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SERTATREERKRZ—Z vk 2 i FE L 2EBFLREHR(EF )
Method of Test for Pesticide Residues in Foods —Test of 2,4-D, Captafol,
Captan and Dichlofluanid

Lo * o 0 AR 2 E N FERE R dc2l R F 3
EHFE2HEETAEHFEGEY - s (24-D) 2 F 2
(Captafol)~ # 4 = (Captan) 2 % % % (Dichlofluanid)z. P %
Y AT o

2 WS E t RMEEIG o i k58 B OF ¥ % (liquid
chromatograph /tandem mass spectrometer, LC/MS/MS) %
# 10 & 17 ¢ B4 ¥ & (gas chromatograph/tandem mass
spectrometer, GC/MS/MS) & 47 2. = % o
2.1, %%
2.1.1. Ap k47 8 B R K
2.1.1.1. 3= R ¢ T3 1 (electrospray ionization, ESI) o
2.1.1.2. 478 : Atlantis T3® > 3 um > p 42 2.1 mm x 10 cm » & f
2.1.2. FAp kA8 W &
2.1.2.1. &5k 1 7 5 % 54 (electron impact ionization, EI) -
2.1.22. B+5¢ 1 VF-5MS £ m’g AR R 0.25 ume PR 0.25 mm
X30m: & &5 o
2.1.3. #2278 F(Blender) -
2.1.4. # #48(Grinder) -
215 &F Bg(Shaker) o
2.1.6. Rk A %7 % & (Rotary evaporator) °
2.1.7. % # Ik ¥g % & (Nitrogen evaporator) °

2FFE AMEYARGTEER B~ T ERE L Bk
AR AT EEERARCE & VAR RE R S BT R
TR 2SCFE ISMQecm 2 b)), = swd s 3 2~ F
$22 EHGHRY RES
23. BEZ R
23.1. B ¢ g :500mL » PE # & -
232, 3 F ¥x : 500 mL °
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2.3.3. # # 4% JF L (Buchner funnel) @ ® /& 11 cm

2.3.4. %/i7% % P~® (Liquid/liquid extraction cartridge) : % 3* |+# & 1 >
Varian Chem Elut cartridge > #:% f = & 20 mL > %7 i #4]
R R E -

2.3.5. /}s‘{ﬁ‘ﬂi - 300 mL -

2.3.6. Jg% 1 3442 0.22 um > Nylon #1 F ©

237, FEFL I 25mL 5 4R o

4. FA 2 BE
24.1. ® %% A (L, viv)ig ks

Bepl 2 B AL 1L (V) BR G e
242.20%% 405 0%

ﬁ_g&g it 40 20g> M3 HF-RBFER S 100mL -

2.5. B App R AE:
251 BEApinR A
B9 A S0mL 223 33 -k 450 mL R & 18 > 4e ~ ﬁiﬁﬁﬁi—%O.wg ’
BIRETR LIS > MRl R BRRITI B BB IR A
252. B 4pinie B
7 AE 450 mL &2 3 3+ -k SOmL R & 18 > 4 » ﬁiﬁﬁ-ﬁ%i@O.wg ’
BIRETR LIS > MRl R PNRiRITEHBEABRB
2.6 i bl
261 Pr2 cw g 2 R mHRYIRESL N2 mg o FR T M
T ¥ ‘/%}\)‘f*ﬂl &6.—1_ 25 mL > 'Fﬁ’l‘g‘f}}ﬁui’ » 30-18°C HLPTF o
R ERBERRRELS UL Eiﬁ-ﬂ'f?i 10 ug/mL > ¥ 5 8 & &
BRi-for moPag 2R GRS RET FEHFEL 1 pg/mL
& 1® LC/MS/MS % 47 #* 3874 7% o
262, Bor £ 22 FH LR EELRL G5 mgo HAEFL T U
freip a2 3 1 25 mLo v 5 %8R > -18°C #7534
oo FHRERRR L L e % [, V)RR
B2 10 pg/mL > 5550 &0 Rk o T [0 Boif B30 £ R0
R moe = foge (il viv)B R R 1 pgml o kiF
GC/MS/MS & 47 #* {82 % o

27. ¥z n
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2.7.1. FB:
2701 R AFHS R LB R A (FE) T

BIofTi 2 R 18 g M T EWR UL o e r
A 70 mL> JR45 5B~ 3 248> 5]~ M e AL T ANRL R
FoF &g~ F L NAE AR 30mL £4F 551 0 B
s & Bt 0 3t 35CH TR RBIRNEL £ P 0 e
20%% 43R 2mL 0 R ARG (S BEILH o

kA T R <B0%Z FER R T A B ol F ks 2~5mL

A B o
2.7.12. HEZE §T B4
PERE2ZRMG9 g Hmfie o BWA oA o e d gt
F-k 18 mL> #% 20 245> v » [ fik 70 mL > $R3% X P 3
kB T AL T ARIRL PN > b F g F AL
ARE VE AR 30 mL £4F 5B 1 = 0 iRt £ B iR 0 Y
35T TR RESGEL &[0 e 20%4% 4R BTR 2
2713 R~ A2 i T A (30) ¢
PERE2ZREG2 g o Ml B oA > e d g
Fok 18 mL - 4% 20 448 0 4c ~ Ak 70 mL > 4R#EFE B3
A BT R AR N o R F B B F FT
AHE A A 30 mL £45 5B 1 = 0 dBiRis & iRk o 3
35T T ARIFEFBRESFLI AR 0 Ser 20%% 4R IR 2
mL R &G BELE o
272, &

Be 278 B R 0 L R Em 5 Y 20 A 4B o

¢ fhe fig 80 mL A& =13 ek HRFEL el i xR /i BB R 70

Bt s E s 3~5mL Bk 335 C T

KigFRIESGI G AT e % AR, V)RR A

FEF I S5mL(V) &iFkkig R Bk Rigd lmL> 2

FACRIBIGE T ERMAL D 1mL 5%k RirdD >

P~ 200 uL 2 7 f 800 pL > R L3593 0 FiREE RS 0 1

LC/MS/MS # 47 o ¥ B~Hg % i (1) 500 pL 22 & & = @ 3 fe (11,

V/V)i% i 500 uL > iR 353 > SRR e 0 1 GC/MS/MS &

5 o
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2.8, FW|E%
2.8.1. LC/MS/MS :

HREPtR 2 M2 %L 10 uL > & B0 ~ e 4p & 17 8 55

AR BT AR E AT R R IR R TR L 2

FYEEE S EF R RIS TV E 2 o

iR i S = A L e A3 & (=2)
K %‘r%? : Atlantis T3% > 3 um > P S 2.1 mmx 10 cm e
BEZRCAREBRMTIFEEEFHRAAT -

% ¥ (min) A (%) B (%)
0.0 > 10.0 100 > 0 0 — 100
10.0 = 20.0 050 100 — 100
20.0 > 20.1 0 — 100 100 — 0
20.1 - 25.0 100 — 100 0—0

# o 4piniE ¢ 0.25 mL/min °
£ g % & (Capillary voltage) -
TOEHF g (BSINDFE* 3.2kV
RS Y f a3 (EST ) * 0.6kV o
Tﬁsﬁ‘.—* Jk 8 R (Ion source temperature) : 100°C -
% 12578 & (Desolvation temperature) : 350°C o
xiﬁ»é&:} 8 7% i# (Cone gas flow) @ 50 L/hr -
A EATRT IR (Desolvatlon flow) : 700 L/hr -
IET B -GS 0 53 £ F & 1R (multiple reaction monitoring,
MRM) - 18 Plag+ ~ iB444 7 B (cone voltage)
i it & (collision energy)% 7 4L+ 1* 3% 4o

T & o
o 4s B+ v oW R+ (Mlz)> @jtr;& ﬂ jff
N AP S (miz * e
Y A5 (mf2) V) (eV)
e ] 219> 161* 15 20
ESI
(2,4-D) 221> 163 15 20
ETE ST 333 > 224 21 11
1cnloriuani >
( Dichlofluanid) 333> 123 21 26
k> _EL T‘—‘*P‘-"" 4»,1-
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2.8.2. GC/MS/MS -
HAER PR 2 3% & Lul o A S~ §Ap K 47 8 9 7
RP o kTR T AT el B AR R T R 2 F
TREEZ S EF RO R HaT 5 AT gL
F AR R 7 R B A TRl aE Y
R 45 ¢ P VF-5MS £ ‘g > p R R 025 pmo P /2 0.25 mm
x30m e
Ryt g R 4%  100C > 2 min ;
B R A% 0 8°C/min ;
%78 1300C > 5min e
HEApinik D § 0 1 mL/min o
L~ B8 & (Injector temperature) : 250°C
2~ #-5% (Inject mode) : # 4 Jix(splitless) e
B BN R R FEMSFHRED > T0eV oo
B+ RE R - 250°C -
BORIHESS P E R R R o WORIAES MR AN E AT £

S SRS (/) > AL E
AR Yo 31 3
& 83 (i) (V)
- 183>78.6* 25
2 % = (Captafol) 149>105.4 7
— 149>79% 15
¥ 4 = (Captan) 149>105 5

£ g 4T $
L AT B A RS R ERT 2 E R A
B (<100%) » % 35 4 e T

o % & (%) F T B F(%)
> 50 + 20
> 20~50 +25
> 10~20 +30
= 10 + 50
2. FARRIRIERE ST R RATR Y 2 RE > KT

%
e 2 RIRIEE o
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2.9.1. LC/MS/MS :
29.1.1. A F 7 ek £ 2 (Matrix-matched calibration curve)
Pz M 2780 W8 ek Rik(D & B £ 200 pL
(@) > & %4 » 1 ug/mL 873 7% 5~500 uL > £ 40 » 7 fE 2
#1000 pL (b) R £355 » 281 B A - R
T A e FEHRZER > Wi 0.005~0.5 ng/mL 2
AT RIS X RTAFES R TR FEEL 2
(ppm) :
Wi L R#F2 7 2 (ppm) =
C:d éﬁ%iﬁk%ﬁ’mﬁa%ﬁ MEFRRY LEE2 ER
(ug/mL)
Vit TF 2 MfHp@mL)
M:BHA iRtz € E(g)
F:#@ s d ba ki

29.12. £ % ‘,—%i,’j‘ 4v ;% (Standard addition) :
B Bt iz Bire (ID) 200 uL (a) » A B4 » 1 pug/mL %75 7% 0
~400 pL > £ e~ T B AEAE S 1000 pL (b) 0 R £ 95 > i
Fov R FRR G 0~04 ug/mL o @ 2.8.1.4 iF 32 (7 4 47 < 12
#$+ﬂ%mﬁﬁfﬁkaﬁmﬁﬂﬁwﬁﬁYHM+n
(GrBl- ) T T A2 E N B LRE2 7 E(ppm) -

Y=mx+n
m: &L

W"ui&& (ug/mL)
Bl- -~ ’Fﬂ-grr'/] SIS fﬁ]“a‘z‘?# ETM AR

CxVxF
M

Wi L R#2 7 € (ppm)=
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C:i¥ir? Lt L%2 kR > d n/m £ (ug/mL)

Ve T F 2 W @mL)

M:Pthrtrtatiz £ £(g)

F:fff st d bla i

2.9.2. GC/MS/MS :
29.2.1. AF 7 ek £ 52 (Matrix-matched calibration curve)

Bz d R R 2788 E T i hig(d) A B E B 500 uL
(@)’ A &l4e » 1 pg/mL B84 7% 5~500 uL > £ 4e » £ 2 %
B Ak (11, VV)iA i & % 1000 uL (b) > 2 £ 353 > ik 2.8.2.4 i%
ER ARSI S fj}*’ﬁrxsg+ HE G FEHRZER > WiTs
0.005~0.5 pg/mL 2 K F T ARt E R > T &7 7Y N 4
WY ERELZE(pm)

Y B REL G E(ppm)=

C:d 2 R & \E_'\’Frq et E M TRy LRE2ER

(pug/mL)

Vet T F 2 WA (@mL)

M:Pthatrteiiz £ E£(g)

F:frf a8 d baii®

2922 {#EH i 4v ;# (Standard addition) :

Pt B (1) 500 pL (a) 0 & % 4c ~ 1 ug/mL #R27% 7% 0~
400 uL > £ 4~ 2 % 0 f k(L] vAV)iA iR @ B8R 5 1000 uL
by RE&EHI > R BEERLZ 0~04 pg/mL > & 2.8.2.
FOEREFT AT o BT R G FE G R R TITARE
WEFY R y=mx+n(4eRl- )3T A E E' SREFRREY 2
k%2 z £(ppm) :

HH e & B %2 7 £ (ppm)= CXBYF

Ci¥i® Lt L#2 kR > d n/m £ (ug/mL)
Vit TF 2 WHE@mL)
M:P#HAtTHRiEZ £ E(g)

F: sk d bafiF

ML

l. 2%% > 22 T EHBVLFH - 432 2@ X 25 (i0%)
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Zew ¥ 5 002ppmo e & 2 5 0.05ppm> E
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A

2 % 001 ppm>
00l ppm; Z# ~ 4 F P 2 H s ¥ A e (o) <&
AR e R EREZ 5.
PRRFRSE 2T Bp T8

Wi

i

=i



