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TCM 1. 2000 FUEICHOTEDFERIN TVWREES LTI, TCM &
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DR CIRFICEET A2 HAE VX EZREKRLEL . | TCM OBE. #3R.
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TCM RO T £ T EABEODMTRT Ny IZOHFTH, BAEELT
SO UIRBEDRDPROAHET. BEORENEMICHZIZHNHD
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CLTHEELET, &RICHEF SN/ GCIEAOZTFIZED. JFATH
oY > ZILIERBICZ L L. TN eF v UTARDGEITEE S
NET RIS T HICEOTH U IIDN—KUTHT LAY RIZEHLET,
HIZAT=IRHIRTIYbERE, REENITDHZT1F 15 £&D
AEIBRFEBEEBATHD, To7ILOERTCOE—RTIERFLE
To Flow INEDTTF I ANV IRTZREYINS GC hTLL
MS 7H# VR RET 2NV T LTHEEELE T, M)y oIROYER -
(L2 REHENE. 2— Ty MEEY). FAFEICEDT. BLAVGERE
DENSTAFHIERET,

2TV L ZFAE—RIFHEDT TARDOH ZFAET. ABROTF>
TNEDFASLABBSE S OIS, RTUY AV IHEHLSATY
FTo ATUYRLZEAE—RTIE. SAFHIRIYIZIEDICEST
BRINPTVH. KDBEICTBELTRBAKEB LR 20
BORHDET DITHEERIERS e R GEABMER AR ICIERT I
Tl BBOATY A1 LERIMEL. SROEEERRAILTZIHIC
BRTY, COT7TUTr—>ay/—hTlE. E#7% TCM YUy o2
DEZEONDFICH L. 3BEOT7I LU NS FOEREE LB LET,
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AATROIRL. 35 BBEOZ—VhEEDL ARV ALENEEZEZ
20 BCICEDEMmLE LT
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CISTD IEEB5H 7ML THRL T, (EEREEARZAR
LELI BRLTLAWVEEA. IRTOREIEX—H—DHEREIE|C
E>T 5°C F7zld -20 °C THRELFLT LC/MS JL—RDT7 =
FUILIETS LR SFEL £ Lo Y ILEIALEED 7= & OEFEL 1
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1o EEICHRBTZE. Yo TG TL A% ERLTRES 1L
FL7e #22h5 3 £0.1 gEEFEL TS50 ML 2= ARV TOEL Y
Fa—7 @EB@RES 5610-2049) (CFELFELTco &Fa—TI215mL D
1% viv BFARAEDILE LTco RICCOF2—T% 1 RILTvY
ZLT RT3 B >Far—aylixzlic, &Fa—7IC. 2@
DEIIVIRED ST EHES 5982-9313) £ vz 15mL @
TR ERIMLE LTz 750 rpm T 5 9. B> 7ILETSICIR
ESHTIRES LT L E Lz, RIC.6 g @ MgSO, & 1.5 g OB
MUY LEED Agilent QUEChERS #iHF v b (B ES 5982-5755)
50 mL Fa—TICAMLEL BT ERCSBEBICBUZY ML,
750 rpm T3 DREIRE S LE LI HHER. BT ETARNIT
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10 C THEDBEODEELE LTco 5mML O EBEAZTIANF2—TICHK
L. BBOHBRERAART CHET 2 FTEREIEF LI, ELLETY
TIVEREY%E 1 mL O 7= ~JJLTHEAKL. 4000 rpm. 10 C T
7T PREDDBELE LTz DD =®Ic. EEAHETILVED 1.5 mL
SEINENTT7IL ERES 5183-2073) ICBLFL71 [FHDOFE Al
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HERALTEZ—7 Yy MEEY 1V HILREZ (MRM 1357 & 108.0) @
F>>ayi1 L% 14.05 2lcdy 2 L& LTz Agilent MassHunter
=027 =23 GC/MS T —4mDIAHYT+TTT (N—=23>
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FEAOETRL SATAY RABESEL 11 mm EAD
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T TELIN—VRE 3 mL/min

FrUTHZ AT L

Agilent J&W DB-17.15m X 0.25 mm. 0.25 pm (2 &)
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NZL 2T 457 mL/min
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- FR1:40°C/min T200°C £T
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BHIC. T=ILTneR M)y oRTSUoMmEMEERALE L @
PAEEDIEERIEEE /NI YRV IRTSVINE 5 R1Y
Mty o EERER (5. 100 50, 100, 200 pg/L) &1ER
LEL7 ISTD DEEIR. IATOFvUTL—23>BET 50 ug/L
ICHEFLE LT BT17F4207 (R 1) ICHL. XUy oIRTSV o0
TRy IREEFYITL—2D MRM F—2%IIN&E L. ISTD #IE%
TORERREERL £ L7,

1T O

B ARDT Ny O ZIGHHETIC 75 ug/L DZ—4 v MEEY TR
1oL U FILEHUIEZOR DL (K1) #@ALT E314F 2170
DFDT=DICR NIV TRRNA TERT U TILVEFBLELE (F 1),
IRy OBEEF YU TIL—>aviBECERKIC. ISTD BEHYR )Y
DRANADFEHY TV LT 50 pg/L ICHERFLE LT, <hw o
ARNNAVBERT Y TIEBEFLEA L. 2=y MEBY T DML X
RORCEIEBERZEZRZ) VT LE LI, EF—7 v hOEINEIZ. 1
ENDSAFEA T LERLIER NIy IR EEREEDORZEHEL
TEHLELI BT 21 TORIID ST HBVWTER I NIZ&
BIREERLTENEZEH L L, FRMREREEDIERICHLT
IF BRORLULFEADL ARV RLENBOREZEZZJ>TLFE LT
BSAF 21 TOHRMRERE L. @REAN £20 % OHEITIZEERE
(RSD) »Z—4"wMEEWH 70 % . 70 ~ 130 % DEIUEDZ—4"y
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UL OFBEATIABBERALTT —22EL. LDEVRILEET
MHEZFAE L F L7, Agilent Blue Line 1 uL GC A —rH> 75> 1>
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ARV ZNEATBAEEEN B Z 0. TABIIMEDS 1 FrDEREL
BETO>THABLF LT, 30 psi EJI/ LA TEARIE T > FILSTF
BED 41 % OFFEICE£5780. 0.3 UL DAL FHIABETERLE
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9000 GC & 7000D hJZILINEMRE 25T 2 W BT D% Z &
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Acquisition time (min)
No. e RT No. 25 RT No. 2R RT No. B2t RT
1 O-F X Ry 6.32 10 | yBHC 876 19 | f5FF> 12.31 28 | RRFESIAFIL 18.35
2 TRTORR 6.67 4 | ZA7ATAEAL . 20 | pp-vak—i 12.87 29 | Zrovzy 19.34
3 HOOY XL 7.00 7=l 21 | AYTIVRIXFIL | 1320 30 | op-DDT 19.47
4 ANFFYT 7.08 12| B-BHC 9.34 22 | AVALFERZ 14,05 31 | pp-DDD 19.74
5 HL—h 732 13 | &BHC 1041 TURRLTPVI ToRZLTF
TILRUS 0.82 2z (aZ214E) 1506 % (BEMAK) 1904
6 oBHC 770 14 FILRUY 10. a2 BE
7 pp——— - 15 | NSFAURFIL 11.19 24 | J47OZLRLEY | 1520 33 | pp-DDT 20.43
g T 290 16 | 7«70z T«R | 1172 25 | pp-DDE 16.40 34 | BE@I RLIFY | 2089
g Fgpa— s 17 | ve7ozu 11.83 26 | FRUY 16.75 35 | swEz 2412
18 | op-vak—i 11.85 27 | r+IHz 17.46

2. 8070771 RLTVWS S5 BEOREDN—2)LrF> O I T L (TIC) MRM FL—X (A 1200 pug/L 7E = MIJLIZR/INT 2
B 1200 pg/L X wORIZZINAD) 35 BEINRTOE— 7Y MEEMD T3> Z1 LOFFHAERICRLE LT,




27 L a0 IR #h =R

QUEChERS # > ZILETAIE 7O R OIL Tl AFEDEZ—4 v hEENT
KWIHE SN E LT 700V XRILA, TTF IR KL—h, T
THRABRYE, WOHDE—4 v Tl 30 ~ 70 % DEFEATDEIUNR
DEFTHREINELIEH. 0-T X2 E s-7 X k> Tld QUEChERS >
ZILEIBE FORJLICED <30 % ORIRENESNE LT

K2 I, SNy R, BEROFEAT VT EDERRL
9. BT A1 TOHRMRERE®EIZ. 70~ 130 % DLEUEDZ—
FYMEEYH 60 % £ LELTco 9—ILS50FT 80 % TV FILSA
FTIE 71 % 7UYMIESAFTIE 83 % DDA BRI N, EIYE
I& 70 ~ 130 % OEUEREGEFEAICUNED. TRTOTAFE1THEHR
HAEEHLE LT

STI1FDOLARYRAESVEINEOBRYE
REIYIRZNA TS FILD 120 EOREDIELUFEAICEEZT—ILS5T
FEIVYNMIESAF . 85 MDIEDIRLFAICKZ T TILSAF
IS L. 2= YMEEMDOL AR 2= FAELE L (M 3), #E5E
ATlE. TNZNDSAF 21T TE—IWFMEEM <1.5 B D FE LT,
BOERLUEADEBIIEZZICON. 2—TvMEEHIDL ARV R
BETFLELIc, E—ORFEEIZ 1.5 £ EBIZZCIZRD. FRFAT A
MEErBRINE LI Al LT &350+ 27FI2D0WT Yak—)L
BEUETOLARYZADEREE—IWFEDREER 4 ITRLET,
T=ILSAFICEBRPD 50 BDFA. Ta>TILTIFIC&B 25 [
DEA TVYMIESAFICELD 75 @DFAT. E— I #ElE 1.5
DHFRBERICNEDE LIz T—ILT1HI2&D 45 BDFEA. To>
TILSAFICEB 30 BDFEA. ZUYRMIESAFICLS 70 @DEA
T LZRYZRSD 14 20 % DORFEBFEAR T LT,
LRARYZDFAREBIL&SIC. BEDEDIRLFADIEBZ D ICDNEUY
EAMETLELE (K 5o 7—ILS51FIC&5 50 BIDFEA. Tl
SAFICEB 24 [EDFEA. TUYMIZSAFIZLD 70 BIOEAT. #F
ARENNENRRINE LT,
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Injection
— T=LZAF n=4) —FTaVTNFA4F (h=3) — TUy rIESAF (h=4)

B 3. 26 BEU EOE—7 v MEEYD 20 % RSD OFFERRAE 22 HEICH]
AETE AL, D S#FIE. 20 % RSD OFEEEZ®/ILTVEZ—TviMLE
Wht <26 LBy A TERLTVET,



A: Wool
MRM 139.0 -> 111.0, QC injection 1

Response:100%

x10° Symmetry: 1.06  Response: 100%
1.2 11.85 Symmetry: 1.01
12.90
S 08
&
n
€
>3
o
© 04
Wool, QC injection 25
x10° Response: 96%
1.2 Symmetry: 1.21
11.86
Response: 85%
. Symmetry: 1.21
s 08 12.91
o
0
€
>3
o
© 04

Wool, QC injection 50

x10°
1.2 Response: 85%
Symmetry: 1.47
11.85

S 08 Response: 76%
e Symmetry: 1.51
® 12.90
IS
>3
o
o

Wool, QC injection 75

x10°
1.2
S 08 Response: 71%
< Symmetry: 1.70
g 11.86 Response: 52%
3 Symmetry: 1.71
o 04

12.91

T T T

T T
12 13
Acquisition time (min)

B: Dimpled
MRM 139.0 -> 111.0, QC injection 1

C: Fritted
MRM 139.0 -> 111.0, QC injection 1

x10% Response: 100% . o
4 Symmetry: 1.1 x10* Rsesponie 1108:
mmetry: 1.
11.86 Response: 100% 6 y 11.8{3 Response: 100%
Symmetry: 1.1 Symmetry: 1.02
3 12.91 12.89
4
2
2
1
«10+ Dimpled, QC injection 25 Fritted, QC Injection 25
4
4 Response: 94% <10 Response: 100%
Symmetry: 1.41 Symmetry: 1.04
11.87 . 11.87 Response: 100%
3 Response: 91% Symmetry: 1.08
Syngtgg 1.47 12.92
2 LLA
1
x10*  Dimpled, QC injection 50 «10¢ Fritted, QC Injection 50
4
6 Response: 100%
Symmetry: 1.24
11.88
3
Response: 92%
Response: 74% 4 1Sggr3netry: 17
2 Symmetry: 2.11
11.85 Response: 60%
Symmetry: 2.01
12.90
1
%10+ Dimpled, QC injection 75 x10¢ Fritted, QC injection 75
4 6 Response: 99%
Symmetry: 1.31
11.88
3 Response: 89%
4 Symmetry: 1.41
12.93
2

Response: 56%
Symmetry: 2.61 Response: 38%

11.87 Symmetry: 2.85 2
T T T T T T T T T T T
11 12 13 14 11 12 13 14

Acquisition time (min)

Acquisition time (min)

4. op-VaKR—)L (UF>2ayB+AL111.8) Lpp-UaKk—)L (UF>iarB1L1129) @ MRM 7—% (139.0 &111.0)«
AAE# 01 (REBRL—X). 25 (FRERL—2). 50 (REBFL—2). 75 FBI—X). 7=l (AK). T2 TILEE B-HR).
TUyMEE (C-R) S1FZFEM. & MRM U1 Y RUICL RV ZETO R E— it BN S FN TV ET,
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Injection
— =S AF (n=4) — F4>FNS51F (n=3) — TV rIES1F (n=4)

B 5. ¥h)y I ROEMERICEDE, Daded 60 % D2—7 v MEEYH 70 ~
130 % OFARECEREZF I LISHEIC. FIRAEAER ROSRIE IA
TOR—TYMEEWDS55D78<eH 60 % DEZ—7y MELEHDEIREA 70 ~
130 % OAFBBUEREEBS AV AYhATERLTVET,

IBEIRNTOIAF 21 TOFHERETREHL. K6 ICFrHFLT®
B UIRODBEDOAFICELTIVY MIESAF IS 1F+4217
KOBNTMEEER R L. FFmIFEA 70 B TL, ZUYMISHZ
ZNUTIZED IRV O RERBYH NS LAY RICBATZDOHEHIES
N DILEBDIETFE LT

T5IC. Ty TIISAF TR D ERDERTEG. 1 uL OEEFAE
ICBEVWTEDZLDIY NIV I REBEMH DT LICBEILE LTce CNICK
D MBD 2 DDA FEDHNTLELDIERICIRT ZNENHDEL
Too TUYMMIESAFDLRRYZT—ETIE BLDILERHSTFD
PIICH L TCEABBIRIOERLE LT 72720 FILWLWSAFZEDMIT
T EROXTFURAFIBEZEMT 5 C. REDT — I THEERMEAEEN
THPRREEICETEELET (K 7).

p.p-DDD DL RV XIELZEM T, 100 BIDFEAZBLCTHREILHS
AREREETL I pp->0O 7J'\—JL‘C“ FILRARVZADRRICETLEY
. CNETAFEZRIETZI-CICEELE T RRARTUAFILOL R
RYZEZ1FT DB LIEB ICHBUR T, EAZBOIRTCICLX
HOZDBRICBILLE LT, 72720, pp-YIFR—ILERALESIC. 5
AFHERBELIZRIC. RARTUXFILDOL AR ZFHEADFERICE
TEELEL 2=y MEEY ORI IFE %D, 100 BlO#ED
WLUEAZEBLCORL— DL AR RISETLENT . STFEIRLT
HESBEIKEELFE A, RL—NTESNIFARIZ. MUV T LT
A UNDHSLDRE, 1A VBROI—>T, FANROTE I
ZADB—=T YR REMRE. ST DHEEUNDMDERIC K ZEIEEM
HHDET,

80
70

60

50
40
30
20
10

Wool liner (n = 4) Dimpled liner (n = 3) Fritted liner (n = 4)
Liner type

Average number of injections

o

B 6. 57 0FFRIEsERE%E 7 LB 571 DT AL
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100 ) ——— p,p-DDD
Q \I oy
1] — pp-YI%r—IL
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BD. SROEEMCATERDOREICH TS GCIEAOTTF DER
ODEBEMICOVWTHLSMCLTWET EBEHELRINIYIZADIL—F 5
WOIHDZ1FDEIRIE. BEOBHICSVWTREIBEDRR 4306
MENBHZ7D. FICEETY, SEIOERTIE. 71Uy MIFD Agilent
OIS AF =R TVYRL RSV TILT =851 Fld. 70 BDOT Ry
DZFANCVWOSREDEMERDBELRERZRL. BHAEOZV DY
By, BRIy I TOEBEDEWVWDITICRIIDZ C AR
INFELTco DD —070—2FN. SHROEEML. EEEOSL
DIHEREZLELET AXBTHALILFACERKIC. GEMEICEN
e Y IR A B R A R TY,

BE R

1. Method No. 5, Multi-Residue Determination Method for
Banned Pesticides in Medicinal Materials and Decoction
Pieces (Plants), the Chinese Pharmacopoeia, 2020.

2. Zhang, J. Screening of Pesticide Residues in Traditional
Chinese Medicine with the Agilent Intuvo 9000 GC,
Agilent Technologies application note, publication number
5994-4044EN, 2021.

3. Retention Time Locking with the MSD Productivity
ChemStation, Agilent Technologies, publication number 5989-
8574EN, 2008.
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Agilent QUEChERS #H =+ 5982-5755
E SPE ¥k 5982-5156
GCB Bond Elut A—R>( /NLY 641006
TIIYIREDF A, 50 mL. 100 & 5982-9313
50mL I=ZAILARUTOELYFa—T 5610-2049
BEURE/N1CT I 1.5 mL. 100 & 5183-2073
PTFE/7R. S UAYERZY)a—Fvv7 100 @ 5190-7024




RA2. 29—y MEE L ISTD D MRM /XZX—% (MST1 LU MS2 7B#HE | LowRes)

Fun—4 | FOLIk | EYzi CE Fun—4 | FOLIk | EYzi CE
[A=xvE 1> 14> (ms) (ev) tama 1F> 14> (ms) (ev)
FILRUY 254.9 220 10 20 I47OZLFRLTAZIL 388 281 10 35
FILRUY 262.7 1927 10 30 T4 FOZLF LTI 388 333 10 20
a-/B-/y-/5-BHC 181 145 10 15 JFOZNRILTAR 420 255 10 20
a-/B-/y-/5-BHC 2187 182.9 10 5 T4FAZNRILT AR 420 351 10 12
£OaY XKLL 117 9 10 20 T47OZILRILEY 383 255 10 20
£OaY XKLL 152 117 10 15 T4 7O RILEY 383 213 10 32
LAY XKLL 196 181 10 5 AVAILARRZR 120.7 65 10 20
OTRR 36138 2258 10 15 TYHILRAR 135.7 108 10 15
H2AR 361.8 109 10 15 AYTTURAAFIL 199 65 10 40
p,p-DDE 316 246 10 25 AVTTURAXFIL 199 121 10 15
p,p-DDE 246 176 10 30 E/HOMKRZ 192 127.1 10 10
0,0-DDT/p,p-DDT/p,p-DDD 235 199 10 15 T/ HORRZ 127 109 10 12
0,0-DDT/p,p-DDT/p,p-DDD 235 165 10 25 ENup 2, 201.8 1387 10 28
p,p-DDT/p,p-DDD 237 165 10 25 —rOvzy 2828 253 10 10
op-/ pp-Yak—IL 139 1 10 15 =ty 282.8 201.8 10 15
op-/ pp-Uak—IL 250 139 10 15 O-/s-FARY 88 45 10 25
FoLRYY 262.9 193 10 35 o-/s-F ALY 88 60 10 4
FLRYY 276.8 240.7 10 10 RSFAY 139 109 10 10
TIYURRLT 7Y | (B 240.8 205.6 10 15 NSFAY 291 81 10 30
TYRRLT 7Y | (@B 1949 159 10 10 NSFAY 291 109 10 25
TIYRZLT7Y Il (BRI 2068 17138 10 15 IRSFAVAFIL 263.1 79 10 35
TYRZLT 7> | (BRI 194.8 159 10 10 INSFAVAFI 263.1 109 10 13
PR T R T 7> 273.8 238.9 10 15 RL—h 260 75 10 5
FREE T RZLT 7> 2718 141 10 40 RL—h 2308 1286 10 25
BREE T RRLT 7> 2718 236.7 10 15 RRBSUAFIL 167.8 109 10 10
ThZOKRR 199.7 157.8 10 5 RRRSUAF I 91.9 63.8 10 10
TrFOKZ 157.8 9.7 10 20 ZILRFYT 3218 201.9 10 20
JT+3AR 217 202.1 10 10 ZILRTYT 322 174 10 15
JrFSAR 3031 153.9 10 30 FILTHR 230.9 129 10 25
JIFSAR 303.1 122 10 20 FILTHR 230.9 175 10 13
J4FO=L 367 255 10 25 U EERUTZT=IL (TPP) ISTD 326 233 10 18
J4FO=L 351 255 10 20 ULERUZT=)L (TPP) ISTD 326 215 10 25
Z70=) 367 213 10 35
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