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= SN RSN RARLE S, EBSAMPNEREERAGHITEE D .
Agilent MassHunter RZ 5IFE544Y) MRM $UREE SHB X NAER N Bi55E
FRRAES, RENEPENETLIEEMERNAAIGE, BN, FEHAEF
R AT LREK BT HF e HERE T RE SN,

BAXMAE, MFKERIINARTHIREHER 43 FEAT GC A KRARTEHE
MEER (L0Q), Hr 36 FhRZ9AAERARH LOQ<0.08 ppb (BIRKRAEIULES 100%,
MFIEKFEYIELF LOQ < 10 ppb) , FIE 43 FRZMIERIRF LOQ < 0.8 ppb
(Fl@ARMEY AR LOQ < 100 ppb) -
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B7F GC/TQ By Agilent MassHunter
Optimizer AJLI MRM BEF Y88
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B 1. RREkE

® 1. BTRADHEI GC F MS F

HP-5MS Ul, 15 m x 0.25 mm, 0.25 ym

RHECHY 8890 SIEBIZ RS, MERERARITEM. BahEFaffmas @I
AR Pa— (&84S 19091S-431U1)
HEEO (MMI
- — () FRRIRR o
‘#;Hf e AT i3 1.091 mL/min
KomE 50 psi (R4 0.75 mi
;\tﬂjuwﬁﬁ\ﬁ psi (f%ﬁ( mln;) — v
3 3 50 mL/min (0.7 min B
B_;D’-’E*;_t IR tm?ﬁ min min B O PSD (PUU)
% =87
P EETRE (RK) 12.906 mL/min
R 3.0 L
: @k 2 HP-5MS Ul, 15 m x 0.25 mm, 0.25 ym
bri = it REAWNEEER = (ZB#4S 19091S-431U1)
L1 SR 0.2uL =g 1857
L2 #t¥E 0.4 uL IR 1.291 mL/min
L2 SR 0.2 uL HEEOEE PSD (PUU)
HECRE 280 °C HOEE MSD
E=Aa as BRETE (RW) 13.429 mL/min
N J RS 4mm BHENE, THREE
EHORE (8455 5190-2293) MS
N s REE(CH 70108 =EMIRAT GC/MS
R N . N
— BFR BUETR
IaERIERE 60 °C - =
AR R E RIS &) R BlHERER
e E RIS 1 mi
° s mn RS Atunes.eihs.tune.xml
FHRIRE 1 40 °C/min
(=5 dMRM
REBE 1 170°C —
e — AR 3 min
E—:‘;nElllz SN | 1 0 mi
z - ° mn BFEEEEENEERX | 10
TRIRZE 10 °C/mi
= mn MmikFEE (MST # MS2) 150 °C
RERE 2 310°C —
et BFRERE 280 °C
B £% STHY [E 2 3 mi
:_/_Eﬂ o LR 280°C
BIB{TRE 20.75 mi
F]::Ej“ﬂ me He R Sfk 2.25 mL/min
={TAYIE 1.3 mi
EIL_ 7 min N, RiiES A& 1.5 mL/min
R a] 0.5 min




K2 BFEEBFHELEEFH MRM BFXT

Ex2 i RT (min) EEBF EMEF1 EMEF 2 EMEF3
HEER-d6 4.646 115.0 - 83.0 151.0 > 115.0 193.0 > 99.0 82.9 - 47.0
HEHE 4673 185.0 = 93.1 144.9 > 109.0 109.0 - 79.0
IR 5.598 127.0 > 94.9 127.0 > 109.0 109.0 > 78.9
SR 5.650 94.0 > 47.0 94.0 > 64.0 136.0 > 94.0
RERE 6.297 115.0 > 72.0 98.0 > 69.0 98.0 > 58.0 162.0 > 114.9
TR 6.833 110.0 > 63.0 110.0 > 64.0 152.0 > 110.0
KRB 7.019 157.9 - 97.0 157.9>114.0 138.9 > 97.0
TR 7.248 145.0 > 109.0 109.0 = 79.0 185.0 > 93.0
RR 7.776 125.0 = 47.0 125.0 > 79.0 87.0 > 46.0
TEE 7.847 164.2 > 149.1 149.1->121.1 149.1 - 77.1
ASBEER 8.227 248.8 > 213.8 141.9 > 106.9 176.9 > 141.9
TRR 8.285 137.1 > 84.0 137.1 = 54.0 199.1 - 93.0
IRIRERAR 9.084 100.0 - 58.1 101.0 > 59.0 126.0 - 84.0
FAE X 9.160 263.0 > 109.0 109.0 = 79.0 125.0 > 79.0 125.0 > 47.0
FRER 9.237 144.1 - 116.1 144.1 - 89.0 115.1 - 89.0
R 9.337 234.0 > 146.1 234.0 > 174.1 220.0 > 192.1
RER 9.580 168.0 > 109.1 168.0 - 153.1 153.0 > 109.1
ORIfRRE 9.734 126.9 > 99.0 157.8 > 125.0 173.0 > 99.0
& RIRES 9.740 149.0 - 77.0 149.0 > 91.0 221.0 > 109.2
E=3740 9.959 313.8 > 257.8 198.9>171.0 196.9 > 169.0
MGK-264 10.441 164.0 > 98.1 164.0 - 80.1 111.0 > 82.0
SRS 10.648 366.8 > 212.8 254.9 > 228.0 350.8 > 254.8 367.0 > 213.0
REfT-d6 10.705 84.0 - 81.0 84.0 > 53.0 112.1 - 84.0 154.0 - 84.1
REA 10.755 149.0 - 70.0 149.0 - 79.1 151.0 > 79.0 151.0 - 80.0
RRXEH 11.045 375.0 > 266.0 271.7 > 236.9 372.8 > 265.8
2Ry 11.099 236.0 > 125.0 236.0 > 167.1 125.1 - 89.0
IR ST 11.318 375.0 > 266.0 271.7 > 236.9 372.8 > 265.8
IRERE 11.557 248.0 > 127.1 248.0 > 182.0 248.0 - 154.1
FEEMW 11.711 179.0 > 125.1 179.0 > 90.0 150.0 > 123.0
BAERE 11.829 116.0 > 89.0 116.0 > 63.0 131.0 > 89.0
SRS 12.055 247.0 > 227.0 249.0 > 112.0 328.0 > 247.0
EERE 12.920 116.0 > 89.0 116.0 > 63.0 131.0 > 89.0 172.0 > 95.0
PRI | 13.108 172.9 > 109.0 172.9 > 145.0 172.9 - 74.0
] 13.247 172.9>109.0 172.9>145.0 172.9 > 74.0
T EE 13.279 250.0 - 125.0 125.0 > 99.0 125.0 > 89.0
42 FA %R 13.711 272.0 > 254.2 272.0 - 209.2 273.0 > 255.1
BX R %BE-d5 13.954 181.0 > 165.2 187.1 > 171.1 141.0-91.0 170.1 - 119.1
JiE il 13.977 181.0 - 165.2 181.0 > 166.2 166.2 - 165.2
S5 15.719 163.0 > 127.0 182.9 > 155.1 183.1 = 153.1 183.1 > 168.1




Tk R 15.761 147.2 - 117.1 147.2 5 132.2 147.2 > 105.1
YRR 15.840 361.9 > 109.0 210.0 > 154.1 225.9 > 198.1 225.9 - 163.1
AREHE 16.244 163.0 > 127.0 162.9 > 90.9 206.0 > 150.0
IS 16.561 140.0 > 76.0 140.0 > 112.0 111.9 - 76.0
SEHE 16.563 163.0 > 127.0 163.0 > 91.0 181.0 > 152.1
gl 16.770 163.0 > 107.1 163.0 > 135.1 135.0 > 107.0
I EE-d4 18.426 348.2 > 333.1 348.2 > 183.1 348.2 > 172.0 348.2 > 156.0
T g 18.445 34411719 3441 1829 344.1 > 329.0
SIS Nk 18.433 300.9 > 165.0 302.9 > 164.9 386.8 > 300.9
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43 #iEATF GC DIMHIRATFESIF
mEIMMER LOQ EK

43 FhR 2RI B INF A& B AN FLE HY
LOQ. 42 FRZGAIEEIA LOQ < 0.8 ppb
(FIRARRABYIFELF LOQ < 100 ppb) ,
BX 42 MR#FE 36 MoV RIMAF
LOQ = 0.08 ppb (FI@ARRIEM KL
LOQ < 10 ppb, EAEYIMEIHR ppb 18
HF ng/g) o mEFM. MXEAMRI
SAUNARMER (X 3 FREE
™) IBEX LC/MS DArtapgdksl, mx
BANFIRN A EECITHERE T MEDN
LOQ &Ko

—_

. FREX 1.0 g UIRFBIRRRIESINN 50 mL B, IINFMEEI B FHHL,

7E 3000 rpm THREE 5 %
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. PO 15 mL ZB&, 7 3000 rpm FIRIE 5 5350
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¥ EERATIBINARELR SampliQ C18 EC 7+ (E814S 5982-1365)

Ho 1) 50 mL EHIINTHL, 558 4 FAIE, EENERTHRBRENE

B9 50 mL &

.\ 5 mL Zf&, 7 3000 rpm TRIE 5 %h
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B LEERAFEINE 3 A SampliQ C18 EC 9., EEAEAT

WeBito M 50 mL BEHRINAFKL, 755 6 TR
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. ZRERIRERISRR (REVR) HREE 26 mL (7% 25 %)
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. % 100 pL $REVRS 400 pL BR1LAY 50:50 Skt / AER (viv) BE (R

125 fZ +), SRITES 107>, HiNZE. WEHRIEZHT GC/MS/MS
ALy
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xR3.EMATFGC

DITENEE R & MAER LM AER) LOQ R

RT INFIE R ILM AR = PRE MEREIRERE LOQ* (8890/7010) LoQ BOERE LR
*®E (min) | (FIRARMEMMEIR, ppb) | (FIRARMEMMEIR, ppb) | (FIRAMEYMEIR, ppb) | (EMmIEH, ppb) | (H#&HEH, ppb) R
=K 5.650 100 20 100 0.8 10 0.9978
eSS 18.445 100 20 10 0.08 5 0.9945
BEXR G 13.977 3000 IEFEHIRE (100) 100 0.8 50 0.9971
TEEL R AL 16.561 100 20 6.25 0.05 5 0.9960
REM 10.755 700 TEF 100 0.8 25 0.9997
FZE 9.237 500 50 10 0.08 25 0.9986
TEE 7.847 100 20 10 0.08 5 0.9947
IR =T 11.318 100 TEH 6.25 0.05 5 0.9996
RAEH 11.045 100 EA 6.25 0.05 5 0.9995
SRS 12.055 100 IEFERIRE (100) 6.25 0.05 5 0.9948
E27d 9.959 100 EFEHIE (10) 6.25 0.05 5 0.9982
YRS 15.840 100 20 6.25 0.05 5 0.9985
A[EEE 16.244 2000 IETEHIZE A (3750) 6.25 0.05 5 0.9976
=l 16.563 1000 IETEFIZEH (3750) 10 0.08 25 0.9981
R 8.285 100 IEFERIE (10) 6.25 0.05 5 0.9985
EEER 4673 100 100 6.25 0.05 5 0.9933
RR 7.776 100 20 6.25 0.05 5 0.9940
peivizls 18.433 2000 M 6.25 0.05 25 0.9992
KRR 7.019 100 20 6.25 0.05 5 0.9977
[l 16.770 100 EfEHIEH 10 0.08 5 0.9997
MR 10.648 100 60 6.25 0.05 5 0.9907
IRHE 11.557 100 20 6.25 0.05 5 0.9933
)3 R IR ES 9.740 TEA IEFfEHE 100 0.8 25 0.9998
=] 11.829 100 EFEHIEF (10) 6.25 0.05 5 0.9980
= VR Y 9.734 500 20 6.25 0.05 25 0.9998
BER 9.337 2000 20 6.25 0.05 25 0.9997
KR 9.580 100 20 6.25 0.05 5 0.9965
BRE RIS 9.160 100 EEHIES 6.25 0.05 5 0.9924
R 5.598 100 50 6.25 0.05 5 0.9927
MGK-264 10.441 100 EESIER 6.25 0.05 5 0.9982
FEEM 11.711 100 20 100 0.8 10 0.9964
TR 7.248 100 EfEHIEH 18.75 0.15 5 0.9935
RER 6.297 500 3000 312.5 2.5 50 0.9995
EZv{ 11.099 100 20 6.25 0.05 5 0.9932
ASEE 8.227 100 TER 6.25 0.05 5 0.9994
gl 15.719 500 EFEHIEF (500) 6.25 0.05 25 0.9993
PRI | 13.108 100 EfEHIER (10) 6.25 0.05 5 0.9920
PRIRM || 13.247 100 EEHIEF (10) 6.25 0.05 5 0.9937
137351 6.833 100 20 6.25 0.05 5 0.9955
BA%H R 15.761 100 50 6.25 0.05 5 0.9992
W2 ER i A 13.711 100 3000 6.25 0.05 5 0.9953
ZIFE R 9.084 100 EESIEF 6.25 0.05 5 0.9987




TRMES 13.279 100 EFEHIEF (10) 6.25 0.05 5 0.9963

el 12.920 100 20 100 0.8 10 0.9968

« BRIRRAEUEET 100%, HBETEAMEMMEHRH LOQ WEHER. REF. KEFEMEREEEHTAMR (1STD) BRLERE, EIREHFMN ISTD. XA THIE

RREGHITIMT (ESTD) BRI, BEFRAMF LOQ REZERATERIRE LR,

BHIMELUE LC/MS DT RABIMIH 1A
GC/MS ##f 1
3BTRTIRENLOQ WAESHER.
RS MRS =E A GC/MS
MRM BIEE, XLRGBEBEHELUR
LC/MS #1T 0. FRAAXHRN
GC/MS F57%, XLERZR LOQ KT InF!
REIMBIFLEE,

K L0Q BEFATRET 10 RERE

ASREEE

RS LOQ 0.05 ppb  (KFFH 6.25 ppb)
RSD 3.1%

JEIFRERSAY IDL (FF E#i¥E 13 fg)

CA E3K#Y LOQ: 100 ppb

814 816 818 82 822 824
RAERHE] (min)

S %RSD < 20 AR, BEBIWRE
79 LOQ MYEFRILEROEARAEHTT 10 RIE
SEEHE, WESMHRARNIERN B
FR (IDL) At L fg &, W0E 3 PAiTm. 1R
EAT 1 1HE IDL. 1 99% EfEX[E T
BEIR 10 RNER t RIFKITE (t) F
2.821, & 3 FIH T NAFHY IDL.

IDL = (t,)(RSD)(##_L#7/#5m 25 £E)/100% |

A1, A

826 828 830

REA

¥ &AAE L0Q 0.8 ppb  (KFFH 100 ppb)
RSD 8.6%

EIFRERDAY IDL (B E3#iEE 584 fg)

CA E3R#9L0Q: 700 ppb

1068 1070  10.72

1074

1076  10.78

SKEERTIE] (min)
1. RAEHF
c 1 SR LOQ 0.05 ppb (K 6.25 ppb)
1 RSD 12.0%

L2000

N8
STR2A A I NAAKE
g /AN

24

)

JainiFE BT IDL (FF E#iEE 51 fg)
CA E3R LOQ: 100 ppb

2. IR &3

AR LOQ 0.05 ppb (KFFH 6.25 ppb)
RSD 18.4%

JEIFRERRAY IDL (HE E##EE 78 fg)

CA E3RH9 LOQ: 100 ppb

106 107 108 109 110 111
SREEETE (min)

112 113 114

3. XREN LOQ A SBEEK (quintozene). mEFMA. RIKFMIMLE AT 10 ZELHITF PRGN

MRM & 1&E



FEMF@EILIMN LOQ BEXKBIFFE 43 M
RAYFERETCEARRINE BRiF &t
RIFILT R B, B 4 BRTRKRER

kSR

y =2451.178767*x + 121.880076

R?=0.9995

T T T T T T T T T T T
0 05 10 15 20 25 30 35 40 45 50

RE

ARE (ng/mL)

y =0.015396"x — 0.002414

R?=0.9997

ERZR,

5 x 10*

1] nammR

1y =34725.054588* + 286.437789
1 R?=0.9994 |
! T T T T T T T T T T T
0 05 1.0 15 20 25 30 35 40 45 50
HEE (ng/mL)

- X0
y = 1937.652644"x + 70.440837 |
R?=0.9996 1

3 3 |
E E |
T T T T T T T T T T T -
0 05[1.0 15 20 25 30 35 40 45 50
RE (ng/mL)
Y
3
0 ks IERES
| y=1937.652644"x + 70.440837
| R2=0.9996
3
g

T T
0 0.2 0.4 0.6 0.8 1.0
ARE (ng/mL)

B 4. ARHEER (quintozene). RIEA. IMHRAMNRE AR IEL MR ERLL

T T T T T T T T T T
8 10 12 14 16 18 20 22 24 26
ARE (ng/mL)



30 MEMAT GC FINHIRGFAME
KXBEFRIMERN LOQ EX
INERIERFFRRAWER LOQ” iBE
RFEEMENE. & 3 7, 30 K
HAFEMEAMENRIY LOQ BN,
SHFHEA 24 #HRE, MMEAMER LOQ
RFmAsER LM ERE, B0,
MEARBEBMENRER LOQ A
1/100, A% 20 ppb, MANFIEREILMNAL
ER LOQ A 2 ppme ERAARHFIARSD
f7a%, RLEEH 8890 SAHBIERS:
5% 7010B ZEMURAT GC/MS BX
A3, pRIhi#E T RIRERY LOQo

HERRENEEST: —MHEZMEKE
ERPRER I RE

5n& . SANAKEERLEMN, B2
& RIREEXTS LC/MS Mk, T2
Xy GC/MS BEEHkEMmNtbeamz— B
Jil, CHTEFARRRAEY) AR AR AR Y%
RRFEENMEAZIRE,; B2, XEE
FKIMERIP B IME TS R % RIRES
R EEEYFE

5 #BE, ¥R 8890 SHEBIER
ZE5 LR 7010B ZEERFTF GC/MS
BXA, BEBXIRRREEHITEE DM,
E&iiA LOQ A% 0.8 pppb (FIRARM
1B LOQ 3 100 ppb) - 1EBIA
F GC/TQ B9 MassHunter Optimizer, ST
AREFIFERREER MRM B FX#T
itto

pelbodi
@RS LOQ 0.8 ppb (KFFH 100 ppb)
RSD 6.9%

+El EIC MRM (149.1,149.0 - 77.0)

A

Tk

T T T

T T
9.50 9.55 9.60 9.65 9.70 9.75 9.80 9.85

KEEBH{E] (min)
X -IOSA B
| IRoRREE
y = 21325.318412*x — 10026.239695
1 R?=0.9998

Rz
1 1

T T T T T T T T I I T T T I
0 2 4 6 8 10 12 14 16 18 20 22 24 26

RE (ng/mL)

5. RE LOQ BYIBRIRES 10 RIESHITPRSAIR I MRM SBIEEFNLIER
2%



MBI R Al 1B 75 22 0] SEI &R (R AY
LOQ

S5HMEYMEGEREL, AKEEEES
ENBETTIYR, FrEaREMRKE.
KRR, LEER. BRI, KME
PR E M EREXR AN /ETE 2
BEBYGNE. TRCEFNFEREIIE
FEERNEESAMRREEMAL, H
FISEMFE DA, URHESRBUEHLE
KAFREBEITHEL

_—

B2 BN KRB MR IR EUR 2,
F1E Agilent SampliQ C18 EC SPE #+
(ZF5 5982-1365) L#iT41k, W
2 Fime XRRRMOCEMIE DAL
B2, ERATZER GC/MS/MS Al
LC/MS/MS ZFAa RN AE
£ GC/MS/MS i 2 Bt — SRS
HARFIREUR, TEFEDBEREEET
125 ERNAMEYMEHREEUR, FHX—
REDRESHEERE TR EM KNI28E8
# (B6).

\F
i

U‘x

MR AMFPAZIILEY LOQ = 100 ppb,
NN ERESNAMBRER. FH
Agilent 8890 SHEEIE RS SHE HES B9
Agilent 7010B =&MU+ GC/MS BXA,
BEMEBIERE 500 FRYARMAE Y #1H
70 FhEIRRZHHY 85% 3X18 100 ppb B9
LOQ. SERIFIBAIBNEMBMRY Y &
BRG] LI E KA BN 4P s
17, ARG ENERBNESEFTRLD
(E6).

% 25 S KFREDITEL
% 125 (FH0 KRB R
7% 500 (FHUARFEIF KL
SAFIREY 0.8 ppb RZGIT AT

\‘ \ ’
I TR '»\
AT In I
| V“mm M‘J | ‘ . A

| \i‘[\ 'U J;W lﬂ ‘f} ‘MJ 'I ’1'. \\Hw \r‘w M “ (% ”‘L/J/

" il LI “
Al ‘\ n“f W\H ‘hr,‘ “ ‘(“ w ‘ ;“‘ UU ‘\j"\v‘m\”‘“ LU‘J
B Nl ‘k% o ) )

4 5 6 7 8 10 11 12 13 14 15 16 17 18 19 20
SREERT|E] (min)

6. % 25 f&. 125 151 500 FHYARKREUR UKSSTH 0.8 ppb (iR RAMERIEE TIC, RAEBZIELS



%L

MFAFEE LN ERFIFRFZEREGH
MRM EF X EE7E MassHunter ®&55
B S RY) MRM #UBES, AKEL
TREFENEELR. BF GC/TQ B
MassHunter Optimizer BEBSFF A FEL B
R EYIE MRM. RIMUBL T T R G546
FER, BMTRALZRENSIT
X, LR 8890 SMEBIERLH PSD
BT BT AT BB R BB AR
IR, FEEREITNR. TEES
HIERIEITRA. RIELH 7010B =&
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