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AR 7R IR A0, 3l 3 SRS ST AR 50 A /R PR BERE il rh X LB 28 AT T5 76 5 1 e AR ok IR A 775 Gk
S RECX LA WAAIEYMRIEY PRI R, ol il BRI SR, X R B T RE S AR
SR s S MAIE N R B R R R T —E I, et AR e E . Bk, i
FRPE, I, AR IS AT E R HORIA S A A, TRKAE ah rh ROl o 570 2 5% B A SR 2EK

fEit M+ LA R ARV BLALAE P i, BRI ECR ERE MK HIARFILC/MS/IMSH A%y
B AN [ e TR it R B 5% R0 05 2 AR B SR B, KRB HA (AP AT SIS Rl P2 A 5%
], ARHTRERAE O 2 BOR BUARIRE T RV B R R BREIE (MRL) 40k 52k K ot @bt
98/93 AL E A A R AIIMRLANFAAIE0. 1 pg/le IR K v A 7% Mt 71 5 v ok B R e (L 4 200 o R PR K B £
TR B A M B AT SRR AR R AT T g £ R B R BRI A T3 7, TILC/MS/MSEARHHY £ X B
WA (MRM) fadfgetefd RBUE, miksftt, 2 BEsEtkodr, A5 teHAB SCIEXA H
85 R 50 H R U AR AT BT SR E AP 50004 FHZKAE: ih AN [RI R B 22 55 B K s AR 70 S o A

50F R AT E

R, HK&, Fhid, amek, CERmBE, Ree, LR, JAGE, ik, sk, 5
R, SRFEPE, RERE, S0EPE, w&E, T AERERRE, FRE-RRE, MIER, BORRE, B
B, @mmlR, RERE, CMEE, SRR, FIRBE, MCPA-butotyl, MCPA-ethylhexylester, H# R, &
WRFA, Apm iR, WEMERE, FRbE, BRI, Mg, WA, B, shebE, KER, &
ANBE, s, CHPEBE, WAEXTERRE, DRIBuEE, FhEd, FhOKEE, VEEE, FF T, KOG, WE
AR, wE U R, PR, DRI, STERRE. KER . BECRE E K bR ELE T
e B B B R EAS I I A

ST IE
GIESEDaR S

Mok, MK, B RKAET 2 BIH0.2 um RS IE £ T P g, AR IE ELEEFILC/IMS/MS R Gl 4755
R R AR A 5 47

WA AL

WAHAERHEAEBDRIEN ZCmER AR5, AEHEA50x2mm  4uym(Phenomenex,
Aschaffenburg, Germany); Rz HAZ K, RENHHBE TEE, SRR NAEFER S5 mmol/Lir R s It
HA200 uL/min, FEEEGENL . ALAAFHE80%, MBI E1MDBIEEH10%, RIGIRF5o %0, REIFEE
IaR, CFE9s s dERERCA20 L,

Rt &
fEorprix se iy, SAPCIAEEL, ESIFRBUEE L L R Gi2&AB SCIEXZ ®AYAPI 5500, i

$JELIE H430 C, GS1/GS24y I A45/65psi, Wi HUE AH5500V, A< Ah20 psiftifE R4, R h
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AB SCIEXARIINMER R RARELE

7, VGRS A B AR A G A R 08 2 R RO A, DARUERR R B s o b 5 3 A 1004
MRM, Bl &EA-MRMLE &I 4522 ms, Uit h2ms, SO 42.4s, A REIRIUEREA (L ikid
ARG LR (KT10)

B G et b RO g et VB RIT] D e e 8 g o 8 ORO0 p el o F B e o e o by e | T b BEeer B 8V

1 Xl
O E&nen |

rrrrrr
nanan

U it

' sooes i |

i | |

; 1' Ill | [
2 nAlblh

YR IE40.5 pg/LIIS0FH IR B A IR RAEAE i FTMRMUEL 25 -7 el

TR EI
TSR, ZIEEIAERLE, ATCAH R B el e, IR R

1]
- -
1]
L N
e Y " t i "
; * b S - I = Loe - L l ;
i A X A = ' A i
L + + . Y FE—
& *
= -
[ * .
*
H a * - * -
2w
Ly
el & Annophod-stigl 67
5 = Cpeberdlanm 18
& Msazachicr 4
1 Frometnyn 23
#
[ %5 L] L ) % m
Frijemanins

Hor U bk B A 300 TR A HE R ARG Wf B IS S AR L

FIERREE
B IR BEA0.1 pg/LHI S TR A 2555 B I R BRI, 58 2 REIN I fe ™ AR OTE LK

- i o S5 9 A skl il g il vl =X
i Ll
Atrazine | £ an| SEnphos-athyl
nd £ |
§ i 9
1 | 1 Lt P
H ] I n 3 B m
T : |:-.. - .
(- FropIe P ol i gl i e LV g il
sl Lo | aal
2 o | Carbendanm 2 i Linwron i
1 i g1l
3 B
- a L < T o 1L —
' T & L] 4 "
Tomi fouit -
[ - AP — - PE— - -
xm [% -_—
e Rl E | ML
[ § hll.
T A B S
e D E L e 4 B B 00 W4
P -4

HeFE 0.1 pg/LIZSA B BRIE A P IMRM €2 13 [
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XESCIEX)
SRR AR

oy Solvent 00 Baobvent

; w (5 R S [ S MRCT T | | T
* o mm&MﬂM B My AAT XL

IO e i -l RN I e m e — -
T Ll g i
= wo| Azinphos-metn g ' Fufenosuron Std. 0.1 pgil
= o B0 gl = |
I T B
a uh_u-hh-.'ﬁ—'.ue'u\-ilam‘-%r—'l:&# T ey o el S
Taws, mea Misbes, i
(R TRy T e — Tp———
2 " pord wate g 3 O | Tab vwater D
L ok u B2 0005 gl Fiufernssuson I
£ o azmnm-«}nm : ot | :
E-'. \ -l. ! A L..’| | vl g I " _lel - ! il
SRR K'Y ek At e e i N o di gl .;.a.....'t'-.i.-.h.‘la"-i.r_-l.l.‘. it i
U T & k- B W@ 12 A5

&g

F R MRMES T LA s B 75 3L T API 5000 A46A0M: 5 R U RIZE R bE, — el
W, LA BTN AT, (AP 5000 G4, 23t A TRk AIMRMES -7 b 2 L
A0 pg/LIR ERIRES, , AR B TEIRIIA, FTLLAPI 5000H: EIUHLF IR 1E A LEAENSH15 T-1t
SRR TR 25 S R BPA

KNG 5OK, ARSI, T TR B s 70 VF A% PR (R RER T0.1 po/L, 2R 1E
T R AN R UK RE, AT AR, Bk b S R B (L U T 1 B A R
B, AR, HhFeAk 2B R R AR AR A BB EMRLLL T, i LA 5 R A 4
A BT IR HHR,
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AB SCIEXARIINMER R RARELE

3. BTk DU S 15 B A e 4 B kv
iR LRI IR i ¥

E
B=

WFFERM, KPR S A K IRCHR(HAAS) L &5k, wRes SERREMIER, ROk
HAAs: S LBR(MCAA), —FA LR (DCAA)FI=F LI (TCAA)ME H & H & SRR Tk rrif s TP Bk
[19s RACEEHAAs: BLCTR(MBAA), LR (DBAA)FIT =5 CIR(TBAA)M A& Hh & LAY 3577 F Tk
JRHERTE R o, hEERARCIR(BCAA), AR KHKRES [HMHEHERHEE, HEFM, X
SR A 2R R RO, S, B, BEWES A5, DCAATITCAAZ W EUEY, B
RS AEFE R IR AL SRITER, CHER CIRRE A /T RES & M & 4.

HAASITI 5y #7512 B 25 [l EPA 55275455, MCAA, DCAA, TCAA, MBAAFIDBAAZE I 15 45 5
FRELE . SRR X SRR A SR B I Bk E AR RER T60 pg/L, R J5 s SORE ik e L A g AR N 2%
(GC-ECD), BuASMITsirf, ZRAKFER AL 5 i - B ER R (LK #E , R 2k FpH=0.5, MK
[, PRI A RO AT AL s HAS HEBRAE JL BT ng/LIE L 2 1,

R EL (BrOy )& —Fh & AR B T iV A 42 F TH SR KT B B4, ek N e ok
fod, R TAHLA(WHO)FIEEPAE R E (EPA) UChIRIRER I AW RIELE pg/Lok -t 2 i e Y
Y. 36 EEPARERE I FH K i (LR £ ik B SR 5 pg/LIsE, A2 BB O XU A 0 52—

% [E EPAS AT R ER 1 75 52 300 2 41, B FH Fia S A4 0 2% o5 FH 45 5 1 W 5 Ui (ICP-MS) i 744
M, SR EET5 A7 AE B R A 24 PARR R Tk BEAR T-5.0 ug/LIvt, B AE AR v A B8 iR BE S WEATARIN . 25
EPAHLE T 1k FH 7k FR R EREL IR FE A3 AN REAE T 10 pglL,

R i A% CRRFIUR R £ B A e s A sos v RS, whes Znl 52, fif. Pt i, ke
XLETR KR

B - (1C)/ BB B VU AR AT I 15 066 FH e AR T AR 4 b e B 2o A 00 o A CBR IR R R 2K B . B 1
TR AR ISR AR B —FF, BRI E i e B e td, Hmsan e xHkn, o1
RUE A 5k, BRI AR AR 2 K W (MRM) Bk ial BArfb &4 SH-eRl
FRLL, BULEBAERIETLET, g s iR, Bl RA R REE .,

gl

LR FEm

KB TBAK(8MQ), GAikaiZi g, SR CRRIEFR(2000 ug/mL MCAA, DCAA, TCAA,
MBAA, DBAA, BCAA, 4[ifF>99%),

BEFRIEAE

H%&ICS-2500 2 i LHEGS50%% , EG50M LR & %%, ASS50H AhitfTHER:, LC30M:ImH s AXP-
MSHiBh %, ailiA:hDionex lonPac AS20 (250x2mm)fnfi#ktlonPac AG20 (50x2mm) FIASRS MS
(2 mm) & -F e

#ZlonPac AS20 (A iR —Flimr i, FRIRIEFEPA B 12 bbb, LT T 5 BAS 6] 2 SR it o
WS R PR+, GRREIREEA30 C, HEHEAERA100 WL,
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_ABESCIEX)
BTGB R R
A (4) it (mL/min) HELFRIE (mM)
0 0.3 4
10 0.3 5
15 0.3 10
22 0.3 11
25 0.3 15
33 0.3 45
B A&

AB SCIEXZ\ ®BIFJAPI 3200™ LC/MS/IMS&%:, HE 5. ESI-,
BFiEZ% . TEM=550C; CUR=10psi; GS1=60psi; GS2=70psi; 1S=—4500V; CAD=7, %%t
MRM B - A 5E B i) 25100 ms

LR EARIBIMRMS 5

Hird MRM & %t DP (V) CE (V) CXP (V)

93/35 -15 -15 -2
MCAA

93/49 -15 -20 2

127/83 -10 -15 -2
DCAA

127/35 -10 25 2

161/117 -15 -15 -2
TCAA

161/35 -15 -20 -2

137/79 -10 -15 -2
MBAA

137/81 -10 -15 -2

215/79 -20 -30 -2
DBAA

215/79 -20 -30 2

171/79 -15 -15 -2
BCAA

171/127 -15 15 2
IRLIRAR 138/79 -10 -15 -2

R

DL & T e A e 2l R R SR A FTA R, RO B ORI & O U R R AE A A e AR 25 i,
KA E B [HO B P B -5 B 1 aifiles nlTESAE A, B il i vk 7= e ok & S8 - [H, 0] 0
MBS T[OH], FEAEQUFE R, AT ARIEmE0%HI CIEAI0%H —kaaik, X
TERIE O SRS SN, TSR A o I vt 35 v B i vl R
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AB SCIEXARIINMER R RARELE

_F e

Pk -

L

|

»
—
Shict S _

Purmg + Autosamypler Guard + Suppressor WSS
Elusnt Ganarator Anaktical Column

BT AT R DT AR AT BTG P R G4

]
Ea a

e,
T -
A f\

----- N - |, L S = LY ' N

IC-MS/MS’E &4y H-LFP B FR{b A S F1& (1pg/L)

h TR A e B A R G, B R AT ORI £ R EEMIMRM Y5 3, L7l B iy e R
WhRE i, EFEC RN AR, HoE S fh 2 v LU E 5o

TEZMCAA (MRM93/35) (e mARiEthgk, Zet:VEiE & M0.05ug/LF50.0ug/l, PHRCREIfLE
ORI ug/l, CFh BARYI RIS SR OE th 2R AR SC R B4 10.99; & BRI EMELRT10
5, MBAA, DCAAFIBCAARY & RFRIAK, MTCAARYE MR e s [ERFHL PR T 247k 5 BN AR
(100mg/L) , fiFif2 (100mg/L) , #hie (50mg/L) I, HEmEER P2 —8HY.

TIRABA B TR MCAA [ E B IE B 2%, ZetkYEEE 250.005 pg/L350.0 ug/L

¢ 33 o



_ABSCIEX
LR BArft &0 E B R Ffa e T as

Hird MRME; 1%t LOQ (ug/L) E M xR R ER2
MCAA 93/35 0.05 0.05-50 0.9994
DCAA 127/83 0.01 0.01-10 0.9999
TCAA 161/117 0.5 0.5-50 0.9949
MBAA 137/79 0.01 0.01-10 0.9996
DBAA 215/171 0.1 0.1-50 0.9992
BCAA 171179 0.01 0.01-10 1

R B 1 138/79 0.01 0.01-10 0.9991

T BRI R B AR GRIEATug/L) AR bR (RIEEA2pg/L) B 1 G ]
(&) Fnsebrok HERI S8 ik ()

A S

Fircwruat e

AT

=t T

&it

rABRAA

= A B,
BN,
AA:. .
LA
it T i,
L,
RS- RATAS,
BeaAun,
DELA S,
PR KRR BB i

IC-MS/MSHA T LA AL, MR, 15 R B E fe o Hra Ak TR DA B & Mok SR SE g g (RO ER L &

PIFNIRIR LRI &Y, AT IEAZERIAE A AT R A S R RTACEE, gk el PR

Ay, HE RS BRR B rT LR EIng/L gL .

0340
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AB SCIEXARIINMER R RARELE

4, LC/MS/MSEiAZE wsr PrihZek b stk

El

jilll3

FAHEZ219184EFI1967 4R ], K294 8200Mi K 245 4n = fiFi A& H I (TNT) FXE 250 A 1 i A9 32 22307k
o, i iz sext AR Ao B FL A FORE A S AN BB, TR R & kA
Bk, EREE, BUER e EERIA S, PIUAREL W M SRRk R, B TR R ek
AP H, TREMIZK rh R KR SR B IR BEA AR, FRUAME R X SeM I, 75 280 o RO AR I 5 A7
Jiik, BA N E B IFERILC/MSIMS R GEAE E oy Bt X LE SR XMt fic %

K HE

IRIEY R HBERR = £ IR E R

2,4,6-=fHE FE(TNT), 2,4- R HE-6-filiL £ (2,4-DA-6-NT), 2,6- - Jk-4-fi ik 1 9 (2,6-DA-4-
NT). 2-Z-4,6- i3 F 2 (2-A-4,6-DNT). 4-53£-2,6- 45 % (4-A-2,6-DNT). EZ4:(RDX). il
EHM(NG)., BEFE4(HMX), Z=XPUEZY iR ES(PETN), F5JE L.

HEmmETAb IR

B50mLkHE, Zat BAHAERUMEZRER, FE&MOE, E%, Fo8s HLC/IMS/IMST i #r&k
SPERCHR IR AELL Ko Ak FE 223 DR TR B RE S, B[R]0 7K 28 BE B 7K BE 2 mi AL B Ja 7 DY+ \ BRI N4 #r,
FLie T FRRTACEE T B 45 5 . anok BE T B TRl PR AT, I35 BEAE /K RE FR A R 5 7K A O R 5 5 3]
pH 3.5, [RIHFEIMA2%ICNE.

eI A E
WAHATERL: ZHER1200 Tk ARG
taEfE . Waters Xbridge Phenyl 2.1x150mm, 3.5 um
WA A BH 2.5 mMMOER B4k
B: &A2.5 mMOFRERIT I EE
BEREDENL . E1350 8PN HH(A/B): 55/452¢ 25 14 430/70, *FA51045 %
A% . 200 uL/min
UEAER . 100l
GBIk : 40°C

B 7iE

JFiE %55 AB SCIEX API 5000 ™ = T U b AT 5 HE IR itk 2 5%

HL 2 55 ESl+, ESI-

JRiEZ% . KaiR: 20psi, GS1: 40psi, GS2: 40psi, TEM:350 C, CAD: 7,1S:5500V (iF)F1-4500V
(1)
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XESCIEX)

FEFHR: MRM (IEE 1775 2R EREH0F4.5min, B 15 R ERM [ 254.558]15min)

ey %igf STE OBET MRM B THok
2,4-"HH-6-FHEFE 37 167 168[M+H]"  168/121,168/77 0.43
2,6- " RHA-A-FEHETE 41 167 168[M+H]"  168/121,168/77 0.37
LR o 5 296 355/46,355/147 0.4
BRE 6.5 222 281/46,281/93 0.04
L 9.6 227 286/62,286/46 0.83
4-FH-2,6-FHEFE 9.9 197 196[M-H]  196/46,196/136 0.06
i L 11.9 287 286[M-HJ 0.83
=hHE 12 227 226[M-H]  226/46,226/196 0.49
7 X VU DY R R B 13.1 316 375/62,375/46 0.44
JURME EPIMRMAE B

EERIEML&ZET
PR FNZS 2 K o3 DIBC BARE M 2R B AT, ZRMEVE R 41-100ng/L, ArifEtfnfE4 C HBEER)
FIETORAF, (EBRGEMET, Artd T RAE=A A, FAA =5 R R LR SR

FERA

FE AR AT AL AR I E89%~10% 2 [y I FIKRE PR 5 FLARMRYD . SR 2R T
ASHERIE A, AL RERFT0.995, ERH (LOQ) A t-iefFhittt, HHiH (LOD) =fifxm
b ERIERMEIE, SRR, WL E R ng/lL, 4-EIE-2,6-REEE, 2R i
B, A, YEAEAME RAH0.03nglL,

W R e e 13 CUAAR00) a8 Dt T ek 13110 e T e Syl [Prepr——
I
ade 2A-4 6-DNT

ATes

oy
(L)

F et
ER ]

A 4A-2,6-DNT

einf iy, O34
3

o 2,6-DANT
- 2,4-DANT

e a1 LY TNT
Y L - W " ' . T S A—
e ®d H H H 4 ' ' ¥ [ [ [

R 100 ng/LAVARMETA IR GBS T B, 0F14.55 B IEE T-RE, 4.5 80F155r bl e 1R &
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AB SCIEXARIINMER R RARELE

KRR, RS AHE S X L E sk BN, BmESs s (ESI) iU RAr RIS,
T IX R, e T RIS B APCIRIR R JEE B B APPIE R EAT LR, (HERKW,

HRHEPEARF L, FIXTMRME 1% EC I FH T il ax 28

B T IE S BOER A B s S B A, Rk B sh L ib ki

&, HikE 2R E2002/657/ECHE:, Bisdw
FERAES T, BRI

MR RS, AR TSR, A AR Ld AR A e, Kot B R HI/E350° C LA, i H.
A AL H AR I LAE R PR B Fh A el RERCIRT R A7 A2, BT AR B A b & As e D5 b . LSt

[ARCA8 (il 5y Bix LAt G Wiy, ARMEN R 5> SeAey Pk —

RAE AR FAR N Rk AR W R4 IF

Bk IR ek R, Rk, Al BARAERUMEE £, BKFERSE1006%, #E47LC/
MS/IMSr#r, @it E & iE, ek E£0.1-0.4ng/L, iH, SRR KR 5% B ik B

FHZEAR/D, UK AR T K 3 A A B 35 20R

W e Eampte 117 o8 o0 o B T BT Lo E L SE_ A BE_TEER 35,

Bten

R

. 123181

T e 1w Ln

L1111

L A
'
;;%"""‘

FE212K KT, KFEILC/MSIMS S8 i, HhimlH 8 iait 4 (HMX) |
Ik VIR IUfbBREE (PETN) f1#2:4 (RDX)

ZOKFEL TR JEE, HLC/IMS/IMSoHr, #EFEE100uL, RN B wIEs (HMX) FIikEH

0.21ng/L, FXMRME;F-Eb%40.42, SHrifEre AT 1 EL AR AFHIT (0.40),

Tiik, AW A B AT

FERK 5 2002/657/EC

1 1LY QI e [ E
B e | [T !
i Swal i [ G N e ey syt =] -
Feled vl Ky A e 1 A -
T T ey
¥ -
' LT —
s e AT 2 A P A i Mt W prutin. A
I T e s T ey | e Reatrepteri=ft
- |
! =
= o
12K EAE, LfpiEE, HTLCIMSIMSE BoHr, RITFEAMIMRMIR &G ik
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XESCIEX)

T Pl [ A A T AR BRI AT B B8 AT AL R BRI 2o Bk b AS 618 BE KA H B e B (HMIX) 7R
4 (RDX). Z XU EZDYHERER(PETN)HUSS R ELELIE o IFIOKAERTACER IG S5 R ELAR— B L EIFHAEER
Ja, K& R BRI RN T100%, (HE IR AP, kLR TR, HodrH
ann s HASIA AT E PER A

045 -
04 |
0.35 4
03
025 |
02 -
0.15
a1 -
0.05

[V

adl
-
o
=

1 10 20 100 212
depth (mj

Ilum B wwomn B aousee B pooon B pemasee lpe'mm]

PIHIALEE 5 05 . JILCIMSIMS 5B = Rk g b
&g

LC/MS/MSH A RT LA 7 5 BE E ey M /R AR AR A =i FH 2K (TNT) | RZRE(RDX), B
FEA(HMX)FNZE KU B2 7Y fHARER(PETN) 5 [ I 44~ 1 5 P O P e MRM B8 - B T LA e Bt i T
INBtrYy. it EERShEST, fEAB SCIEX API 50008 4t 1, #tfTAZhlt, WL Birdi
FEESIEM B b2 40, il LR RTAL BTG I EE R, SR15 1 LLES B prah R, 5ob, iR )E
IREE, FEHT, HERAEIEE LT,

¢ 38 o



AB SCIEXARIINMER R RARELE

5, bR R 2 5 AR 2y P o b Ui i

E
B=

S 5 BT B AR ST RE i P AR Z55R RR IS, TR AT St oo B ix S 255 Rt 2ok (F F R =, ik
B ILCIMSIMSHE A . A5 it S FILC/MS/MS L A AE T 43 SN v [R50 A - 388 s S ke i rh 55
rf 255, FRE NS EE T bR E B HOH AT A R, LR FALCIMS/MSH Aoy A A 2555% B I A
AT RS PZERL. RPN R ST [ bR T LS T e ik B IR R R EE A AT H

gl

CIE S
55Fh e 2 W1, FriEIRIEHIK/CHE (vIv=50/50) TAIKECE , Hifk VSR 40.1 — 250 ug/L.

EFXHRATRIESH E

W25 ERME S, WA, MA250ZFHHER, FToFER; 20T b 17 ik % 5
(2x50mL=& Fbe) , MW HEE, MieEAERNET, Bal2mLiai (k/Chviv=50/50) &
K, ERFESHIANRE 10 yL/LIEFR10 pL,

TEFRRIBTES &
TR AR TS i B AR A AR, SR AE I N ER TR AN, A — 2 R PR

KRTAE

e %
WA ARG R B EATN JtEE A5, @I HC18, 5um, 250x2.1mm, {KaHHAA: &F
10 MMH R EFN0.1% HERUHE4tik, B: &0.1%HERIICHKS, s 4200 ul/min, #EAEAEFH10uL,

g iE
JR (LR FIAB SCIEXZ ®IfJAPI 3200 LC/MS/MS%4%, B 5 R AESI+
F1. 55 A Z5IMRML B A8 Hi PR

Analytes MAWMiransition Hetention LOD g L™ Linearity Hecowery % Hecovery %
Time (S/MN) 0.1-250 pg L") Leek extract Saoil extract
{rmin)
Acetochlor 270282425 9.1 513 0.999 121 127
Alachlor 7028382 9.0 513) 0.998 103 103
Aldicarb 208.1116.0 4.1 50 (4) 0.9%6 nd Nd
Armetryn 22821861 6.7 0.5 [8) 0.999 43 T35
Atrazine 21814741 6.2 0.1 18.) 0.999 94 103
Azoxystrobine 404 28720 Fill 0.1 [8) 1.000 117 127
Carbaryl 202 171452 5.7 118 0.997 83 83
Carbofuran 222.1166.1 5.8 0.1 (4) 0.999 74 99
Chlorotoluren 2131721 56 0.5 (8) 0.999 81 110
Cyanazine 241.12140 4.9 1(3) 1.000 a5 118
Cyproconazole 292 0/70.0 70 1(6) 1.000 as 107
DEA 188 1A46.2 4.1 0.5 1.000 765 982
Desmetryn 2141072 b7 0.5 &) 0.999 341 71.9
Dia 17475681 7.5 104) 1.000 102 106
Difencconazole 406 08510 a7 25 (5) 0.980 Nd Nd
Dimefurcn 3392721 6.1 05 3) 1.000 124 140
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XESCIEX)

Dimethenamde 76 124417 7.7 014 0.999 69 108
Diuron 2330720 6.0 1(6) 0.998 ] 104
Epoxyconazole 3300270 7.4 0.6 3) 1.000 109 107
Ethiofencarbe 2261070 5.9 L] 0.938 930 101
Fenoxycarbe 302 2/57 8 82 108 0.993 37 36
Fluthiamide F4TA342 86 2E5(12) 0.999 66.7 100
Furathiocarbe B3 2R850 126 05s017) 1.000 116 172
Hexaconazole 314.1/70.2 86 0.6 3) 1.000 80 120
Hexazinone 2R3 2A712 4.3 05 3) 0.999 754 133
Imidaclopride 256.12031 3.8 254 0.93%8 [5]5] 109
[sopreturon 207 2721 58 0.1 [E) 0.999 60 108
|Kresoximmethyl 31428062 83 25 (3) 0.976 nd nd
Linuren 24301599 7.5 10 (14) 0.998 29 E:15
Metazachlor 27812100 6.4 05 3) 0.938 51.1 127
Methabenzthiazumn 222 1A8651 58 01 &) 1.000 T4 EE]
Methiccarbe 226 1A630 7.2 10 (3) 0.950 [+] 56
Methormyl 1643.1/68.1 4.6 10 (3) 0.988 139 189
Metolachlor 284 22521 9.1 0.1 8) 0.999 57 114
Metoxuron 223.1/72.1 4.4 0.5 (4) 0.999 94.5 125
Monolinuron 21510259 6.1 25 (3) 0.995 26 84
Myclobutani 289.2/70.2 73 13 1.000 106 124
Nebumn 275.1/57 .1 9.1 2.6 B) 0.999 70 134
Pencycuron 32921251 1086 0.1 (5) 0.999 90 142
Pendirethaline 2g222122 138 1(7) 1.000 114 113
Pirimicarb 2392720 5B 0.1 (5) 0.9939 612 837
Prometryn 24220582 7.9 0.E013) 0.999 60.4 78
Fropachlor 2210700 6.7 0.6 5) 0.996 37 102
Propiconazole 34211658.9 9.1 0.6 (B5) 0.9939 84 129
Frosufocarbe 252 1/81 1 123 5(05) 0.998 &5 111
Sebutylazine 2301A740 70 0.5 [E) 1.000 937 106
Simazine 2021A242 B2 1(12) 1.000 93.56 93.1
Tebuconazole 308.2/70.1 8.0 0.5 (5) 1.000 114 121
Terburreton 226 21701 b.7 05(11) 0.999 [:]5] 86
Terbutryne 24221862 &8.1 01 @) 0.998 61.8 85
Terbutylazine 2301A741 7.5 0.1 3) 0.999 86 101
Tetraconazole 720830 7.3 103 1.000 107 106
(Thiodcarb 565.1/88.2 4.6 2.6 13 0.999 121 123
Triadimefon 29401970 7B 0.6 {4) 1.000 82 96
Triadimenol 296 0/f00 6.5 25(13) 0.9939 84 134

ZR51E

HI T ER PO AT BB FOMRMER S 5 B TR AP PR E R R BUE, —MRIEOL T, ARERIZE R G
25 EEANLaY, AR, ERLERRGEILT, (hER AT Bt TR 5,

1. T ER—LEHAHE B 1 Tk At &

oA 174-=68

Atrazine 216->174-=6G8
Sébutylazine 230->174-=68
Terbutylazine 230-=174-=68

/ Atrazing

1. PORRE A A R IR B IR

2. LAY HAFREINIMRM, anfba ke TEAS TH, K HgEmT

e ——— P e i s -

Terbutylazine

. & 1k =
e E e e e e = e wm om o= om_mom moam om o
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AB SCIEXARIEMER B RARELE

3. AlBEEF, (HEAMHREFEFILEw N2, B ESEOXENT, TRRSAX X T
% AB SCIEXZ EIfJAPI 3200%%:, HALINAC™MRHER A, AESKAER XTI, TRV, B
MRMEYGE R H10ms, WAL K ER X THME,

PAsthabanzthiasuron FEEABHL =

i B T i 222185

Fanoxycark 20 2 e .

PASthomyl 16385 e IDH’EH 10 ms P Cisas ol

Thicdicark e =]

Tasrbswatylassin 230 T4

=Ll =] Y] Benzimes 23071 74 -

Aarazine Z1os174 s My labutanil 288/70

Trioclirmsscel ZOES S0 i )

Tk o sz o e ] Ny 2= o

g o o o 1 i e ZRZF T

Fa s v Oy o e EEFFl] =

Pyl ool st il ZEHRFTO -

Pl s b i oy 220572 =

v lear thvcsl va rcers Z13IFTZ Tk k a
Diurcn ZAZ/TZ Tebuconazoie 302/70
B s por SV LA R EQFFTE

Firin corts 2397572

F2. BAMEFE It A
P12, i B FIMRM & 35, BT RA

MR- Fmiz70, A% X THHLE
AB SCIEX LINACHIEEH RES TS RAZF BRI S

LINACHE 8 3 B R A AT G 28 P0G, LA AT e/ NMRME S B2 B (8] 1 S B 0 3R RS, 5
e AT RIS T 1006 MRMBS F-xt, T ASFRAER G, DRIkt T Se BRI s B il 22 45y B b, (I3
REATWIIRI TR, B0 Brh s Bhrd ki, ik Eek % e MRMAYEE B 72/, A
REfRAIE =/ S2 0 SR ABR il A,

T R AR S AR TFA0, A RER R & AR E BRI B, X 7R Rk &
By EX ARG Ed, BTEEHIMRME 7345y B 196, 56, 194, ifiAHRLAIGE S 18] 59 BIE5,
30, 100ZEFp, |4 AN [ ATE B2 B Tl AL 63 B BRI i 5 B0 F € e, 400 R TR0/ N S PO, HE R
BEAL AT H e s PSR U W B AT/ \ A 2458 S0 R 1 2 S L R OSSR GE B, 6 LA 24 0 SR e ]
INTAOZERIIN:, A S R S, B K R SCIRTEW], (Er Bl 22100 2 Rl 2558 A, vERgE

19 ransitions

Cyele time = v, OF ransitons x
henl & pause tme )

s time {tnes between each MRM) =5 ms

BRI A 302, BEREME g BAL tHFRAYESR, MREPRIEE e i B,
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o 1800 T
- e ] 180 4 _.-"'. i
i s Ty
1kt wn | vl 100 S e E::num
ol 5| = | E _:_ Solution 250 ppb 1m0 i = slimond
£ 1oes — l'"m' [ - Dmatunaron
g o Jr ;
" b ol
2 Oud M-:lf e -
T T T TR mn 3% ’ o g 0 an ] & 108 0
B3, =A-5LUsH) MS/MS (MRM)J5 72 P14 5 B2 ki) e 4 PSR Il SR 8052 0 52

N PS5, BE B IADA E A HH BRI
ERFmI T IEERPRAKXERN SN
El62ER o5 R 255k (R IR EEA10ug/kg ) HIEE TR GIEE . RBLT (65 25k b f I
AT oy BT 2 5 B A vl R . o REFRIE.
LA AR AR — Bk AR, R UL T IR AR T A b 2 A 05k BN, AR R

O e ek B LR e b B | D e s 1 gy 1 W PR
L8sd
et

PAed

L2 T TR

20000 l )

5 LR 1
na F 4 4 [ B 10 12 14 £
Tima, min

AARHEERY, RUEERSPER,
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AB SCIEXARIENMER B RARELE

6, LC/MS/MSEAAMFNRLNR JBR 1L K P iR ™ 9

(¥ EEPA 53575 %)

El
B

FEEEPA 53575 1 3 22 /0 A ik /K RN it 2 7k rp G Il 2 [ e 350 O Ak i 7= e T i (E S A) R B B
iz (OA) . BEMEEPERHIFEHA TR H P RENERK, A%k, EEREER R SRR, C%
fe. SRR, FrA LA YRRk B B/ ik B & (LCMRL){E0.012%0.014 ug/L 2 [l 5 [F 75 bt
B T ME R FME R SBRIRAASII . AR R REIRESARI T HZESA,

B R i, S RESATNC S ZESAR T B TR R Bk & (B1) dRHAHE, KA el
65y Fekath, #A AR IR e i rs g 7-m/z 80F1121, ARLL R RESEittl (il o B ke o (B12) .

gl

I i 5 Crammge <2 FT 00 Do 1. 4000 i o, 70 e s Bl [T 6T A 10 s R LD s e Sarvpie B P00 gL, S| [T ™
1_'? . s ] , i 1 el W"..m [E 1Y
b = b HE J--. I..H‘ - mmﬁtu
it ) 1ies T ul" N Messtachics ESA
sow 1T - 1w - _ Msisleshios GA
B W I M0 W W 0 DD M B0 B0 % D0 el n v it =
W - ki ) O o83 FT 0 oy . o n..-n::-umr:nw [T TS| 0wt &
P Tl i
1 - a- -
Ty i o A
¥ hat 4 el
T = iy
ko o 2am e ———)
v I 1,
i o L] L] L] i T o LS b1 (R d ¥ m ey & 4 L] a W W W W W D ey e Eal
e | Tierm, min
F1. PEEZESA (k) FICHEIZESA (T) W18 2. aikkih . Restek Ultra C18 3uym 100x2.1mm, #
T E BEVEML, PIASTR 5 e ik B IEESA Fl C B ESARY 4y 85

B 1i8%13.5

WL LR S Mrbr A SR SE bR ke, SRR @ISR B R e . B PR
T E Y, WERRESARIT & Fm/z 158, 160, 176, MBI 8Fm/z 144, 146, 162465, {H
XTI A nm/z 80FIM121 R 4%, R ERE; ARk BMSr =&, WAL A LR E% s
B, HRBESE Mk,

2% Rk S HLROH E bR s A s e B - dmailsonz , s T RS BT i [m] 32 S0 DA R R bR R 1
R, BARRA T B BB AT,

LISk

Ji it % FHAB SCIEXZ w]API 3200™ LC/MS/MS £4:, B HR.: ESI-, REHK.: MRM (B4
FIMRMILZ1) , BOUESHChH: <. 25psi, WiFHE: -4500V, GS1: 50psi, GS2: 50psi, Ut
. 5000C, fil%<: Medium, ZEREAE]: 50ms.

TRAH TS R0 H 2 EI1200 0 IE RS, WA BahdE s iR, @ikt HRestek Ultra
C18 3uym 100x2.1mm, {HizhHHA: SmMOBREI4lik, HahHEB: HEE, BAEIEl, BEFRiE2, it
FEAFRCH 25 L,
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_ASSCIEX)
1. BAZIIMRM

Hrd MRM1 MRM2 BT RIEH
H # 2 OA 264/160 264/158 0.24-0.36
CEHREOA 264/146 264/144 0.23-0.35
H L IZESA 314/80 314/121 0.28-0.42
SN ELZOA 278/206 278/174 0.10-0.15
CHEESA 314/80 314/121 0.33-0.50
SN EIZESA 328/80 328/121 0.32-0.48
T HEIZESA 300/80 300/121 0.24-0.45
THRE(NAR) 356/80

F2. WAR IR A ARBE ER

FiEl (45) i (uL/min) A% B %
0 250 80 20
4 250 70 30
10 250 70 30
15 250 50 50
17 250 15 85
18.1 250 15 85
28 250 80 20
HmaTb R

JKFE B AH A B/ ERestek Carbora 90 mg/6.0 mLA<HR [ AH/MVEAE R, Z&2E10mMAEY LR
B E20mLIG L, P30 mLAi K i, AEREPGERED A RV /MES TS, B250mLkEE,
A25-30mgA Lz, FIAIRA R (REEA12ug/mL) 5uL, BH)E, B (EzhhEA10-15mL/
min) . EsEREfE, F4ks mLeli—k, HHERWRT; JEHE10 mMMOER I 15 mLdE 7kt /b
B, WedEbkpkie, whitikiEkigd (60-70°C) HASRRKR T, &EHESmMMOBRENKERZE1mL,
s #,

TE A IE # 2R 3L
FHESMM ORI K IA TR e B 7S A AN TRl B 4y 511420.5, 1.0, 10.0, 50.0,100.0, 125.0ng/mL), 7
ERRIEMZ, WAL, HRPEARSE R K T0.995, fif &k EEIAE, JHORAF(E4 CHIREEH,

Wit

H THN Bhsi MR, 32 G I T E R o, X B BRIk E40.013 ug/L s
LA AR A PATRTAC RSN, PIRTMRME - Y 6 I R (5 LL SR K T-3:1, 11855 [ EPAS3575
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AB SCIEXARIIMES R T RELE
%, R E R/ NVREIRE (LCMRL) , Frf BAs4wrots HRAD4F10.004 g/l (W33)
RS HBR (pl/ AR R (uli/

ALY LCMRL L) ) b AR =R (fg)
R % OA 0.013 0.868 0.003 86.8
LEIEOA 0.014 0.843 0.003 84.3
R IZESA 0.013 0.569 0.002 56.9
SR R ZOA 0.013 0.651 0.003 65.1
L HEJFESA 0.012 0.897 0.004 89.7
SFHNFEEESA  0.012 0.576 0.002 57.6

K3, LAML A E B R
FESE R M, BT ESREEH RSN, H— A E LSRR E BRI s U2 ol TR s
Yo, BLRGREEAO.2pg/LFEdh, dilER o, HRHLEIM: (%RSD), kA B brild bR R briE

2%/ N T20%, XHEAREVEIE AR AT 5E, HEfh. SCIBdE k4.

H 4 EHEIKER (%) RSD (%)
H 5 OA 96.6 8.5
CHJEOA 97 8.9

H R IZESA 925 8.6
SR EZOA 95 8.5
CEFZESA 94.3 8
S RHZESA 94.8 8.9
—HRRZESA 100.1 9.2

A, LA A PR RTACER I 3
&k
MR ER BRI T2 B oy, (EZELA8/NM I it B rh, PR G iR B i 2 A5 R
—Fet, H RIS AR ZE ¥ REIA 2 3 E EPA 53575 iR ZER, AnR ARk AT € S o AT
AB SCIEXZ ®IHJAPI 32005 1% A Sl T8 K iR e MR Ba i — Btk , IRIEQCEHRIIEE R, wILAT
WLV 5 Ak rh X e RN, A AE B FIEL G, X o PRUE Bt v S P 23R,
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XESCIEX)

7. LC/MS/MSHrHr ikt b it 2mit & (PFC)

E
B=

SR YIERCSH/\ T2 ERE, mTPFCHIBIK, BRiliFeR, 1EARMEP 5B k&
MTL58 8, BeRhlsh, KEFBELE, EAhrhRIEMTAEFRR KK, b LIesml, e 25Fnk Em i
M SCRTERRA . Dok B SR TGP ah . —LEIPFOS & AR A DE TR H i) {Z N T -1t
FHL, Fah i iE R R R AR A R, SRR A EHD T IZ R BIPFOS, PFOSH AR R T
REERARH £ S AR AL RE, 7 1k ok e B 2R b

AEA BRI, R B EA AR T B A AR h B RE B RIS B 2 — (BERE R 29110
kcal/mol), X {32t & Wi LA R &S RENE, RERAZmavnih, S, LB, ek
FRES S HEED AR VR TN AR MR (FE PR E 428K

PFOSUL R Hofth 2 58 2 T P il — 2R PR AR A HLIZ Qe i, WS RM, PROSRN{H £k itk Ak
AL SR, FA SRR A R AR, B RTHSR R R IR R R G LTS G 2 —

BT UL R, EEER B, PFOSBIH AR AMANLIG S (POPs) , FrAMANLTG 4
(POPs) f5Hi AfFAE TS, i BRI, JFxh NS HE R IR TG AR L2 i .

gl

L2 B R M B
£, BRME, e TR REINERE AR,
£ WO, BRI e R OB S HOR .
B CPERME, el - ENEREE, XAORERE TELMESKRKE, mH e LK
BB — X,
2006412 H 27 H IE A2 A I R I AR 80 R B €O T PR 1] 4 9 3 o B R B 45 S (s 4R 40 (B
PFOS#E4) 1200846 H27 HIEXSEHE. #4ME, LAPFOSAMRM RS E21Y, il s ia s
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AB SCIEXARIMESTBRAAREE
T8t 0.005 % R AN FF B 85 5 17 75 B R4 1 i v £ FHPF O Sk B s i i 55 slitB i 0. 1% 1y, Wik,
mh PR R B B TSR VS
BEFUERE, BUE S % EARE S Mo Aridi A T PFC s T2t A it g & AR+
KEBFENEAIL S Y, i Hobr AR R, AB SCIEXZ RE . TLC/MS/IMS/HHrix 2kt &4
[ B ik, SR T R4 R Fk £t

LR AR}

RN EVWER

L7 NER (PFPrA), 2% Tl (PFBA), &#JXE: (PFPA), 2% MR (PFHxA), 2K
(PFHpA), 2#El2 (PFOA), & TR (PFNA), 2% (PFDA), & T—%il2 (PUnA), &&
Filiz (PFDoA), 4@+ =hifk (PFTA), && HIUkelR (PFTeA), & T Hi%E: (PFBS), & ek
(PFHXS), & ¥Hehkls (PFOS), 2mSheile (PFDS), 2w rikiitlz (PFOSA)

HmuErbiE

P A A HRECE HTER IR AN R M BHIOB R 2 a3 anik i, iR, X oA st A e A
fE, (EMEEAS, ATRESIEMLC/IMSIMSHIA IR 5td, o Hritah B9 RBUE TRESERIEL, FrLURMEE
0.2 umpy it gL 08, 2RI TFah LA T UM EARAE U (RPFIWAX)  #EAT A5 B B sl AR 85 1
T A TR AR (AR AR TR AU, S A B

THEEIE L

HA RGP TR SRNELS, gk, ®EH, JEEHIEeE Xk,

ARG B#UFLC XR&SE, @AilkH:: so#rH::. ZOBAX Eclipse Plus C18, 2.1x30mm 1.8um;
TRWLFEE: ZOBAX Eclipse XDB-C18, 2.1x50mm 1.8pm; kEil: 60°C, el A& LBk
ICHE, BREEVENL, FEREARFR 20 L,

&A%
AB SCIEXZ\ 714000 QTRAP® LC/MS/MS 5 IBEPOAR AT ik 2245, Hugg 5% ESI-

FHESH R MRM R, 2MERA: [M-H —[M-H-COOJ, &k, [M-H —S0O, &
FSO,

RO

E
F

SN,

SRR,
}gf‘}’f\'ﬂj’_‘ifﬁ*‘;ﬁﬂ_
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GEES Research Centre Geesthacht »

PFDA
PFOSA

PFUNA, PFDS

—— — PFDSi, PDUEA, FDEA
— PFDoA
- MeFOSA, MeFOSE
= “Etrosa EtFOSE
PFTeA

B

=
—

+4B-4 152872353 -

— PFHxDA

lutz.ahrensiffgkss de

PFOcDA

B

TEZE2EMEY (PFC) HILC/MS/MS.G B it &

h T =BT, AT AR RGN L, BIMA R AR R S AL, T
W PR B THRARIRE AN AR 2 & H O 55 A bR A OAL s oy AR B RE s X AEA RETE 40 PEARAC S

TN o

PFOS
- r RS e A g v e AL e e S T
Blank - 5ng{L
£ “; : -:-u-lx ]
- o)
- o)
g B woa-1mg |
§ = PO T I
i PFOS i
- . — Ie_rE i
.| isomers ""-\-.‘_,_‘_. |
. wl [ 111,
'} o ] L [ (1) (1) L L] L [ LT (1]
= = =
Ot Tt i Rl ordens of fragnituds
i -
-
L

e 48 o

Hb B
H &t

] —— M usme o | —=Tor— S REE e
- Blank - BnQFL
| | s fznr
| s

5 el E ) |

] | ] |

§ = § =
-l -l
wk e i

! L] o
- syt HERE
ol ol

e | I -

- ERCEEE S

B i AT o e ™ P S -

= Cver tour orders of magnitude

"

1

-

ol = . - -

......... 3




AB SCIEXARIENMER B RARELE

PFHpA : PFOA 3 PFNA
: Int. Std :
13C,-PFOA

~ PFDA S PFUA . PFDoA

LC/MS/IMS 4> #PFOSFIPFOARIAS HY PR B £ P 1F ih 2%
HFe Ak BB s 2 mAL AR R (10ng/L )

&k

LC/MS/MS ZGiAE MRS AL i ft ety (PFC) B, FBLH P R A R EAEREE s it
A it i AL B R A B R B P A 2 50 5 i RAEEAB SCIEX 2 = R PUAR AT BUEAHIE A, AR K ek
E T oA EE R AT R, i ELRE ST PR S TR o W S RSN . AN 2 N BRI E R A 2R
LAt LA ROt R S S O 55 #r 85 R B2
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8. WP VIR ZMLC/MS/MSH T 5 s

E
R

g LIEIFRIBER Y W AR “A B AEENESIRR” , HILJUVERBE T ar "
" HIREE RN T ek B, R E (AR, KR 2R 6, IR RS LA
ek, XERFREHACMRSENAILLAY, NEM TER WRFERVIR)ETRES £ Fhh &
PG, VURTEZATY BT 2R T DU A W 8 (R B R I R rp e 2SR i 2 2 Ao
B, B S A AR, X SeB R Ut B I BT DIk RE R, milad T kR
&, S ARSI fEE .

il

EF TR

PR — B AE S R IR, R ESARS M SRICIRIESEIR, P A R B EY S
A—AZR, EEARIER. P, Al MRh . MR, RS, SR, NEWEE. K
B,
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AB SCIEXARIENMER B RARELE
EENRBSENFERTTE
e

%—3 &

PR EaE e S EP% Eay

BFENLESERH S ANE
f‘.‘muntlm Fish Poisoning

Marine Algal Toxins ; P fiia 4% (CSP)
Amnesic Shenish Poisoning ALtk DK G L€ ‘L* 0% | .

.-*-x‘\

=L

Ciguatoxing 8
o Gombierdigeus fogou
Domoic Acid "“Wﬂ""f"‘*; PP Azaspiracid Shellfish Poisoning AZA135:3 (AZP)
Diarrhetic Shelifish Poisoning HEF ﬁmﬁ% (DSP
M ﬁ VA
Okadaic Acid Azaspiracid Frotopendinium crassipes
Neurotoxic Shelifish Poisoning W%ﬁﬁ %(NSP)CW“: Imines N R e
-JL:,'Ir'::‘-\E I‘ T "-13. - -
Birevatomin Karerva brevis Sparclide

Paralytic Shellfish Poisoning Rtk &L (PSP) F-mmm:ins i (PTXs)

R B8 I @

Dinophysis acuminata

Siandtoodn Algxandrium tamarense

Rkt HIFRR--ERE
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RIKFHEY SR
KA FR IO, AR asr (beand, %) f(E& BRMR BRI . ki)
V)RR

HaEsE BERESE
cIJ.;_r_m ?H H,Z ©

A._‘_N,’ H
H
Cylindrospermopsin
AEMEFZESaxitoxin (STX) A B EENeosaxitoxin (NeoSTX)
HN_ O /LHZ
Q N
HN " NH

/—NH, 7]/ ’

HNZ NN - of
OH HO—N o
OH

HN
i EH £ Gonyautoxin1 (GTX1)

NH,

BriEF EGonyautoxin2  (GTX2)
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AB SCIEXARIIMESITRRARETE
B4 3% Gonyautoxind (GTX4) N-EER S E PBtR B EGTX5(B1)

Glu Mdha

microcystin-LA Leu Ala
microcystin-LR.  Leu  Arg
microcystin-YR  Tyr Arg
microcystin-YA Tyr Ala
microcystin-YM Tyr Met

FIGURE 1. Suuctures of five microcystins by Botes et al. [1985].

G == P ===
MEESEH-LR MEESHE-RR
COOH CHy @ cCoan CHy ©
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% 1 HY ]
i 5C 1] CHa
] CHy BCH, ¥ W Hat ,
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I ’ wh 1l Clly Ll
m )
4 CHy Gy KH NH
CHy CHy NH NH 0
[1] 1] Coon L
. 0 coop © Ny HHz
Rt Hal ’ Nl W [P 1]
HN 4] WX
P == P ==
MEESE-LA MEESR-YR
COOH iy o
COOH Cly 0 N
1\} 1] ol
NA i e, Hof 0 oo lllr"( N
HsC 0 CH; .
0CHjy s 0 HZC 0 N CHs Al
3
- c, N Cly €y N 1] ]
] CaE
CHy CHy 0)\)‘“7‘)\){“ il [ 1
CHy O  COOHO CHy WX "
H4C
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COOH CHy 0

“ ¢ GG Gl

NH CH, NH

CHy; CHy U)\F)HTH\TNH CHy Clis \||\i/J\r\_||
1)
CHs 0O COOH O & Cool 0

1 ALC/IMS/IMSTEE R HIE A B S ENESERE

T 51 D 2K 35 25 R 1A 5 F P A Y — PRI T MR R, BLAb 22 My R SR Bk s IR NS (L &4, OA
ShERER 5y, PTX ARy, YTX AR &4,

AHBLHEEE (OA) EE (PTXs)

CHy

0 CH; CHj

MHRBERFERE (YTX)

HO3S0

BN ERAALE
/K RE A TR, BEOBR R THOINIE b, 78 1E e BRI AIA D, B R, ki ik
T, AEChePRARIE A iR iR, P RERGAERE, 1$0.45 umikiss LBtk

WA E
Bik&H
By H20-AD ZTT i IR A AR 58
ik . Waters Symmatry 2.1x150mm 5um C8
Falid: 250%
BEEEAFR . 10l
Al : A/B=7K/CIE(pH<3), #5E 5T
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AB SCIEXARIENMER B RARELE

i1 (45) 738 (mL/min) HBNFHA(%) IR BNAHB(%)
0 0.2 20 80
10 0.2 90 10
13 0.2 90 10
13.1 0.2 20 80
20 0.2 20 80
Bk &4

AB SCIEX API 4000 & ExPUARAT BT 2 4%

B HZ4. 1S=5500, TEM=600,
CUR=10, GS1=50, GS2=40

B R ESI-ESI+HIIAA

FHETHA: MRM
Q1 Q3 53 Bt Rl (ms) DP CE ID
877 823.8 100 100 35 PTX2
877 805.8 100 100 35 PTX2
508.4 490.3 100 210 46 GYM
508.4 392.3 100 210 51 GYM
803.5 2551 100 -100 -66 OA
803.5 563.2 100 -100 -60 OA
—MHEEYMEETFRE

E ror E

2 LC/MS/MSEIFfathZMisatEENETE
S
WA € U B HE — E s TR R 5
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XESCIEX)

4. Hypersil BDH-C8 150x2mm
Al : 2mMBERRE+50mM R (pH=3), HCHEHEEBE5-95%

AEA
=T T

Fresums | PTXZ

3 LC/IMSIMSF ixathk B G EEMNESTE--MEENLREE

SRBEE UL 2R3 3001 1 A 3 T B AR B — ZROKIE PR SRS T a4 . STX, neoSTX, GTX1,
GTX2, GTX3, GTX4hREHEFERELKAER, deSTXAMRAFRLAELER,

H BB &
FRBSIO AR TR, B0, B ERIEHLBAE R, Tt 0.45 pmElE b FiE o4,

SN by

XREF AL - FKIFEIL A Y, fERMENE ERAERE, BILUHLC/IMSIMSHHrix i 2emt, Xt
AR R T m . AT R SE AR HILLIC il A b A T A T 43 B, X P2 B 17 €4 T A e 7k
ETERI A LI A A AP TR .

WR7GE

5H#:20-AD T & iR A R 42

ik AMIDE-80 2x150mm 5um C8

kR . 25/

FEREARFR: 200

WEH: 0.2mbL/min, Z5/7k=62/38 (2mMESRRE:, pH3.5)

g7 &

JEEEL . AB SCIEX API 4000 = T PUAR AT H X IS 35

BB ESI+

BRSHC

Curtain gas=10, Collision gas= 5, lonspray Voltage=5000, Temperature=600, lon Source gas1=45,
lon Source gas2=45, Interface Heater=on, Entance Potential=10, Collision cell exit Potential=3.5

KEFHX: MRM
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AB SCIEXARIEMER B RARELE

Q1 Q3 OF B I 1] DP CE ID
300.2 204.1 40 75 28 STX
300.2 282.2 40 75 27 STX
257.2 222.1 40 60 34 dcSTX
257.2 239.1 40 60 23 dcSTX
380.2 300. 1 40 75 23 B1
380.2 282. 2 40 75 20 B1
316.1 298.2 40 60 34 NeoSTX ,11-OH-
316.1 220.1 40 60 34 NeoSTX ,11-OH-
273.1 225.2 40 60 35 dcNeoSTX
273.1 255.2 40 60 25 dcNeoSTX
412.1 332.1 40 55 21 GTX1,4
412.1 314.2 40 55 30 GTX1,4
396.1 316.2 40 55 22 GTX2,3,C1,2,B2
396.1 298.2 40 55 30 GTX2,3
353.1 273.2 40 55 23 dcGTX2,3,C3,C4
353.1 255.2 40 55 30 dcGTX2,3,C3.C4

GTX2 lB1
| ||
I| GTX3 |!
deSTX
delGTX2

ci I
l | e e \' —
T——— T T e —— — z‘_”',' ..2
| “ (STX
'|r/ [ AN I\ 480>300
e iy
” / 100>204
|.L. WL L PO - ey 353>273
| fn B2 NEQ
’ LA I\ M\ 11-0H-STX
”h A TR 5.8 Dy’ 3065316

fl deGTX]
, N deGTX4

] @
s
1 B
——
P
::§
o
o
()
(=19
[¥]
=
m
o

J16>220
JGo>289

Time {min}

ST caizEE A = S OPSN e g

o B7 o



XESCIEX)

9, JKIABEH 3P 5 1 R I LC/MS/MSXE 5 53 Bt

PRS- M ISR R, PE—ALEUNT, A 1K REHAE TR, i
TERRESE, BT AR ERITRESR (M#EEER) |, TEEFRCMART P, Bk
LR COAVE £ B SO B K MR ST E 22—

AT5 5L T HLCIMSIMSE Say Mok Shsih =iz g B0 ik, BN MEE%E#HH-LR, RR,
YR,

KEHE
Bt
WAHGTER . BB TICEER ARG
a4 . Shim-Pack XR 2.0x50mm
et A: &0.1%TEKIER, B: &0.1% TR CHEIER
Wik : 200 uL/min

Bt &4
R Z 55 AB SCIEX API 3200 £ BEPUAR AT i it 2 5%
EEE;E:E&: ESI+

B JRZ%. Curtain gas=10, Collision gas= 5, lonspray Voltage=5500, Temperature=550, lon
Source gas1=45, lon Source gas2=45, Interface Heater=on, Entance Potential=10, Collision cell exit
Potential=3.5

Q1 Q3 JE R It 1] DP CE L& aR
498.2 135 100 120 53 MCY_LR
519.7 135 100 120 50 MCY_RR
523.2 135 100 120 60 MCY_YR

FRHETH: MRM

X P
sl =]
WX of «MAM {3 palen] 4§98 T7135 0 08I0 LR Nam Bampis 4 (ETO00Tief DaaC URY Mes TIE pga
S/N = 7.4
0.2 pg/pL
WXIE ol MU (3 pain] 408 IMIT O 0a 10 LR fiom Sample § (ETOAGA ol Batal U Max, 105 Fcen
5f/N = 20.7
0.5pg/uL
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AB SCIEXARIINMER R RARELE
MEESELIRNEERTELER

FETS  HEMIREE(ppb)  EEWHC CPEmER EIME (CV%) e Bf

1 0.5 30of3 5.46E-01 3.14 109.28
2 1 30of3 9.70E-01 5.27 97

3 2 30of3 1.92E+00 1.93 96.13
4 20 30f3 1.95E+01 0.61 97.29
5 200 30of3 2.01E+02 0.39 100.3

R R -LREMEVER0.5~200ppb, HEHLPERSD=0.4~5.3%, #ERfiE96~109%.
MERFSHE-LREFMTHFRNEESTER

[ T it s TE o o g T = - S e ey e WA T et T i

Rz RN DN 2B R EE TR TR
TR BE BT 1S R P R R R - LRI 250.63ng/mL, EILPERSD=5.7%, 25 % H il
P H-LRIVIREE H4.2ng/mL, EHPERSD=2.9%,

0.2pg/uL

0.5pg/uL

T R -RRAYE & R LR

FERFFS MERIREE(ppb) EERE  CPHEmER EIRE (CV%) TR L

1 0.5 3of3 5.99E-01 213 119.71
2 1 30of3 9.90E-01 1.58 99.01
3 2 30of3 1.66E+00 1.29 82.78
4 20 3of3 1.96E+01 1.41 98.2

5 200 3of3 2.01E+02 0.86 100.31
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=
_AB SCIEX
MEESE-RREMTEEO0.5~200ppb, EIMHRSD=0.9~2.1%, HAFHES3~120%,
MEESE-RREFRMFHNEESTER

~/

[

(RCZE T V- R Y DR AES] 25 R E R R AL R

RS E BT 1 SRR P R R T R -RRIVIR 5 0.6 ng/mL, FIHERSD=3.6%, 25+ H il
FEW T2 -RRIVIR B 43.6ng/mL, EHPERSD=5.1%.,

- W ib - [} ] ]
e =|
L} i 41138 fam 11870 cu L
LEL R B . 0.2pg/uL
. X UL | i} o " iTo e : w
5iN T

0.5pg/uL

FahF S HEMIREE(ppb) EERE  CFHkEmR E=IE (CV%) T L

1 0.5 30f3 5.75E-01 5.43 114.9
2 1 30f3 1.06E+00 7.46 106.4
3 2 30f3 1.87E+00 3.84 93.67
4 20 30f3 1.67E+01 1.07 83.37
5 200 30f3 2.03E+02 1.34 101.66
BT E-YREMTERI0.5~200ppb, EHERSD=1.1~7.5%, #EMfiE83~115%.
HERSH-YRERMFMERNEESINER
|
|
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AB SCIEXARIINMER R ARELE
(RCZE T VT ) W ORERAES] 25 R EE IR AL E
E R E BT SRR R R - YR FEH0.66 ng/mL, EIMERSD=4.1%, 2585l
T B ZH-RRAYMRE H4.6ng/mL, HEIPHERSD=2.6.1%.,

&ig

LC/MS/MSE &4 Mriliie W2 E LA RIS KA R EFRZ KA Y, BAENEIE
PR R B, AB SCIEXI 8 BePUARAT 5T 18 HA W AT A e fa e PE RN I, mT LA 5E 41l SHREE
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XESCIEX)

10, KRB A RIS LC/MS/MS 43 B J5 1

E
B=

A B — R T DA IR AR, (e AR5 B R T —RBAE B I, e TR CAscs A ik
PLEE, (Hid B A T AT AR KA E, LX KW FHEREIKRIASNT, & ok &1L,
FEEBORIAEE, R SRR A N, SEARAR BRI R R, 18BN & R
FEEAIPBEN, FUATRA A B E R IR iz ey i

gl

LTk
RJF e T SFE R IR, Sitan
FAEZH] (methyltestosterone) AERZMT (Testosterone propionate)
DI:| o
2 Df{”\ﬁ

of‘ TR

£7ff (Testosterone) KAH%d (Metandienone)

D.—-"’

#{&ER (Progesterone) % (Trienolone)

0620



BT

1X%% . Agilent 1200047¢ £ 5%

tailktE . Waters Xbridge 2.1x150mm, 5um
WA A: K(0.1%FA), B: HliE, BRI

AB SCIEXARIINMER R ARELE

ek iR] (57) (i (uL/min) A% B%
0 200 25 75

4 200 10 90

9 200 10 90
9.1 200 25 75
15 200 25 75

EREESE

R . AB SCIEX API 3200 £ B DU AT bt 25 1B BT i 22 5

%%ﬁﬁ H ESI+!
FRHETH: MRM
BFIRZHLC

Curtain gas=10, Collision gas= 5, lonspray Voltage=5500, Temperature=600, lon Source gas1=50,
lon Source gas2=40, Interface Heater=on, Entance Potential=10, Collision cell exit Potential=3

A B EEZRIMRM
Q1 Q3 Dwell(msec) DP CE Name
271.2 253.2 100 60 28
Trienolone
271.2 199.2 100 60 32
289.2 97.2 100 50 30
Testosterone
289.2 109.3 100 50 35
301.2 121.2 100 50 35 )
Metandienone
301.2 149.2 100 50 20
315.2 97 .1 100 55 35
Progesterone
315.2 109.2 100 55 30
345.2 97.2 100 55 36 Testosterone
345.2 109.2 100 55 40 propionate
303.2 97.2 100 55 40
methyltestosterone
303.2 109.2 100 55 35
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XESCIEX)
A A EB R ETRE

B e Tt e L -

RN RO RN i nddni

&k

XS B [ B Y B AR PR AEO. 1 ppb LA T, ATLATE Al Bl i ] P S0 7k 158 S5 By A 1A H
BRbwifl, T PEIAE H A S B A4S R (0.1 ppb)
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AB SCIEXARIEMER B RARELE

11. HAB SCIEX 4000 QTRAP®H; A iifi & FHUE
AP Gk Y

E
B=

SR 7K A Gty 5k B AR IR W A58 140 6 SERNRR SR W TR R, ARBE K A 7k i Gty ik B
AL RN, A 2 SR IO RS HER B, BeAh, SR 7k v 5% B8 A A ve 250 Ao IR bR e Bk A
HR AT, AR REME PR BIATS G B, A BT Geit NRIERERTRZI, FTLAER A 42
HESE AR 7K Hh £ 55 B A B A ANRTIE 5 75

gl

18 F &5 B & IAIMS/MS 31T 5% BB M1 A9 TR X FnERIA

i 22 5% B8 W 05 1 2 — w8 PR W R B 05 A T, BT S o U e B P O R T R ik T
AR A2, et AT s BEAh 5 ikrh, B RSk il R SRl MR IE RS IR 8, A
REMERAIN AL 2B, ARBIERFAE IR ZEE H —E el (<2ppm) , XEREPRTBHIN SRR
HIARBEYE, b EoRrEdE, Rl—RR RS, SHMARRCE RIS (Prometrynfiidi &
Hr)o EMEEREM T, MR BURERIE SR ADEILAA, &2, AR R BRI SEAE &
TR B 75 et AR AR TR, HEARRER AR, R, B R G T8, XMAME
AW R 8, REMFEJLE—8 (E3) . ZAifiPrometrynfik f K EA 5E & AR 25
JrikE e (&), BRI B A ) 2Rl e A T R A AR A — R 4 5 2

-] Terbutryn T f: Tarbutryn
o TOF-MS = MEME
: s =
- = |
R i L
iy rea il [

R T T e T T e T = L3
-] Promeuryn 7| Promereyn
- TOF-MS nea. - MSEMS

e W T
I
13 s - - e
1 1

1. 43 B Prometryn (#2524 Terbutryn (T )ASHS i 5S40 5 1 Fn 20 5 3 (%]

2000 4 myore thian 1500
compounds have a
similar molecular weight
of =250amwu

1500 4

frequency of cccumence
o &
3 3
A A

200 400 600 800 1000
o lecularweight

2. 4> T8 1E100-1000 Dayi Bl N L A 4 5575 3. Prometryn i B S B T (Tl &, RS RIAHZE6
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XESCIEX)

w
FEMFETENE BRI BME RER A

BUAEA R ST IR I T2, 05—y Dt 52 4 R ST & W Bk R HE AT U L
P PR A I I, O R 5 B -0 I 4

RS N A, 4R T R T

AR TR, MR TR TR, RS, [ MAM Surver Sean

P18 T R P E TR e LS ZE, CAEATHIA ya[ —-

e T (5 5 1A 00 LA T A SR A — e s 35— L e

i A % B bR sk Bk G Tk, T ik I

BT R HER LA T8 T (SIME g T-

W) skFREE A (MRMZ S WMD) sclsy, @ Threshold Sfc‘?j:;
i T, BBAEEEMRM T i, k5 Ry o LA e

F 3R 48 B B AR, 5L A R I B T ]

e B e TEI, b W SRR R A 21 B 1

Dependant Scans

TEREF, M B T T R R, Rk R R e I R
PR ATRI G, CAEATRIA e T R, A s i B

A EhAHEERZNRE, DACRUEF & 1 0k (& fnE —, P
CARDfEAE S i, W RETR AT stk 47 FRHE B AT A, 4. % B bk i T iR
&4, B AT TR B C A 2000 % LA 1B T RS E L,

X P ARZAB SCIEXZA HIQTRAP R A I A, B AR BEVUARAT U b R 15 25 bk 8 7B W
RERL AR, CHBRRIRAT IR 2A BTMIRE, BFAMRMEA, RIS A& B
FflThRE, AR B4 (EPL) |, BT AR 2EA T PUARAT i in etk 25 7B, /nMRM-EPI
M, BT T MRM AT Y R BRI, RIS R s R BUERIEPHIfhRE, MR % T
% B4 el O A AN iiA T A,

KR E

h TR ERRREE, A5 T RSN E e AR IERREL, B IMERAR (il
IR boIn T L SRR iR

BB A X

WA RS, BEICEER A520-AD, f HohdbbEss, A .

EBTHRMRSIAA: SA2mM R4k, B: £0.1% PRI FEz

e 7R sEA . 4k, B: £0.1% &kl

% Ebrifih & T4 (A TRERE 5 5% FAMerck 2y RIFIC18 itk ,  FACH B BE B 5 (33841200 pL/min
AGriE, S HrE .50 %h) , SRR 50 L,

WHL A T v iR 05 SR R (A T REC 18 (50mm 5um ), #4740 Es, FIRIHE, (741200 uL/
min) , BEEEATE1643 80N 25% BFFEI100% B, #EAEAFIH50 L,

BTk
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AB SCIEXARIEMER B RARELE

JRE(L: AB SCIEX 4000 QTRAP® LC/MS/MS % 4:

1E2 B bR il & G A 057 R0 5 A g 0 4 75 7 rp R F i 358 - B8 -4 (EPL) 755X, EPIA
il R TEE h50%8 750 amu, i H4000amu/s, REfERERH35V, REREREREY EH20V, % AbRfl
KOt T5 R HIMRM-EPIH, R Fn it & 75 ¥R Q34aH, s A90%750amu, HiEHE
DP=60V,

BRI ESECY:

Curtain gas 25psi, Gas1 50psi, Gas2 60psi, CAD gas 10, Temperature 650 C

lonSpray™ Voltage:

Negative Polarity -4500V

Positive Polarity +5500V

Z£R 511
P 551 62 FIMRM-EP I3 5 SO 5 SR K ik i 24 100 ppbiY Terbuthylazine FIMC PP 45 #7 i
FHEE . BALINACCHEREH: A #4000 QTRAPC RS AERIM W% )L E S MRMES -3+, ix BsMRM B +-%F

= Mineral walsr Tap walar T Minsrsl water Tag wader

MR 330148 m QT - MRM 213741 =| MRM ZranaY

MESRAS of =| MESWAS od NSRS af - MASMS of

Tarantiviazine ~| Tertmilyisine | i MCPP ;' MCFR
L1 : |
5. B %7k H1100 ng/mL TerbuthylazinetyMRM-EPI 6. 477k #1100 ng/mL MCPPHIMRM-EP {34t %1
R iE

A [l i S S8 B -4 (EPI) mi ol R 242,580, HIFAS ik € & R EM B+ R
B,

BT Rk EHEREWNE T, B ERER S BINME 1, W mEMRMR ¥, {02,
EISFNEI6HIETEZR I, 1EE &4y Hr7k i Terbuthylazine FIMCPP%: B, MRM R 8 B 5 A 5% FIAT(r[ 5400

VWaner sammple

= R
% PR VAT S PN N U L W NP . A S —

P72 F W HUR Sy O A2 T3 TR BAE , 24 22 A MG 5 & 100 ppb B AR HIAE dh gt 170 i oA, R
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XESCIEX)

RELEAE S I H BT b miz=350 amuy Bl Ar4y s i 458+ Bt (EP1) Bl S5 Aoxt Bk vl %
B Bt e s,

7. FQ3& A AIEPIHE 77 2507 28 R BRI K B AU 5 R
KT HE PR A RECE, ALk T RA70MEAY, XT0MEABIEAIIBER S, W2y
SR REAE R IR B LRI . 5 el T X PRR 5 5 ik EPIRAS HHBRR (LOD) 5 F# HUAR S it & 75
P Ak mit, 1% B RQ3HH il & B B it 95 FE 4500,000 cps (I 41 5k K £9°4500,000 cps)s 24

Multi Target Screaning Gaenaral Unknown Screening

Compound Compound Polarity MAM Intansity =LoD a3 Intansity =LoD

Nama Class at lppil (parLl Mass at 10pph [T L]

Brodifacoumn T&l POison negative 521.0/79.0 5.80E+04 005 6214 T TOE+05 6.0

Chlorophacinons  rat poison nagative A73.0/2010 1.23E+04 0.20 373.0 3.40E+05 15.0

Difsnacowm 1L POISon nagative 443.1/136.0 1. 40E+04 0.25 4431 1.80E+08 1.26

Difethiatons rat podson nagative E37.0/79.0 6,.00E+04 0.07 E37.0 1. 40E+06 5.0

Flacournalen Tl poison nagative B41.11161.0 1.30E+04 012 B41.1 1. 40E+06 20

Wartarn ral podson nagative 07001810 1.80E4+04 O 20 AT 0 1.80E+05 400

Endothal TAT pason NRQatde 186.0M41.0 6.00E+03 2.0 185.0 - 100

DG crasol napgative 19701371 &,00E+04 (8 [+] 1497.0 2. 00E+06 1.26

Aznpls-athyl O A positive 345.0M60.1 5.13E+03 (] 3450 6 50E+04 200
phsphorus

Demeton-5- OENO- pozative 231.0/89.0 1.00E+04 050 2310 2. 30E+05 2000

mathyl prexsphorus

Dichlorvos CHTRAMND- positive 221.0M27.0 9. 33E+02 100 2210 4. 00E+0a 200
phasphorus

Drisulferon ofgans- postive 276.1/89.0 2.00E+03 5.0 2781 2.00E+04 2000
phexsphorus

Propatamphos ofgano- postive 28201660 2, 20E+03 25 2821 5. 20E+04 200
phasphorus

Tebupirimfoa OIEMO- positive A9.0153.1 1.90E+04 05D 9.0 2 90E+05 20,0
phosphorus

Parathion-sthyl AN Positive 292.1/236.0 4 73E+03 2.0 2021 1.00E+04 B0
phasphorus

Parathion-mathyl  organo- postive 281.1/264.2 5.00E+02 10.0 26840 2.00E+04 400
phosphorus

% Hbrfi & EPIT A 5 154 Hrde i, MRMfil & EP IS - 58 B 1% B 45000 cps (MRMTE i R
/N) o £ ERRA R G A 5 T G Ak O T PR AR A LRAR, S50 2 B ARl i A 05 v I R 8%
WL AT R I A 75 7%, P HLODHRm H A e,

it

AB SCIEXZ: F]J4000 QTRAP® LC/MS/MSH; A rT LA 7k BREEE St HEAT 2 H Arfih & 57 A F0 5 B0
YIRabEds, NI Hird s £ Bk 5575 75 8 al bk i 2 6508 i A A Ak BErR B LTS G

. B8 o



AB SCIEXARIINMER R ARELE

12, A R SOH e HUH 248 0 e DC DU BB AT o 3% [0 o o o2
16500 % 005 kerk

de
S

gl

TS REYIT, TR YEEE I, Rk RIS AR m, HB I 22 M R R
TE o XM IR S A A R B A BB . RAEREAT DA B R IR e i R b e A, SR S d i
EHERIIER, BEARSAREE N, RIGHEANRSE, 23RS, SR ARERE R, T X3 R
WA RAE R . PRUAMR AR AR R N B, Rl o PRIREE, kiR, #N AR s id B
Yo, FrCAFRIE UK AR RN 2R Frdfl rp AR EHUE T el VPSR B PR, BTG IR R85 rh DX
R BUEARR A B TR,

T X B AR IL &4, o 25— B G SR H G5 FOSHR B TR, H2, T
PR AR B SRR, R IR REUEMEIEA SR, A5 352N 1l B IS AR E
AR R IR, xR A TR (ESI) %kaﬁ{t%%‘% (APCI) 1y B iz il 2 141
FRUA TG 22 R R et B I (APPL) (ESAIRAR (a3 B8 6 T o0 A7 5 A RO B (LR Bt T3k
WAFRIZBOR, X BER I IZRA YT YA A WiE B AT 05 IR R A RN T, 2 [ PN 0% 43 e s Bt 5t
TR PSSR T A 4 B TS Ao T Be I ol L H

%
16FP L ISR GRS AN T

O o o 0O So

2 L
9. XK fi(a)H
ILEH) N 12. B4 (k)4

o 6 TEH oS

1.EH (T 14 0%, 2,3-cd)IE 15. 2% H(a,nE 16. 3 M (ghi) 4k (= 38 & )

KA
@*H@lﬁ%iﬁ %lﬁﬁf/‘ﬂoolﬂlﬂ:m?
k. REFH PAH C184.6 mm x250 mm, 5um
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_AESCIEX)
. 30C

WEhAH: #EEVOK): V(CHE)—50: 50, fREE8minfs, £it20minid #EFIV(K): V(CK)—O0:
100, fREF20minfsE, FLE1 mintkE Z4EELE], RFF5mins & : 1000 uL/min

FigAiE
JFil %5 . AB SCIEX API 3000 = PUARAT R I B BHL R ST, BiA K SE G L HL B (APPI) 35 -1
APPIJE . VWDTRIRE i 4 Lisr8h
BB APPI+
BTRZ2%: 1S: 1450V, FAS: 12mb/min, &S : 9mbL/min, B FJRILE: 450C; pifEit
MAHE: 13V, fiffEth A AR E: 12V fifE<: SmL/min,
AR RET N RN (MRM)

APPIE FiRRERIE
ARHFFER I APPIE B 1t Al i St i 5 I ASB I 2E), LR AR ZRAPPIRE R VWD MT
Bt FRe R, (EWREREm bt FErp l s, Akiik 8 (A siBR PR 2 o 5 4 M P Bl AR 2 TP 2R 40 7
FIEWAT, SEELEAMLEWE L, AT AT S R, K e R B T B R e R R T
VR ANT
(1) D+hu—D+
D+ns—[D—H]+SnH
SnH+M—nS+MH
(2) D+hu—-D
D+M—M+D
TSt Q1 &) BIFHRA16Fh L IR 7R 2 BB -, TE P e db BB (2) i A2 . (1)
F AR T T I AE R 2 B (solvent transfer process); (2)3E%E 4 B H 7 R g RS 12

(charge transfer process),

Bk B F U SR B R AR g FEmE L

A S HIME S AE T AR S, EoE22iR (8 FHESIFIAPCIR 2 Bk 4 1, AR IFAHAM, mg
TR, QUIAEREHEREE T S A, S3HZ4U AR S, RAAPPIE, @itk A, #
S R PEEK & i S HPLCH: (A 3k A ) PEEKE b LA — il 342 5 AL [R1 A B fE FHIAPPIRLC A
H, FEF7 RS rEses, % EHPLCPYICHE LA200 ul/min-17: 45 BL3& A %10 A i AR 25 B 4y B i Zh AH L
BE4T, FEBILI150°C AR E I mk, [FEAPPIHE 5 AT ¥, HPLC-MS/MSTE A L35 i
S T A LAIE F 3T

EROM

ERIRRET b, XY R AR RIS, BrLAE FHAPPI+HE B e FUE M 85 -, 7
REAT R TR, AR A AR LAY B B R, PTDABOE R AR AMAIM TS5, [R5 et ik
e B P T i o e, KL oE s B, KR 16T L IR IR B SR R 4 75 2 FAH I ) O B2 B[R] 45
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AB SCIEXARIINMER R ARELE

SN
ity ot az ce op MW R ERHIR
B 128 128 10 40 50 10.37 100
T 152 152 10 40 50 12.55 200
[ 154 154 10 40 50 15.28 10
Zjj 166 166 10 40 50 16.17 20
E[5 178 178 10 40 50 17.78 5
W 178 178 10 40 50 19.55 5
B 202 202 10 40 50 20.97 10
[£2 202 202 10 40 50 22.07 10
It (a)& 228 228 10 40 50 25.95 5
J& 228 228 10 40 50 27.04 5
#It (b) %M 252 252 10 40 50 29.51 10
#IE (k) 268 252 252 10 40 50 31.02 10
#It (a) i 252 252 10 40 50 32.13 10
B (1,2,3-cd) 276 276 10 40 50 35.06 20
K (an) B 276 276 10 40 50 36.76 20
Zt (ghi) db (T Z5Hk 278 278 10 40 50 34.26 20
20 13

16 : 12

’§~=

fus

2 0.4 1

0% 1'{}_ ‘ 20 " ) a0 50
£, /min
%1.16 FMELAHIMRM, {5 BRI DA B A H B
1. 167502 BRI5 IR A bRiE S 2 R Wl (MRM) ¢, 3 2]
FiEE IR

RISV He O 7 R BRSO, TS 2 VAR IR — R P JRObRAE ARG, o0 IEA R 2 il A o
ek, CRIUEFTIIAE an &4 e i b7 (B AR (L 2 RO Ze B N o FRAS T i AG I 1 650 22 IR 05 e bty
JRA IR =51 132,

WIREEAEO. 1. 0. 2. 0. 5. 1. 0. 2. Opg/kg, 1650 Z IR A RAMIE B 2 Boks 25 BE SR e 4%
FBGB/T 6379 EW TN, R EE A IMERIELLO5% v 15 B THHL, 2ol 5 FE S #H 56 R 5051 T35
3,
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Rl LEBEETEFEERAPTFRAENATHEESOMNER RN
Table 2 Resulis of average recovery and precision of 16 PAHS in the negative samples (n=19)

CAWER _ EWHAF /(g B e i 2 R AN RSIVY

1 z 3 1 2 k] 1 2 1
-1 0.2 0.5 Lo ThO B2 40 8220 241 145 143
-4 a.2 05 1.0 7.7 BA.B2  B2.68 L7 255 2.2
r 0.2 0.5 1.0 7.0 BZTo BE.GE 1,38 200 IT1
He 0.2 0.5 1.0 76 ALI0 L84 ZED 1,23 L34
i 0.2 0.5 1.0 75,1 s BZT LT L4 LT
x 0.1 0.5 Lo 76 8696 B6.TR  L14  L26 L.18
3 | 0.1 0.5 Lo B5.1  #5.14  BG.ls 225 225 235
i 0.1 0.5 Lo B5.0  E5.%4 86,32 261 344 312
NG E 0.1 0.5 Lo B6.6 B5.88 8712 227 240 113
" 0.1 0.5 Lo B4.5  ®S M sE9T 255 155 L9
EHmEH o1 0,5 1.0 B.6  BRS0 91,52 0716 L3 ZSI
EHCOEN o1 0.5 Lo B5.4 BT 93,36 202 218 205
B 0.1 0.5 Lo 86.1 B9.0Z  9L.06 162 123 Lsg
.23 T 0.1 0.5 .0 #5.6  BS.42  SLod .56 L.81 138
~ e, o) 0.1 0.5 1.0 86,2 86,38 B3.42 114 LEE  Luap
EHghiriel W E) o1 0.5 1.0 85.8 B.T2  BO.ES .70 242 L4

|3 O16 T TROF S b 0o 2 05 W R IO R
Table 3 The linear cquation and coefTicient of determination of 16 PAHs

i MR g - &™) LES 2.3 A
= 0. 2~~5.0 0.960 9 Y= 160X+ 2 01 10°
(4 ] Q. 2~=5,0 0, 980 3 Yo 386X+ 2, 932 104
t 0, 2=5.0 0, 98T 5 Ye=1 010" X423, T4x10*
] 0. 2=5.0 0,988 9 ¥ BIAX+ 2. TIX10°
® 0. 2~5.0 0,989 2 Y=1, 08X 107 X+3. 14X 104
j 0. 1~5.0 0.988 0 Y= 1, 693 10° X+6. 5% 104
f.F 0. 1~6.0 0,988 9 Y=1, 65 10" X+ 5, 42 % 104
® 0. 1~5.0 0,982 7 Y=2 27X10° X1, 2x 104
) K 0. 1~5.0 0,986 7 Y=2 11X 10° X8 74X 104
o 0. 1~5.0 0.987 9 Y=2, 05X 10" X+7. 26X 104
FENE 0. 1~5.0 0.979 3 Y1, 6x10° X +9. 255 104
EH OO 0. 1~5.0 0.983 7 ¥Ym=2x 100 X411, 12 % 108
() B 0. 1~5.0 0.988 5 Yo 3, 595 107 X +1. 1% 10
BEMECL. 2, B-od) B 0 1~5,0 0. 986 & Yo, 27X 100 X409, 71X 100
= Ha, O 0. 1~5.0 0,983 2 | Y=2.53X10°X+1.27%10°
¥ Cghiy b 2RI D 0.1-~5.0 0,987 1 ¥=2 19X 10* X7, 69 104

i

1

AWF5Eis HHHPLC-APPI(+)—MS/MSE: W A EE o, R Bl /K IREE N 4 HE IR 5E o 19 16Fh 2 38 55 8 5%
BRI T AT E, AT R A Bk R s R Y16 Fh 2 A5, 1% 5 T, ATEE, TRk THPLC-

o 72 o
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13, AKIABE IR B LC/MS/MS Y w40 Bt 5 ik

SR E
THEEEAE
WA EIE: B ICRER20-ADASE, AR, s, B35
4. Phenomenex Luna 3u C18 150x3mm
Hifli: 30C
PEFEARER: 20l
WAAEA: 7k + 0.1%H R
ahFEB: HEE + 0.1% FR
SEREVERL: A B=90: 10, 104%h.

BRi&AiE
i Z 55 AB SCIEX API 3200 BEPUAR AT i it 2 5%
EEE;E:E&: ESI+

B 1JRZ%: CUR: 20psi, CAD: 5, 1S: 5000V, TEM: 550 C, GS1:40psi, GS2: 60psi
K& MRM

L& Q1 Q3 ¥ By} [l (ms) DP CE
PN 72.1 54.9 100 26 15
72.1 44 1 100 26 25
D3- P ikt iz 75.1 58.1 100 26 15
PGB S5 4
H,N

\CH2

RS

AT7 iR A NIRRT R L S NAREEA T R i, BDARTAREE TG i rT AR B, HBOREK AR BEAT
IR, ETIRGE, BSEMEARRE1mL, BATETLC/IMSIMS /b, Rl S UM, BT PR
R IEVE IR, FRUMEE AT, fedf R ah A T E 2R
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14, LC/MS/MSEIA Pk 5 REOE 5Bk kb
1A DL R

E
B=

A VLR A E AL RN R R S — R TC B, TCRGMERIBREELS, Bz TR Al A
Fri R A RE R 2 R A s RO RS R, X SR BRI L AR R B, A R e E
PR RAE R DARIK . JEFEFY AR R TE i, RS R il A e
BAMHIHAER, RIUEPHI RS TH80%, (Had, XRAMIBRFLRIAMATE, 1 H Y H ek Ed Rk
TIERMR GG, SR REY RGNV AR AR, ™ HE R R A 2R &,

XRRZRANFEREEY, BB TR EY, UGS A G S 8ix R EeY
i, EAULPEAEMR T, EEIRGE RS E (EPA)E L T E AR K i B K B PR A2 AN REm T
20 ug/L,

EEEPA 549.275 ik, orHriX KERE I E S HC8 SPE B T rHAW /75 AR E, AR5 B TR
B SCAH GRS AT 4 B, SR MBS B AR BE SIS U B A6 I, X P 5 T AN FR AR S K b A], i
FORATACBE R BAE s Bhoh, B FAHR A AR o B, B rfa e s B AT,

BAE, BEE OB AR, oir ARSI AW EIE T VB RIEE R A S, Xtk
HHIEK CIEHEHILLIC, BEESRARRAHGNT, MESRE AV ESRIEEEY, Y HHILLIC-
HPLC-MS-MS 75 5 Hrix Jedy it , ASMIBRAEH &, Btk % 47, LODW LAKRFIng/Lgy, ifi H ALY
et E I AR LR .

gl

Y
VR HLZE B L B E5 A 45 B -
“HRECZESLR BHE
T\ 5, = -
NSOy N
FRRAE B EH
kY
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HEEIRE BEH
BIRVATCE: —N: < N'-
R at W d N
>
BER AT
Cr
Hb })\],4\ . HCH
Br Br H Hoy ) e
;:_'\ X ’—;1\\/0 -:\\
=N O =
N 4N/ \ et
A e
I‘L_J,‘*il {/ 7(7]"\
PR B T AT I BA SLIEIAMRE R
o (9]
0 /[\"" | b
' ]
- / '
o SN 3
| D‘__" / ) —f'*~|||+—"'r D—\.
JS.'.'.O I LN‘_
D\ cr
ZEER
Br .
roole 2
M
eI &G

B3 -_TEERUFLCRS
a4y . Atlantis HILLIC Silica 2.1x150mm 5pum
A A: 10 mMOFREFN0.1% FER I /K IA
B: &10 MM FREAN0.1% P RIS % LGk (viv) 1Rk

. 0.3 mL/min

FEfiL: 40°C
[ERE S
Time (4%h) B (%)
0 90
8 10
9.2 10
9.5 90
18 90
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g &4
AB SCIEX API 3200 &4t
B ESI+
B 7JEZ%. CUR: 15, IS: 5500, TEM: 650, GS1: 45, GS2: 45, CAD: 6,
FEHA: MRM
M FLZ LR FIMRMZ BRI 3 B2 I 17

YA H AR Q1 Q3 RT (min)
Chloromequat e 122.0 58.1 5.2
DDAC CHECRES b 326.4 57.2 2.7
Difenzoquat 5 249.2 130.1 3.5
Diquat (RS 183.2 157.1 8.2
Ethyl viologen CHENG 213.2 185.2 8.6
Mepiquat FRIRIE 114.1 98.1 6.0
Neostigmine PR BRI A9 20T A B 223.2 72.1 4.9
Paraquat [EE X 185.2 144 .1 8.5
Succinylcholine KL BEFARE HE AR 145.3 93.6 7.8
Vecuronium bromide 4% R %% 515.5 356.4 6.2
d-Tubocurarine [EER 609.5 386.3 5.8
BRIt

MAAILERBER RS, G712 0wy, iR, TR TR, WM. F
WRIE . FRBRERHTIOTAI Y. e R A R s, R AR M BT RN, B
B, CHERE . AREAEMIEABIGE, i, GRS Rk R M-H], R d
REFBI[MPT FOIM BT B -, (H38R BEARAC s i A PL % BATE AR AR o 1 Bl L o 88 (M=, BITLAAE i 4%
MRME -3 i BEES I, I94cUA BAaiidtsT, B SRR BRAN E FAG R RS . B2 1A LR
AR BRFAIFIMRM G B TR GBI &, 1ML &P E8 BN R &0 B

& ) ri &

T 7 e

ey R ey T gt g Py -‘I‘lz X, ;‘J -

1. B PR B A Y T
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1 XIC of +MRM (22 pairs): 122.0/58.1 Da ID: CQ 1 from S... Max. 1.1e6 cps.
5.008
4 _Sab
4 Dol
3 506
8 3,008 [
2.5eb
E 2006
1.5e8
100k - &5.15
S50as
Xl 2 - - - - - —

1.0 20 30 40 S50 60 70 TBOD @0 100
Tiema, min

B2, 1A LA B BR E IR MRMLEL B 10

EESRMRGEMEINM

MR HLZE B A B ARG tHFR 0.0 ng/L, R R s T E EIEPARLERY10006%, HITRA T
MRM7; AT 8 R, AT 58 2 Sk b 2 28 AN TCHLER SR T, BRI L Ze2,

Muiric: Conceniration Analyte: DF 1 Sampha Type: Standad
Concenration | Sample Name | oyl L Dapiaied oy

0. 005000 STDLDIN 1al1 DuDo4521 A (T
0.010000 STD_ 02N 1al1 DUD0356 MA T
0. 020000 STD_DGN 1all D053 NA A
0. 050000 STD_(4N 1al1 OU45TES MNA A
0100000 5TD_USN 101 0101174 WA A
0. 200000 STD_DGN 1al1 D15 1080 NA A
0.500000 STD_OTH 1al1 0508523 NA A
1.000000 STD_DS8N 1al1 0873 NA A
5.000000 S5TD_0aN 1all 5220530 NA A
10.000000 STD_10N 10f1 10.580637 A A

And Peak  Analyte Paak I'p'-' Calculated
Sample Nama murﬁm Haight {cpe) | = ngpimL) Uss Record %mmu Accuracy (%}
1 0DSpphSample 4. T0e+004 9 38e+003 0.0500 B a0 MiA
2 |0.08ppbSample 4 B2+ 004 9 Se+003 0.0500 @ 000 A,
3 0.0SppbSample 4. 500+004 9 55e+003 0.0500 E 00 A,
4 |0DSppbSample 4,750+ 004 0 BSe+003 0.0500 0.00 A
5 0DSpphSample 4 e+ 004 8 Me+003 0.0500 B a0 A
& 0.0%ppbSample 4, T4e+004 9 33e+003 0.0500 E 00 A,

T s | T

Matric: Area Analyte: DF 1 Sample Type: Standard

Expected Number Standard
Concontration = Sample Name | o yios Usad RAT: Deviation
0.050000, 0.050000 0.05ppbSample 6 of 6 4THEG.GOGEET  BA2.420812

2. WAL I K dE

&k

B AR ATEREHILLIC, TLASE &EFS AL T, 0B 1AL R,
1M B A TR TEAEF A FR, X HLC/IMS/IMSE &y Hrie it 7 RAFI G 1E 55 F, Fd_ EAB SCIEXA ®IIAPI
3200™ LC/MS/MS% %5, HiE & REUEFLALAFI0.01ng/L, FARM EHM AL T4%(CV), LC/IMSIMSH
BE RS MR KB FI, PG R B X s AHLC-UV 5 54 25 5 £ BRI FIRE 4

o 77 o



