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Method of Test for Pesticide Residues in Chinese Medicine Raw Materials—
Multiresidue Analysis Draft
Lo * R AMesk 2 Y BHY IR ESEAT AN -
LIAGRERPIZEZFRRERTELRBELL S E AR AT
REZ ke ERENL 2 H NHAE AP o
2. %= B E* QUEChERS = ;2 (Quick, Easy, Cheap, Effective, Rugged,
Safe) # A 7 & > 10 4n K 7 B B OF # & (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS) 2 5 4p
R 47 v B B ¥ ik (gas chromatograph/tandem mass spectrometer,
GC-MS/MS) & 452_ 3 j o
21. %%
211, RApktre BMEHR
2.1.1.1. 3+ R ¢ 243 1 (electrospray ionization, ESI) -
2.1.1.2. & 474 : Poroshell 120 EC-C18 » 2.7 um > p & 3.0 mm x 150
mm > & &g o
2.1.1.3. &% ¢ : Poroshell 120 EC-C18 » 2.7 uym > p j£ 3.0 mm x 5
mm > & & o
212, FAnk47 8 B H R -
2.1.2.1. 3+ k& : = -+ *3(electron ionization, El) -
2.1.2.2. k454 :DB-5MSUI £ g » p %5 & 0.25um > p /= 0.25mm
x30m» & 5o
2.1.3. #4325 = (Blender) -
2.1.4. ¥ #4%(Grinder) -
2.1.5. 3 :# &~ $7 4 & (High speed dispersing device) : SPEX SamplePrep

2010 GenoGrinder® » 1000 rpm 12 F » g H @3 B3R F w4 ip 2 KB o
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2.1.6. &< #5(Centrifuge) : ¥ :£ 3000x g ™2+ 5 4R B ¥ i 16°C11 T
-"J o
A

2.1.7. % F ki 45 % & (Nitrogen evaporator) -

*
2.1.8. #F ¢ AT =(Vortex-Mixer)
22. RFE @R TR o RASSERER R I L R 7 o
FARF R L HE T BRI AT o Bk B4 R
K ELfa4% ~ primary secondary amine (PSA) ~ octadecysilane,
end-capped (C18 EC) 2 graphitized carbon black (GCB)3=%x #
At s d S oR(v et 25°CF i IS MQem 2 H) 5 B
EAtpp o L TR K A6 (58 LA - A D 2
# =) ; Bifk = F fa(triphenylphosphate, TPP) 3R 4% & 5. o
23. EBEL 24
231 3o 15mL 2 50mL > PP # 7 -
232, g% 342 02pum > PTFE 4 8 -
233, FEFL:25mL % 50mL > #&d o
2.3.4. 1 %324 % (Ceramic homogenizer)™ % : >  * Bond Elut QUEChERS
P/N 5982-9313 » & ¢ & - o
235 FEw Al g kmifist 49 2 o g 1g-
236, Eih oy (% : % PSA 450 mg ~ & -k Fif&4% 900 mg ~ C18EC
300mg 2 GCB50mg > #&i% g i=& 6mL -
237, HEHL18mML IHF > A FAEEE S 10mL o M
T E o
1T TEVARRHALER p TR R o
2! VRFRPFAEGRT D BELBEIFZZ L LR o
24, @#Fmz2AW
241, 7 1%z a2 T AR
Begoke fa10mL e % 990 mL o R L35 o
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242. 7 5%7 fiz T MRk
U 5mL 2re 3 95 mL oy R L353 o
243. ppr e (L, viv)ig ik
BPAmEre il (Vv iR 3 o
25, #BdApsirzZ @
251, #E4pinir A
Beo B4 0.3990 123 B kA 2@ 2 1000mL s 4 » ¥ f 1mL o
REY 0 RMEE R BRIk BT B AR A
252. ##pnrB:
P~o A 4303990 P fRA R = 1000mL o 2 g tiE g 0 Bl iR
EiTHEApR R B e
26, P IRARER R 2 fR
PRARLZ ¥ P N SR S0 mg o AL R 0 2T R R L
I 50mL > i 5 pIRRE R 0 -18°CHF R pTIF A * o
26.1. P B IR R T AL 50 pg/mL v i 0F 2.8. 8 kR
Wk 2 R R R o
26.2. PR P IHRERZ Y BARI 5 pg/ml > &7 2918 LC-
MSIMS 4 45 % 2.} 3R4R 23 7
263. PR EPFEFREUFMBFRL S pgml - kiF 29.2.5 GC-
MS/IMS 4 45 % 2_ b 2RI 72 %
2.7, Wizl
271, PP E4mRY B 0L g 25mg AL E O e MR RY EF D
25 mL > 1T 5B Rk o AH-18°CHE LT T & + o Tt BBy 1
R Y AHEL Lug/ml s &7 2.9.1.4 LC-MS/MS 4 47 * &
AR o
272, PREHR*REL L 225my Wil P E e AR
TR E R 25ml o (A EE R > -18CHELEFH R Y o [t P



g ERE R AR Ee =0l VVAFREL 1 pg/mL o R TE
2.9.2.5 GC-MS/MS 2 45 * L33 7% o
28. HirznH:
BBk iS22 AN 209 HAEfLE > B0 50mL g F ¢ o e 4
BRI A2 2 33k 10ml o 5 20 A48 0 4o r § 1% FE2 T BB
% 10mL 2 50 pg/mL P 04835 10uL > £ & B4 » B ELIOF T
1ﬁ£§%?%w’¥i$w§§’%%%ﬁ%§&ﬁ’Wﬁ%ﬁ
B LR R LETEE L1000 rpm R F A LA iRT 1 A48
t5 5 »r 15°C » 3000 xq #fres 1 A 43 o B~} —;~ » 6mL > BT g
S B A HTE R 12 1000 rpm 3R R 0 E el iR LA 4
{503t 15°C » 3000 xg #frs 2 A4 o B iz 1mL > 2§ F R 3 K]
So o RGP EIMLIAIE R LB > RiEEIRS 0 BT
% 1 11 LC-MS/MS & 47 o 5 B~} ;-;—;‘,i& ImL > ™ § § ek 3 Wiz 0 A&
TP Epm e =@l viv)iaR1ImLiziz, REES 5 1
TR R (S 0 B TERR 11 12 GC-MS/MS A 45 o
29. AF T RwEMET
2.9.1. LC-MS/MS :
B b WM ik 28 @A A P IURE 2 R S iR A
g B 1mb. 2§ F eR X kEz 0 A B4 ~ Lug/mL 453 % 2~200
ul ~ 5 pg/mL p 2R84 5% 10 uL 2 © f% > @484 5 1mL > R 2
B4 BIER T e RAUR IR | TR BT e L B
Fop R Sk o fi o 2B L R ERA > W17 0.002~
2 pg/mL 22 A BT fetr £ R
AR Ry A7 8 I A 7R wE 2 (9
k478 B B 40°C -
BEARRR CAREBRIUTANEEREFR ST -
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& A (miin) A(%) B(%)

0.0—-5.0 98 — 60 2 —>40
5.0—-20.0 60— 0 40 — 100
20.0 » 25.0 0->0 100 — 100

##4p ik ¢ 0.4 mL/min o
EARNE S NT)
£ g % & (Capillary voltage) -
T 1S (ESIE* 4KV o
TR f a3 (ESI )& * 4kV o
#5 J&E & (lon source temperature ) : 280°C
7% 1 # 188 & (Nebulizer gas temperature) : 350°C -
BopBCS - % £ K & 1Rl (multiple reaction monitoring, MRM) - &
B A ¥~ B k44 7 R (cone voltage) ¥ i f A
(collision energy)4rtit % — % ¥t £ = o
2.9.2. GC-MS/MS :
Pz kil ik 2897 ?i%i,j% do b PRARIE B2 R b g b iR o A
WEB-ImLo g F X I B§c0 A B4 » 1ug/mL & 2805 i 2~200
ul ~ Spg/mL p #R4EE A% 10Ul 2 F Ak © 1 & (L1, V)R iR it
WAL 1ML Ry » BIEAT T REERZR I &7 5)iF
iAot REAP IR SLE G o HHEL ERF
k& > 17 0.002~0.2 pg/mL 2 A5 7 fe ik £ A -
F AR R A7 B EE R A 7R wiE 2
Rt g B R AR 1 60°C adFllds o
BR P A F1 0 240°C/min2 £ 170°C -
R ig %20 2 210°C/min< % 310°C -
BB R ¥ 310°C > dFl 754 48 o
#HEApiiid 5 F 0 1mbL/min o
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2~ B8 R (Injector temperature ) : 280°C -
£ 1lyulL-

PERPS
2~ #3% (Inject mode) @ # & i (splitless) -
SN DR 3258 (El) > 70eV e

3+ RUE & © 300°C -

BB L SRR AR WRIEEG HE AN EAFR S o
A3 PRBIREEAFAREE T RTR Y KRB U T L2
R TEE o
2.10. FHE%RE 7 2Rl 2
%é%&»waw%ﬁﬁiﬁﬁﬁﬁi%ﬁﬁﬁ%ﬁ%ﬁ?%%ﬂ’

AAAAAA

Fz 5EF KE;IMHMMM 58 B %i';: |2 o & kT A E R
e 2 R#2 7 ¥ (ug/g ppm) -

C:d t &2 AW RbEALEKRRY & L F2 LR (ug/mL)
Vi EE a2 3 1% p2 o %R R AR (10 mL)
M: B A 41tz & £(g)

LA AT R AT WA LR RS {2 G AR S
@ 18 (<100%) > 7 345 Fl4eT

10 ALT % B (%) ¥ 7 4 F(%)
> 50 + 20
> 20~50 + 25
> 10~20 + 30




GES

1A

10 + 50

LT E e R o A S s E AL A LT

*E SR E AT &IV R F £ E G 02 GC-MS/MS & LC-MS/MS

AT e

WS BE P 7 4v 2 BEEL = ¥ fia (triphenylphosphate, TPP)p #7545 2
vl WEERANG BEOHLEN Ot R LR EERR

Fo REPONFEE B RT P R TR ST A5 .
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g2 TR 4B ULC-MS/MS I 3T Ho50)

At TE 45 TS 4 +
S oz - w» 5‘%%%3*”@/2) > | ERATR | g E | W 5@3}%i(m/z) > | EHRATR | A (p:pm)
A #+ (mfz) V) (eV) A H+ (mfz) W) (V)
1 |Acetamiprid LR 223> 126 80 15 223> 56 80 15 0.05
2 Azoxystrobin EPE S Te 404 > 372 60 5 404 > 344 60 15 0.05
3 Buprofezin T EE 306 > 201 120 10 306 > 116 120 15 0.05
4 Carbendazim L 192 > 160 80 15 192 > 132 80 20 0.05
5 Carbofuran dr ik 222 > 165 120 10 222 >123 120 20 0.05
6  |3-keto Carbofuran 3-fF £k 4 gk 236 > 208 120 10 236 > 151 120 10 0.05
7 |3-OH Carbofuran 3-7g Hh e Bk 238> 181 80 10 238 > 163 80 15 0.05
8  |Chlorantraniliprole % 3 482 > 451 92 13 482 > 284 92 9 0.05
9 Dimethomorph R 388 > 301 120 15 388 > 165 120 30 0.05
10  [|Flusilazole E=r 316 > 247 144 13 316 > 165 144 25 0.05
11 |Hexaconazole E=E A 314 > 159 120 21 314>70 120 17 0.05
12 |Imidacloprid e 256 > 209 80 10 256 > 175 80 10 0.05
13 |Propargite s g 368 > 231 100 5 368 > 175 100 15 0.05
14 |Pyraclostrobin B oRAT 388 > 194 120 10 388 > 163 120 20 0.05
15  |Pyridaben 2% 4 365 > 309 120 10 365 > 147 120 15 0.05
I.S. |Triphenylphosphate  |#4ft = ¥ Ay 327>77 144 45 - - - -




A S S SEARE 2L B2 S EF RUPIHG 28 E T EEYLC-MS/MS § 3 Hid)
N Je ok, w2 o3 3% M a3 ¥
. AR : TE '*53—”' Ed) ’ Lri'%ﬁ'—k # T F 42
. e v T ERHES (M/2)> | ERATR | miEa E | D SRES (M2)> | BT R | mia £ (ppm)
=X 2 ~
i i A 3 (mfz) V) (V) A ¥ 3 (m/z) V) (eVv)
1 |Fipronil 4 R 435 > 330 92 13 435 > 250 92 29 0.05
2 |Fipronil-sulfone T R R 451 > 415 92 13 451 > 282 92 29 0.05




A Z PG E 203 L E2 S £ R R 28E T E %Y GC-MS/MS)
5 R S— TEHRFH : — LA+ : .
- we - SRS (M) > | Afa £ | v SRS ()> | i £ (opm)
A 4 (mlz) (eV) A 4 3+ (miz) (V)
1 | Aldrin GEE 263 > 193 35 263 > 191 35 0.02
2 | a-BHC a-f s 181 > 145 15 217 > 181 5 0.05
3 | B-BHC B i 181> 145 15 217 > 181 5 0.05
4 | y-BHC (Lindane) zﬁii " 217> 181 5 181 > 145 15 0.05
5 | 8-BHC 5 % 181 > 145 15 217 > 181 5 0.05
6 | Chlorpyrifos g 197 > 169 15 314 > 258 15 0.05
. 197 >141 10
7 | A-Cyhalothrin Fiw 208 >181 10 181 > 152 o 0.05
8 | Cypermethrin Frw 163>91 15 163 > 127 5 0.05
9 | o-Cypermethrin LR 163>91 15 163 > 127 5 0.05
10 | o,p'-DDD(0,p'-TDE) op-iF ¥ iF 235 > 165 20 237 > 165 20 0.05
11 | o,p-DDE 0,p"-if iF * 246 > 176 30 248 > 176 30 0.05
12 | 0,p'-DDT 0,p"-if iF i 235 > 165 20 237 > 165 20 0.05
13 | p,p'-DDD(p,p'-TDE) p.p-iF iF iF 235 > 165 20 237 > 165 20 0.05
14 | p,p'-DDE p.p-if i 246 > 176 40 246 > 211 20 0.05
15 | p,p-DDT P i 235 > 165 20 237 > 165 20 0.05
16 | Dieldrin g 263> 193 35 263 > 191 35 0.02
17 | Difenoconazole &l 323 > 265 15 325 > 267 15 0.05
18 | Esfenvalerate il 225>119 15 225> 147 10 0.05
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idZ PR GE20FLEE2 S EF B RIS $82 2L 1B 'YGC/MSIMS)(H)

SRk LS L LA

TEEN
7= #e P SRS (M) > | g a € | wES$ES (ni)> | AL E (opm)
A 3 3+ (mlfz) (eV) A 4 33 (mlz) (eV)
19 | Fenpropathrin P 181> 152 25 208 >181 5 0.05
20 | Fenvalerate i g 225>119 15 225> 147 10 0.05
21 | Iprodione =gk 314 > 245 10 331144125761 252 0.05
22 | Methyl pentachlorophenyl sulfide IFFA" Ay 296 > 246 35 296 > 281 20 0.05
23 | Paclobutrazol = 5k 236> 125 10 236 > 167 10 0.05
24 | Pentachloroaniline I%Fm= 265 > 158 20 265 > 167 20 0.05
25 | Permethrin BR® 183 > 168 10 183 > 153 15 0.05
96 > 53 15
26 | Procymidone R 283 >96 15 96 > 67 10 0.05
27 | Quintozene (PCNB) TEFMF 249 > 214 12 295 > 237 20 0.05
28 | Tebuconazole &5l 250 > 125 20 125 >89 15 0.05
29 | Triazophos ZEp 161>134 5 161>91 15 0.05
I.S. | Triphenylphosphate L = F fa 326 > 169 30 - - -
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