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P EA R R G RER k
Method of Test for Pesticide Residues in Chinese Medicine Raw Materials—
. | Multiresidue Analysis

I SRR @ AR EEAANTEM T A6 HE R S TR 5H -

LI A BRERARBRE AR EAGENURBEE AT ELAL Y
REZRBOERBAFRANRBADLLERN -

2. A8y ke ABAR A QuEChERS 77 iz‘k—(Quiék, Easy, Cheap, Effective, Ruggéd,
Safe) AT #& Z2 & > Sk 4a B A % W H 3 4R (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS) & .48 /&
A7 P B H 4% (gas chromatograph/tandem mass spectrometer, GC-
MS/MS) 447 2. 3% * |

21, #EF: |
2011 A8 B AR
2.1.1.1. BTk © § R -F1k(electrospray ionization, ESI) »
2.1.1.2. B # % ' Poroshell 120 EC-C18 » 2.7 pm > P94& 3.0 mm x 150
mm > £ F &R o
2.1.1.3. 423 % : Poroshell 120 EC-C18 » 2.7 pum » P34& 3.0 mm X 5
mm * B &5 - |
212, FARGH B W H A
2.1.2.1. #-FiR ' § T 58k (electron ionization, EI) e
2122, B#% DB-SMSUI £,4m% PIREZ L 025 pm > 942 0.25 mm
x30m > 2 HK o
2.1.3. #3344 % (Blender) -
2.14. A (Grinder) -
2.1.5. B 45 #K & (High speed dispersing device) : SPEX SamplePrep
2010 GenoGrinder® » 1000 rpm A b » REM BB FHEZ L E o




2.1.6.

2.1.7.

2.1.8.
2.2,

B 4 (Centrifuge) © 973 3000 x g 24 b » 3558 F T3 15°CUF
# o |
£ 478 45 % & (Nitrogen evaporator) e

#e i A % (Vortex mixer) °

R ROKCE S TRACHEARAARER  EOTRARNY

KRAREER Z..Bi& FER R AT R o |AR LB
ﬁyjﬁ i B 4% ~ primary secondary amine (PSA) ~ octadecysilane,
end-capped (C18 EC)& graphitized carbon black (GCB)33 # A
D& FEETFAROEE R 25°CTiE I8MQem A L) 5 B
RHBARERSERIEF 46 AGARLMA— > MAAM
% =) s #iB = ¥ 85 (triphenylphosphate, TPP) Pg 3R 4% % 7,

23, %%&ﬁﬂ!

23.1.
232

2.3.3.

2.34.

2.3.5.
2.3.6.

2.4.
2.4.1.

242,

B4 0 15mL & S0mL » PP H -

JEBE © FL42 02 pm » PTFE# H -
KEH25mL A 50mL > B, o

M) % 34 % % (Ceramic homogenlzer)( D1 $ A Bond Elut QuEChERS
P/N 5982-9313 » RE &L -
ﬁﬁ%%@ﬁaﬂéﬁimﬁﬁ4g&ﬁ$aﬁﬁIgn

LA B G 1 4 PSA 450 mg ~ KB 4E 900 mg ~ C18EC
300 mg & GCB 50 mg » ¥k & 47 & 6 mL -

1 MEHE S TRARBIAE AATHEER -

220 TRERBATHEEEA T ESMERIFLRAbEa -

HElzHY

S INUBZ TLRFER

B K LB 10 mL #2228 990 mL » ,mgyj 4 .
GOSN TR WRFIEM
BRFEESmL S5 95 mL v i4344 -



243, BHECECE, V)RR
BAIEETE LT (VV)ERBIRE -
25, HEHmsnz Ay
251 BEHEERA:
B8 4% 0.39 g SA BT RIS AL E AR 1000mL > ju A F 8% 1 mL
A DUEBERE  BUERMAER SRR A -
252 BEHMBERB:
OB 4% 039 g LAF BRI ARAE A, 1000 mL » BUEBLEIE » BUR R
WA ENAB AR B
26. WIPREREZERYE
BREGER = RESNHAZE KL S0me » BT APERMIE TR
ES0mL » &/ NIARRERIR  A-18CB AR AHM -
2.6.1. Bl P 8RR RO F BRI E SO pg/ml - B4E 2.8 8 48
A 2 PR R o
262 HBGBEMNIAREFRIEAFEMEL 5 ng/ml > #44F 291 & LC-
MS/MS 241 F 2 PI 3R A% e 50378 o |
2.63. Bl EF NI ERBIARAMREE S pg/ml 0 45 292 # GC-
MS/MS 51 Fl 2 N #F 4R B R »
27. BERRZEY
271 BMEBHBARERLL 25mg BHET > RTHERLREE
25 mL - AEBARER K > N-18°CRAITHHA - o srilg F42
BRI T BMHEE | ug/ml > 4645 2.9.1 # LC-MS/MS 547 i 4%
R o
272, REBEHBEARESRE 25mg: %Lﬁfﬁm ' YA 7 9 2, IE T R IR AR
b EFE 25mL 0 VE BRI > A-18CHGLET M A - B8 oF
BOAEFRERIFZARE B0, vIVHREE 1 ug/ml o 4%
292 # GC-MS/MS 247 A 42 B 357




2.8.

2.9.

Wik HE

REFEHREG2n 20 HERT > ENSO0mLEESE T @ A
BTS2 KT K 10 mL > $#E 20 4548 0 wAS 1N XLH
ﬁﬁﬂm&ﬁJO%MLm%ﬁﬁﬁmlmm’ﬁm%mAmﬁ%E
Al BRERAHE - 2 LAECE R RERP AR R B 4R
B3 B A RO B0 1000 rpm 4R E R F AR E 1 a4tk
# 15°C 2L 3000 xg o 1 948 R E5F ik 6 mL> By#0 A dc ¥
U3 BUE B 2 1000 pm 3k A F s AR E 1 48tk 0 7 15°C
2L 3000 xg ffs 2 404 o IR EFER I mL - AR FRERML > G
AT EE 1 mL A RAMY o BUEBLGES o AERR T L LC-
MS/MS 4545 » BB EF®R ImL > UREARED%  ZREHABEER
AR B SR, viv)EoR T mL g - RAEME o LURBERE - B
Yedei I+ 24 GC-MS/MS 2 #7

BN QUL NS R

2.9.1. LC-MS/MS :

B G R 2.8 BB KRR RIARE D2 PR EFR 2
A BHR ImL SR AREB 5% A | pg/ml #2 E 5k 2~200
pL ~ 5 pg/mb PISRAR HE2R 10 uL BB F F 87 - EMAHA A 1 mL
BAMY > BERE T ERAR TSR L KT SR RIT M « 3
BRBHENIFEELZ FEDRIL A EX LEERE > Hi4E
0.002~0.2 pug/mL z 3§ U foik & 4% -
AR B A o T R A AR AR
J& 3 & : Poroshell 20 EC-C18 2.7 pm » A 4& 3.0mm x 150 mm °
153 % © Poroshell 120 EC-C18 » 2.7 wm » M4& 3.0 mm X 5 mm
Bt & BE L 40°C -
F By AR A RS B IR OAT PR AR AT B o

BERi(min)  A(%) B(%)

4



0.0 —5.0 98 — 60 2—>40
5.0 - 20.0 60 — 0 40 — 100
20.0 - 25.0 0—->0 100 — 100
# B 48 ik ¢ 0.4 mL/min -
AANFE 5L
“%\%ﬂa % % & (Capillary voltage) :
EREETALE BT (ESI )M 4KV »
ERAET 1L A 8T (BESI)#RA 4kV o
# ¥ &% F (Ton source température) : 280°C -

At #4478 /£ (Nebulizer gas temperature) : 350°C o
AKX ¢ % F X & 448 (multiple reaction monitoring, MRM) -
16 B BE T ¥ ~ ¥AR4EE B (cone voltage) B2 2t 3 4 &
(collision energy)4w it & — KMt & = -
292, GC-MS/MS :
BUE QAR AR 2.8 B 0B Kb PO SRR R S 2 (L B 0 A
Al E R 1mL o BUR AR E RIS o Bl A | pg/m AR 2 50% 2~200
pL > 5 pg/ml, EfAR R 10Ul R EERE @ EE(l:], vivig
MR A 1mL > e SR CiRFHERIL KT
FURATEAT 47 - WA R B RN NRER L BE R HHEZ
A RBRE - $A4F 0.002~02 pg/ml 2 A H AR F L o
FUAR & AT B W H o7 R e AR
R #7% * DB-SMS Ul % » PR /Z F£0.25 um » P3480.25 mm X
30m
RBWEEBE 4% 60°C » 1 min ;
FHiB ik % 1 40°C/min ;
F 38 ¢ 170°C ;
FHE ik & 10°C/min ;




#9581 310°C - 1.75 min -
B Aa g ¢ A 1 mL/min -
AAKEBE (Injector témperature) » 280°C -
EAE 1L -
F A K (Inject mode) © R4 (splitless) »
e X - EFask (B 70eV -
BE-FIRSEEE ¢ 300°C -
BRI 5 ERBAER o AT H AR o= -

E3 D MBI AN A B STRAERZRE > L@ SX
B AR o
2.10. &3 RBRR A ERE
2.10.1. 3 % o e B 4% (Matrix-matched calibration curve method) :
2.10.1.1. LC-MS/MS @
Wk R | RA T ERRTHEER T L 5 L 5 3DEAR
AT BT AR 2.9.1 S AR BAT A o SRR Y
UC BEAR F SRR TR AT AT R 2 Y R R S ROE R A8 B T
352 VMR 20 AT FISH IR K di i 4R 24 (ppm):©

CxV

C:hAEBSx A RBRERRBRRTESEEZEE
(ng/mL) |

VBB z 4 %082 CHERREAOOmL)

M RS2 F(g)

2.10.1.2. GC-MS/MS :

HEERMGR T ARG i RAER & Lul 2 3EAR
AN B AT 0 R 292 AR BAT M - HARRSAY
I Bk B SRR AT AT 2 i ¥ B R R % & RO AR AR ST

6



WA 2 BT I AKX R R T &R B2 4 0pm):

CxV
M

WA T & R B2 4 #(ppm) =

C: éa@%é‘%z;ﬁs%@W&%@iﬁ%#ﬁﬁi*%%%iﬁ%ﬁ
(ug/mL)

Vi REBRREE 2 A 1%L B2 LB AR A A5 (10 mL)

M: Btk s iz € Z(g)

AT IR E AR T H R BT 2 o @A
M3 (<100%) @ B M T :

A8 ¥} 3 5% E (%) 73 2 18 (%)
> 50 - 120
> 20~50 £25
> 10~20 +30
= 10 + 50

2.10.2. 4% 4 345 hok(Standard addition method) :
2.10.2.1. LC-MS/MS :

Ao EHR 2.8 B AR 2 3% EFERE | mL o AR R ER]
oo malhea 1 pg/ml ZERE 0~200 uL R FREGREMEA 1

mLRAS G e R HEE A 0~0.2 pg/mL 42 2.9.1 #i4k
PEAT AT o A B 8T8 AL A AR B AR R0 5 b
Hy=mx+n(efE—) ERFIHEXAREBRBETLEELZ S
¥ (ppm) : |




Y=nx+n
X m: 4 F
Y —#4 55
£Y=0
Cx =1l AT

M A Y | -

Fha i K (ug/mL)

B — AR SR kg a4

CxV

At &R R 28 E (ppm) = —

C: & n/m KAFHik ¥ & 8 %2 % & (ng/mL)
Vi EERR#EZA I%CHRZ LS REFA0mL)
M: RS A HRE2ZEE(g)
2.10.2.2. GC-MS/MS : |
Kok F AR 2.8 AN 29k LA RA 1 mL > A AKRER
0 5 3 hon 1 pg/mL A% 8 55 3% 0~200 uL & 78 i Zn(l:]
VIV RAERR A 1 mL o RAY > R mBRERE S 0~02
ug/ml > 4% 2.9.2 SiAEPERAT A HT o SAR B HET R4 BB Ao
ARG y=mx+n (B —) BRTIHEXL
i & B HE2 A (pm)

CxV

Hot b 5324 % (ppm) = —

C: i n/m RIFARE ¥ & B %28  (ug/mL)

8




Vi EBRREZA (%82 G E R M#(10 mL)
M : BRI EE ()
M3k Ll ARREES A R ERMomEik— MEAABERE -

2. A B B TR E K 3 S GC-MS/MS 5, T.C-MS/MS
b |

3. M F B S e 2 sk 8k = 3 85 (triphenylphosphate, TPP) P #f 42
o AR EERERE R RIS Rt S R R A
A—REANTER - BBTRANERIAL  FHRT SR E4 -

4. R T AVERBRERZYE ™ B BTHR -
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