ANBEEHEE 1124 11 H 10 H
TFDAP0015.02

BAS? RTLELERKZ S Z-FERT A2
Method of Test for Pesticide Residues in Bee Products - Multiresidue Analysis
L@%%@:iﬁ%ﬁ%ﬁ?%ﬁg\ﬁiﬁAQﬁﬁéﬁﬁg
(acetamiprid) & 1138 B 2 (538 LMt & )2 S €A/ T A 47 o
2. ¥ % > 2 ¢ ¥ % & * QuEChERS # ;% (Quick, Easy, Cheap, Effective,
Rugged, Safe)w® 3@ £ > ik 4p & 47 ¢ B F ¥ & (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS) 2 %
i R 47 ¢ B F ¥ R (gas chromatograph/tandem mass
spectrometer, GC-MS/MS) & 15 2. = /% o
2.1 ®¥
2.1.1. jReAp K47 ¢ TR K
2.1.1.1. 3=k = K4+ * (electrospray ionization, ESI) ©
2.1.12. k47 ¢  CORTECSUPLCCI8 > 1.6 yum > P j£2.1 mm x 10 cm >
0 SR S
2.1.13. %3¢  CORTECS UPLC C18 > 1.6 pm > p f£2.1 mm X 5 mm >
N SR A
212, fAn k478 BT H K ¢
2.1.2.1. 3k 7T 3 PF3t(electron ionization, EI) o
2.122. k47 ¢ DB-SMSUI* fm¥ » p %5 & 025 um > P f£0.25 mm X
30m> & &g o
2.1.3. #1275 F(Blender) -
2.1.4. # 748 (Grinder) °
2.1.5. & i ~ $7% ¥ (High speed dispersing device) : SPEX SamplePrep 2010
GenoGrinder® > 1000 rpm2 + > ¢ H s EJRF i 2 KR o
2.1.6. #r- 8 (Centrifuge) * ¥ #3000 xgr4 + > B BRI H 7 E15°CH T -
2.1.7. % #F k%5 % & (Nitrogen evaporator)
22, #FE S ﬁﬁ'ﬁﬁi@'—i@:}ﬁééﬁ%%f& N NN Rt R
gﬁ&;6%£9ﬁéﬁﬁw%ﬁ&ogﬁﬁﬁ@‘§¢m&
4% ~ primary secondary amine (PSA) ~ octadecysilane, end-capped
(C18 EC) % graphitized carbon black (GCB) =% * » 47 ; 2 3
Fok( R FEA25°CT E 18 MQ-emit b)) B EESEER Y R 5Ty
REEINA (SR LE - 2 %42 BEREZ F
(triphenylphosphate, TPP)j #84&- 2 5. o
23. BE 2 4K
23.1. g 2 15mL% S0 mL - PPH T -
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232, jg¥ 3472022 um > PTFEH F -
233. ZE¥L:25mLZ 50mL > B4 o
2.34. i LB F £ (Ceramic homogenizer) ™ : 4% * Bond Elut QUEChERS
P/N 5982-9313 » & 5 & o
235 FPr w3 moREp4Ed g2 ok pRA L g o
236, it o 100 2 PSA300mg2 & -KAnfhdEo00 mg > ¥k i
Fo6mL > if ¥ 3R EH o
237, Fi kg Fll ("2 1 2 PSA 300 mg ~ C18EC 300 mg% & -k Ffik 4%
900 mg > % g ;w2 6mL > i * %“s*»éjr “Ff’(’fé%%*" °
23.8. it * gro F 11D 1 5 PSA 450 mg » .7k B 248900 mg ~ CI8 EC
300 mg% GCB50mg > /% ¢ 4a%6mL RIS = 28 X | A
T AT T ARBHMARA D 76
A2V RE R AR RY Y B AAIEE L B LR o
4. @z W
24.1. 7 1%pspaz o %3k
Bk 10 mLE 2 %990 mL > 32 &
242, §5%7 faz o MR
v EESmLZE ¢ %95mL > R £ 45 .
243. fgr e (L, viv)idik
BAERE T e kRl L (V) BIR S
25. B App R W
25.1. #&ApIBIRA
Popp 42039 g0 14 B kiR fR 1 $1000mL > 4o » 7 lmL > R
£393 > MmNER o PYRIRIEIES AR RA -
252, ##4pi5 kB -
PfEfE420.39 g0 117 FRR fR1 2 1000 mL 0 1R S R 0 PRIR
T B A5 RB -
2.6, P FRARIER R 2 fe ]
B Z E i B S50 mg o HALAL 0 127 R fBE LG A
50mL > 155 pIRARIE F g o 30-18°CHF LTz * o
2.6.1. Pif £ N ISR RR 2 7 AR D 50 pg/mL > 1E2.8. 8 e
MR EER R
262 i BP0 IHEE R T AR IS pg/mL > #1£29.1. & LC-
MS/MS % 47 % 2. IR4RHE% % o
263. Pif £ PN E RE LR AR DS pg/ml o #7292, & GC-

4~
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MS/MS /A 47 % 2. p IRAE A % o
2.7 B2 Fel
2.7.1 R ﬁé"ﬂl@’* B8 52 925mg HFEAL T A Bl MR R R
225mL > 5 R R > 3-18°CHF P71 o T B2 £ RH
B &7 ﬁ%ﬁa‘%i 1 pg/mL > & 1¥2.9.1. % LC-MS/MS 4 47 #* 2_
TR o
272 REHRYARRERE L N25mg BT A B UFERS TS RG
fEx 2 3 225ml o (T 5 R Rig > -18°CH L pT i3 o a;a-ﬁ* B%‘ExE
BHERZRRE AR L2 R, V)RR ﬁv‘%’?i 1 pg/mL > #
£2.9.2.8GC-MS/MS A 47 * z_ {2 % o
284k 2R -
Rl WOF ~ R 38 PN2 g MR B3 E? o o r AR
A2 2 T R10mL o # B 104 4000 3 14~ 7 1%AsM2 MRk
10mL% 50 pg/mLp 304582 % 10 ul » £ % 5 e » 14 -&h%*:e 1352 %
PR FrC R E oMW EARTERST P BESE L3R
AL 21000 pmdR F & 0 L Al R T 1A &S 0 31 15°C 5 5000 xg
ol ss o B b RomL oy BRI o g g A4rEE
1000 rpmd& F 2 12 £ 57| JR T 1A 4815 0 +215°C > 5000 xgifts 24 45 o
BolFiRlimL M F FRI MG RTH T ﬁi%clmLifiﬁ'z% SEACEEN
MR g g 0 & iTeiRD > MLC-MS/MSA 45 o ¥ Bt il mL o 7§
FRAIWG AT UP T =L vV)3iRImLE iz REES
VURNCE R 1S o i iER Rl M GC-MS/MSA # o
Ak SRR e AR L LA A
ik R e g BT
29. AF T RwERYF
2.9.1. LC-MS/MS
Bz o R 22.8.8 % @li}\ e O FRAR R o R gL s b 7 3% 4 )
TP 1mL g F eX I B3¢ Aa\ IR | ug/mLJf%_%;g % 2~200 uL ~
Spg/mLp 4R A %10 uls P i > @ 4EA S 1mL- R &35 > &
TAT TR ERZ R &T AEEEFTA T e B &g 3L
B fr o Bk L R#FRRE > W70.002~0.2 pg/mL2
T iRkER
AR R AT B B A TR EE ()
% 47 % : CORTECS UPLC C18 > 1.6 pum > A j£2.1 mm x 10 cm °
%3 ¥ : CORTECSUPLCCI8 > 1.6 pum >  f£2.1 mm X 5 mm ©

-~
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B AR B BiR 0T I 7 R A 4
P ¥ (min) A (%) B (%)
0.0—2.0 99 — 50 1 — 50
2.0—38.0 50 — 30 50 — 70
8.0 — 10.0 30 > 1 70 — 99
10.0 - 13.0 1 -1 99 — 99
13.0 —» 13.5 1 —99 99 — 1
13.5—15.0 99 — 99 1 -1
#d>4poniE ¢ 0.3 mL/min o

A% t5ule
£ g 7 & (Capillary voltage) -
AT 3 apF (BSI)4* 4% 3.5kV »
TORAES - f A (ESD )& * % L6kV -
#+ R R & (Ion source temperature) @ 150°C -
% B3 ATE & (Desolvation temperature) © 450°C o
R 4d 4 #8705 1# (Cone gas flow rate) : 30 L/hr o
% AL 47w i# (Desolvation flow rate) @ 900 L/hr -
WopHCES 1 % £ F R @ Bl (multiple reaction monitoring, MRM) ° i
B HEF ¥ - Bk 44 T R (cone voltage) ¥ mi it £
(collision energy)4r¥it % —
2.9.2. GC-MS/MS :
Pezv R 28 ED WA G e p IR R S R A
TP 1mL> 1§ F XX W52 A> B4 » 1 pg/mLA& 84 % 2~200 pl ~
Spug/mLp 3R4E %A% 10uLs f ok - & 2 de(ll,viv)ia iR o & B4 5
ImL>RE&EHF > BIFAFT T RGERZRI T HEEEGEA
7o JI* LR IRAR I B f o B L REER B
£0.002~0.2 pg/mL2 A H 7 feta £
AP 1T 8 T T A AT R LR @”) :
R 47 : DB-SMSUI=L fmg » p %05 & 0.25 um > p 4£0.25 mm x
30m o
K43 B AR 1 4R ©60°C > Lmin ;
R i & 1 40°C/min ;
? R 1 170°C ;
AR & 0 10°C/min ;

-~
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& 1 310°C > 2.25 min o
PonF MR D 4§ 0 LmU/min e
L~ B8 & (Injector temperature) : 280°C o
A~ FEFN 1 A A v (splitless) o
A rg 1k
B VR 0TS A58(ElD) - 7T0eV oo
3 RE R 1 300°C o
BOREesY 0 2 £ F BB o WIp3ES HE AN T %zr"‘ﬁ%’\» g
3 ERIREE AR T RATRY ZRE KRR S
TLF = o
2.10. #FEWFmR 2 7 R T
2.10.1. A% ™ fed& £ 5172 (Matrix-matched calibration curve method)
2.10.1.1. LC-MS/MS :
WA Pthil2 A7 T peth BB RILSUL & Bl » k4 &
8BRS o 20 LEE R E A iR e AT TR
HRERZRTERE2ZFFTHEFZE £ F R PAPHET B R
(gew]z > #@T AR ES RO L RFE2 7 E(ppm) ¢

A CxV
Y 2B FLF R ppm) - —
dAREL AT RBEALTRAY LLFLER

(ng/mL)
ViEPRRE2 1% 2 ¢ % R 2 MAE (10 mL)
(YRS = AR LR L ES .@if‘_(g)
2.10.1.2. GC-MS/MS :

ez A7 feth 803 R10E 1 uL > A 8L ~ § 49
é]*frg ,L,??.“F;—g. &Y o R292. 51 EEF AT o %*ﬁf&fg—‘?ﬁ
Pt BB R AT LE 2 FGA 2 5 EF il plAp $HaS 5
BOVgwz » ¥ TN R kY L L2 5 £ (ppm):

o CxV
Hewd & BFL G (ppm)= —
Cid A RBE2 AT " RBERLTHRR? 2 LE2LLR

(ug/mL)
Vo EBR A2 § 1%L © % % 2 A (10 mL)
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M: Btk A 41tz £ £ ()
HATAREAES SR RS S R B A M2 L G A g
@ 18 (< 100%) > F 3 4 e

R e A % 7 4 (%)
> 50 +20
>20~50 +25
> 10~20 + 30
<10 + 50

2.10.2. & & E{«jj‘ 4v ;% (Standard addition method) :
2.10.2.1. LC-MS/MS :
WAL E28 &AW g FiRitlml M F F Rk
§o 0 A )4~ 1 ug/mLiR 83 % 0~200 uL % 7 A% % B4 5 1 mL
ML R AR EER LZ0~02pg/mL > %29.1.8F 227
AT AR Y R ek R TT AR Y Sy = mx
tn(4eRl- ) T RTAZFENRIEMY L EF2 7 (ppm) -

Y=mx+n
. i # F
n: Y — 5E
Y =0
i Cx=nm
A T
=-Cx 0 Cx X

e fo 78 KL (ng/ml)
Bl- o~ 4RI S i AL fF S
CxV
M

C:dnmRiFip? & R &2 k& (ug/mlL)

ViEP kA2 1% 2 ¢ iR 2 A (10 mL)

M: Ptttz £ 2(g)

2.10.2.2. GC-MS/MS :

HAREPZ28. &AWz Fi R tlml g § Rk
520 A B4~ 1 pg/mLAR#3 % 0~200 uL 2 [Fpr ¢ & 2 (11
VIV R S ImL R ESE > Rk BEER 50~02

e L EZE2 7 (ppm) =
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A

Q4

E

ug/mL > £2.9.2. & % 2 18 {7 & 470 1Y %ﬂ#ﬁ;}j
gy ]‘\

)iﬁle@ﬂrhuzﬁﬁdz Ry=mx+n (4cE- )"
e L R%¥2 7 £ (ppm)

e
2L

153

kv
‘f «——)»

% T

)

CxV
M
C:dn/mfFHkE? & L %2 kR (ug/mL)
VPR 7 1% 2 ¢ MRk 2 A (10 mL)
M : E"in/}*‘r*ﬁﬁ?ﬁi'ﬂ‘ﬂ(g)
Ml AR 22 TR ke A - & A C o
2. Ak er;lJﬂ—.IE‘ % Z F3 =% 11 GC-MS/MS & LC-MS/MS 4
17 o
3. ¥ 5@%’;% v e 2 2_Fa4Pi = F fig (triphenylphosphate, TPP) p 3% & %
y o 3 .ﬁi/z‘ BT B#E oy VM ot R E ﬁf%/%)ifﬁ

i L E%2 7 € (ppm) =

I P‘)\)J_E =\ of:—i":’ﬂ——";« Ellplu;" 2 ]F?W?ﬁ’?ﬁ,‘ o
4, jk*ﬁ,%"}z%ﬁ?’??é"gﬂ"Bgﬁz,—“w'\—a”eiié}_’» I H?'\%ﬁ
o

S ALY § R PRHRSE L TR A A
% ;’;;L :
European Committee for Standardization. 2018. Foods of plant origin-
Multimethod for the determination of pesticide residues using GC- and LC-
based analysis following acetonitrile extraction/partitioning and clean-up by
dispersive SPE — Modular QUEChERS-method. NF EN 15662: 2018 (English
version).
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54 1 W

2.32
. m/z 192 > 160
Carbendazim

000 050 100 1% 200 230 300 350 400 450 500 530 600 650 700 730 800 830 = 900 950 1000 1050 1100 1150 1200 1250 1300 1350 1400 1450 1500

2.36

100

Methomyl m/z 163 > 88

AL A L L LA Rt LA LA L R Lkt L LAAUMAR R

55 600 630 700 750 80D 830 900 950 1000 1050 1100 1150 1200 1250 1300 1350 1400 1450 1500

m/z 223 > 126

g l Acetamiprid

T (A3 LA ML Ak LAY il TrTTT preTTTTITTTT T AR A L Ldad skt

000 050 100 150 | 200 ' 250 300 350 400 @ 450 ' 500 530 600 ' 650 700 750 800 = 850 @ 000 950 1000 1050 1100 1150 1200 1250 1300 1350 1400 ' 1450 1500

Azoxystrobin m/z 404 > 372

1000 1050 1100 1150 | 1200 1250 1300 1350 1400 ' 1430 1300

10.42

000 050 | 100 150 | 200 ' 250 | 300 ' 350 400 450 500 530 600 630 700 750 800 830 & 900 950

Flufenoxuron m/z 489 > 158

000 030 100 150 200 250 300 350 400 430 500 550 600 650 700 730 800 830 900 950 1000 1050 1100 1150 1200 1250 1300 1350 1400 1450 1500

s Carbosulfan m/z 381 > 160

- — — — — T m Time
000 030 100 150 200 250 300 35 400 430 500 530 600 650 700 730 800 830 900 950 1000 1050 1100 1150 1200 1250 1300 1350 1400 1450 1500

Time (min)

Bl—- ~ "LC-MS/MS#4 #7carbendazim % 678 B # 4L & 5.2 MRM @] ¥
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XWD: 11.76 m/z 247 > 227
08
i Chlorfenapyr
04
02
0
xm; 13.21 m/z 250 > 125
08
i Tebuconazole
04
02
0
xm]‘ 13.62 m/z 314 > 245
08
0 Iprodione
04
02 ‘I
0
xw]‘ 17.22 m/z 250 > 200
08
06 Fluvalinate
04 17.28
02
0
xm]‘ 17.96 m/z 253> 93
08
e Deltamethrin
04
02
0
0 1 2 3 4 B 6 8 9 WID n 12 13 " 15 16 1 18 19 ZID 2 2
Time (min)

Bl = ~ "2GC-MS/MS 4 #5 chlorfenapyr % 578 B % 4L & 2.2 MRM | 3%
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4 — -~ Acetamiprid %678 B 2 2 p R 22 5 F F R RIE S8k T
£ 4% (LC-MS/MS It &t 3 H5%)
A g o AL | AR T E &' (ppm)
S } TRy (miz)>| & | o
b :é P> ? éﬁ'#ﬁ.; (m/z) (V) (ev) %3 ‘5‘; %1 ’% 3 f"“?i:w

o 223 > 126* 20 15

1 |Acetamiprid EPPCES 0.01 0.02 0.01
223 > 56 20 15
) 404 > 372* 25 15

2 |Azoxystrobin I = a7 0.01 0.01 0.01
404 > 344 25 25
) 192 > 160* 30 30

3 |Carbendazim b5 0.01 0.01 0.01
192 > 132 30 35
381 > 160* 20 15

4  |Carbosulfan 7O e R - 0.05 0.05
381>118 20 15
, 489 > 158* 25 30

5 |Flufenoxuron EEN 3 0.02 0.01 0.01
489 > 141 25 30
163 > 88* 10 10

6 |Methomyl KNV 0.01 0.01 0.01
163 > 106 10 10

I.S. [Triphenylphosphate |#4f4 = % fig 327> 77 40 35 - - -

R




't 4 = ~Chlorfenapyr % 538 P £ 2 p R4

£ 4% 2(GC-MS/MS)

e

3

EF RIS

- Sl
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T

2 4 4 % e % 5(ppm)
IE'_ . —r 531,, - (m/Z) S f;ﬂ_‘_;}'}_ﬂb e
N , =+
weE o3 |y pas o ) RE O |BRIR ) REER
247 > 227* 15
1 |Chlorfenapyr BTk 0.01 0.02 0.01
247 > 200 30
_ 253 > 93* 20
2  |Deltamethrin EaRRC 0.02 0.01 0.01
253> 174 5
_ 250 > 200* 20
3 |Fluvalinate A 1 41 0.02 0.02 0.05
250 > 208 30
314 > 245* 10
4 |lprodione S 0.02 - 0.05
314> 271 5
250 > 125* 25
5 |Tebuconazole (R 0.02 0.01 0.01
250 > 153 10
I.S. [Triphenylphosphate |#4f4 = ¥ fig 326 > 169* 30 - - -

4 o




