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JEA TR AT S B BN A (R b D22 e PR HEEE T IE S 3€)
Rk 28 AR SR IR &

£ PR O S HTCBET B RS
TR PO IO

WHoEor e S O w L [E S B S R an i BT 78T B ik i AR R s

HREE

I HET 2R B2 D B LT 22 LR TEIUR, T DI EE - 5K B O HI-C R A 2 D
VERERI O FIHE S FTRES 72D | MR DR LLa AN IR S 41D, L, Ut O B E LA R+
O3 CL BB O R IRSE OPRE S AN — R TRWE S D EOREE VT a1 T LT E S
50 B O FEAE~OE K E B O CUXREHE DN LA B T REMEN H 5, AMFZET
I3, BUAS FEHEA~ D AU TE D728 OFRBRIZEB T D 22 sl B B2 i B9 5720, BENERE LT
B3 - B EA VT, BB G IER T I T 230 B LD 0 HTE D IX S-S EDENIZT OV
THET LTz, ZOfE R, BEHARL T RIS LTI E D IEH S ENIEF IR ELRDH AR H -
T3, 7R 5 E CRBHRARA T 2T WAL IR S 7 B I AT I Bt e A 2
g ELTHOMEDIES &I/ &7 (RSD 10% AK4il) ZEARENT, — 17, SEIDLHR

VB AL DS FEB Y IR 70 £ B T, B O SR D 45 A 12 k> TIEREHEA 5 g LLTRIST AL
EDIESL XN KEL2D (RSD 15%LL B) AN HoT-, ZNHDORE RS FAE L UE~D A
TEDT= D DFRERIZ I 1T Dakbl & (B3 REOLA) 12 10.0+0.1 g 2SI & 2 5T,

A. TFEEEH

PR R I E O N RRBIEIZ BT, it
FTHREIHRIL, £ 1 LT oTND, BFEMIC
DUWTIE 30 4L RERNCER ESNT-, P o#kH&
DR ERMITIAHATHDA, FE OB E N
ZC, RBHEA R E LI Y B O B 2 B O E %
ZELI-bOLHERNEND, L LIEE, JIEEE
DL IIRIEIZ A ELTRY, Kb EORE (5
HrHFED Z W TH T T 228N ATRE Th 2,
KK B WD TIHAESN TS QuEChERS 1AM
BEX, REOARRBRIEOE ELVS D &
(873 - REDO YA 1L AOAC Official Method
2007.01 <TIX 15 g. CEN Standard Method EN
15662 Ti 10 g) ThD, /it 2508 &4
D EALTHZENTEIUL, T DKM K R

O BRSPS D BRAEIRF I D FLHE DN FTRE L 720
s O E LR A NSRS B S LD,
AT T 2306 (o FHEE 24 &1k 75
BRUCER T REZEEL TREIO BN ZE TS
D, BB+ 3 B el BB O B 3RSE
RSB —HETRWEGES | DO a0
ERWTHHETHL0TERELSE RO
BURS FEHE A~ 75 BB W TR HIE O R
ERBAREME DD, ZDT ., S3iT ke D &
o eyt o) bl s SRR BT = W iaw S B DOVA - D S W 1
it L 72 QuEChERS 7 ® 5% | CEN Standard
Method EN 15662 (%, # i COEMAIOGEEIZ
IRDRFTNEI I TV DB AE A L D30k B
ZHIFEEL TS, P —J5, AOAC Official Method
2007.01 13 BRI X RB T RG AR E L,
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CEN Standard Method EN 15662 L0851, 5k}
BELZGREL TN, ?

RO L > UIHE IR0 WGE R
bHZ LR, BRI T IEIZ Lo T E MDA K EL
RIRDGENHHIEIT, BRI 703> T D
HOD | BRI G EL AT IS 30 &I
BDOMEDIE S SEDENI OV TR LIS
(TABD T D7\, B D DILERIEE N BRI S
SHTM~ M ORI= M HWT, BT iEIC K
HNEDIEL D EDENT OV THRETL ., &k
20 g ICBWTH B FIEICL > TUIIEL &N
KR&llpolzZb I=b~h b RANCxT DR
DRI DT BIELDENRKREN ST
LEHEL TS, hvhMOI=M NCITEBRT 52
LIZEY RPNIH S TR E22 D05, RBUL M
KTLHTENNEETHY , FEE T DB, KA
ERBEDOEIENEB LI ERN S EOIEL &
DRELIRSTR K EZLEZL TS,

— 5, BES VIZREAEE LS (RAO
F).Thh (REEUERRN) KOEBIED (R K&
ORI ZHWT, 3R 5 ¢ TOOHMEDIEDS
DX (2 M) ZRDIZEZA VDT L RSD 20%
RiGL720 RERITLOE(T o7 MEL T
W5, THHRIBIEIIL, RER I ITHRMEE 2%
<ELel2D, RAEREPRAINLT VN, 207
b, DB (5 g) OFEHE AT AT Th T
EDIXLDEIREBRLRNSTZEBLELTND,

DI, BEOFIALHEH R G IEIZ LT
BYEMEII R E IR KR T IEE 55D
V7R EY e D LB 2 Hbivd, AR TIE,
HURE FEHE~ O 5 E D7D OFRBRIZ IS 1T 5
Uil Et B2 E T D720, BENFRE L
Fee BRI HNT, B RGIES T It d5
RERICIDOHTEDIZ LS EDENT OV T
ALz, Fo, B EE~OE G HE DT DFk

BRIk 250k &= (832 - REDOLB) e R LT,

725 AMFFETIZLL T D HEEEE A Lz,

Bl AL, TSNS DR JEE (BT 34 4
JEARERE 370) DF 1 MO A &ih—ik
DFST RGN RSN S O EBAL

FBE R 2 — T ERD . BB AL (RURREY) L7z
HD

REHAR: Bk

ST R A Il 2 a0k

Ak AT IR D &

(i) BERE AR (DO —38) e T A7 IR0 7 —
N7ty t— IF—% O CHE IR TRUBHR
ozl

(IR By e : A LT AR AR (0 —3) UL o
DR S 2 IO TR CRUBHR L 52 L

WG R A W %, 7 — N7 mey ) —5&
ZHWTIHREL, SRR 5 L

B. AFFGE
1. &%

FLorP M h SEIIFINAEI VAT L
LA (EREE) . ZFE (D) | RE KO AT
HOERAN O/NGETE TREA L, &b BN 0
B SEHED S 1 R DES A B — K DR Hik
(RSN AR E LTz,

B IZLD D ITEDIZS SEOMEHIIE,
FLrV heh SEINTOINAEI ROV %
147 I (R 2)IZONWTAIY—=2T 0L, F
DR R LN (LY A=HF UL KD
FTRHEY =), hvh 1 77a7=U0 KR
RAHIR; b~k 2 ZAIFFV=)L; b~k 3
ARANIR: h~h4 I FF/=)L:h~r5 7
NTFXY =), SEH TYUXUARRE Y A
ZraT IR KTV 773IR; 13HNAES A3
ZraZYR KRN TYT77IR; DAZ JLyFy
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LAF IV T2 TN R ORATIR) 2
7
2. RE R OFRIK
(1) AR K O

T7Eh=RIL ML RORAS ) — VX R EAL
Tt RO 7 R R A K IR R 7
ARG RILE TR LIcb 0 Wz, bR
DA, FEAISE T3 o 7 B R AR A
AR, VK FE VD B OB K
FAVT LIE, FOEAEE TEAR R A A
720 AREIEHA LU ERTRE No.5SB, 71V TN
A TR DT A 545 Z AWz, RIAT
AR (RN IETAAT 4 —F A= 2D DA
L7z,
(2) AT E 5 M OB VR VAR

F2IRLIE 147 BRELBFHI AW, £ R
BREYE AL IR MR LA BSR4t At
HKT 3441, Sigma-Aldrich £t Dr. Ehrenstorfers i,
Riedel-de Haén 1 (% AccuStandard 0D 7% 84 2
AR RS Z e, YRR (1000 mg/L) 1,
K EH 10 mg ZFEFEL, 7 EN=RILV (TER=R
IS DEEFFEDMRNG B 1T AZ ) —/1) 10 mL (2
TAfiE U CiRBIL 7=, 77~ M. AccuStandard £k
B FEAEVIR (2 mg/mL) & =, B B AERL
M DOIREGAFHERHRIL, & RIOIEE R 2R E
L. A% =)V CHEAEARL TR,
(3) W=7 L

F I BTN INALT Y7 (ODS) =717
A%, Mega Bond Elut C18 (1000 mg., Agilent %)
AR\, 7777 ANI—R /T T ae i)
AL YTV (NH,) FE X =7 3 InertSep
GC/NH, (500 mg/500 mg/6 mL, ¥ — =T/l A =
v A ARV,
(4) 0.5 mol/L V> FE#Ef % (pH7.0)

U RIKFE VT L 527 g B Ok —Ik$EH

U302 g Z#EDERD, KK 500 mL [ZEMEL . 1
mol/L KEE{b.F N DS £7213% 1 mol/L k%
FAWTpH % 7.0 IZAH%FEL7=%% ., KZEMZT1 L &
L7z,

3. HE

HRBER L, T A 7L Grindomix GM200
(Retsch ) K OFE e 7 —K 7 mt i —
multiquick professional MR 5550 M CA (BRAUN
FHEL) 2 L CTIfT o7,

RS I T . 2675 - R % Robot Coupe
BLIXER-3D (Robot Coupe #L84) Zffi FHL T17->
7o

KRGy HRDOMTENL, B /K3 F MOC63u (¥
BUEFTHERD) 2 VT AR R R H 3T IR E—R
(120°C, f5 1k Zef - K53 2211 5K 0.05 %o Aiti/30
) Ttro7z,

FUBHEEE ORIEIL, BIKAL T 2 AR BEFH (1
Rt B R ERT ) 2 L T T o 72,

TR IR ORIEIL, GMT0 N T 42 A
7 COat (U7 A YT (T b AR 4
SWPII-01M (7 7 A ¥ Z 4 8) 28 L TIT -7,

LC-Orbitrap-MS [, UltiMate-3000 (Dionex ft:
#) K OY Q Exactive (Thermo Fisher Scientific £1:
) A LT,

4. RIES&MH
(1)MS 4

AFAKIE ESI(+) ; A7 L—E 3000 VN
—IRIAPFEE 300C; Fr¥ TV —iE 230C;
Aux T Afi & 15 arb; AV — T T A& 3arb; v
—AH AYii & 60 arb;S-lens RF level 60; A%y
T—F TZARAFy AU miz 70~
1000 ; 47 fi# A
target 3 Xe®;Maximum IT 200 ms; & & IEIT,
AR HEYE CLL R &2 W T T o272, N-7F V7R
> mlz 74.09643 . 717 = A mlz 138.06619 .

70,000 FWHM (m/z 200) ; AGC
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195.087652 MRFA miz  524.26496
UltraMark1621
1621.96509; E&AA L 2 2 ITRLTZ,

(2)LC %%

F17 2 Inertsil ODS-4 (N4E 2.1 mm, £ 100
mm, K52 pm, A 2 h T
LIRFE 40°C; i EARE 3 uL; BEFH 5 mmol/L
FERE T B = WA (A W) KOV 5 mmol/L
TR L AZ )= VERHR (B #R) ;iiE  0.30
mL/min; 7 7Y TR 0 55 (A:sB=95:5)—10

m/z 1221.99063 . 1421.97786 .

57 (A:B=5:95)—13 55 (A:B=5:95)—13.01 47
(A:B=0:100) —>18 43 (A:B=0:100) —18.01 %>
(A:B=95:5) ; {REFIEM 2 2 ITRLTZ,
5. BRI Y
(1) LA
OF A7V E AW ek
a. <HA(FEFEX), TFED) ORGSO
i

FL VIR FERERE T T8 ES LD, b
NI EREZ. BT T8 HENLIELD, 5L
NIRBEZFRELTCH D AZINAEITONT IR &
OEEEAREZ,. AT TN 5 cm 1BIZE)>728
D VATIFIER D, LA K OSRAE O FLE AR 5E
%, T T8 HENLIZLD, FOMIEK 3em A4
W28 o72b D 250~300 g T A7 VI AL,
3500 rpm T 15 F[EEALIZ# . 7000 rppm T 15
FOIAT, 9 R EEREL 72,
b. <B4 (FEHEX), ZF (W) LK E

A 200 g 2T A7 VI AZL, 3500 rppm T 15
FORTEIREL 724 . 7000 rpm C 15 FP[, 9 I
L7z,
QF M7 —R 7oyt —%& O i-aleh iRl

MM ~TeZBrEH, BT TR ESLIEHD) K
250 ¢ #FEH 7 — K71ty — (multiquick
professional MR 5550 M CA, BRAUN #4i) %

Wi KIEliR R (Tevel 12) T 15 #0RE. 1 [BIEI1E
10 [EIEEREL T2,
(2) WS Ry At
O 4 (FEHiZ) . ZE (D) KO RE LSO R
B

M MNINTCZRER, BT T 4 SoLllebo,
IEONAZNT O IR L OB AR ESR, BT
TKI S em BBICEI>72b D, 2FOFAITH 3cm £
25726 D 250~300 g IC[FEDORTAT A (K
WELTb D) 2% TIRE L, 3 ELZ, 21
. RTATAAK 100 g L T TR LIZES
R A, 2 3 LT,
@LBA (FHEX) . ZE () KUK E

RZAT AAHK 200g (K F1359 300 g) Z#pfL T
T LTI B A 200 g (R 2035489300 g)
ZANIT 2 Sy icE % ., 2 sy LT,
6. RERVAIR DR

WE— R BRIETLCOMS Ik p %D —FF
RERTE T (RPEW) IZHEC TLL R 0 X IZFHIL
77
(1) HhH R O

FREE(2, 5,10 KON 20 g(5% 5 ) #&EVERD,
T7ER=RL 50 mL 202, £ 1 SrERES A
RUTA%, 7 AYD 1K) 1 em DESIZENZARK
ZHNT G A LT, FREWERY, 72 =K
Jb 20 mL #NZ, FRLEFIERICRES AL
%, WBl AR LT, BoARE G, 7ER
=RV E A TIEfEIZ 100 mL &L7Z,

A, SRR 2 g DEFA1E 25 mL GUE 0.5
g FHY) . 5 g DEAIE 20 mL GRUEF 1 g fH24) . 10
g DAL 10 mL GREF 1 g #H2) | 20 g DA
5 mL GUEF 1 g #8Y) $o7z, ZAUZT ER=R L
ZREHRE 10 g DA 10 mL, 20 g DAL 15
mL Mz 7z, b FTRT A 10 g KOV EFEE IR
20 mL GAEHE 2 g DAL 15 mL) Z2MA T 5 47

— 108 —



MHRES 14 57 3000 [EIEAT 5 4y[Hlis Ly A
1To72,
(2) K1l
O5EH LIS

(1) cHEenETE = I VEERY, 7
DT R=RU L I0mML Cary T4 va=rs
L7z ODS A7 hiZAfmL, 7=k 5
mL T L7z, B A 40°CLLU R TF 1 mL
EOWERM%, ERKJICIOBEBARE L,
MR ROV AZOGEX, FREWIIAZ ) —L 2
mL GUEHE: 2 g DA 1 mL) 2N CTHEMELTZ
% f57 3000 [HIHLT 5 Srflm O BEER TV, B
TE 2Ry L LTz GRUEE 0.5 g/mL) , 135 AZD
DA FRREWNAS ) —L 5mL GREHE2g D
1% 2.5 mL) N2 THAfEL - | 43 3000 [E]
H5C 5 A OB T o7, 3% 100 pL 12 A%
/=L 900 pL ZHNx CRA LIz D% BRIEIK &
L7 GREF0.02 g/mL) , AL YDA, Y
(ZAZ ) —/V 10 mL GUBFE 2 ¢ D51 5 mL) &
INA CHFRUT=M% . 555 3000 [RIHET 5 4y iz O
SHEEERITV, EEARBREIRE L GUEE 0.1
g/mL)
@589

(1) THLNETE =Y LVEERD .,
40°CLLFTK 1 mL ECRUEIRME% . &R KR
IR AZREL KB AT =K U L/ B
Nhxr (301 2mLICEfELZ, ZhaeToT
Eh=RL/MLT (3:1)10 mL T 7 4va=
VIV TT7 7 AN — R /NH, EEI=7 A
(500 mg/500 mg) (ZiEA L=, 7Eh=RL/ML
T2 (3:1)20 mL ZFEAL, REHEA 40°CLL
TTK 1 mL ETHERMER ., ERKITIL0E
MABREL, FREWEAY /) —L 1 mLGREHE2g
DEEIE 0.5 mL) IZERL -6 O 2 s Bk (R
A1 g/mL) LTz,

7. BRERROVERL

HEHEPA R (0.002, 0.005, 0.01, 0.02, 0.05 &
0.1 pg/mL)ZFHBL, £ Zh 3 L % LC-
Orbitrap-MS (2 AL T, & —7 H FE 1A THER
EER LT,
8. IHHEDIEL>EDRKE

SRR R LT B 3 - A R B E T 13
TR L 0FBRRLL 72, 30k 2, 5, 10 X TY 20
g (% 5 #) 280, 6. RBREEROFABIAE-> TR
BRisi AL SRR TONIEDIXL DX
ZRDTz,

C. IFERER KR OEE

Hg S EA~ O E DT D ORI 1T D
WO B RFTT 5700 B3 RELHIR
LY S RL Firey Y N e S LK N 1Y gV
B 2,5, 10 TN 20 g (4% 5 ) £0, &tk &
TORWEDIESS>EERDT-,
1. F R B
() FA73v

FAT UL (B EEBR A OERSERE) 2 VT,
SRR LI R - RECF LY bvh, &E
INIINALI R DPVATD) 25 iR, &7k
B CODHHEDIZSSE A RO, fEREER 3 &
O 1 IRz, SEIERE, WToRSHR
BFHEICEOTOMTEOIES>E X RSD10% A&
2ol MBI RICED T EDIXS S EDEVVE
OO ST, SENZBWTRHSNTZTY
FUARBE Y K OAIF /a7 YRIZONThH, &
BFHEIZES T, RSD10% Kiiti&7e»7, ZHUTRIL .
A —RBHIZERE L QW 2o 7Y 7 73R, #lk
& 10 LY 20 g Tk RSD3% AKiifi&e~7=m3, 7
FHE 5 g Tl 18.5%., 2g TIE33.3%LFEHICKRE
lgole,

CAC/GL 40-1993 ( Guidelines on Good
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Laboratory Practice in Residue Analysis[ 7% 737
(2B T 25 ERBRPTHLE T AR T A ]) Tik, 5
HrEDOVERERATIZ B W TR 9~ R & T 2—Z D
— D LU CREI OB E A 2T TRY ., ot ARt
B OB E DX D (CVsy) ICDOWT, BRI
FrCIX 10%LL T A7V —=2F 5501 Tl 15% LA
& BEEELTEREL TS, CVs, BROBI
NG AE, BRI O S EOIES S (CVL)
DS B A 7= e A R TNWD,
SEORRETIE, SETB VTt hizy
TV 7 7INERRE REIE 2 g DLAITEB VT,
TR E ORI AT AR T AL DOHTHEEE D B
A (0.001 ppm <AL = 0.01 ppm: 25% K
fifi. 0.01 ppm<IRAMPEEE= 0.1 ppm: 15% AJifi
WAL > 0.1 ppm: 10%Ai) & N EU DA A
RZA> (SANTE/11945/2015 [ £ /i 35 L OV £ o
DFER LT DT DR SV E A BB L O
SINTEANY T —a FIAD) OPHTREEE O HAZE
(20%) Ziil=Liz, —F7 . SENTB TSR
7o T 7 PIRNEREHR 2 ¢ Tl BEEEA =X
Rnotz, SENTBWTHRIHENTEZIEDI B
TR VAN Y R OAIFZ 70T YR IKIREBRT
PER RN | REDHIRET RAITHIRE LT
W RTEEE S E W, ZAUSR L, T 7 IR
RBBATIEDMEN D | RO RED E L,
RANTIEF IR ST RIS D, SEITIE,
ARE T BE IS T SRR RO BRI R
FERRADOENENEBLI-ZENT TV 77IRD

SINTEDIEDSE R RELIRSTR K EE 2B,

S 1L TRAITUR AF/a TR, T e
Vb BT/ ARBE Y K ORAD IR ERE L
127 N—_)—=%m it 7— N7 atky—Cf
P CRUBHAILL | 3UBFE 2, 5,10 TV 20g TD
SNTEDIES DX (4 O0HT) 23R Tz, ZOFREHE. &
FrmaARBe s PUANADRIETITREE 2 ¢ T

FrHEDIES>XIE RSDI0% AT L/~ 7208, BT
AR E U 3EAEHRE 5 g LU N Tl RSD10% UL E
Llp ol HEL TS, ZO IS I —# BT
PR LTV T, SRR X > TRl o8 B 25 A
EIRY | BYEAIA AR A0 72508 TiI A E ok
ENTICET D E N HTHEDIES D ENKEL T2 DY
BWHDHEE R BN,

AR THHSNIZBEDIL TV F U ARm
vy A 7T IR KR AN RITIRBEBITIE
DL, EOMO EEIT IR, BEBITHE
DMEWEIRIZOWTEH | SES LA ORI TIEEt
BHEICES T OIEDOIZS XTI END,
BIICESTHEMOR G ST R LRDEDEE RS
iz,

LU E D R 5 BB AL LRI R 5 72 £ i
T 2k &% 2 g LLTHOHMED
X5 2 IEA4/h&<7% (RSD 10% Aifi) Z& 03
IRENTZ, — 7, SEID IR BEAC A L ER IR
2RI, BB O B O A 12 o TiEk
Bz 5 g L FIZT DL MMEDIESL &N REL
72% (RSD 15% LA B) 53 >7c, 2B DGR
D R D HAS FEHE A~ O] E D T2 DR
BRI okl (B3 REDOLE) 1T 10 g 2
FENLEELNEE Z DI,
QFEM7—R 7 atyi—

FEMAO7 —R T atyth—03% 3 — %% H
WTCEMZITOE RN+ /<72 blhoT
V., R CRETE 2 LK 3 BEL 720352878
0o, BHEG PIXNAM BB LY
W FHWT, BB BRI EDILS
OXFIRL, FEHA T — Koty —&2Hu iz
LA BRIV U — LR TOHHEOIES D
ENRKREL g2 EHEL TS, FZTARIFFET
XL B E ARSI T D~ e
THEEMA7 —R 7 ey —CE#L, FohiRk
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BIOANBLC MO IED &% A7 L (FAL
FHEBRHOBEMEEE) TR LG LR LT,

FT ARABDIRDEE LI h~h 3 257 —
R7mtyt—z2 D TR KRR E T 15 BIH, 10
[E LT, ZOFER, 2~3 mm ARREO R
DS T IR > T2 (K 2 (), ZHUC
XL, TAZULT 15 B 10 [EERELIZEE .
FEIZ 1 mm A LA RIS L, R NIRRTl
RTEARVER, L7220 (K 2(c)) | BEftE O
BEOAMBR T WIS E I IO RES R -T2, FiE
M7 —K7 ety —CERELIZRE O S HTED
XOOFZROIEZA HAEIE 2 ¢ ITBWVWTH
RSD10% A L7l A7V E WG L1
(ZRIFRE L7 (K3, X 1), RABINITIRER
TR R R REET TIERl RAIKD
DAL TWeEBZEZBIND, ZDT2 FEEM T —
K 7aty ¥ —%2 O TR L3N, A7
W RV CIHRIL 730 PRl U T B MR IR0
EDHHOD, SIHHEDIES D EIIRELIRBAD >
feEBz NI,

WIT, TNV HARY AR LT~ 4 2%
JER 7 —R 7 ety —& AW KA ET 15
. 1 BOBBERLZ (X 2(b)), ZOREHR, S
mm fAFRE DR L, S TR W 3%
Fote, FREBETONMEDOIELSEERD
7oA REHR 20 g 128V TH RSD20% UL &
FEFITREXL e T, TNIFA XY = NVTIR BT
PEDMERN =D | REICE<FERE L, RRICITIZE
AEGH L TR ho e RIS LD, ZD X578
BalE, RELO B EL D+ ThnWE S ED
IXEOENRKERDHDEE 2 BT,

ZNHDORERING | R R 7 v (2L
BET IR ET) 12X TREL OB IT R EL
BIpDHZENRBINT, Fio, HEALB N R
iU, BEHRRLGIRIC K> Cidi Bl EE 20 g &

2L L THOHEDIEHL O XN KD AN H
HIEDIRESIT,

JEFEFE DA TIT, FEH O BEAEE A48 H
L CGREFART 256005, Lol FREHOEE
e TR 2R SR A D Ll LT MBS
< BWEABE RIS G R L0, MR T, KEE
D BEREEE T\ R I LEME S
TWDIGHE N 2 LIRMANC Lo TREE
YNz, FLEFIEIEBWE LTV T 5 ATHE
PERBHD, ZNHDOZENE, FEHHRIOBR T, T
LIROPERED BWE L2 R DI EE VDL
EHIT, T D2 E TOERME S 15 (R SRR
BEE) ITOWTHIRFT T 22N NEEE 2 i,
2. BAEKIRE

S ey N B S e SN U By S AL S
BIEMER @O EIFES D, BAS T LD E0E
FRUITER % 7 FEDRH L, WO FiEICE
WTHIEE T REEEL T, B Z I LR
BIEBOWHMARE T OND, AT, RIALTAA
ZHAWTHRIET D551 RIAT A ADFERFIZE
LA EEOMIMNILERTILNERDHD, T2
T, R TIE T8 T KR T AT A ZABRE ik
(C DR B i . R R L&
it e ARG AP Z o CRUBH L | ST ic it 372
AREHEICEDOHTEDIED D EDE OV TR
Lz,

(1) B L DR R O Rt
ORIAT A ADFRIFIC L DR

FF, B KR L7 SBHI R T 47 A
ADFRAEL TN EMER T D12 AIINAED,
DI (FREX), ZTEN) | KE KOO A%
HAEE L RUEHEE - 50, 40, -30, -25 KO-
20CTO Rk R FE IR EE GUBNGHK) 2em b)) &2
COr At HWTHIE Lz, #RAR 4 ITRULTZ, 72
B, BAO IR FEIRE LAY 0.05% TH-oT,
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FUBHEEE -40°CLL T Tl W oaErs 2% (I
& RIR) 282 Tz, 3UBHEEE-20°CTiE 0.13
~0.34%THY, -40CILVBEIFERNEDOD, KF
AT ARTFAFEL TV,

I, WAL T30 5 g 2 EVERD | FRERE
%e 10 =R REROBEREICEDHLD %

U7, FE A S IR LT-, sUEHEE -50°CLL
T CREIEBRIRLIZSG G RIAT A ADFRAFED
FHENTZ L, BRI B2 0 B B3 B0l ()
L. BBETHZLILTERDPT, ABHEE -40°C
L bECiE, EEAEERIT-04% KM THY, oW
ICRERE TN EB R BT,

DA (FREX) LSO A i CIHEFUBHE 23 -
20C L2 TH U — IR Th o7z, ZHITKIL
TEE G ED VLD (KD (W) OIFE & #iX
68.8%) TlL, FAEHRE 23 -40°CLL Ric72dE,
TR 2 ATKEPEDS A3 o7z, ZAUE, RS DMEW A
PENRE DR L 722 ENRIR LB 2 b, i
REE DLW G TIE, SUEHRE S m<R0iE E e
VOBICREIT 20NN EE 2 BT,

YL EDFERND RIAT A ATEREL TV D
DO FEHEEE -30°CREE CRBZ I T 5D
FWneEEz i,

OL)SAT A e} A

BAE I RE L 7= 50 & 1R B e - e LT3R o
K3 LT, ZOFER ., W& DK D
TN FIE 0.5% KT Tho72 (£ 5), ZERH DK
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Do A, BIRCEENIVEOWRFIZENTH
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FER AT 2B RIS LD T O IED
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iz, BUTORE RIEF O N RRBIE TR &R
FHE 20.0 g(19.95 ¢ LI E 20.05 g i), 10.0 g
(9.95 g LA | 10.05 g i) & O 5.00 g(4.995 g LA
I 5.005 g Aii) CORBHERUC I HREAEITZ
NEINE025%., £0.5% K NE0.1%ETHAEL
TS (R 1), LinL, BUEEEDGE GH E I
WTo T RO DB, TEEMEE LD 1 1772%<
Ko, FDOEIKDIZ 1 T OV TR AT
D]ZLERo TR, KW EREEF O LEE IS
1 J72THLHID | B ROFFRFREIL 1%L
L THREITZRWEZE ZBILD, BOKIZEBW LA
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DEANCHBITHREHEELT 100201 g 2R
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2 ) Lehotay, S.J. QuEChERS sample preparation
approach for mass spectrometric analysis of
pesticide residues in foods, Methods Mol Biol, 747,
65—91(2011).

3) BRI T-5., %5 34 BRI Tt JE 25k T
ZEHE. 63-69(2011)
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254-260(2014)

5) H AR AR HERR ST 3% 2015 AR

F. TFERE
7L

G. FEIRIPEMED HIRE « BRI
7L

— 113 —



F 1 R EREDONRRBRIEOREHE

ot AR (g)
B, R N—T 20.0
JREER) | B TR TS 10.0
K. ARy 5.00
[ ARk (BB 5 LA 10.0, 20.0
B/KEY | EAECR(TEIE) 5.00, 10.0, 20.0
AR L IR 13 B A 0%) 5.00. 10.0, 20.0

*SUBHEOFFAFFIL, 20.0 g DA 19.95 g LLE 20.05 g A, 10.0 g DIGE
9.95 g L1 I 10.05 g A, 5.00 g DA 4.995 g LA | 5.005 g il
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2 WEHE S ORFFRH & OVE BA 4

ERAT
i
. o I
=gy FELAK . SRR PREFIER
A (min)
(m/z)
1 Acetamiprid Ci1oH11CINs M+H] 223.0745 53
2 Acetochlor C14H20CINO2 M+H] 270.1256 9.9
3 Acibenzolar-S -methyl CsHeN20S2 [M+H]+ 210.9995 9.7
4 Acrinathrin C26H21F6NOs [M+NHa]" 559.1663 12.0
5 Ametryn CoH17NsS M+H] 228.1278 93
6 Anilofos Ci3Hi9CINO3PS2 [M+H]+ 368.0305 10.3
7 Aramite C15H23ClO4S [M+NH4]" 352.1345 11.2
§ Atrazine CsHi4CINs [M+H] 216.1011 8.5
9 Azoxystrobin C22H17N30s M+H] 404.1241 9.2
10 Benalaxyl C20H23NO3 [M+H] 326.1751 10.4
11 Bendiocarb C11H13NO4 M+H] 224.0918 7.3
12 Benzofenap C22H20C2N203 [M+H]+ 431.0924 1.2
13 Bitertanol C20H23N302 M+H] 338.1863 10.5
14 Boscalid CisH12CkN20 M+H] 343.0400 92
15 Bromacil CoHi3BrN202 M+H] 261.0233 72
16 Buprofezin Ci16H23N308 [M+H] 306.1635 11.3
17 Butafenacil C20H18CIF3N206 [M+NH4]+ 492.1144 9.7
18 Cadusafos CioH2302PS2 [M+H]+ 271.0950 10.8
19 Carpropamid CisHisCbNO [M+H] 334.0527 10.3
20 Chlorfenvinphos (E, Z) C12H14Cl04P M+H] 358.9768 10.4
21 Chloridazon CioHsCIN3O M+H] 222.0429 54
22 Chloroxuron Ci5HisCIN202 [M+H]+ 291.0895 9.6
23 Chlorpyrifos CoHi1CNO3PS M+H] 351.9307 1.6
24 Chlorpyrifos methyl C7H7CIENO3PS [M+H]+ 321.9023 10.9
25 Chromafenozide C24H30N203 [M+H]+ 395.2329 9.8
26 Clomeprop Ci16H15CkNO2 M+H] 324.0553 11.2
27 Cloquintocet mexyl CisH22CINO3 [M+H]+ 336.1361 11.4
28 Clothianidin CsHsCINsO28 M+H] 250.0160 4.7
29 Cumyluron C17H19CIN20 M+H] 303.1259 9.6
3() Cyanazine CoH13CINes [M+H]+ 241.0963 7.0
3] Cyazofamid Ci3H13CIN4O28 [M+H] 325.0521 9.9
37 Cycloprothrin C26H21C2NO4 [M+NH4]™  499.1187 11.8
33 Cyflufenamid C20H17FsN202 M+H] 413.1283 10.6
34 Cyproconazole CisHisCIN3O [M+H] 292.1211 9.3
35 Cyprodinil Ci14HisN3 [M+H]+ 226.1339 10.7
36 Daimuron C17H20N20 M+H] 269.1649 95
37 Diazinon C12H21N203PS M+H] 305.1083 10.6
38 Difenoconazole Ci9H17CI2N303 [MH—[]* 406.0720 10.7
39 Diflubenzuron C14HoCIF2N202 M+H] 311.0394 10.0
4() Diflufenican Ci9oH11FsN202 M+H] 395.0814 11.0
4] Dimethirimol C11Hi9N;0 M+H] 210.1601 8.1
42 Dimethoate CsH12NO3PS: M+H] 230.0069 52
43 Dimethomorph (E, Z) C21H22CINO4 M+H] 388.1310 9.18.9.38
44 Diuron CoH10CLN20 [M+H]+ 233.0243 8.5
45 Edifenphos Ci4Hi502PS2 [MH—[]* 311.0324 10.4
46 Epoxiconazole C17H13CIFN; O M+H] 330.0804 9.9
47 Ethion CoH2204P2S4 M+H] 384.9949 11.4
48 Ethiprole C13HoCLF3N4OS M+H] 396.9899 9.0
49 Etoxazole C21H23F2NO2 [MH—[]* 360.1770 11.8
50 Etrimfos CioH17N204PS M+H] 293.0720 10.5
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#F2 (Hmo%)

ERAT .
aey? Lilp & o, PRREETR 1%3:5%
(m/z)
5] Fenamidone Ci7H17N308 [M+H]+ 312.1165 92
52 Fenarimol Ci7H12CN2O M+H] 331.0400 9.8
53 Fenbuconazole Ci19H17CINs M+H] 337.1215 9.8
54 Fenobucarb C12H17NO2 M+H] 208.1332 8.9
55 Fenoxaprop ethyl Ci1sHi6CINOs M+H] 362.0790 11.1
56 Fenoxycarb C17H19NO4 M+H] 302.1387 10.1
57 Fenpropathrin C22H23NO3 [M+NH4]+ 367.2016 11.8
58 Fenpropimorph C20H33NO [M+H]+ 304.2635 12.5
59 Ferimzone (E, Z) CisHisN4 M+H] 255.1604 94
60 Fipronil C12HaCLFsN4OS [M+NH4]" 453.9726 9.9
61 Flamprop methyl Ci7H15CIFNO3 [M+H]+ 336.0797 9.5
62 Fludioxonil Ci12HeF2N202 [M+NHa]" 266.0736 9.4
63 Flufenacet C14H13F4N3028 [M+H]+ 364.0738 9.7
64 Fluquinconazole Ci6HsCLFNsO [M+H]+ 376.0163 9.7
65 Fluridone CioH14F3NO M+H] 330.1100 9.1
66 Fluvalinate C26H22CIF3N203 [M+NH4]+ 520.1609 11.8
67 Furametpyr Ci17H20CIN3O2 [M+H]+ 334.1317 8.3
68 Hexaconazole Ci4H17CLN3O [M+H]+ 314.0822 10.4
69 Hexaflumuron Ci6HsCLFsN203 [M+Na]+ 482.9708 10.9
70 Hexythiazox C17H21CIN202S M+H] 353.1085 11.5
71 Imazalil C14H14CLN2O [M+H]+ 297.0556 10.3
72 Imibenconazole Ci7H13CI3NaS [M+H]+ 412.9971 11.2
73 Indanofan C20H17CIO3 [M+H]+ 341.0939 10.0
74 Indoxacarb C22Hi17CIF3N3O7 [M+H]+ 528.0780 10.8
75 Iprovalicarb CisH28N203 [M+H]+ 321.2173 9.7
76 Isoprocarb Ci1HisNO2 [M+H]+ 194.1176 8.2
77 Isoxathion C13H16NO4PS M+H] 314.0611 10.8
78 Kresoxim methyl CisHi9NOs [M+H]+ 314.1387 10.3
79 Lactofen CioH15CIF3NOy [M+NH4]+ 479.0828 1.2
80 Linuron CoHi0ClN202 M+H] 249.0192 92
81 Lufenuron Ci17HsCLFsN203 [M+NH4]+ 528.0122 11.4
82 Malathion CioH1906PS2 [M+H]+ 331.0434 9.5
83 Mepanipyrim Ci14Hi3N3 [M+H]+ 224.1182 10.1
84 Metalaxyl CisH21NO4 M+H] 280.1544 8.4
85 Methabenzthiazuron CioH11N30S [M+H]+ 222.0696 8.5
86 Methidathion CsHi11N204PS3 [M+NH4]+ 319.9957 8.9
87 Methiocarb C11HisNO2S M+H] 226.0896 92
88 Metolachlor Ci5H2:CINO2 M+H] 284.1412 10.0
89 Monolinuron CoHi11CIN202 [M+H]+ 215.0582 8.0
90 Myclobutanil Ci5H17CIN4 M+H] 289.1215 94
91 Naproanilide Ci9H17NO2 [MH—[]* 292.1332 10.1
92 Napropamide C17H21NO2 [MH—[]* 272.1645 9.9
93 Norflurazon C12HsCIF3N3O M+H] 304.0459 87
94 Novaluron C17HoCIFsN204 M+H] 493.0196 11.0
95 Oxadixyl Ci14H1sN204 M+H] 279.1340 6.8
96 Oxaziclomefone C20H19C2NO2 [MH—[]* 376.0866 11.1
97 Paclobutrazol Ci5H20CIN3O M+H] 294.1368 92
98 Penconazole C13Hi5ChN3 M+H] 284.0716 10.2
99 Pencycuron CioH21CIN20 M+H] 329.1415 10.7
100 Pentoxazone Ci7H17CIFNO4 M+H]" 354.0903 11.2
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#F2 (Hmo%)

EfAAY
. LRFIRE
e st BT
A% (min)
(m/z)
101 Phenmedipham Ci6H16N204 [M+NHa]" 318.1448 3.8
102 Phenthoate C12H1704PS2 M+H] 321.0379 10.3
103 Phosalone Ci2HisCINOsPS:  [M+NHa]™ 385.0207 10.6
104 Phosphamidon CioH19CINOsP M+H] 300.0762 6.8
105 Piperonyl butoxide C19H300s [M+NHa]" 356.2432 11.4
106 Pirimicarb C11H18N4O2 M+H] 239.1503 83
107 Pirimiphos methyl C11H20N303PS M+H] 306.1036 10.8
108 Prochloraz Ci5sHi16CN3O2 M+H] 376.0381 10.5
109 Profenofos C11HisBrClOsPS M+H] 374.9402 11.1
110 Prometryn C1oH19NsS M+H] 242.1434 10.1
111 Propachlor C11H14CINO M+H] 212.0837 8.5
112 Propanil CyHoCLNO M+H] 218.0134 91
113 Propaquizafop C22H22CIN3Os M+H] 444.1321 113
114 Propargite Ci9H26048 [M+NH4]+ 368.1891 11.6
115 Propiconazole Ci5Hi17CLN3O2 [M+H]+ 342.0771 10.4
116 Propyzamide Ci2H11CNO [M+H]+ 256.0291 9.4
117 Pyraclofos Ci14Hi3CIN203PS [M+H]+ 361.0537 10.6
118 Pyraclostrobin C19H1sCIN3O4 M+H] 388.1059 10.6
119 Pyrazophos Ci14H20N305PS [M+H]+ 374.0934 10.8
120 Pyriftalid CisH14N204S [M+H]+ 319.0747 92
121 Pyrimethanil C12H13N3 M+H] 200.1182 9.5
122 Pyriproxyfen C20H19NO3 M+H] 322.1438 11.6
123 Quinalphos Ci2H1sN203PS [M+H]+ 299.0614 10.4
124 Quinoxyfen Ci1sHgCLFNO M+H] 308.0040 11.7
125 Quizalofop ethyl C19H17CIN204 M+H] 373.0950 11.2
126 Simazine C7H12CINs [M+H] 202.0854 75
127 Simeconazole Ci14H20FN30Si [M+H]+ 294.1433 9.7
128 Spinosyn A C41He5NO10 [M+H]+ 732.4681 12.2
129 Spinosyn D C42H67NO10 [M+H]+ 746.4838 12.5
130 Spiroxamine CisH35NO2 M+H] 298.2741 11.4
131 Tebuconazole Ci16H22CIN3O M+H] 308.1524 10.1
132 Tebufenpyrad CisH24CIN;O M+H] 334.1681 11.2
133 Tebuthiuron CoH16N4sOS [M+H]+ 229.1118 7.5
134 Teflubenzuron Ci14H6CLF4N202 [M+H]+ 380.9815 11.3
135 Terbutryn CioHioNsS M+H] 242.1434 10.1
136 Tetrachlorvinphos CioHoClsO4P [M+H]+ 366.9037 10.1
137 Tetraconazole Ci3H11CF4N3O [M+H]+ 372.0288 9.7
138 Thiabendazole CioH7N3S M+H] 202.0433 72
139 Thiacloprid CioHoCIN4S M+H] 253.0309 6.0
140 Tolfenpyrad C21H22CIN3O2 [M+H]+ 384.1474 11.4
141 Triadimefon Ci4H16CIN3 02 M+H] 294.1004 95
142 Triadimenol Ci4HisCIN3O2 M+H] 296.1161 95
143 Triazophos Ci12H16N303PS [M+H]+ 314.0723 9.8
144 Trifloxystrobin C20H19F3N204 [M+H]+ 409.1370 10.9
145 Triflumizole CisHi5CIFsN3O M+H] 346.0929 1.0
146 Triflumuron CisHi1oCIF3N203 [M+H]+ 359.0405 10.5
147 Triticonazole Ci17H20CIN3O [M+H]+ 318.1368 9.7
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&3 opmcftd s

REHRL IO IEL >

Sy BT

) RSD (%) Hef

BIEA 7 o ;24 T FEHENE

P (ppm)

(mg/kg)
2g S5g 10g 20g
WARER: (T A7L) i Imazalil 0.78 69 | 64 | 65 | 3.0 5
Frov
FIRBERE (A7) Thiabendazole 0.53 6.7 4.6 3.6 24 10
WREW (FA7L) Boscalid 0.037 43 47 2.8 6.3 5
b~k
R (A7) Buprofezin 0.012 42 44 29 8.3 1
WAREW (FA7L) =k 2 Fludioxonil 0.056 49 5.0 2.6 42 5
R (A7) Azoxystrobin 0.0094 8.2 32 2.1 45 10
WREW: (FA7L) HEH Cyazofamid 0.0082 333 | 185 48 49 10
W (A7) Imidacloprid 0.0024 3.8 3.7 2.7 1.1 3
HARERE (T A7) i Cyazofamid 1.0 37 | 58 | 32 | 16 25
N li?ﬂ/u{‘a
TR (FA7L) Imidacloprid 0.50 3.5 6.3 43 1.1 15
AR (P AT V) Boscalid 0.0081 8.2 8.1 3.1 2.6 2
LW (F A7) DAZ Fenpropathrin 0.11 9.6 8.4 5.0 45 5
AR (P AT V) Kresoxim methyl 0.017 3.5 6.9 6.3 7.1 5
W (FER 7 — R 7 atyt—) r=h3 Boscalid 0.077 1.5 8.2 6.3 5.1 5
IR (FER 7 — R 7oty —) h~h4 Fludioxonil 0.037 243 | 103 | 29.6 | 21.9 5
HAE r=h5 Fludioxonil 0.037 8.0 5.9 7.0 43 5
KB S OFHT
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(b)

2 AR b~ R

(@) FEH 7 —F ety —z AW CieREER & (level 12) T 15 #fH. 10 [RIE#L 7=
(b) FZREH 7 —R 7 eyt —% FW TR (alEE & (level 12) T 15 RO BEML7Z

(¢) A7V % VYT 3500 rppm T 15 B EER% ., 7000 rpm T 15 FPfHE], 9 [RIEEWLL 72
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4 BRERIPER OFEREEE & “ER R R IREE (%) *

SLFHRLE (C)

{EINALD <HH (FEPEX) ZFEWW) K FORA
-50 >2 >2 >2 >2 >2
-40 >2 >2 >2 >2 >2
-30 0.56 0.33 0.33 >2 0.76
-25 0.48 0.21 0.21 0.88 0.40
-20 0.34 0.13 0.13 0.24 0.30

*gitﬂé”ﬁ)%;'ﬁ/\j 2 cm J:T@Y}%E

(BND R bR TR I35 0.05%)
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&5 o UEL (

AUEHE 5 g) OFFHUEZ L 10 43 [ ==IR A E 2 00 B B A =R (%) *

FBHEEE (C) FONALS B (FPEE) TEWW) NIA ER2LI
-40 -0.29 -0.13 -0.03 -0.03 -0.22
-30 -0.36 -0.06 -0.02 -0.04 -0.34
-20 -0.35 -0.11 -0.02 -0.02 -0.16
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—FEEE A DO EE) /10 4y =SIR CHlE % O EE X 100 (%)




K6 HAREENE B K OB LT O K 53 3 (%) *

IR - A WU KETHRDZE

I (AL %) RSD (%) (B, %) RSD (%) (B—A. %)
IEHNAZES 87.45 3.31 87.38 0.11 -0.07
{BH (FBEX) 1.36 10.22 1.64 3.81 0.28
ZEWND) 1.06 6.60 1.49 2.05 0.43
K. 11.26 1.29 11.52 0.35 0.26
DR 73.06 0.81 72.96 0.05 -0.10

SRR 5 g, 3 OFT
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