v V5 55024 g 19 o 2 Tk
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C'— T i e, mg /L
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2 HRESH

2.1 WASHITFIE

TR AL B AR Big R 25 B s 1 LR TR,
B L ST YR 4G TR R R R A i B
LS-800. LS - 803, LS - 806, LS - 306, H103,
H1020 NKA - 11 5§ 7 P lig, # 08 1.3.4 5905
5, 4 0 W BRI S R T R i
pH A G B kit IR bR, [FES
XPI S ARLHEA T 5 26 53 BT, 5 B B AR R iR
SRR R, IR as RN 2 pR . R g
FPEIE, RE FRERIR 1% UF 18 522 54
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Tab.2 Physical and chemical indexes of apple juice after separation by different resins

AT S by A 7 % W Bt 5 Ae 25 5% £
wy @iﬁ’?” pH fil U ﬁjf}; ﬁ?;;; Zﬁ:’“l W /%
LS~ 800 10.4% 4.788 0.038" 98.15%¢ 8.130" 18.70
LS-803 10.6% 6.75" 0.017" 99.14 2.440% 75.60
LS~ 806 10.78 5.9478 0.026° 98.748 2.968F 70.32
LS-306 10.2%¢ 5.4748 0.029¢ 98.3% 3.960P 60.40
H103 10.1°¢ 6.33" 0.024¢ 98.8AP 2.508F 74.92
H1020 10.4% 5.2478 0.031¢ 98. 6" 4.490¢ 55.10
NKA- 11 10.3% 4,978 0.042" 98. 675 5.184¢ 48.16
ZH 11.34 4.618 0.0594 97.9¢ 10.000*
B2 2 A LLE 7 PSS B B e S SR 30
AT PEETE & & pH AE RO B F1E 6 R AR A A - 0
R HE OB, S R I P T £
SRAOEE A BEET ., 1% B EKET, =
7 PRI SR v oL U O B O B A R A
TPAE B 255, T EL 7 Al =2 - 7] B 77 5 3% W i

225, o LS - 803 YA BE A1 H103 YA A5 W it fs
AR RS2 AETE R K I B 22 5. 7 Mg
XS SR T A W Y R A AN [ R A R AT, v LS -
803 AU lig Xof 32 SR 1 v 118 W s J3E 52 W) 5 K, % 1R
SRR e o ZRA 4T, BERE LS - 803 AU
AR A FH A B A
2.2 REFESTE LS - 803 EURiAE L HUERTSIR Btk I8
T E B S AR 2 % B i TR R R iR 2
RE 1 PR,

P LS— 803 BUAMMEAT PRI IR U R (1 W B3 i 2k
Fig.1 Curve of the resin LS - 803 absorption

ratio to deltamethrin
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T AT, A A B A3 S R, S BUR RA R Y
DA Nl 2 S WL - = I [T e
120 minff 325 7 BT A0 B0 55 R R, B T
ARAUE = i B 0 B, B E 100 min V5 A A4 IR I JFF L4
2 Mg 1) 58 A i 2 W R A AT, R S IR R R
44.70% .
2.3 REHETE LS - 803 BURIAE L HUZh7SIR PR I6
2.3.1

TERf S LS - 803 UM 15 mL, 3 ASC#AE
(@10 mm,250 mm) 1. FAERE R 23T, FHRT
AIVEPE R P o i v B o 110 /L, {3t 43 31 A
3.5.7 mL/min B 3 2 A BE AT, Wi B2 37 I, T
B H A B A, TR R, e 25 R
K2 fiis .

L
30‘.\—-’_\—-‘—\-

—&— 3 mL/min
—— 5 mL/min
10 —— 7 mL/min

W B /%
1]
(=]

20 40 60 80 100
WS Bff BF [12)/min

B2 AHERET LS- 803 BIM AR A3l 245 W5 bl il £k
Fig.2 Dynamic absorption curves of resin LS~ 803 under

different flow velocity of eluent

FH I 2 FT LA H S0 X A 245 5% B8 B4 W o 4 5
SN, ARG, T B R T RO SR T
5 mL/minfll 7 mL/min %W B il 26 40302 , 78 60 min
PUG , W B T3 3 mL/min B R %
T A 24 R B ASOR Fe A, TR B 23R R B2, A
FARZEREA M ko TR PRFE I 3 B R YR 4
T T AR i DAY 2 1A 47 5501 S0 1, R e e R I
TR B A B HCR A g 1 P 2R T, gl 2= 4 iy
i R R R R A AR O T R
SESR T TR A TR AR 24 5% B, AN 1 06 1 R
M 3mL/min, HE 2 7 LIFH, 7 3 mL/min /)
s 2k 1, 20 ~ 80 min 6B P, 4 25 5% B 1K
PR R T-22, U6 W AT i R Bf SRS 7 e 8 B A 2 1)
WA H i , AE 80 min LAJG , 5% BE 4% 24 1) 1 o
SRARA AT R AR PR, 10 BH AR i R B SR v g R Ak
2y W B R A AT, R, 80 min DA 3 mL/min &
T A B A i B ]

2.3.2 JREWE

HERR R HL LS — 803 AR 15 mL, 38 ASSHeAT:
(@10 mm, 250 mm) H'o #ARIR A 23°C , B HUR
HHE 3918 110,180,250 g/L HY3EF I, ffisE 4L
L 3 ml/min B3 20 PR AE , USC8E 30 o 9,
SESEST R 25 5% B TR R R 25 R

El 3R o
407
. 3();_\.\—_\_
20t
= - 110 g/L
= —— 180 ZL
10 —~—250 g/LL
0 I L . . .
20 40 60 80 100
% Bt H5F 171 /min
B3 AESERGT TR LS - 803 AU AR Y
EIENUERS

Fig.3 Dynamic absorption curves of resin LS~ 803 under

different apple concentration

B 3 AT LA ), Ryt o i vk B2 % % B AR 25 11
W B A K, B W B R 110 g/L BYSESR I TE
55 20 min B, F % B 308 35.86% 5 Mk N
180,250 g/L AR T AES 20 min B, HIR Ff 2R 43
AR 27.84% .30.38% o i HT WK UK, IR i
A I AR SR I VA B A R e S AR i R
Rtk AR sy B vh e, EE 3, R R
S 110 g/L ASER T g% BA A 245 o R ff 23 B B o T
JRERHRIE N 180,250 g/L WISERIT. LA HIE, Y
SER TR N 110 g/L W IERHR R 251y
W B RSCSR fe A, DR AR X6 3o 436 5 D SR T O o VAR
AHIE ) 110 g/L VBN BAER I HE R IR . 55 98,
B 3 3B T LUE Y, BT 110 g/L 1SR,
WCHEBAE 20~ 80 min YRl P, 4 25 5% B8 (W BFF R T
FF-22 , it 80 min, £ 2 5% B4 1 W ff 232 R BRI
P, 80 min A 110 g/L F3T By % ]
2.3.3 JRJE

HERR LS — 803 IR 15 mL, % ASCHAT:
(@10 mm, 250 mm) H7 o LA R 4 5
FESR 110 g/L W3R, R 40 07 23.35.47C
BB R LA 3 mL/min 9 3788 7 26 W A R, US4 3
HR, I A 2 5 B T E AR B R a6 2 AR
Kl 4 fiis .

40[

30.\.\'—\_

- 23C
10 — 35°C
. -~ 47C
20 40 60 80 100
WS Bff B [i1)/min
4 ARFEIRET LS- 803 KUk Y 5l 25 WK b h £

Fig.4 Dynamic absorption curves of resin LS~ 803

WM /%

under different temperature
HE 4 o] DLE R X 5% B3 A 24 118 I jf 3R 5
MR, 23,35, 47°C 9 RATAESS 20 min B, LB
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MR JE S SR F B B A 245 1) IR R i 9B B 1
TR RS PR A PR O B B 3 IR . 23°C Y AR i
B B A 2 MR BAE 30 B S8 2 T 35, 47°C M AR 2B B Y
M s, D DR T I B e A O R A TS A A2
XS BTSSR RS R AR, 2 i B o v Ak B
R AN T W R 5 13 5 6 ) B e A £ o o
[ A A P , W B s 7 7 3 2 IR 2
RJEE DA 23°C I i X 52 SR v A 24 ) IR R A A A
55 % IR A S R W BT BE D 23°C o
2.4 REHBEERERMFEHMRL
TE LN ZAR I LAl 2545 25 TR | TR i
JSE R JEES S SR T R 4 i 14 O B ) S TR
SE B , 45 B JHLAEL P 392 SR 3 v R R A TR 4 T
Mt TZES% i, B =N R =K IS5, 1E
IR E LA S AR AN 3.5 4 PR,
%3 EXRBEZAT

Tab.3 Factors and levels of orthogonal experiment

IR -
WE A/C FREWE B/ L' ¥Hi#E C/mL min !
1 20 80 2
2 23 110 3
3 26 130 4

HI % 4 W], 52 A AR g R R R v R A i
1485 PR 2R 2L AR U A YR O R L A, TR
FRHIE SR I e 3 ) S R v YR 2 T 1) I o
EHWM B EHI(F =158.07> Fy o =99, F =
133.46> Fg.o1 = 99) , i 3 X 3 S vt v 5 550 44 g 1)
W Bff R B 2 (F = 69.29> Fy o5 = 19) s B fE T 25
KA R A LB, Cs, BIREE 20C , W 110 g/
L, i 4 mL/mine R 7 55 0F BT 54518 1 15 6 P
W 1E 2 R R B e i s 1) 3 S AR AL A A Rt
T IR R 4G TR I B 3 i %o BRI B R 43
A 37.23% Fl 44.14 % , AL A 5 T IR 25T

3 T 3 5 450 N AR 2 IR, BRI IE Ag iR e
DI H AR B S5 A IE R Y
a4 LI(F)EZHBARELER
Tab.4 Design and results of Lo (3*) orthogonal experiment

WRFS A B c =5 R /%
1 1 1 1 1 27.66
2 1 2 2 2 34.30
3 1 3 3 3 38.36
4 2 1 2 3 20.58
5 2 2 3 1 29.72
6 2 3 1 2 29.02
7 3 1 3 2 24.30
8 3 2 1 3 31.56
9 3 3 2 1 21.14
K, 100.32  72.54  88.24  78.52
K, 79.32  95.58  76.02  87.62
K 77.00  88.52  92.38  90.50
R 5.83 5.76 4.09 3.00

3 &g

(1) 7 T 28-S A5 g %ok 37 SR v v Y 550246 T 1 O o
VEFAAAE R 2 25 57, % ml Pk % 4 o 2 Wk B L pH
(B R 6 A AN R REFE RE W, 0 BE 1 19 LS — 803 7Y
R i X VL i 114 WO o 6 e v, X RO B ) R AT AR
FHEA .

(2) LS~ 803 AU A Xk 3 5 - v 10U 4 Tk 1)
AR B E] R 100 min, R 45 #5285 08 B BsF ], 2432 21
TP R E S R AR BB AR, FE SR T I A — s
LS - 803 AU A5 W2t 100 min BIAT 25 B3 R vt rp
PR IR E G R AR B i

(3) T IEAIR I E T LS — 803 A AR X3
Ft v A TR 1Y S R Bl A R B AR IR
20°C ERIT R E W 110 g/L Ji# 4 mL/min,
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