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Application of the QUEChERS Method for Analysis of Pesticide in Alcoholic Beverages
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1. 8H
T OWEEE (FIE - Bl - SR - il - ¥ —
)l/) %1%)% L7z

By L OIEER,

HRBE: 7R . 7RIS DUNV, T2
OAFH Y BLO MV VIZEREY () &
OB BIERH 2 H iz,

R F MY YA (REEEARA
500g). HEREEEET MU v A (FREBRERBAH
500g). B X KRR~ 727 A (i
500g) IXBIERILE (bk) Bz W,

FEde N BIERALEE (BR) o RIER AR
22 (50%#) , 31 (85%) 35 & 134 (46%) % H\ 72,

EJE 7 5 A Supelco 4L Supelclean ENVI-
Carb/LC-NH,. 500 mg/500 mg % H\w7z. 7
EhrobYN: MY =3:1 (v/v) BE T
V4 v am v I RITW, ERICHW

2.

3. BBHLUIMRMN
GPC-GC/MS 1 B BAEHT D Prep-Q ¥ A 7

GPCER&H

1B :LC-20A
H54 :Shodex CLNpak EV-200 (FRHIE T(#)8)
hoLtrAX :2¢ X150 mm
w9 PhbY Loaagty =37 (vV)
Fiis: 4 :0.1 mL/min
BEEAR 10pL

HAIAIMS7HBHTE (GC/MS)EBS&H
%18 : GCMS-QP2010 (St S AT D)

Ho4 : uncoated :deactivated sifica tubing (LD, 0.53 mm X L. 6 m)

pre-column:DB-5ms (LD. 0.25 mm X L. 5 m, df=0.25 ttm)
analysis:DB-5ms {LD. 0.25 mm X L 30 m, df=0.25 4 m)

PTV 120 °C (5 min)—{100 °C/min)—250 °C (33.7 min)

LB :82 °C (6 min)—(8 °C/min}—300 °C (7.75 min)

FHUTHR AL

NYPHAES 1180 kPa (5 min)—(—50 kPa/min)—120 kPa (33.8 min)

ATV RBE :200°C

AVE7r—ARE  :260°C

EAGE (AT A

REpoLUY :m/z 86~450

A8—i :0.5 sec

BN BEEHIUAEH




Fb=b)i 10mL FE
BEF R oL g, MAKBERT T 220 L 4g BN

BiR 15
Ri»3000 rpm 10 min

[ ERATEF=MILE) 1ML $B (TyRVE) |

l PSA25mg, KBRS/ KD L 150mg
GCB 10mg (#578). 26mg(REE:8). 30mg(E—JL), 50mg(FRRE: f)iFmM

B8R 25 (Vortex)
iy 15000 rpm 5min

$2XMA QUEChERS ik 3aiiE 70—

AxHV, F1RIORTEEL LU &GO
WY 47572,

4. A E
4. 1. QUEChERS
#B10g Z50mL L HITERAL L 720 BB
7 b= MY V10mL, HfLF YT LA L1gB
LUK~ A Yy hdg @ MA,. FT1
SR IRE D Lz, O (1610G, 104Y)
L7tk LEAOT7EL = M) VEBER 1ImL %
15mL &Ly Ry F 2 — TR L 720 KEE
B~ 2 % ¥ 5150mg, PSAMEK (K¥F¥v
JV PSA : Varian #t#) 25mg % i 2 7. GCB
WER (9774 b =Ky ¥ — UFG -
30 : GL science #L#) ZMz A2%E1%. REHE
(#% : 50mg ; K : 25mg). MEE10mg, ¥—)
O0mg #ZNZNITMA 72 Ml <iRE 9
L7z @O0 (18370 Gy 547) L. LEA
wRBARE L (B2 A),

4.2, BHME"

1)l

AB20g 22 DERY, WF MY Y AIGg R
0'0.5mol/L V) ¥ B (pH 7.0) 20mL. 7
b= PYNIOOML ZMA, RE S L7z,
BLH, 78 b= M) IVEICEKRGERES Y
T ASg BMATHRAKL, EAKEEF M) DA
EHB\LIH. AHENCEHBETTINRL —
y—ZHAVCREL, BEORELT o7, &
Mz b= bV bV =311 (v/v)
BRI 2 mL %2 CHEE L7,
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BAEHRYI L 159 B

| 0.5mollL U BRI (PH7.0) 20mL 590
Fab=kJJL 100mL FHha
[ 7Er=FyLRE 20mL 51 |
| SOKRRELHR s 5g 0

Fhb=b N MLIY =31 (vi) 2mL TREZ
ENVI-Carb / LC-NH2
PNV RVIY =301 (viv) 20mL THH
RERE
FRbY:VIAARY L =37 (Vi) 4mL. THRE
GPC-GC/MS M4t

E2HB BMEEEICUARLE IO~

II

2) K

Supelclean ENVI-Carb/LC-NH, (500mg/500mg)
W 7R PUNI MM =83:1 (v/v) R
#10mL Z¥EA L, MHEEHETa 74 V3
VT HATole TOHTHIZ]) THON
BRAEEALLE, 7RI MUL: MY
=3:1 (v/v) B¥E20mL ZIiEA L, B IME
%30 CRBTTINRL —F —% Fv ikl
LB EZRE L. BB E Y 7 a2
TEr=7:3 (v/v) ICHEPLT, EMIC4
mL & L7zb D& REAERE LA BE2K B),

5. AbnEYEER

MBI ERE E LT, BEIETh T
BWZ L e FOMRLLTROEE. Bl HE
B, HEBLUTE—VERHW, ThHDREH
BERRAERB2L, 328 X UB4% Bk H S
WHIBE TOlppm & 25 X9 WimmL, Lo
QuEChERS %3 & CEBHIEIIHE - THHT & 1T -
72 (%n =3,

6. EREEERK

HE & T 5 E RE O R FHE0512%5 LT,
QuEChERS 8 X BB CTHOEERMHEO LK%
??O f:o

iR & EE

1. RINEYLELER
QUEChERS ¥ & % 1518, BEET, 5210, HEE,




%137 QUEChERS &iC & 2 EER RN A ORINR S L UEEIRE (%)

by} ST BEEGR REHRE) 158 E—iL

BERS ERE ZTERE  EURE FHFRE ERE TEERE ERE TEFRE ERE FHERE ENE EERE
Methamidophos 18.3 54 0.0 0.5
EPTC 77 1.7 72 32 2.3 102 1.3
Acephate 105 71 114 1.3 0.0
Fenobucarb 84 24 86 0.9 84 18 27
Chlorpropham 105 20 96 0.6 84 111
CGadusafos 82 25 89 38 78 2.5
Thiometon 83 35 113 0.7 106 33
Dimethipin 109 3.7 74 7.7 78 25
r-BHC 80 23 82 0.4 84 28
Diazinon 82 1.1 82 0.0 78 14
Etrimfos 82 3.0 84 1.8 77 0.7
Pirimicarb 70 2.1 71 28 70 1.9
Benfuresate 88 0.7 80 11 1.7
Parathion—-methyl 98 6.6 107 24 93 1.8 1.8
Carbaryl ' 15 73 50 34
Fenitrothion 93 73 1.0 83 1.9 28
Esprocarb 81 104 1.6 104 0.7 81 0.4 72 03
Dichlofluanid 22 94 3.7 0.5 1.8
Thiobencarb 0.8 93 1.2 1.5 1.1
Fenthion 110 23 20 88 1.2 1.7 1.0
Chlorpyrifos 84 14 2.7 79 3.1 1.5 29
Parathion 89 5.7 34 81 1.2 2.7 1.9
97 15.4 41 84 7.8 8.1 102 8.8 96 2.4

Pendimethalin 29 73 1.7 0.4 1.1 78 2.6
(2)-Pyrifenox 1.2 79 1.7 48 24 76 1.7
Captan 2.8 79 1.9 7.2 3.2 74 20
Phenthoate 0.6 71 9.8 2.4 2.4 85 0.7
(E)-Pyrifenox 29 81 2.8 4.3 4.8 74 24
Prothiofos 5.2 87 0.2 25 2.2 55 10.8
Myclobutanil 1.5 76 5.7 79 5.9 105 3.1 1.0
Cyproconazole 1.6 83 43 83 34 103 45 16
Chlorbenzilate 0.6 111 2.9 81 6.2 90 3.1 2.9
p.,p'-DDD 1.1 105 0.1 81 5.7 97 2.6 16
Mepronil 45 44 81 4.7 115 41 15
Edifenphos 2.7 0.7 6.8 109 4.8 23
Tebuconazole 0.3 6.0 25 101 3.1 33
Iprodione 6.4 47 1.6 6.3 2.1
EPN 35 4.5 35 121 08
Tebufenpyrad 38 113 3.8 6.3 5.1 13
Pyriproxyfen 4.6 1.3 105 6.1 2.1
Acrinathrin 36 06 | 55 31
Pyraclofos 1.1 2.4 5.8 2.4
Pe 5.1 6.0 100 80 77 2.6
5.9 1.2 99 78 89 8.8

Halfenprox 5.2 2.5 101 89 88 1.3
Silafluof 4.7 0.1 84
4.1 2.7 34

19 29 1.2

Imibenconazole 6.8 70 1.7 1.8
XMC 1.5 6.5 1.0
Tecnazene 1.7 1.9 40
Propachlor 33 85 0.6 1.7
Propoxur 27 108 2.2 119 1.0 34
Monocrotophos 89 13.9 1.0 86 127 9.1
Benfluralin 23 24 1.0 1.0
Dicloran 16 0.8 49 72 5.1 20.0
Simazine 35 0.8 02 43
Carbofuran 33 3.2 08 72 0.7 2.6
Atrazine 29 82 3.2 0.4 76 6.4 2.7
Clomazone 87 0.7 78 3.1 20 81 7.3 4.0
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Quintozene

Cyanophos

Propyzamide

Isazophos

Tri-allate

Iprobenfos

Benoxacor

Propanil
Phosphamidon

Bromobutide

Acetochlor

Chlorpyrifos—methyl

Vincolozoline

Ametryn

Prometryn

Metalaxyl

Ethofumesate

Quinoclamine
Bromacil

Fenpropimorph

Triadimefon

Chlorthal-dimethyl

Nitrothal-isopropyl

Fthalide

Bromophos

Diphenamid

Dimethametryn

Dimepiperate

Methidathion

Fenothiocarb

Tetrachlorvinphos

o —Endosulfan

Imazamethabenz-methyl
Flutriafol
Fenamiphos

Napropamide

Isoxathion oxon

Isoprothiolane

(E)-Metominostrobin

Profenofos

Tribufos

Oxadiazon

Flamprop—methyl|

Oxyfluorfen

Buprofezin

Azaconazole

Bupirimate

(Z)-Metominostrobin

Isoxathion

B -Endosulfan

Oxadixyl

Ethion

Fluacrypyrim

Carfentrazone ethyl

Benalaxyl

Quinoxyfen

Norflurazon

Trifloxystrobin

Hexazinone

106
87
84
84
78
78
77
94
78
90
77
82
96
84
74
86
7
81
80
85
87
81
97

22
1.2
1.0
0.8
1.1
04
1.2
0.8
1.7
78
3.8
2.1
1.3
3.0
5.0
0.3
24
1.8
0.1
0.6
8.7
2.2
28

83

12.7
2.6
20
6.0
08
38
4.4
20
4.6
1.0
3.8
5.5
1.9
4.0
1.7
1.2
1.4
3.8
2.8
1.7
0.0
3.3
20

5.0
20
1.7
20
1.9
0.5
3.5
0.8
1.5
1.1
20
04
24
2.7
13.1
1.8
1.2
73
5.9
3.5
1.3
24
1.9
10.7
0.9
2.6
3.1
14,5
1.0
0.6
1.3
13
4.2
7.0
20
1.1
29
1.4
113 4.1
105 28
86 8.6
82 28
95 04
92 2.7
112 22
0.9
1.5
34
106 0.8
109 1.1
5.6
8.5
103 25
1.8
3.8
27
6.6
57
0.9
1.5
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101
100

17
87
93
72
88
95
86

104

100
81
86
n
75

108

113

115
115
95
85
84
110
105
93
119
91
120
117

106
104

81
76
82
85
76
76
90
78
78
71
79
77
87
82
70
76
76
99
75
83
73
80
72
86

84
74
81
87
75
87

106

116
86
103

10.3
1.1
23
15
1.9
20

134

18.7
1.8
8.7
1.5

1.1
1.4
25
9.6

10.1
0.8
0.7

13.7

15.6

0.7
13.4
2.8

112

114
85
83
82

81
80
96
83
93
102

74
88
74
91
75
70
78

77
85

4.1
1.1
19
1.8
1.9
2.7
0.9
5.2
6.8
1.9
24
28
14
1.3
1.3
6.3
0.9
8.8
6.4




Dicrofop~methyl 108 22 14 0.6 5.6 3.5
Propargite 101 5.0 2.7 3.0 1.1 23
Pyridaphenthion 113 1.3 27 28 34 22
Phosmet 116 13 1.2 119 2.8 4.1 8.1
Bromopropylate 85 38 29 14 1.2
Piperophos 92 18 23 105 25 1.5
Methoxychlor 82 0.1 1.3 94 1.4 1.5
Tetradifon 4.2 116 22 1M 20 72 3.15 1.9
Pheno 3.6 92 43 4.0 89 16,06 5.4
Pyrazophos 2.2 98 28 5.4 2.90 10.4
Fenbuconazole 101 4.3 115 1.0 3.5 744 5.1
Flumioxazin 1.6 29 1.3 1.81 105 2.1
Flumiclorac—pentyl 3.2 29 25.6 7.42 3.5
Tolfenpyrad 5.3 10.7 83 10.7 9.04 124
Dichlorvos 1.9 49 55 35 49
Butylate 0.9 15 1.9 1.2 20
Isoprocarb(MIPC) 22 19 2.6 1.4 108 1.3
Ethoprophos 0.8 116 0.8 0.8 6.2 110 25
Bendiocarb 38 102 44 15.1 23 15.2 105 6.4
a-BHC 0.6 82 13 18 3.7 6.2 94 0.2
B-BHC 3.6 83 1.7 118 3.2 13.6 6.7 1 2.7
Terbufos 0.8 88 08 0.4 3.5 14 108 34
6 -BHC 1.0 95 18 23 12.7 75 14.5 106 08
Tefluthrin 95 4.4 83 0.8 04 1.4 87 19 113 45
Ethiofencarb 5.6 180 5.4 15.7 118 3.2 109 28 116 95
Tolclofos—methy! 92 28 72 0.1 0.7 3.1 104 1.4
Methiocarb 0.6 131 79 1.0 24 91 45
Pirimiphos—methyl 90 1.1 13 0.5 0.9 m 41
Malathion 99 23 3.1 0.2 25 107 26
Diethofencarb 106 08 6.8 114 1.2 0.4 96 5.7
Metolachlor 90 0.9 20 90 1.1 2.6 107 714
(2)-Dimethylvinphos 98 03 0.2 105 1.0 0.4 86 1.6
Isophenphos oxon 80 4.7 23 85 15 20 90 3.8
105 127 122 8 98 62 9% 15
Isophenphos 96 1.9 06 91 1.5 25 90 42
Quinalphos 106 54 0.9 98 30 1.3 87 30
adimeno 104 5.9 5.6 110 23 6.5 96 23
Chinomethionat 108 21.7 110 14 45 113 5.7
Paclobutrazol 102 27 21 99 1.9 23
Flutolanil 96 5.9 14 94 2.1 1.6
Pretilachlor 28 28 98 2.0 25
p,p'-DDE 1.4 47 84 09 2.4
Flusilazole 41 0.2 85 1.2 40
Fensulfothion 35 6.2 119 9.7 1.2
Lenacil 1.3 114 40 115 2.6 0.7
Propiconazole 106 4.6 79 6.1 95 12.2 6.7
Thenylchlor 90 09 81 29 25
Captafol 11 4.1 92
Acetamiprid 6.4
Phosalone m 3.0
Mefenacet 118 46 100 11.4
alo 91 38 105 6.5
Fenarimol 105 25 109 35
Bitertano 11 3.0 87 70
Pyridaben 1.6 102 6.9
pe 15.6 96 10.5 42 100 8.4
a 73 10.8 2.1 5.2
Pyrimidifen 0.1 38 133 6.6 114
4.1 100 45 87 34 3.7 76 53
Deltamethrin 1.2 112 23 78 10.3 120 43 89 43

ML HOSS—=ILIZ DD TIXGPCO AR EHICEFTR TIVEW O GC/MSTHHTSh iy,
IEET2N - misvsaommns. DRESSUEBERERIEAOTIE,

o AR E < 50%, 150% < EIRER, 20% < TENRH
010 50% < BEIURE <70%, 120% <ERE=150%, EEHRE=20%
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B2k PIFEIRECHIMT L B EH

Ok QuEChERS #:
& i 158 141
e B 150 134
K £ 156 (Fr) 125/ (A1) 122
i i 157 138
¥ - 169 133

E— BT % BENIUERL X OLEMREEH 1
FTR L7ze @MEUERDT70 ~ 120% 00 Z 8%
BA20% LU T, MBS 23001ppm BLETH o 72
BIEEZ S HHT3 5 &, QUEChERS i
LB THMMRELZBEBIR DS P o701
il Tl4K S T o720 QUECHERS 1T & 2 ¥
G, BAEY & B LT e e R
BT BHH (F2K), HHREERLERE O
B FHOBHEILL V) HICBWTHRN T, B
DM HTAZENTELERbNRA, 3
SALEMOFAERPRIIZIHEBOMENRD D,

AN ==V T BIT S THRZ50%, ER%
150% & 3 % b DL\ AIPDO) i L ER A350
~ 150% 2> D ZE BIR B A20% LT Tdh 5 BRI 5
Ty, A7) =V T RETH B RS L Wy

R2=0.9949

—-
N
=]
T T T T

SO
oo
[

QUEChERS #iC &3 9D ERE

| 1 I | L 1 !
O 20 40 60 80 100 120 140 160 180 200
BHEICI B OMMOERTE

B3R AHEDEVY AN INERBICRITTHE
34 &, QUEChERS I CTHETHOBEEIIB VT
#9390 %D BIREE OB ASTH R TH - 72,

2. HREBEERN
BEEOSHIIHTHEHSEERIET 5720
W2 TTHR o E RS20 2 A R, danE
QuEChERS#EIC L 2 B BEEDO K ZITo /2L &
Ay AR & MW L 7o BEE S HF PO A VN
Y, 47aT%y, A85FT 0V, TFIHY
FUN, BIOVZ V72V NVT D5 BEFRS
PR E Nz MBS WThoREL T FY
DFREFMEE (HNNY N 1ppms 4 7O TVF
v 25 ppmy AFZ XTIV lppm. A FHY
¥V lppm, YL +T7x A NI . 5ppm)
XD KRIBIENETH o720 Ty AREFIC

B3R EERFEPICKRHIALEZE (ppb)

B O sample No.
Eé%% gfff)ﬁ EEBA| 12|34 6|7|8|9(10]11]12[13[14|15]16|17[18 1920
Carbaryl | 97 | 44 | 50 8 (22179 % | 8 13 8|7 12
Iprodione | 84 | 119 | 200 % | % 133 % | x| x| % % |85 86 20 | %
Metalaxyl | 84 | 55 | 100 |26 38 % 22 %
Oxadixyl | 79 | 38 | 200 % | K %
Diethofencarb| 93 27 10,0 Pd
QuEChERS # sample No.
ISR [ B o
(%) | (%) "l1]2|3]4 6|7(8|9]10[11|12|13]14]15]16]17|18|19]20
FRIA|HR A|FRIA
Carbaryl |104|73|2.7(50(100/lL0| |16 28 [183|14 |11 16 1111 13
Iprodione [100]95 |47 |7.6 1601220 |22 |17 [130[ 18|20 |17 |16 % |72 65 23 | %
Metalaxyl' | 70 [104| 18| 3.6 [10.0[L1.0} 29 32 12 ¥ 15 ¥
Oxadixyl |128]124|85|5.7 M| % | % | % ¥ %
Diethofencarb {114} 79 |1.2125 20.0,20.0 Pg

¥ MHBR<OK<EEHERA
Sample No.l ~ 12 R%EE ()
Sample No.13 ~ 20 FFEH (H)
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DWTIE, BELCERRABEORENTLOATE
Dy A 7avFr, A7 IFVNVEORBEFRH
xhTtwnwa?,

MIBENLSBEDI B, A AN, A
TaVEF Y, VL 72V ANMNTO@EMEE
QuEChERS #:ic X A ERHICKE R B RO
otz (B3F), B2, A NY izown
CHBANEIC & 598 & QUECKhERS 12 & % 447
DEBEEHETL L, ZOEEMEBICE VA
(r2=099) FABR7Z (FE3IM). A¥ 5%
WEFFYFVFEY VT, B L QUEChERS
B X0 M TR R Lo/ AT TF Y
Wity NobDRAF TEAETIHEAEIMHEIN
%Mo 7285 QuUEChERS #:T4# L 728 A
12ppb L BE I N7/20 FF VTV F VL, HINE
B X OLHHRED 5 QUEChERS ETld A 7 ) —
=V 7ML LS BAEIC X B
ST No9y 10, 140 ¥ & B3 A
ENDx L. QUEChERS 12 & 5 4041 Tl
No.7. 8 9. 10, 14, 170 k7 & B 23R M
Ehize T OREE L QUECKERS o EIE A5
WDl Ub0LEEEINL, D720,
QUEChERS #:CA 27 ) — = 74 HF 05l g &
B L Caar L7z R, ZoRBESPMRH SN
ABHIDWTIE, ERRBRE CRMICREZ1T Y
VENH 5,

i £

AN REBEMTICB I @B ML LT
RIS N, BRILREW TELEBREPHRE S Tn
% QuEChERS #: % IO EA L2 DFEH
A EHE L7z, REFNRBEDI L, HHILLD
BB TH o 72D, Bl TR
AU TH o 72. TOMOPEHTIX, Bl
134, HBEW GR) 125, RHEE (H) 122, HEE
138, Y — ) V133 AHHSHTT HE & HIBT L 720

HE R EIE % i 12 QUECHERS ¥ & B A5
BB VEREIRTWE—-FRBECOCEHE
DRI EIT o720 BEEMIL > THERRELZ -
7oA EMEGRER 2 & AT AT e & W L 2R
oW CiE, EEHEICKEZEVIIRON o
720 & o T, QUEChERS &, 7547134 R I EK
IR T B b OO, HHTHGE R LEREE OHIR.
FIEOHELE VI HITBWTER T, BEEO 5
WIBHT AN TEBLEDNRD,
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