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Simultaneous Analyses of Pesticides in Environmental Water using High-speed Counter-current Chromatography
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B 7 v~ b2 F 7 4 — (high-speed
countercurrent chromatography, Ll T HSCCC) (& 5 \»
HONETIVERATADAZ ) 2= FIZL->TH T
LNIZHARZ [ L, Z Ok &R L 2 Wil ik
XEWT AT LT, ZHHTOSECTE 2R L TH
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2. KRF&E
2. 1 #H#

EREKFH O RERALZHEL, WIIKEHEEE L7
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2. 2 HE
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TFNAF VLT —7)v (LUF MTBE) 13 B H AL
BGRSE ESE - PCB BRI A L 72, BIRRAERE
gL, BT AV AFDGASERR R o 23R R A
WARE -1-2 K OB RA LR o R SRR A I e 65 &
L, LC/MSMS HIEHOBHEFRIZ A Y / — VT,
GC/MS HIEH OERE R IL 7 £ ~ v THEEARL T
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2. 3 kE, #&

RIALEEH 0 HSCCC &%, 7V 7 B % n)

JitZ7 1~ b 25 7 (Easy-PREPccc H B!, [X] 2) % F\ 72,

# T AF =TI, W10 mm, NZHE 30 mL ©
FIUYFa—T R EEMOE I
HEREITEL LC20A SPD20A % Fiv» 72,
B, BIALELR O RIS OOHTIEE L 7o
CHESRMFIFRTITRLZ.

2. 4 ®IRIETE

HSCCC i & W7z AT ILE j ki L B 1) &
L7z, 9, 77 2WIZE%EM (r-hexane, MTBE,
toluene (e & IA) % T S &7-1%, BB (GUE 20
mL) ZEAL, @R a9~ 77 7% 3 srHmb
RS, [EEMEBEHEZ Tt S g, K
2, FEZEMEZE | mL/min TEWE L, BEEMZHL
WLz, BERIIEEHTICNS Yy 7ENE720, Kb
wEHCTHEEMOBER ML, EEHH 1 mL % [

WL 7z, B L 7-[EEMIIE R T AR5 T CHE E R
FCHEEZ AL, LOMSMS HHOREHEI A Y/ — v %,
GCMS HOREHI T v by 2z THEMBSE, &=
#1mL & L7

APFATIE, BEHEAK GUIAK) &L, FEEMD
B R 2B &5 2 LT, B OLSEE - i)
ROEEYPOWTHET L 72,

# 1. GCMS K& U8 LC/MS/MS il 78 514

Column Temp

Carrier gas
Injection Temp
Injection Volume

GC/MS
GC system GC-2010 Plus (Shimadzu)
Column Rtx-5MS

30 m x 0.25 mm x 0.25 um

70°C(2 min) — 15°C/min — 200°C (0 min)
— 4°C/min — 260°C (0 min)

— 20°C/min — 280°C(3 min)

Helium, 1.47 mL/min

250°C

Spritless, 1 puL

MS system

GCMS-QP2010Ultra (Shimadzu)

Interface Temp 250°C
Ion source Temp 230°C
LC/MS/MS
LC system Acquity UPLC system (Waters)
Column ACQUITY UPLC HSS C18

1.7 pm, 2.1 x 100 mm

A:5mM Ammonium acetate
B:Methanol

95% A (0.7 min) — liner gradient, 0.8 min

Mobile Phase

Percentage of mobile

phase A — 70% A — liner gradient, 7 min — 30% A
— liner gradient, 2 min — 5% A
— liner gradient, 1.5 min — 95% A

Flow Rate 0.4 mL/min

Column Temp 40°C

Injection Volume 5 pL

MS/MS system Xevo TQ MS (Waters)

Ionization mode ESI-Positive, ESI-Negative
Capillary voltage 0.5 kV (Positive, Negative)
Source temperature 150°C

Desolvation Temp 600°C

Desolvation gas Nitrogen, 1000 L/hr

2. HSCCC-GC/MS % H W 72 aNGERERRE = (n=1)

Concentration 1 ppm

Sample LMS Octanol - water

partition coefficient

Wt n -hexane:MTBE: toluene = (Log Pow)
Pesticides 0:1:0 3:1:0 3:1:0.5 3:1:1 2:2:1 1:3:1
Alachlor 64% 69% 68% 89% 71% 83% 3.0
Butamifos 33% 45% 38% 73% 36% 52% 4.6
Cafenstrole 42% 62% 58% 96% 46% 57% 32
Captan 45% 50% 46% 74% 59% 74% 2.5
Diazinon 52% 48% 47% 73% 61% 77% 3.4
Dithiopyr 48% 55% 45% 82% 49% 63% 4.4
Etofenprox 43% 62% 56% 94% 35% 57% 6.9
Flutoranil 59% 78% 75% 96% 58% 79% 3.7
Iprodione 47% 67% 63% 98% 50% 67% 3.0
Isoprotholane 62% 82% 81% 103% 62% 76% 2.8
Mepronil 48% 67% 66% 96% 49% 72% 3.6
Napropamide 60% 76% 76% 99% 59% 75% -
Pencycuron 56% 72% 64% 98% 67% 85% 4.6
Propiconazole 55% 76% 73% 93% 51% 74% 3.7
Propyzamide 66% 70% 69% 86% 71% 79% 2.9
Pyributicarb 31% 47% 40% 77% 35% 41% 4.7

MTRIIEICE AT HPA (70% ~ 120%) A S40L2IE B % #EFHV TR L 72,
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2. 5 AhnEYRGER

HSCCC-GC/MS # 1 1.0 mg/L, HSCCC-LC/MS/MS
F1E 0.1 mg/L & 7% B &) IRAEEER Z 0 ) 1K A2 @
L, BIERZRD7.
LW B BRI ERERAER O TF] & (250 X EIR
FADYT0 ~ 120 % LN TH NI BRI 24ERTH 5 & f
Wr L7z, gL, HEE~ORM % ZE L T, HSCCC-
GC/MS #ETIHBEWE DOV 7\ LMS DA%, K 1)K
& @ ¥ v HSCCC-LC/MS/MS 12D W T ik LMS K O
HMS O & xR & L7z,

3. WMREEE

3. 1 HSCCC-GC/MS &% AV RN ERELER

HSCCC #¢i& & il CTHRILHL & 47 5 7212, GC/MS
WCCHEZ T o 72/ R 2 £ 2 127R ¥, HSCCC 2B
5 EEMOME L LT, FIIRKEMWBETDH S
modifier (77 #f - O FEEZ HW & L
TR Z2EMA) & L TKIZRREIT 9 v MTBE
R AE DRI S n-hexane : MTBE : toluene =
3010 DFEMIZB VTR 2 BIERAZE S 72
X, 6FEOATH o7z, # I T, n-hexane & MTBE
DO EY 22 KB % FD toluene N2 A 2 & & L7z,
toluene M 2 & L C, 1 E|# B (n-hexane : MTBE :
toluene = 3 :1:0.5) TIL, toluene & & < JN 2 7 \»
#5 . (n-hexane : MTBE : toluene=3 :1:0) & K%
TALD D - 72728, toluene DILFE L LiF/-L 2 A
(n-hexane : MTBE : toluene=3:1:1, 2:2:1, 1:
3 :1), n-hexane : MTBE : toluene=3 : 1:1 D512
BWTiRd B RERPBELN, 16 MO RIEIZD
VT HSCCC %1 & F W 72 HT LB ASEH W e CTd - 7.

HSCCC % W CHIY D558t % ) S 5 72012
X, LR OEIRAITETH S, B T,
HSCCC IZfEMH ¥ % EEMHOBER L LT, H—DiFE
AT T 5 2 L 13T, modifier & 12 2 ~ 3 fi%H
DEWEEMAGDED T ENLVERRTND. i
RIZBWTH, MTBE H AR n-hexane/MTBE O —#
S &£ 03, n-hexane/MTBE/toluene & \» o 72 /K& 14 D
R =MHOBEE M 2 0E P H 72 T2, Z
O =MOBEBIRZZLS 5 2 & T, HitdhERo
FAPRS N

n-hexane (2,

3. 2 HSCCC-LC/MS/MS &% AU -3 ER R

3. IS CTRIF2AERDE S N7z FEH o i R
(n-hexane : MTBE : toluene =3 : 1 : 1) % ffl\», HSCCC
FEEIZ X BATLEE 2 1T - 722, LC/MS/MS 12 THlll%E %
1o 7. 3, HSCCC-LC/MS/MS #5128 il o) 3%

IR ER ORI D W T,

3 3. HSCCC-LC/MS/MS % W 72 800 1R1 5 Bt s

#* (=1
Concentration 0.1 ppm
Sample LMS HMS Oct;r;(:iiﬁ;?;atef
Solvent 7 -hexane:MTBE: toluene = coefficient
(Log Pow)

PestiM 3:1:1

Acetamiprid 0% 0% 0.8
Azoxystrobin 104% 86% 2.5
Bensulide 84% 74% -
Boscalid 103% 112% 2.9
Butamifos 79% 82% 4.6
Cafenstrole 116% 114% 32
CafenstroleMetabolite 0% 0% -
Clothianidin 0% 0% 0.7
Cumyluron 107% 98% 2.6
Cyclosulfamuron 0% 0% 1.5
Cyproconazole 106% 92% 3.1
Diazinon 84% 86% 34
Difenoconazole 76% 77% 4.4
Dithiopyr 66% 67% 44
Ethoxysulfuron 0% 0% 0.0043
Flazasulfuron 0% 0% 1.3
Flutolanil 99% 100% 3.7
HalosulfuronMethyl 0% 0% -0.018
Imidacloprid 0% 0% 0.57
Isoprothiolane 101% 108% 2.8
Isoxathion 81% 83% 3.7
Mecoprop 0% 0% -0.43
Mepronil 102% 96% 3.6
Metalaxyl 0% 0% 1.7
Oxaziclomefone 83% 91% 3.7
Pencycuron 90% 87% 4.6
Pendimethalin 92% 97% 5.1
Propiconazole 95% 92% 3.7
Propyzamide 100% 99% 2.9
Pyributycarb 66% 69% 4.7
Siduron 102% 80% -
Simazine 0% 0% 2.1
Simeconazole 102% 104% 32
Tebuconazole 100% 89% 3.7
Tebufenozide 88% 97% 4.2
Terbucarb 91% 102% -
Tetraconazole 95% 92% 35
Thiamethoxam 0% 0% -0.13
Thifluzamide 99% 115% 4.1
Triclopyr 103% 101% -
Triflumizole 85% 84% 5.0
TriflumizoleMetabolite 100% 92% -

SNIMEIEEATTFER P (70% ~ 120%) 2> S4ML72IHH 2 fgB VTR L7z,

WOWTREIFZEELHL I ENTER (£3)., &
[ OWIEIGRER CTlE, LMS & HMS & ORI, #in
BIERICKEZEEIR SN o7z Fho, 405 ) —
WK ELAREL (LUF Log Pow) % H#Ed 5 &, Log
Pow : 2.2 ~ 2.5 2352, T & K X4 [
& zmo7z (X3).

MU YL, AR ITRAE O IO W T EH
H— 8w P ERGIELE A T, K RS
BT 5~ M) v 7 ARREFEL TR 5Hh%, IREF
BFR O 58\ BRI DSRE I 5R A F LI 2 2T Tw b
LS L TWwa,. 72, Bonfiglio b %, EMEEE
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3. ¥RINENER & Log Pow DAHEY

R RE LIABILEYOSHIIBWT, miEoEy
WEIZEA T AL % 27 T WER D S 5 &
LTw5. 41l Log Pow DERWHIKMED =3 |ZOw
TRECHERENTBELT, BEOEVWEIZBIT A
A+ AR R Z T 2 2 LI TE Rh o7z L
L, Z1bH Log Pow DIV EIED Y F 1) v 7 AT,
K BB LT T EEIC OV T, 4%
LA RELEEZ L. Bl RETik, HN—
N, $7%bb 7 LOREEE - K, iz oin
BE FEICOWTIIME LTz, Du b i, i
HDEWT EREEHNORFFIE 25 L HELTH

D, INHOHEBIZOWTHE TIUSEIEORIE %
EHIZMETEAEEEDLND 5.
4. ¥&O

HSCCC % H\W7-Hiili il # HwC, BEo— ﬁ
PHEEIZ DWW TGS L7z, #55, HSCCC-GC/MS #:12
T 16 FE3E, ercummms&’ﬁwf2M@%

DRI OWT R RINENER1S5 Z 8 TE 72,

COZEND, BIERTIZRZE S5 AYHSCCC i
WERBE AR ORI —F o IMEICHEHATE 5 2 &A%
BAL7-. 72, HSCCC-LC/MS/MS % T LMS & HMS

O 2 FEFEO K% W C Matrix OB L LI L7z &

A, IRIMEERICRE REGR SN o7z Kl
T, Log Pow DRV RIEIZAES T E o

720 SRIITESEOHBIZOWT E S ICHET 2 E,
IO IR FIZE D7z,

ARFZIZBNT, 7Y 7R AR & ) s
itz u~ b2 5 7 %08 Easy-PREPcce H il % 5\ 72
PEFLE ZOEAEY)CESBILEL FIFET.
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