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Btk AREREIEREE GC/MS/MS
2R KR EREPHRS

AR
BmiEFA

=z

&it GC/MS/MS A EMARMBERPHIRERY, £EITHNRIETZRERELR
B (IFP) BRAR., ARETHERBRERMSHEERKASEHBHREEE, AW
DT RAEEC AT BRI AT, te5, B SREHMEEAFNIERE
Bt RARRCEERBEMELERTNEERARFESME,

]
TEBEENEFHRERPRANMMNAERE. BE. BENTN— BN AEEEEN
£, RECEMREBRAAZOEESEEELHE. EBEEHEONEMIRTR,
K UltiMetal Plus 1B #HO. HARGBESRA CFT) REMTEEEEHE, FE
MEEEIEREARHENREEY, REREEHLE BRI AFZm,

3F GCH GC/MSKAME, KAMEKEST—EREEN. FERANTEKRRKS
& ppb ZNEER, FEATTREEIMES., 5/ ZERM GC/MS #8tk, GC/MS/MS
BEAREGEFRERY, EMEZRETZSRNIE,

mi

Agllent Technologies



RGEUEMBEEHRE (-OH) MEE (R-NH-) BRER. BRMEFIE
K ELEY (-N=). KREFEKE (-0-CO-NH-). REITEY
(-NH-CO-NH-) f1E#1%E (-P=0) BH. ZXHFHSREREN
AR AZEREER, REUSYBRMEMERE, Bk, /IR
BEESTRERANNEXEE,

2003 £, QuEChERS #mEIE T iE# USDA RERSIANE R
FEREGMT (1], BTFEHAEAEHRE. &E &% 5%
BEMREMES, RERASHREERNRGSEBINNE
Efi%. B3 LC/MS F1 GC/MS FR3T QuEChERS B4 S f#
RAGFZRBHTNE, A, ¥F QUEChERS REFHEME, XK
BRETNMARETHESR. FEEESUSRIRAUEWZE
MR, LR GC/MS 3 GC/MS/MS 1A 31 2 A,
QuEChERS ZERIS S A TR E TR R K a8 T,
HRERREUREEUESWRETRNER, EERNERYE
AfE, QUEChERS ZEEMIM &SRB AMHEEREGHEHEEE
EMRIERFHTHE., Ak, MREERGUENERHA
BRAREMRFATHENBFE, EREHNRANEGRIEE

ZRIEMERFEEAGCEWINTARERG IR HEMN
RETEMN [2-6]. EXRARP, BIPMARIKRMEZEFRAH
SMRE, MBIRECHEERBETTY. ANBRANLNEE
AHMET-EFRECRE, FERECRERBITML,
LESMER S THRRERBIERES, ERITRFFAIXIGRL
YRR, TENLR TERNRESEEE. BT HEER
RSB RIANAR QC E LRI K —BRAE N & X EHRTRE N,
BEVES=EHERE, M =B #RHTELERIR.
BE#E—AREREN =R #HERTE, RETARE
ERMRERL, % "= EERATMURS THTH—
¥, BETEROFEIEERTEERE, MARERD TH
FERLERENTIER, ARRERTAMAIRNER, 815
R #F. £F. . IHREMER, BTHREMEERT
iTHd.

X

AERKFAMAFE A HPLC R A 4. 25 (ACN) BB
Honeywell (EEZEIRMNDHER) . BEZRBATRRRME
Baker 28 (XEFEFMIEFLEHE) . ZERWERKLRER
TR (REEREMZESE) . RAGENNE (BR=X
B, TPP) MEABBABEFAR (XEEHEMZESE) .
Chem Service A7 (EEEH ERIMAIEE) = Ultra
Scientific A7 (EEFHERMILEIB) . L-HiEHER-v-HEH
\LZLEE T B A IR EF AT,

HomiblE

6 100 mL ZEEHAIN 1 mLIKEEBRFIR S 1% 2RI ZIBAR,
fEARAEA, kAR BAIE QUEChERS FiEMZERGATI K
HEGRARENZTEEN. ERRES 35 SHRERRR (1S)
A% (2 mg/mL), FHEEEE —20 °C HIIREF, MESRFEH
EEFHAATREEER 20 pg/mLBEIFH (& 33FKHA) .
ELURBEMMORABERR, FM 20 pg/mL BBR=FENZ
FERBAEAMFRIFRAR. EXFTEFMNEE 20 pg/mL #Y
BERERRFEZHIRER 2. 4. 10, 20, 40, 100, 150 %0
200 ng/mL BI\MIRERRE. MERZTEHRMNER 20 pg/mL
MR SARHEARSI A 20, 100, 200 ng/mL ZMREKFH
QC A, AREHSTMN—TENATAREERKET A
200 ng/mL,

Rkl & L g BB M ER IR &% (50 mg/mL) T RLEEHE &
(50 mg/mL), ARERZKHIELHBREEEHEITYRIPBR
(20 mg/mL L-Zi&HEERMIERFN 10 mg/mL LIFLES) . 45 40 pL fiF
EWMAZE 500 pL ERTAFAFZTAS, AT “ZHR" #HE
PR

FERAMBXARHISERTEER, BFES. BF. 7.
HH, AHFWAESE, A Agilent Bond Elut QUEChERS ADAC
ERAFZMATENKRIBRRZ MO E SPERAE, KB
¥R AOAC QuEChERS ZEUREHI&ERZTH.,



e

AR ERE E 76938 B Eh#HEREH Agilent 7890A SHHE
i 5 7000 5] GC/MS/MS R4, 32 MEHRAMYKS KK
U (MRM) &5 F T2 ROHRY S [3.5], EXRARFHLE
BEXALEE, EMEKTBES. WEEA, MRM Akt
RETNBIERZECRASHRETLEY MRM HEE
(G9250AA) 3KHE, ZEIEERS 1070 FLEWE MS/MS &4
MERBHEER (7],

BIBWKERRBTFERERNAMT (89]. RARBHEHNE
(RTL) TN B EHKEL —H RO RB I EMNEESE, W
MRM BF3t [10]. IERERAEDHEE R 23 min, HEHRRK
2min, MFEIPEHITHERTA, (£ 8 min MHREHE
AN 2 min BIRMAT 15 & B AATiE).

Bl SHaaLE

Bl

Agilent J&W HP-5ms Ul, 15 m x 0.25 mm, 0.25 pm (%5
19091-431U1)

B ATAE
Agilent Bond Elut QuEChERS AOAC ZEULFIE (E#45 5982-
5755) MBTEMKRMEX TS H SPERFE (HHS
5982-5022)

SHEERN
SHREH.
B,

e

SESIEE:
#HO.

HEERKHET
AR ARRERE:
HEEOEN:
REREHE:
R

JRIEAT:
PR EHIRA -

B EPC SIA.

HeE:

BOSEN:
X
PRI :
#k:

MSD &

MSD:

HER:
B
A
RRZIRE
MiRATRE :
MiRATRE :
AR

HHESHRE

RiESPE.

Agilent 7890A SAEEIE(L

Agilent 7693 B 3h#f R A

5 uL #HEst (R4S 5181-5246) , 1 pL HEE
HHATAR A (BE) FRRH: 3

JEHRR

HHERFI B (ZF) FRRE: 3
WFAGEATENER, PTZE "R ##, f
0.5 pL FESHREE + 05 L BRZHE + 0.1 pLiIRFIEBAR.
MNFELESHRNER, PTRE "ZHR" ##, @
0.5 uL EFHEMR + 0.6 pL AFTAEM

a8, BEEA

BFSRBRZENSEELER, 1/8 &5 (S
CP17974)

UltiMetal 257 /AaR#HED (545 G3970A) , Bk
SER, 280 °C

36 psi fR#F 1 min

% 1 min B, & 50 mL/min

IBTHAIE 18.35 psi ({REARFIEISHE) . SARERIE 1.0 psi
FESI, 8.298 min

HFHRAHT, 100 °C &% 2 min,

SKIERL 50 °C/min EEFHEZE 150 °C,

L 6 °C/min IBEFHRZE 200 °C,

L 16 °C/min IBEFHEZE 300 °C FF$F 2 min
MFERZBEAH, 100 °C 4% 1 min,

PAEEL 50 °C/min EEFHREZE 300 °C FH4R#F 1 min

300 °C /4% 2 min (F@T) . 300 °C fR¥F 4 min
(BRZAH)

UltiMetal Plus Ultimate BR3#Ek (3145 G3182-61581) ,
BT RO

SKBEN Ultimate Fei3iEsk

0.0625 Z&~F4ME x 0.010 Z5FH1E x 100 cm, 316 RN
&, HRAETE

IBITITAR 4 psi, RWKITER 75 psi

BSOS Ultimate B3

EHARARE, 0.65m x0.15mm (42 160-7625-5)
E# Ultimate B3k 5 MSD

Agilent 7000 —EMBHSRER RS, 1B, BEEH
BERTITH

SRR R

MRM

Atune.u

280 °C

300 °C

Q1 102 94 150 °C

2.3 min

FREXSRE 2.35 mL/min,
S5HHESHE 1.5 mL/min
MS1#IMS2=12u



i ey

FEmL: IFRIENE (345 5182-0716)

FEmif EeENE (BHES 5182-0717)

BERNEE 150 pL WHEANEE, TRAWIZH (534S 5183-2088)
FRE. BRFETHERE, 11 mm (H4S 5183-4759)
B A% 0.4 mm, 85/15 Vespel/A B OZEE

(EB145 5181-3323) ,

A% 0.4 mm, 85/15 Vespel/ABRiLiEORHE
(&84S 5062-9526) ,

UltiMetal Plus AT & BZHE (E545 63188-27501)

AR HRA: Ultimate 3L (5542 63182-61581)

RiZE . 42 62855-20530

HSE: 0.0625 ZE5F5MZ x 0.010 EFHE x 100 cm, 316 AN
& (5= 0100-2354)

=& 1/16 3155 Swagelok #% (5545 0100-0680)

SBRTRBEE: 1/16 2t Vespel BB, 10/8 (XS 0100-1329)

HHOZHE. BEEESREREEATHE, T2E (4S5 5190-6144)
HEOME: THEENRFCESEEREEAREENE, FTHRENAR

HhiE 0 B (84S 5190-2293)

13 TRECHEERBS HttERER T BEEREAE
B, REQRBEER TEMORERY.

ARRARARSREXATERIR/AYREED, BABIAE
FERGOMPERASEIERD (MMI) [11], BRSR/ A5
REEOREHRLENAPHEROEED, BA MMITTEL
ERASRBAGREFEATHRE, FREESITNETESR
BTRIEL, EF MM EXTITFSEES TR RALR T
HIMERE,

® 1. SHEERESFAMRIL

I

EMERMR—LEE 72 kit aFdNZEe. ERTA. &~
AEATERERERME QC. —H/\NMRERERR TR,
EXA 10 RiEEFEH—H QC, BRETREREE TRt
BERRSN, MEHERER AR, DEMTE QC MR B R R
TH. ESNASHERTEMRXAREEERRF, NWEEED
FF 5 R BRIZ 1 TR 18],

ER5WE

AL TRA GC/MS/MS ED KR MFEREERPREH
ZERIBHRE, TATMERERRYE 2 2 200 ng/mL SERAM
KA (RY) BH . EFRMIR oC MAREREDKRZREH,
TEERYE %RSD 71 95% BEKXE (Cl) B, X¥FHIFI, &
F n =18 ITEEHRHHTEY aC EUEM %RSD 5 95% Cl.
RTES 3MHARRER QC, & 70 X#HPETTAEAQ, T
¥ ac EHENBESEANTRMS XERERHBHNTLE
£, ARBRTREEIERENMLELYE.

P DR/ AoFEHED  BEHOZHB HE Bt MRRREHBARENELHE

REREERE UltiMetal Plus B BN TR BEEERERSFME, HP-bmsUl  UltiMetal Ultimate FXH#Ek
HIHEE UltiMetal T £ BEEE

BEXFAGHILRE  Siltek FLIE Siltek FLAMBMREN Sky BARE Rxi-bms Siltek ultimate Bi3#%k

THH

THRAE, FTHEE

Siltite &EZE{E



‘R dHE

SR HER—HEMNES, BN TEMERERSTH
EEEFA. ERGAWHR, [TZRAERTERABEREERRE
RERYN, HRGEMMAZHNEELER. AW, ERTER
ENF&REENMEN, LERESMAERRERM, %K
RENZERPHESSINALRE, NTERSBOMER. "=
BiR" HERBTSRIA 7693 B RSN N B = RHEEIE,
EEIEPENELERME. Bit, RERA—HAERTK
BAREE, HEFEXERERTSHERERNAT. HlNE
FRRM, RARAZANE T —ARERE 8% . REES
WRFETERESR, B “ZHE #HERTAENAHIEE
FHRETIN., ZEEZRD T EERHETELRNRRE
AN, BEARERERNEEEREN—H, RREBRTRAE
PR E R AR RAR A ARENRALEN KRB F,

BEHHEX 21T BB SNEREH E— KRR AR RE
HERARHIRESNER, BRIt E—
REBFA=ATEERBPHRNEEIER, GNS—HER
MrHBEREN, ERHE-ITSERRATHEZIXEE.
RERENMERERIEEOHERTIN. BEFHHESH
ik, BTERATHRBENESHELEHE, JETEEEN
WREARARER, HREERMELL, EERENRILHE
ZHEAETHARE. MTFRAKHNZEMNEHRERE, T
MIASEMERTA, M TERMER, TUMNESHXH
ZH. MFAERRRE "SR #H, REREHEEERDE
MEERMEEZXEER, BN, ERNOBEREHRSAR, N
MSYERBNHAER, SEBRITINRRERARR. £
EREHERBSEEEAREIRE.

AFEH#ESEFIATERZERAANTH, ElXiFeEmHE
BTV, MNARETHENEER. FEHZ, BT GC/MS/MS
BERERGEMRERY, WEKURMNEEMEFTEMRTAR
MEFXDRANRERERE (MRL), Eit, BRI SR
RYEREASHMRAIMNER. BT “ZHR" HENRE
FEBE, EREEBZAERTSHERERPHRADN.



#HERE, EEEERTAPHE TR
BOERREE (121100 ng/mL) , AEFRAEM 1 uLi#EE, &
FZEHHETH—HEERE (22200 ng/mL) , 5—#FA
ERA SR #HE 05 pLiRER 05 L EEERTH. BR
ARIEMEZATEE 20 ng/mL #0100 ng/mL HEHKIESE QC i

ATRIE “ZHRE

x10°

x108

0.8
&l
Eos

0.8
Eos
0.4
0.2 j
0l R

W, FRIEE "ZRR" #ET R ﬁB%’“ *EME’]@
(B 1), HEemsd (B 2) MERMEENERER (

At miER ?%W’fifa%)ﬁqﬂﬂ%ﬁﬁﬁ‘ﬂ THEE EU?E%
Wi,

I N e

25 35

95 105 115 125 135 145 155 165 175 185

FERFIE (min)
B 1. 25%A8 mﬂi&ﬁ (Ef) #n “ZHR” i (48) , SWESEFRZTET 100 ng/mL
ISR it
1.01
—o— B - "SRR R
e
H
=X
3;”
%0.99
P
#
_|_|
0.98 —— ‘ —
@ﬁi&é&@%*& ‘%« @r ’%v %«’% @ & *&éﬁ%@
FETFE w {g@ A 4@3% e
2. BHHEER SRR #EAENRERZHEXEY (RY) LK. IERANRETERE:

12100 pg LHE



120.0

m EE

100.0

~ =2} ©

= g =S

o o o
, .

EEERTATMR QC KIEBE (%)

[N
g
o

3. EHERMAR QC, 20 2/ 100 ng/mL, FHHHI "=

n=12, RE% = 95% Cl

NP R ERNFHERIE

EAMAEHRER (B8, #&F. FF. F2. LHHNER)
d, WRALECEMRE (1FP) BT GC/MS/MS FiEi#T
THIE, 2BAMERTAERAMERR (L0Q) 84 2 ng/mL,
4 RETRALHH LOQ B MRM EE, 1EAIERRIMRG], =
MO REENKYG, 2RRERE. MERNPERR

T ERRERERLR,

B, HEEMES—R. I=MREEREERPIFERIEE,
MABERPELRRIME. AT “ZHR" #RELSYIFR
BERVERERNRURE, AMELETX=MREHNIE, Bl
MFFEER, I=HUSWIRERZNARTUIRZN. &
i, BMERESTERAHE QC Hm, EREMBELERHR
£, ZREAEHHNERESEETR, MRREREMA aC

x103 xR
9 1. PR 12. Z5EEHF 23. ZHHk
85 s 2 BEE 13. %R 24. HFREER
8 3. ERH 14, BEIHB 25. DDT
75 4. BRHE 15. {IER 26. B KFIE
P 5. o-FEFH 16. LK 27. RR_E
6. EHFRRE 17. BH# 28. T fRHis
' 1. FR 18. 5 % HE 29. fRR8E
8. FI4HLE 19. ZEWERE 30. SFERME
9. Eii 20. JHERHIER 31 BEHE
25 10. BEE 21. BEF 32, REHE R
11. RESEE 22. BIER
ol 1]28 30
r" IR
27
22
2 L L
2713 14 15 16 17 18 19

R EERHE (min)
4. (EREEFCEMREREH 20 ng/mL IAFEFHRE GC/MS/MS & (MRM)

7



B, SEQESWSERERTREEEX, TENEE, X—H
REREH, RNFEE—TURHRIGEDRE, A
BERPRESLEREEMRHRRE,

B 5 FRRANMERTHARANKRERLEXRE (R?). M
RERMEEEMAMRSE (R2>0.99), HIERFEIMHKRAN
ERBMEXFTRTRMLE. & 6 PARAME QC BRESH
TYEEM 95% CI K. B2, MFAMERFASZHREY
RETHSHEKENEE., $EP MR RERRENE
EEREMNRE, ZFRATRZMRAEFRERTHREY
Z. BEETARRTRARARKE, RMAERANENTE
MESERYFRZLESMETEE., A—EERT, KT

1.005

NZIERBNEAFREFRENEYERE (< 80%) FiRE
9 95% Cl, XRATFZRH#HEESRETMEMR. BXBNSE
HRRRSHEEIENSRBERMTH L RERUK L EY. HE
ISR EEESEEERERL, EREERETUIRE
SRR AN EIFRIIER [4.6]. AT, EHITZREHE, W
40-50 R, AMUSHNESSERER. SHEKRER
SARE, LHARLER (NBF. FE. BXE) 4. o
PRPFATAE-LERPEESEN—8, ERHARENRF
ENERPEHXHE, FEHITRGMTNERERL G EEHXE
BT AN KBNS B EEZE LC/MS/MS ST, M
MABEMENERENER,

= B

< R o FF

0.995-

KIERI% R? (2-200 ng/mL, IAERZEA)

0.99
" e EE SRS FESSIIEAGASFRIRE S 8
ORI SR VA A XSS A LCOL VSN Sk A A
R I ¥ Ol U Gl Y il A
v

5. XA ELECELREN GC/MS/MS ZEAMAMARERT 32 MRARPKIE

HLLIBX R L (R?) FTERARIKIESEE: 2 2 200 ng/mL



mEX

u IHH m FT

ER

W EE

nES

120.0

(81 = u) SE¥E kbl 00 WX E Jw/6u 00Z 001 02

Fnir oCc MEELER. RMERZTEERYHMA 20, 100 #1200 ng/mL

N
95% CI

6. (ERARIFRIEMRIER GC/MS/MS RENHT

MREZAE oC Ak, n=18, RELK



ZEREERRSERELEFAHNILRER
BREREURES - RN EEAHFRT T, ®1 9
S TEEAE. BOSERRREHREERRN GC/MS/MS
R L. ZECHEERERAMEEOSREEER, FEkE
T, ARRRFEREREELH, ERBHEDSREE
BT, AAORBSRAERNERETHILN, 45
HELBE (#EOMEEE) RERLNE, BT RILEN
HEATIRE.

ERREEEE RS EEE

BAME, SERECEFAGREMEL, RECHEMERETR
HESHMEE, B 7 PrAERTECEERENERERE
RS, SWEAFERTMA 20 ng/mL C ARAEBEIH &
B. TA#RERETHEENER. HAHEN. BTMEHE
R, ZREMAE. MEEMERNFFREER, EEM@E
EAMLY., ZAEERETERRECHEERBEEKMEIE
58 [12]. PAT, E(RIORIMEEIFARET 2IARE FRE G M,
EAXMFEESTPTSRES Y, SLEEBIEMSR
H, RAXAMEERE, KBTI/ MR E-T
a1 =114 N

—— BRFRRECEERERNELE

x10*
161 20ng/ mLIREFZHERY
1.2
i L
U‘g e 1 s 2\ AAL e M A o M M il
3 4 5 6 7 8 9 10 N 12 13 14 15 16 17 18 19
4
?g 20 ng/ mL IR AEEERY
i
0'% M Lu. aanh M N T Y | Y| Au J.Lu;m N
3 4 5 6 7 8 9 10 1M 12 13 14 15 16 17 18 19
x1$‘ 20 ng/ mL IFRETEAERY
0.8
0.6
7 BV W AL A
025 M | sl fon ot o T .
3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19
x10* . -
121 20ng/ mL ARSI EEEERY
0.8 LL
0.4
07 sl A MA Aol ol " A‘J i ‘.AL___“_.A_____,
3 4 5 6 7 8 9 10 M 12 13 14 15 16 17 18 19
4
0% 20ng/ mL MFSFEAERY
0.8
0.6
0.4
0.2 AAA
0 5 1 16 17 18 19
x104 ot
121 20ng/ mL MRS EEERY
0.8
0.4 A
0 " M_..MMM AR .H,M b N
3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19

7 ERRECEERE (ER) MERECEFAN (L8) FEAMERFMA 20 ng/mL

e EEE



BEFMRERLLENERNRENE, ANMIMRREELR RERPAMELIRREREZTHIHBRE T CATHEEN
BRZIFRRCEFAMRAEFNREEE, BN, MTEE &MHER (R?<099). B9 PRI THBRGNRRRE X
REMRY, BEZRERE, FSEXEETE. WESHH  WER, WESRATR, EARECHEEREEEERANIHIN
W™, AAMAENERERY, ERRAENFERGTERNR NE-¥, EMAXKESHRMN, ARGSARBNER.
HHEREM (R? > 0.99), B, AEAERECEFAMH, &

ZERIBERE FREFOEFAL
x10  EF x10  EE
%g y = 0.2651"x +7.2277E-005 2.4]  y=0.1426"x +1.1965E-004
5 2 5 2
= 2] Ri=0.9860 B 6] Rr=09s0
= 19 =12
& 2 L3N]
04 0.4
0 0
0 01 02 03 04 05 06 07 08 09 10 0 02 04 06 08 10 12 14 16 18 20
x107 #& HH
3.2] y=0.1501"x +0.0038 y=0.125675"x +0.002712
B 244 Re-gg937 = R2=0.9846
.,E. 1.8 ":‘1‘
m 1.2 zZ
0.6
0
0 02 04 06 08 10 12 14 16 18 20 0 02 04 06 08 10 12 14 16 18 20
;110” BT <07 EE
= lg y=0.1036"x +8.5820E-004 = %E y=0.1515"x— 1.4992E—004
= 1. _ = 2. _
£ 15 Re=0901 2 7 Rm=09873
= 9 = 1.6
0.6 1.2
0.3 0.8
. 0.4
0 0
0 02 04 06 08 10 12 14 16 18 20 0 02 02 06 08 10 12 12 18 13 0
x10- £LERAR x10"  ZI35H
2.8 y=0.14936"x +0.0013 3.6 y=0.2129*x +9.0943E-005
2t 28 2 307 pe-qgggs
= %g R2=0.9951 E 24 )
g 1:2 g 1.8
08 1.2
0.4 0.6
0 0
0 02 04 06 08 10 12 14 16 18 20 0 02 04 06 08 10 12 14 16 18 20
X;é“ =T x;g" =T
o 30 Y=01844% 400012 ot DBl y=01560% +0.0011
= 24 R2=10.9952 = %3— R2=0.9951
B 138 E 7
= =
1.2 12
0.6 04
0 0
0 02 04 06 08 10 12 14 16 18 20 0 02 04 06 08 10 12 14 16 18 20
x107 3 x10- KK
= 18] y=0.0998"x +0.0014 = }g y=0.0882" x +9.6946E—005
= 157 =090 E 13 R2=09713
B 05 = 09
= 0 go
0.6 0.6
0.3 0.3
0 0
0 02 04 06 08 10 12 14 16 18 20 0 02 04 06 08 1.0 12 14 16 18 20
R HERRE

B 8 EAZEREERE (ZNE) MERECEXRAN (GNE) HMSHERPRUFRORERSL. KREER: 2-200 ng/mL,
ERZTHF



FEERTHERS

RERIEMERE TEWFLTES
x10% 4.072 min x107 3.960 min
6 5
1stQC = 100% 4 100%
(8thinj) = * 3
2 2
0
0
36 38 40 42 44 36 38 40 42 44
x102 x10?
6 4.069 min 5 )
ond 0G E4 89% g 3.957 min 67%
n
(21stinj) 2 % ‘
0 0
36 38 40 42 44 36 38 40 42 44
x10? x10?
] 4.069 min , 5 .
3dac 0% 4 3.956 min 52%
(28thinj) = 9 2
0
0
36 38 40 42 44 36 38 40 42 44
x102 %102
4th QC 6 4.062 min 5
| 80% 51%
(38th inj) LE 4 ° 3 3.957 min ’
2
. 5MMM~ALQFW““
0
36 38 40 42 44 36 38 40 42 41
2 2
sthac 0 x10
L 4.062 min 5
(48thinj) .oy 1-: 2% 4 40%
= g *3.957 min
; ;
0
36 38 40 42 44 36 38 40 42 44
6thQC  x102 x10?2
(68th inj)
H 6 4.061 min 70% i 36%
=4
52 3 3.956 min
0 S
36 38 40 42 44 36 38 _ 40 42 42
REEHTIE (min) RERHE (min)

EBERPHT R
REEMEERE TEXMFLEAS
x10%
x10° 14.813 min 14.814 min
= g 100% _>|1.5 100%
=) =1
1 0.5
04 0
144 146 148 150 15.2 3'|44 14.6 14.8 15.0
><10
><10 14.813 min 14.811 min
B 3 98% L15 76%
= 2
1
04
144 146 148 150 15.2 14.4 14.6 14.8 15.0
x10% 14.813 min x103
4 14.814 min
3 94% L15 69%
= 2
1 0
0 0
144 146 148 150 15.2 14.4 14.6 14.8 15.0
x10 14.811 min X103
4 )
o3 92% L1 5 14.811 min 62%
E 2
1 0
0 0
144 146 148 150 15.2 14.4 14.6 14.8 15.0
x107 14.813 min iy
- g 91% L15 14.811 min 63%
=2
1
04
144 146 148 150 15.2 14.4 14.6 14.8 15.0
103 . X1U3
x 5 14.811 min 14.811 min
88% 121 5 68%
= 4 =
=
% 05
0 0
144 146 148 150 15.2 14.4 14& \14.8_ 15.0
TR (min) SRE/IE (min)

B 9. #fIt L ERARECEERENFERREEFEAHIWERPEZRARPRERENE, MERZTAFMA 20 ng/mL QC &k

SHTIRPH

SITWRIPF (AP) REESXHRHERMARSTYF, 55
HekZEREEI AR RMAL A, T IEE
HRBRU ARSI/ EEM (11.13]. ZHERFBAERE
RGN ESHBIE RGP EERK. EAMN
PRIPFTNETS R EERABNRGREELEE. CIEBRR
PHRTUNERNERHRGMNR ., ERUAREN T ERTES,
FE R F S REE A R4 GC/MS/MS BN T REAK
BYIRHER.

PHNMRRRA EENIFRERBIEEREEAS, BlAX
PR TEXRCEEREPERSTDRPFZE, HREE
BEERBETES (RBER) EX CRER) #RERMAE
RATHRIFAINEREIT TR, RRITHRIPARER R
B, SlETEERRRENLRENRESER. RERKZS
HRPFIRSWIAEEMBEEHAANZTAS. BIRA °

ZHAiR” HE, REBARMFERNBHMAITIRIFF. X
HRER =R #ENX—RE. BREEREATEEN

—i#5, ABRERMFNIWORPFER, NALEHES



MERNTHINSTORFAEE, B, EFAPHFTE 8, BRALH (1] HRINZHREILADFIBERAH
ARG, FERETMAMTIREN, BEEEELENAE  DRPNEHERGNES . WHBERASE, RABIRER
ERERNAERBTIL, B, SEERRERHS. TE 10 RRHER TEELAD,

810 R RS R R SRy T XL SRIER T, TR o Al
FRBHNEMERE, RET 10 RAREEAFAMRAE o0 o STREN=E .

x10¢

26 20ng /mL, EEER

22 X100 WREFH TS - X100 HR3HE

5 2 16 —— RS,
" 5 12 12 NS FHREH
16 1 0.8 08 — RS,
1.4 5 0.4 0.4 ASHA R
12 ' 0.2

1 o0 e O —— 0

0.8 46 48 50 6.8 7.0 7.2 74 16 154 156 158

i W

x10% 20 ng /mL, EEER

I x10° GEEER 00 A xips R

}g Z3 2.5
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1.2 2 1; 15

1.1 15 . 1

1 1 !

09 05 0.5 0.5

038 o S ——— 0

08 I —— ——
o 46 48 50 68 70 72 74 78 15.2 15.4 15.6 15.8
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10. ERARECEERBEES (LE) MEE (TE) FMA 20 ng/mL QC A&, AFm (E&) MFmamERes (4e)
Mtk EigE, SiERAYREE 70 KEEFT PHERERRE. BXEEN=MEYRESZ X 11 18



® 2. ERREAEERERMAKFNI TR (AP) WESTER M REELERILR

B R
REREMERE REREMERE, WA THRPH REREMERE ZEREERE, WASTHRPH
FEHEWE %RSD FEHEKE  %RSD FEHEKE  %RSD FHEME  %RSD

RE R? (%) n=18 R (%) n=18 R? (%) n=18 R (%) n=18
e 09993 956 5.4 0.9996 963 28 0.9963  90.6 34 0.9971 91.2 24
=c]: 09951 888 9.6 09992 942 39 09978 886 115 0.9969 86.1 9.4
B 09980 843 235 09997 949 8.8 09920  83.0 232 0.9976 84.7 226
ERE 09997 926 5.7 09988 957 25 09985  92.1 33 0.9996 93.0 25
SRR 0.9960 797 35.3 09974  96.1 13.0 09952  80.6 26.2 0.9925 79.9 28.1
PHEEFEE 09986 940 36 09913 931 17 09994 916 14 0.9993 915 3.1
Py i 09996 937 55 09990 941 2.7 09993 915 19 0.9993 94.6 17
8 0.9994 898 9.9 0.9991 962 2.1 09997  87.7 73 0.9985 87.6 10.1
et 09999 930 5.7 09990 939 19 09996  88.1 9.7 0.9986 86.3 8.8
AEE 09991 935 8.9 09989 955 42 0.9990 885 136 0.9984 85.2 20.1
GRS 09988 922 134 0.9964 964 6.2 09947 914 16.2 0.9944 91.4 243
FREEmE 09995 932 37 09944 949 20 09992 923 19 0.9992 92.6 25
R 09996 929 42 09993 954 15 09992 923 14 0.9994 93.9 0.7
ZEESF 09999 937 36 09987 957 20 0.9991 916 17 0.9992 95.7 23
TRF 09985 917 44 09988 935 26 09982 918 26 0.9974 96.0 23
nE= 09991 914 5.4 09987 923 26 09986  84.0 15.2 0.9985 80.9 165
CECKEE 09995 936 47 09976 955 20 0.9987 917 14 0.9997 937 12
St 09981 945 2.7 09988 956 13 0.9959  90.7 24 0.9995 92.0 34
ZEBIERE 09958 907 40 09985 947 16 09970  92.0 15 0.9973 93.4 35
BEF 09988 914 29 0.9993 943 15 0.9988  92.0 1.1 0.9996 93.6 35
ERMER 09992 915 5.2 09991 939 29 0.9990 828 143 0.9994 80.9 17
I 0.9969  90.0 40 09961 933 41 0.9991 851 8.0 0.9965 87.8 8.4
Z W 09959 963 5.4 09967  95.1 16 0.9963  92.7 13 0.9991 92.4 1.0
DDT 09991 877 10.2 09954 923 139 09993 724 34.1 0.9983 725 33.1
RAmEBRE  N/A N/A N/A N/A N/A N/A 09986  87.6 95 0.9989 87.7 10.2
SIEKFIE 09971 924 2.1 09886  92.0 3.1 09938 773 216 0.9883 735 237
=57 09993 934 26 09975 943 28 0.9986  90.1 15.0 0.9981 89.4 17.0
TR 0.9957 902 5.1 09956 925 38 09984 792 18.0 0.9977 80.2 232
ey 09972 942 18 0.9969 937 19 0.9992 865 59 0.9972 87.3 9.7
REH 0.9905 905 34 09980 884 37 09984 834 6.5 0.9993 85.3 106
B 0.9995 902 3.1 09980 905 19 0.9981 895 15 0.9948 943 19
B E L 09974 943 47 09986 979 42 0.9957 889 73 0.9960 89.6 15.0

* AESERTATRERARERE, ARELTHAERKE



ERIMESNREPRAMEARECEERETUIASE
% SREFHEHEPRALMEFAOEWE, ERN—BHOIH
MR, ERARECHEERERGNERERZEAUSHMS
WHRPFNERERE, MESTEEHROUGDBEER
B, EERAEEREMARMRPANEHET, £70 RE#EN
RERF—BRER MR, MAMERERTHRANARBRE
THUEMER. AW, ERXIHNEMTEEERNNEY (W
BRBHNEMLER) , WAREESTRIERL, XEREIE
AEEMNBENA NS ZEBRRKARRRTON. £E
EERP, ERATIRIFFIEEERE T XM KL IR A —
it ATMEERERT, BRERTHTRRFF, EXHZRMH
KEPHIHARAE, BERACAHE. KRRIFEEXNER,
TRRBERITHRIPF, MEMRLREGHITELKY,

ERUAYMNEETERSERFSMLABAEER, X2H
SHEERGT, LEREROHE. BHRMEEHELE
REMRELRMELMERTRMERN., IERRNASS
FBAREEALR, NZHEESEERK, BIERFRE
EMHEMRRER, EREENSINNRESERAD, ER
THETEBE, AL, BMERTEEMMRE, FHRREMET

RIPFISH L™ XF, EBEERSYBUASYEITSE
B EbitsE, R, HFNRPFATRTENBREE.
EEFERT, ERASMYRIPAHESEZSYRIMENFH T
HB., BERMTAMDRIPF, ZEEUSTREGWERA
ARANHER. MTFERERAREEUITHULEY, BINRARK
FERRZHITHM (11.13], SEREEERHETEREEE
3 pL,

&k

AHARITFA QUEChERS BAZERMAMERERFHNREHE
HTHW, SEITETRECEERENEE. XA “ZHE
BAEEHESEPRINERTH, WEHARZ AR
BTFEMERERIKE, AERTECEERERN GC/MS/MS
gL, MAMERNATAEHTRIE, ERETZAETN
SHE M REE (2 ng/mL of LOQ). BHIRIE fhLkE&M (R >
0.99) (2 2l 200 ng/mL SEER) FMELARENERENBZE. &
RRPLFEREEREABNSHEBEZARETHENREE
#, NTIEERRK T REIHMASXBRLENNAFEN, 5
EREFOMEFAGHEL, RECHEERBTUSHESHER
M., HFEERGHEZEEF, FENFARNREZERTH
BRRAETUEHESHRTEM,

Bt
{EFE RIS Adam Milecki ZE{X SR HERR F EATIRIAIEE BN,
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