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&, 80 °C &% 0.5 min, 500 °C/min #Z 280 °C, &% 2 min.

ERETHAEE: SFHZENR, BNNRFRZE=ERBENETNESENA
1psi, HEEBNERTFENEHIERME (Aux EPC)

=i ye ZHHE JAW HP-5 ms BE 1M 30 m x 0.25 mm, 0.25 pm HP-5MSUI
0.25 um HP-5MSUI

PRifE: 80 cm x 0.180 mm B EABAR

#H: S5 30.883 psi ([BEE)

i 70 °C (1 min), 25 °C/min #Z150 °C (0 min), 3 °C/min FZ 200 °C
(0 min), 8°C/min FZ 280 °C (10 min)

R 5 min, ##EH. 1 psi, Aux EPC 80 psi, g 280 °C

RE T EIHE FESTMPEL 16.53 min

BUESK N, 2.60 psi, He 6.25 psi

BFREE: 260 °C

MARAT R 150 °C
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LR = ERENRAT GC/MS/MS
T 175 IR %% B

HE

AXNET RALIELH 7890A/7000A GC/MS/MS, KA % RMEEMES (MRM) 24T
175 MERARGKBO AL, ERZIMITHESNTRERE. AFEHR, AREMN
REMRFF GC/MS (GC/Q) il T EFFMEmIMERITHIERN LR, GC/QIZRAER
BFRN (SIM) 2BE#EARX. 2REAXNEERCARECHBERRENG
(DRS) K RTL RARMSFHMEEERTENR. cC/QREFSEX O, XA
A4 (splitless) 3\, #HEE4 5 pL. HEMHES, GC/Q0Q WHEEA 1 pL. 2
&3 GC/000 MR EFMERML 6C/Q MEMERTE, TERMTFEZENRER
F#HE%, AWM. GC/Q0Q 7 MRM #X TREEX B EM#HITHT. FLARS
E GC/Q A% DRS 3T 900 # I EMRATNE ETFMFTIHE,

: Agilent Technologies



518

RERNE—RREFNES. FENEHEHNRIEYERS
LT#HEZLEHECEYHTEN, FRNERFEAR, W
QuEChERS Fif (W 1-3), HRREHNAGFTEAEER, W
REMEUTR, EEXRTHRUGYNER, XEEESEER
MRAERINE, RS RERIMMPRTE 10 pg/KG (10 ppb) HE
K. IAEEETENITFRIHITOHN.

MFES GC HTHIRYA, REXHNERARMMREPEAH#TH
BEIHIA, X TFREEREA 5-100 ppb B9KZ, 8 GC/HBMN
H (GC/Q) £33 AH DRS MK RTL RAR AT
#BE (4-6) HTAXTEEMFE, KEERMFEERHAR,
KEHREGHRHIRA 5100 ppb. MTFREEXEFFEFR
AT, REES 7890A/7000A GC =EM#RH (GC/000) Eft
HE%.

EXR T =MRIED AN SRR MR REGZ BRI S 0
FRAMRIARERPRREA GC/Q EBBFRA (SIM) F1H3
# 1 DRS #iTa#r. EHMERE GC/QQQ BB & R KN
(MRM) 333 175 MR AHITHT. XEMATIUS GC/Q A
GC/00Q A ARRENERPRESERGHK LB RHTILER,

o

RS R IR S RIRER R R m S AWM EEDI(US. FDA,
CFSAN, College Park, MD)#5EE %\l /5 (USDA ARS, ERRC,
Wyndmoor, PA)i2f#. #Mmi@id QUEChERS [1-3]7ERIFE
ZRBUBESRN. RENPERS 45 RHEMR/EF, USDAR
HAYH MAIRER QUEChERS FiEER, BEAZHES 1 ZHM,

%28
SIEA GC/Q #1 GC/Q0Q £ESHER 1702 3IH,

F1._GC/QMFEDHEH

GC LIER 7890A R
B ohiftifss RIER 7693A HHRRHERE
#HEO SR
e a5
HEEN E1THAIE 18.420 psi(1EEH#R)

2 psi(RMRAT)
ARFEXEROSH
BE 250 °C
HE Helix W4EZEL(P/N 5188-5398)
BT 1pL

ARETFBRENSRHORE 30 mL/min, 0.75 min

AR TEXHEOSH

HiBRERF 60 °C (0.01 min), B 700 °C/min FZ 280 °C
(RHF)

HE Helix WeEZE L (P/N 5188-5398)

HHER 5L

AR BEEFTSREQFRE 30 mL/min / 1.25 min

WRFHRIER 70 °C (1 min), B 50 °C/min #Z 150 °C (0 min),
L6 °C/min FZ 200 °C (0 min), L 16 °C/min
FZ 280 °C (5 min)

A 2 Baimes , ER—BEE — AR

R

a5, EEH 2 BaRS

iE{TAY 4.0 psi, RAAL 60.0 psi

Agilent J&W HP-5ms Ul 15 m x 0.25 mm x

0.25 pm (P/N 19091S-431U1)

EE ERPESREIRELZE

RiptE 2.0 m x 0.25 mm Siltek EE W AR
(Restek, Bellefonte, PA)

& #EOSa Tz BER—MEL
(P/N G3182-61580), SRipHaE

SREHER(PCT)
PCM 71
S

PR ES 80 cm x 0.15 mm EiEHAZHE (Agilent)
EE WHED RS MSD ZIE]
AR E 2.705 mL/min

REBEEHE FESEIHIETE 8.298 4
REFEERTZE LR 5975c RS, S FRBER
#x{ El

EERE 280 °C

BTRRE 230 °C

TARAT R 150 °C

HE 100

RrEE A/D=4

WEATF 1

SIM FEE A 4-25ms

REBTFHRA FRE

AR 25494

(HETm)



£1. GC/QWNBERSTEML)

R
R

b

H®E EPC EN
HHOEN

LN

DRS %
EERE

FERRH

ik

#£2. GC/000 RERTEM

FRIBEATRTHEEE 5 4t
280°C

60 psi

2 psi

RS GC/MS HETIEBEH S
(P/N G1701EA E.02.00 SP1)

Agilent P/N G1716AA (Ver. A.04.00)
NIST MS #% (Ver 2.0d)

BRI BERRIRRGKEAMDIS)
(AMDIS_32 ki 2.62 &=, 5§ NIST RikE—
# — Agilent P/N G1033A)

NISTO08 (Agilent P/N G1033A)

RMFIRA ST RIS
(Agilent P/N G1672AA)

GC
Bt
i3]
HE

#s
HEEH

B

AR

SREFRHENSELORE

TEHS
FHBREF

EREEREREA
HWEHEPC K

RN EPC EN
i

L 7890A R

RHEIE 7683A B RERE

DR/ BRR

Helix W% &K (P/N 5188-5398)

a5

Z1THAIE 18.350 psi(lEEHE)

1.0 psi(RHR)

250 °C

1uL

30 mL/min, 0.75 min

FF(20 mL/min, 2.0 min)

70 °C (1 min), IX 50 °C/min FZ 150 °C (0 min),
L6 °C/min #Z 200 °C (0 min),

1L 16 °C/min F#Z 280 °C (5.5 min)
AR (P/N G3186B) — AT H 4R
PHRR

85, ERETREEL

B1THt 4 psi, KIAT 80 psi

Agilent J&W HP-5ms Ul 15 m x 0.25 mm x
0.25 pm (P/N 19091S-431U1)

— iR, B—imRR AR
(P/N G3186B)

2.0 m x 0.25 mm Siltek & A
(Restek, Bellefonte, PA)

—ImEHED, S—iREEEL

(P/N G3182-61580)

65 cm x 0.15 mm LiFEUARE (Agilent)
—iRIR AR ARESL (P/N G3186B),

B —imERE

2.688 mL/min

REREISE FEBTEHET 8.298 min

S ERB AR R Agilent 7000A %7

5 El

ERERE 280 °C

AFIR 2.3 min

BFERE 300 °C

MARAT R Q1102 =150 °C

MRM #X &4

MS1 i 12u

MS2 f i 12u

AiESTE % 1.5 mL/min, & 2.35 mL/min

&S

it 8] RIE{TRHESE 3 min

Kig 280 °C

B EPC BN 80 psi

HEOER 1psi

B

HiEXE Agilent MassHunter &R &£ 4
(Ver. B.04.00)

E M MassHunter Workstation E 1442 484
(Ver. B.03.01)

EENH MassHunter Workstation & & 9k
(Ver. B.03.01)

GRSV

BitEE

A GC REHEMER T 15-m x 0.25 mm x 0.25 pm Agilent J&W
HP-5ms Ul #F. HEUAEEESTRECRERRANF L,
BANFERASRE A 70 °C W F SH GC BRASERIPH., B
=, | BANPEH#EEQSSHERRE, MEENRE 2 XE
BRI RTIEERSEIXE.

HERRMTFRAER48-)AMRLEN, BAREERTEE
SHRRRLEY., UNBRERERS SHEENFREER L
(BRI B, ERIEER. RENERSE, BERENSHE
FENBFRSHBEFRLAFLR.

ZECHEATRERABTLEAANERAEREREERT
KMi#E (4, 8-9), GC/QQQ RERB TAIMEEEL . GC/Q &
GERANES TR, BHEED, SWHBEREERAERER
B, MRGHHAT-MENRT[ERRL. B1NETE
ML SR E.



7693

B
A | ] i
7693 Bm
5975C MSD

B 1A. B scan f1SIM § GC/MS BLER a) ZEXHEED, b) 2 mx 0.25 mm ZiFHFEIFH, ) HEL,
d) 15m x 0.25 X 0.25 um Agilent J&W HP-5ms Ul #, e) MBS 728, Hb—BE4,
f) SREHIRRPCM)EFHGSWHTE, g) 80 cm x 0.15 mm LiF HIRFH

7683
B3
$ ihkese
7683 HEmE L -a Aux EPC

7000A QQQ

B 1B. GC/00Q fE€FH MRM £4f, BLER a) . FHTHKED, b) 2m x 0.25 mm ZiE W FRIPH,
c) HHEL d) 15 m x 0.25 x 0.25 um Agilent J&W HP-5ms Ul #F, e) T AR,
NEMHTE, g) 65cm x 0.15 mm ZFHRFH,



MRM %%

XANE RN M ETT A 175 ERRGETHH. SHLE
YIMER T/ transitions M, FEMKL T EENFHERE,

#3175 B&KZ transitions BB EF5EMEF

L &MmE
AR
Fk-FEXEY
&R
B3l
AR EE
HLiE
FRAERA
RESTE
AR
o-NEHChE
R-ASHEIT
SAEREIE
BT
BREE
R

ZE R
g
REA
TR
S5-IF
Sk
-85
R-SE
y-87
R-HHE
SRR
e
HEE
217
REHTS
X
FEH
R
RIERE
ELETA
ELE ]

R EgEIE)
15.371
11.403
8.507
9.247
10.908
6.581
13.248
14.835
5.842
6.025
6.595
1.266
14.428
9.186
10.020
11.261
14.320
10.617
13.316
11.410
11.010
8.562
9.376
9.314
10.779
12.706
4.323
7.395
9.606
8.284
13.051
15.859
9.694
6.887
16.144
16.212

TER
FiaEy

181.1
282.9
188.1
262.9
123.1
200.1
215.0
160.1
2921
181.0
181.0
181.0
181.1
205.0
330.9
358.9
183.0

79.1
157.0
372.9
372.9
230.0
230.0
230.0
267.0
139.0
191.0
265.9
196.9
286.0
268.9
362.0
2121
243.0
163.0
163.0

f
FUET

162.1
219.0
130.1
192.9

81.1
1221
171.0

771
264.0
145.0
145.0
145.0
165.1
132.0
315.9
302.9
155.0

771
121.0
265.9
265.9
160.0
160.0
160.0
159.0
111.0
113.0
133.0
168.9

93.0
205.0
109.0
1231
109.0
1271

911

EERR

RiaEy EHET
181.1 1271
282.9 184.0
188.1 160.1
262.9 190.9
1231 79.1
200.1 104.0
215.0 128.0
160.1 1321
2921 160.1
181.0 109.0
181.0 109.0
181.0 109.0
181.1 166.1
205.0 187.9
330.9 285.9
358.9 284.8
183.0 76.0

79.1 51.1
157.0 75.1
372.9 263.9
372.9 263.9
230.0 195.0
230.0 195.0
230.0 195.0
267.0 81.0
139.0 75.0
191.0 141.0
265.9 230.9
196.9 107.0
286.0 270.9
268.9 171.0
362.0 81.0
2121 1511
243.0 79.0
163.0 91.1
163.0 1271

(ETR)



TR TR
HAE R {RERME REEF EMEF CE REEF EYEY CE
ELE K 16.273 163.0 1271 5 163.0 911 15
ELE [ 16.307 163.0 1271 5 163.0 91.1 15
N-EFESE 15.208 181.1 152.1 30 181.1 127.1 35
SEHE 16.381 181.1 152.1 25 181.1 127.1 35
SEHE?2 16.463 181.1 152.1 30 181.1 1271 35
SEHE3 16.531 181.1 152.1 25 181.1 127.1 30
SEHE4 16.558 181.1 152.1 25 181.1 127.1 30
BER (CHERER) 9.721 300.9 222.9 25 300.9 166.9 40
DDD, o.p'- 12.170 235.0 165.1 30 235.0 199.1 15
DDD, p.p'- 12.841 235.0 165.1 25 235.0 199.1 20
DDE, 0.p'- 11.241 246.0 176.1 40 246.0 211.0 20
DDE, p.p'- 12.007 246.0 176.1 40 246.0 175.1 40
DDT, o,p'- 12.882 235.0 165.1 30 235.0 199.1 20
DDT, p.p'- 13.492 235.0 165.1 30 235.0 199.1 20
iluges: 12.054 169.0 57.1 5 169.0 112.9 5
BAR 18.016 181.1 152.1 25 181.1 127.1 25
MIREE-S 6.303 88.1 60.0 5 88.1 59.0 20
FAENRE-S 5.230 88.1 60.0 5 88.1 59.0 15
ST FRmm 15.432 208.0 102.1 40 208.0 89.0 40
FEH 5.957 234.1 150.0 20 234.1 192.0 10
HEH 2 6.127 234.1 150.0 20 234.1 192.0 10
ZBR 7.226 179.1 121.1 40 179.1 137.2 20
Raw 9.694 262.0 216.0 15 262.0 123.0 40
BER 8.067 279.0 223.0 15 279.0 205.0 30
BiSR 74 9.199 123.0 771 20 123.0 51.1 40
44— FFH 9,593 139.0 111.0 15 139.0 75.1 30
BHR 2.905 109.0 79.0 5 109.0 47.0 15
ZS X HBRR 3.367 171.0 100.0 25 171.0 136.0 15
S 6.269 206.0 176.0 10 206.0 124.0 30
EH 11.926 262.9 192.9 40 262.9 190.9 35
ZHER 8.080 134.1 105.1 15 134.1 77.1 30
BURES 15.934 125.0 97.0 5 125.0 65.0 25
Z R 7.260 88.1 60.0 5 88.1 59.0 25
R e 11.586 130.0 1021 15 130.0 75.0 30
SR 13.377 173.0 109.0 15 173.0 65.1 40
iRRt 7.660 240.9 205.9 20 240.9 203.9 20
iead! 11.308 240.9 205.9 15 240.9 136.0 40
A 12570 195.0 125.0 25 195.0 159.0 10
TiAHRERE 13.377 271.9 236.9 20 2719 116.9 40
BIERF 12.366 262.9 193.0 35 262.9 190.9 35
SR FIEE 12.956 249.9 2149 35 249.9 141.9 40
BAKERFIER 14.116 316.9 101.0 20 316.9 245.0 20
B3 14333 157.0 77.1 25 157.0 110.0 15
AR 5,632 276.1 105.1 35 276.1 202.0 20
7T 12.997 231.0 128.9 25 231.0 174.9 10
R 5eHk 5.357 158.0 97.0 15 158.0 114.0 5
IER 3.963 183.0 139.9 20 183.0 108.0 40

(ET:)



LACE/EA
PR
REHE
SRR
TR
FIEH
ETE
ERB
B
BUKHEE 1
X% 2
AIEE
AEGER
AR 2
E=1V]
ABRELEE v 1
ISR -2
K&

Hh RS
REt8
HEEEA
FELEB
ANEFE

HER
RIEES
RER
S
FERIBE
TR
popete

/o83

OHER
RIS
o.p'-FAEEEH
p.p-FRETEEH
RAFAER
ERH

KR

IR AT
W
L]
paii

FE TR
LEFER
AEF
REFAR
ASFERER
RELSFER

R EEE
13.329
11.803
15.222
8.650
9.030
14.503
12.780
9.552
17.202
17.412
1321
16.571
16.741
16.944
17.412
17.480
10.807
6.934
8.379
10.474
10.352
6.168
13.702
7.660
14.211
1517
10.813
11.776
14.876
6.710
9.396
11.146
13.730
14.442
9.450
3.782
14.923
12.848
11.539
12.210
9.633
8.284
1.761
4.459
6.866
6.283
9.016

By
218.0
303.1
139.0
284.9
271.0
181.1
292.0
278.0
167.1
167.1
306.1
199.1
199.1
328.1
250.1
250.1
147.1
246.1
271.9
183.0
352.9
2839
1711
204.0
187.0
161.1
2131
376.9
171.0
181.0
173.1
145.0
2211
2211
162.1
127.0
2719
408.8
408.8
175.0
2911
263.0
264.9
2499
2749
264.9
295.9

Hi
BT

109.0

80.0
111.0
269.9
109.0
152.1
156.0
109.0
125.0
125.0
264.1
1071
1071
259.0

55.1

55.1
103.1
109.0
236.8
118.9
262.8
2139

AR

91.1
124.0
119.0
121.0
361.9

771
145.0

99.0

85.1
1211
1411
133.1
109.0
236.9
109.0
299.8
112.0
109.0
109.0
193.9
214.9
239.9
236.9
2458

CE
15

40
15
15
20
30
25
20
15
10

30
25
30
15
15

15
25
30
25
35
15
10
25
10
20
20
25
15
15

15
40
15
10
15
20
25
15
10
10
30
25
20
10
40

RiaEF
218.0
303.1
139.0
284.9
271.0
181.1
292.0
278.0
167.1
167.1
306.1
199.1
199.1
328.1
250.1
250.1
1471
246.1
271.9
183.0
352.9
283.9
171
204.0
187.0
161.1
2131
376.9
171.0
181.0
173.1
145.0
2271
2271
162.1
127.0
271.9
408.8
408.8
175.0
2911
263.0
264.9
249.9
274.9
264.9
295.9

TR
EEF

79.0
154.0

75.0
239.9
260.0
1271
109.0
125.0

89.1

89.1
206.0
1571
1571
189.1
200.1
200.1

76.0
137.0
116.9
154.9
281.9
248.8

85.1
121.0
159.0
146.0
185.0

93.0
1241
109.0
117.0

58.1

91.1
169.1
1321

95.0
116.9
299.9
301.8

76.1

81.0

79.0
155.9
142.0
204.9
142.9
262.9

CE
30

20
35
35

5
35
20
20
40
35
15
10

5
40
20
25
30

5
40
15
20
25
15
40
15

5

5
35
10
30
10
15
35
30
25
15
40
25
30
40
40
35
30
40
35
40
15

(&Tm)



EERR EEREH

LA R {REMHE RiaEy BT CE RAEF EYEY CE
IRXEXT 15.703 183.1 153.1 15 183.1 168.1 15
RABXRT 15.798 183.1 155.1 10 183.1 165.1 10
3E-d10 6.863 188 160 10 188 186 10
REASER 14713 183.1 153.1 15 1831 168.1 15
BEH 10.861 274.0 121.0 10 274.0 125.0 20
FAHERE 5.961 231.0 128.9 25 231.0 174.9 10
RRERAE 14.855 182.0 111.0 15 182.0 75.1 40
[ogiigint 14.259 160.0 771 30 160.0 133.0 15
ZE IR, 10.332 318.1 166.1 15 318.1 182.1 15
FAEIERS 9.138 290.1 125.0 25 290.1 233.0 10
BEF 10.983 283.0 96.1 10 283.0 67.1 40
g 11.953 207.9 63.1 40 207.9 99.0 25
B8k 5.164 120.1 77.1 20 1201 92.1 5
R 13.858 135.1 107.1 15 135.1 771 30
g 6.676 214.1 172.0 10 214.1 104.0 20
BB fe 6.948 138.0 110.0 5 138.0 64.0 15
KRERE 6.975 173.0 145.0 15 173.0 109.0 35
AR 11.878 162.0 63.1 40 162.0 98.0 20
MR R 15.439 360.0 96.9 35 360.0 194.0 15
EEHBE 15.351 2211 1931 10 221.1 1491 15
AT A 14.272 340.1 199.1 5 340.1 97.0 40
R 10.827 146.1 118.1 10 146.1 91.1 30
RSHER 6.832 236.9 1189 25 236.9 142.9 30
TR 13.994 1231 81.1 5 1231 95.1 5
e 6.473 201.1 173.1 5 201.1 138.1 10
HE—Z B 5.902 322.0 146.0 25 322.0 65.0 40
FARmR 13.180 322.0 97.0 30 322.0 156.0 5
TERIEHE 7.687 261.1 137.1 15 261.1 153.1 20
MEHER 5.110 202.9 83.0 25 202.9 142.9 20
L ESE 7.524 1771 127.1 20 177.1 137.0 20
pUgT 20.525 125.0 47.0 20 125.0 79.0 10
TR 6.890 231.0 128.9 25 231.0 174.9 10
iR 6.907 214.1 104.0 20 214.1 132.0 10
2,3,5,6-MSE R 5.293 2309 158.0 25 2309 122.0 40
RHE 11.478 329.0 109.0 25 329.0 79.0 35
B %Es | 14.299 164.1 107.1 15 164.1 135.1 10
PR3 1 14.421 164.1 107.1 10 164.1 135.1 5
REZ 6.161 125.0 47.0 20 125.0 79.0 10
FE RS 8.392 265.0 250.0 15 265.0 93.0 25
Tolyfluanid 10.623 137.0 91.1 20 137.0 65.1 35
HER 7.470 268.0 183.9 25 268.0 226.0 15
IR 13.241 161.0 134.1 10 161.0 91.1 20
ARR 5.808 306.1 264.0 5 306.1 160.0 30
WER=FMr 13.865 326.1 169.1 35 326.1 233.0 10

ZHEH 8.311 212.0 145.0 25 212.0 109.0 40



BT MEERR

HERENAE MEERET GC/a AR SImM A, &t
RECHNSEAEFOSRHEES BF, AT RE
SIM ARERT 170 ZMMEEY. BNHEXLKN 60 MRA,
SMLAWYN 4 MEF, Scan FRAEIEH DRS K 927
MLEY RTL REGR AN TR EHRELE,

EHAAE MERTE 7890A/ 7000A GC/00Q Z4EH MRM %
® 3 FTSIMISEHTIRN. AE MREUEH 170 FREGHIRAER
ZCZERFT. Hit 1 D=, REM 3.33 pg/kg (ppb) E
6670 ug/kg. & 4 SIHPHER.

x4 ZTFHE MNTHRORERNER, 2718 GC/MS £ DRS 747 .

SIM X REM GC/000 MRM Rl . (HEFX ZTEHEDE
wmz) .
GC/Q GC/000°
5L (ZEA#ED ) 1L
Vo) i VTN i BR/ R

RUFH scan+DRS  SIM Pinvigz3ul
SRR 0.38P
LEFE 0.75P
AERR 2.3b
L@ 053
4.4 - Z KB 1.2b
Sl 24.7
o.p'-DDE 3.7
p.p'-DDE X X 240
o,p'-DDD 9
p.p'-DDD X
o,p'-DDT X
p.p'-DDT X X Sum =45
130
W ih A X FHiER FHiER

a HEMMESRERBHEERWRERT , BAHNHE MERTHEEA 45 9/mLiT
b. MEERRTFRERSERA R

BTN EEEHITER, K 4 PUUREZUENE
Fi@id DRS HF & SIM BiEPK H (R EIRE X), BF=5F
MBFFEARER. AESHREMTEESH. ZEEW
EREENRPEY, RTHERETTIRG, REEFH 451
(4.5 TEPE MKABZE 1.0 mL ZEER), FIAEAE MERRERF
RERZTZNMEFIHEMMET,

LPMAZTHT DRS ., BIEESE 927 MiLEH. SIM
1 MRM R{UBRF 175 MEIRUEY. & 3 & DRS HilZ
fenazaquin, SIM 1 MRM HH R B EXN KL, XHIEH
GC/MS iZM DRS £ GC/MS/MS Birik &4 g it F B

Tt E MTRENMM, GC/00 BAH=ZNMKERT
1 ppb(ug/ke)MIEY, = MREZEET 5 ppb HUEY. &
EH&PREEINRER 3.33 ppb, BARREFITEHNEE
ZIMER, KL p.p'-DDD # 0,p'-DDT B MRM transitions 8
B, BT8ENSAHE, AAAMEIITERE,

2 BN, ERE MEREAEEIERIRE p.p'-DDE EERF
(m/z 246) B, AKETEERT RERFHIER . XERZE
(B 2B) ZIIEERAET, B2¢ BRE—#&EH GC/MS
SIM ¥ EIC (m/z246) B, ERRLLRZ 10 ETFAIE.

AEH GC/000 EATERUEWHHMM®E, EXMEEELE
HE M pL #HELEHRT R MRM &iE1E (B 2D). b
GC/Q SIM 5 pL i##E (f5MELL 375) AHEFRIEMEEE (434)
(B 2C),



[2] lon 246.00 {245.70 to..

& bundance

EO000 4

50000 +

40000 4

30000 4

200004

10000+

1]
Tirme-> 11.67

i f—
[2] lon 246.00 (245.70 S/N = 375

Abhundance
20000
15000

10000

50004

] ; ; . : :
ITirne-> 11.73 1291

e bundance

[11] [_GCMS_PT]*Amdis extract... [= |[B][3]

45000

40000

35000

30000+

25000

20000

15000

10000

5000

12137

12.00

g X108

1.5
1.4 -
1.3 4
1.2 A
114
1.0
0.9
0.8 -
0.7
0.6
0.5
0.4
0.3 1
0.2+
0.1

— 246.0-176.1
— 246.0>175.1

S/N=1434

BEFiLH =238

0.0
0.1+

T T
1.8 1.9 12 12.1 122 12.3
REME (54)

B2 A)pp-DDE EEBEF (m/z246) H scan BitiEH, MKZHIFE M5 ul BFRHHE, B) 5 A HHEEEZHEER. C)pp-DDE TEBF (m/z 246)
B SIM FRH R, MKLHIEE it 5 ul BRI THEE, D) GC/MS/MS SHTHEEGIEM transition (752 246.0 F1176.1 5246.0 #1175.1), 1HEKSR
1 ul AR FTHE, 1BREFH PK-PK 15IELLFIEE transition T HEEHE, D HF1 transition BFHIEL B 23.8, H Y p.p’-DDE,

EFEFD GC/MS SIM 5 GC/MS/MS MRM LL5;

SHBTEMERT 10 ppb p.p'-DDE A GC/MS SIM
GC/MS/MS MRM ARl MAILER, EM=Z SIM m/z 246 B
EIC, ERAFEER. HE. AS. HEBMESE, TUEER

MFHRERZBEE, AME GC/MS/MS %l p,p'-DDE
transition SZ 38, ATFEEH transition246.0 5 176.1 K915
L AEE K, FURATIAZERT ppb B97KFE L4 p.p’-DDE



EIC (246) MRM

dance |on 246000 [15.?0 b 2 12 — 246.0 > 176.1
6004 1.0] — 246.05175.1
%8 T 0-85 BT =235 S/N =448
400 @ 06
ol
2004 R A
%.0
04— 'Iw — T 118 19 12 121 122 123
= 11.48 1245 RAERTEN(434h)
dance |an 246400 [2H5.70 to 2. | — 246.0 - 176.1
8 — 246.0 > 175.
600 i 46.0 > 175.1
.5 BFHH =229 S/N = 241
400 HE T 4l
Bosy
200 L 2 e
L—»M‘n—uﬂ_«.‘_\” 0
D—"———F—T— 18 119 12 121 122 123
-+ 11.48 1245 FEME (55
dance |on 246000 (245.70 ta 2 1 24605 1761
00 [ gz |— 26051751
074 BFihl=233
] < 064 S/N = 446
400 S 2 o
04
200 L LR I R
. L%_,.wj\ra 024 A L
i 0.1
5 1148 1245 T T
dance |on 245000 (205,70 to 24 n8 19 12 121 122 123
H SREERTIE (5 4h)
IR I 1 — 246.0 5 176.1
3: — 246.0 > 175.1
) - 61 EFLH =236 S/N = 456
% 9
200 L‘»wﬂh x4
e, LR Y I A
2,
D T T T T I T 1 Y /A N
- 11.48 12 45 0
dance |on 24600 (205,70 to 24 ne M9 12 121 122 123
e [ FEERTE(S )
1 14] — 246.0 51761
121 — 246.05175.1
""'DD' . 1.04
_E.... % 0.8: BFEH = 24.0 S/N = 260
2004 R # 06
il o 0-4: ———————————————————————————————
B S NG
-=» 11,48 1245 0.0 ‘ ‘ ‘ ‘ ‘ ‘
18 19 12 121 122 123
REERTEN (95h)
B 3. XtE 5 FEFH 10ppb (10 ug/kg) p,p'-DDE F GC/MS SIM 1 GC/MS/MS MRM £ 5IH AR E, LME

SIM m/z 246 BI EIC, BEFHHFHE, HME GC/MS/MS BNSZIFEE, HEE transition F (246.0 5176.1
F1246.0 5175.1) p.p-DDE BIEIEE T, PK-PK SIRELM 241 F 448, HHERE 1L



EiniRRY

=HBAEKE TERTHHN 1 ppm BEE. TRRE GC/000
BNETERE ERERHENKEY, KERE93ppb. B4 8
7% 3.3 ppb Z 6670 ppb M ESKBRK ERL.

REF
RETERATEBNEREELEERAENEERT. 35,
EREMENMEFINERSEIESEN BILRK, MHEKT
SEREHETRE, TREEZEFRETRE. XMONAERMLE
GC/Q0Q. @A Q0Q HHSRVBRHER, FHAKIUEN
#ip, BABETFREESE (AREZRE—RORT) EEF
TR SR,

R 7000A R FEER S 5975C BEMNEEEFRMARE
S TARFE, AT AINEZE 350 °C #1200 °C, BMESRHHES
Rk EREUBRVEERR.

BlEEERY. BOBFRERABSENTERERETZE
RRHEF. WEME 1 R, MERRIRARRIEITARZE,
R3-5 AHMELERAERERE (WBFRF[AHFRERE
%) MEAMK, BAREBMEXE. BITRADHNSEESET
EEdANERESMAEREONSRE OHRH %,

A | — 274952399 B
sy | — 274952049
2.0 I =62.1 /\ 4.0
181 35
161 / 3.0 |
2 149 /\ S 25
=< 1.2 X
1.0 2.0
=038 s
061 101
041
021 05 1
0.0 0.0

ETRBXANTIER, K£100% 1 uL #HZE GC/000 R4, #
FHMS ZAHIMEME, %k 300 X GC/Q #HHEE, Nk
MFAHOBEELY, ENEIRREENBERT, XLREL
B

&ik

ZHEIEHI 7890A/7000A = E RBMBHRIE RS F BIRKE
SMEERBEFEREN. EENRFREZERTRIE
%. BEMEARSIAE LS AR ppb K EMREKBEENR
MEK,REEHIH GC/000 1 pL #HHELL GC/Q 5 pL FHEBEIE
i, A, TEEFERLANRAGNMERE. Ak, B
EERECHNZEXEFOFTREREH. £6C/027H
EXMIESWIER DRS R 900 RFARHAR AT
#EE. &1 GC/MS i1 DRS M 900 RiTL YA L, KEH
GC/QQQ XM DHBEHRUENEE, X_ELEERIFNSMER
ERENF L, EBERERNIE, FHIRESHENTR
FIXHES B R IR,

45+  FHEFEEE 11 Levels, 11 Levels Used, 11 Points, 11 Points Used, 0 QCs,
| y=-0.0030"x"2 +670.6288 " x - 343.7991
R"2=0.99970460

66 67 68 69 7 71 500 0
RERSE (55H)

500 1000 1500 2000 2500 3000 3500 4000 4500 5000 5500 6000 6500 7000

KB (ng/mL)

B 4. A) MRM transitions #ZIEAEBH 9.3 ppb TAZNE B) ERRIEAIFERL , M 3.33 ppb-6670 ppb, ZRELHIA > 0.999
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FFE (Ei% SGS BIFEABRAT
FiBEL 900 S 200001)
FWK (RFBERFEHRAF)

BEHE Stk N-TEER RS &Y
GCMSMS 747

MARE

=

N-TFHBEEUENR—XRISESEELEY. BENARAZEANMNXE. Freund F
1937 FERIRET 2 GIERR LM N-THE R (NDMA, XRZBETHE) 75
R0, AR AP F AR, HE NDMA & NGA NS4 H BT AR (L 4
3, Bames #1 Magee (T 1954 ££71 1956 &) 7 7 NDMA AMUEFHHIEISHR,
HEBEEY, IS RERTAT .

N-TFRE L SYRREY (LHRE. REXDHERS) ZFETRET, EREMI
FRPSEARTHERNED N-THEXSY. EERAAZRE. BE. B8, B
FEABEMLENRMR (B, AKX BXE. BEX) FEEREHN N-THEXLEY.

BRHREEFIRSMNRERUAEHEEAMA, MG RERLIEPASEEH
LKEWTRHE. SETHBRENRIUREESHEEL, IMEFERXRBESK
HEm ., FERERERINET, SEH PR N-EREEERRR, AR AER
EXHMEE. SIMmstxgRpErnimEEeay, KA. XREEXMMERTT
BRI

N-THEEUEMETAINEALRE SR, MAEERPHEERERRK, —BROMBE
BEEMR GC KNgEHTHHT, B30 TEA & NPD %. GCMSMS & E AN T %
EEREN. RYEMEL LAE—EHMRE . FRLAZKRR GCMSMS (LA H
B N-TERSRRIT M, HREE. ERUMENSHEEHRETHFEUXHER,

Agilent Technologies



ERAm 10 g BN 250 mL /NVGEARAR, O 100 mL Z& ¥R, A%
KO, FEBTHELR (12h~18h). BHEBANRZREES
FMANRFIR, RBBEEAEELERT, B 30 L ZSHESR
RikEHER, BERHFNTEREMP. 55°'c TRAZW 3 /M, F
RIES/MHTLET 8%, % 100 mL ERWMARM 29 SN
MPNEBED, AANEARNEHN SRR, ZIEXB, F=
SHREEEY, FX, ERREREK, WE70mL FEL.
R EKREMN 30 mg TokERERSN, BN 15 mL IZ§H

JREER AN 10 mL ECHR B ERERTARERERN 40°C WL
T, EXEA500 bar UL, HEEZEZZE 1 mLER, AECKEE
BE2m,

R IF

GCMSMS: Agilent 7890A/7000A

column: Aglient DB-624 0.32 mm x 30 m x 1.80 pm
PRERRE: 250°C

HERE: 2.1 mL/min, BF

HEEER . Aot

%, R 15 min, HEHE, TEENEBEITKFRARERY  HHER: 1L
SEFREEMP. BMN 10 mL HZEF%. #RI2 30 min, #  MRMBH
ENE, TEANMERILKREBHEE, aH_SRK. @F

Transistion
Compound Precursor ion Product lon dwell CE [V]
Name [m/z] [m/z] time
NDMA 74 a4 10 0
NDMA 1 42 10 20
NDEA 102 85 10 0
NDEA 102 44 10 15
NPYR 100 43 10 10
NPYR 100 55 10 5
NMOR 116 86 10 0
NMOR 116 56 10 10
NDPA 70 43 10 5
NDPA 130 113 10 0
NPIP 114 84 10 5
NPIP 114 4 10 10
NDBA 116 99 10 0
NDBA 84 56 10 15
NEPhA 106 77 10 15
NEPhA 106 51 10 30




BREH

a) Bl 1 R BHEMRM 500 ppb KIEE, FrE 8 MMFN N-E kL
B AMERSHAERG TR TELNE

x104

5.54

4.5+

3.5

2.5+

1.54

0.5+

A1

b) ATHERSEE MDL, RATEITHHEE 50 ppb IREZBFHM
H&, BiitE 3 EiRERE (SD, n=12) B2 MDL, ®1 4

MR BN B AR AW MDL,

F 1. N-DREBEHL AW ERIERR (MDL)

Nitroamines
NDMA
NDEA
NDPA
NMOR
NPYR
NEPhA
NPIP
NDBA

MDL (ppb)
11.38161
11.81947
10.22701
9.726503
11.50173
10.67571
11.46032
13.75231

+E| TIC MRM CID@™ [ > * MRM108.D
1380
e 8206 12840
114,377
i 13.272 20,121
it 3272 L
€ 65 7 75 B 85 9 45 10 105 11 115 12 125 13 135 14 145 15 155 16 165 17 175 18 185 19 195 20
Counts vs. Acquisition Time [min]
500 ppb = B A EE




c) AFEMEEHHE TEE, LHSEEM 50 ppb E 500 ppb,
EMRERSH)A 50 ppb, 100 ppb, 200 ppb, 300 ppb #1
500 ppb. FTE B EWHEXZEIIAT 0998, B 2 2 N-F

E TR LERE.
MDA, - B Levels, 6 Levels Used, 6 Points, 6 Points Used, 0 QCs
% 41044 v =035864 % x +487.3919
2 R"2 = 0.99961607
S 454
i
i 44
354
3_
254
2-
1.5
1-
0.5-
]]d
0 25 50 75 100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525
Concentration (hg/ml)

B2 N-EEDHEEM 50 ppb Z 500 ppb 1R

SE M

1. Zoe Cai, and Phoebe Shen, “Determination of the
N-Nitrosamine Content in Rubber Articles by GC/NPD,
GC/MS"” SGS publication Document No.

SHTC- CHEM- SOP-293-T

www.agilent.com/chem/cn
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cee TS ... SEEE/RBRENED TR
0,0

e

REH, HEH, S, KSR,
ER=, ®5, WK
(R ATt A,

[FAUFRENRRNERIRE,

I"% I 510070)

it Bz

MARE

=

AABBE—MAKAENHENEER, 2HLE. BRE. KKSEARK, YALKH
BARE, CH WHO EFFEEMZEF 0 (IRAC) FIATTREREN (1A %), B5lEEE
BRMERFARNEE. CHAUDRER (). ERHEHERRTEERHERD,

HRRABENNER T EFSEEER. SEEE-FLER, S3AE-RKRLE
4], KRR A SHE R BEORLE (GC-MS/MS) IRRBHAEENRMS, BR
ZRERERRDTRPEEAREEE. AEMEENE REES. RHTRA
2.0 ug/kg. ERTFRMAPRERGHEREEN,

Agilent Technologies
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pE1siEe

Agilent 7000A Triple Quad GC/MS/MS; R /&EiEZ (99%, Sigma
PR R, SRE. Rk, BRRMEBMI AL, SPE /I
F: C18Box, 3mL tube, 200 mg.

HRiRE, #Mt

FREX 20 g #bim#, Anzk 100 mL, MIZERBNPHEBER, F
4500 r/min &0 20 min, B 25 mL £iE#id C18 SPE /M,
C18 SPE /MEL A BEEFIKE 3 mL iEN (FX), L#, kERT
&, AEBA 3mLAKE, SFRERIKER, SFTEK.

HRITER

RABRSENR, B5ERGRE, BRMRX, BRIEE,
A MBEEMREY, RENTERE.

T4 B RAHARET 50 mL AEXES, A 759 BRI
#, &5, MR 0.4 mL, B pH=1~2, N 8 mLigK, &
LEF, M7 0°c kW, BNREL 15 h, MkFEREUH R, &
B 1 mol/L RATRERINA R, EERRMAIRKTLIEE,

FH. BEERHEREBE 250 mL 2HES P, AZBRZEE
2K, 8X15mL, SRR, 59 TARBINTIE, KE
BERZ1.0mL, LW,

BESRERY

B J&W122-5512 (30 m x 0.25 mm x 0.25 m) BHAHEE
MEH; #HEORE 250°C, #iR 100°C, 12°c/min #E 280°C ;
{87 0.8 mL/min, #FEE 10:1, HS He, HHEE1.0L.

El BFiE, BFERE 230°C, BFHEE 70 eV; HHEKEE
280°C ; XAZRMEENER (MRM), BMEFF m/z 152>135
Mm/z152>107, RlHEREENFIA 15V 20V,

ZR5WE

ABEBEE GC-MS/MS

AEB IR ATE L =YH GC-MS/MS MRM BIRLE 1, B
HRIKENABBBRITERR, RERFETER, #7
HPLC-MS/MS ##f. MIEETR (A) FIRERE (p, mg/L) IIE
Mk, %i4FEN A=-14937+279314, H8FZEH 0996 8, &
0.01~1.00 mg/L KESEENEEXZRIF. W S/N=3 HER S
BRRREIR R A 2.0 pg/kg. AT ERIEIKERIE 98%.

x104 |+EI TIC MRM CID@** (** -> **) 09092207.D
24
1.5

*5.594

054

x103 [+EI MRM CID@"* (152.0 -> 107.0) 09092207.D
1

o N & o
[ S

x104 |+EI MRM CID@"* (152.0 -> 135.0) 09092207.D
1254,

0.75
0.5+
0.25 4

42 44 46 48 5 52 54 56 58 § 62

64 66 68 7 712 714 16 18 8

Counts vs. Acquisition Time (min)

B 1. AEBEEITENYR GC-MS/MS MRM B



IfrEEmAlE

bR RSB, ARRMADTHREBRENESR
W& 1. NERAR, AR KSR EERERE. &
XERMNEHER PRI SR BB,

5 1. TEIGRHET R AR B A NE S5 2R

Ha&mS AIHELRE (no/kg)
1 05
2 0.3
3 0.8
4 0.1
5 0.2

b o P R B SR R R R

HERRPESENRAREEERRETRRENTHX LB, &
WENERNESE (>121°C) ERAKER. BiNTHE~T
BEERZEEAE, AMUEERGER RNZVFHR, &
RSB T & = i R A R A T R & MR TR

DM EERGBREN S EBFAXSBITMER, RAKNT
HIER, BXARRERTERE.

SE

W, HE. RePRBHRERNFRERY] FEA4T
4, 2007,24(1): 114-116.

EME EXE RER ZBE RUITE-RRER-SHE

' EERMK R BB ). S 4TILEE,2008,4:31-34.
. BRAREBRANE (GB/T 5009.204-2005)

R, FE. Agilent6410 =E BB LR N E R R
YR EERR [J]. 2K F4R 2007,26:248-249.
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“e®%° ot = 5 T o e of 2
ce0 @ Qo FIRASHEHeE=ENRTFRITHERR
00

PHIRETRH

o O,
° P °
[ ] . [ )
f5& WE
PRBE 7 SHEE=EMRTFRIHEAT —RNSREANE. ARGRERENRETEFHUN
HE KSR AT I8, XRAZRMBEFYEN (Multiple Reaction Monitoring, MRM), StHEE=EN
RUDEREHRREEEREAPL  BHREEGRISZEATBREBNRERE.
x5

ANFRRRESHEEZENRHRERENTEL TRRPERRGRBRES L,

RS (FE) BRAA
FRIRIZ A ER R A P RREGKBRIT TISHHE.

Agilent Technologies



gg_q& Oven

Oven Equilibration Time: 1 min
70 °C for 2 min, then 25 °C/min
to 150 °C for 0 min, then 3 °C/min

HmBILESE NY/T 761-2008 “EXFARHENHE. IS,
MR RS EPRERRASHBNNE" PHLERE

Oven Program:

717, to 200 °C for 0 min, then 8 °C/min
PN to 280 °C for 10 min
N%ﬁpgﬁ Run Time: 41.867 min
ac 000 Aux EPC
He Quench Gas: 2.25 mL/min
Inlet o _
Injection Volume: 1L N2 Collision Gas: 1.50 mL/min
. 0

Inet Temp: 950 °C Thermal Aux 2: 280 °C

Pressure: 19.7 psi Column

Mode: Pulsed Splitless HP-5MS: 30 m x 250 um x 0.25 um

Injection Pulse Pressure: 60 psi until 0.9 min

Mode: Pulsed Splitless Mode: MRM

Purge Flow to Split Vent: 50 mL/min at 1 min EMV: Autotune + 20V

Gas Saver: On
MRM %
REGELBM REGPLEHN R BHE EEEY EHEF1 THEY 2
diphenylamine b 10501 169 66 (30) 77 (38)
a-BHC NSEVAVAY 12.080 181 145 (15) 109 (30)
B-BHC B-7377R 13.204 181 145 (15) 109 (30)
y-BHC WAVAVAY 13.457 181 145 (15) 109 (30)
quintozene LRRER 13.686 237 119 (30) 143 (30)
8-BHC SN 14,553 181 145 (15) 109 (30)
chlorothalonil BHEE 14.798 266 133 (40) 231 (20)
parathion-methyl FET TR 16.593 263 109 (15) 79 (30)
chlorpyrifos-methyl FESTE 16.602 286 93 (25) 271 (15)
vinclozolin Z SRR 16.635 212 145 (30) 109 (40)
Heptachlor t& 16.793 272 237 (25) 117 (40)
fenitrothion RIBTERE 18.074 277 109 (20) 260 (5)
aldrin KEH 18.526 263 193 (40) 191 (35)
dichlorobenzophenone dicofol BEfEF=4 19.207 1395 111 (15) 75.8 (35)
pendimethalin ZHEER 21.003 252 162 (15) 208 (5)
triadimenol =iz 21.671 168 70 (6) 112 (5)
procymidone BER 21.967 283 96 (10) 67 (34)
dieldrin EH 23.879 263 193 (35) 228 (20)
p.p'-DDE p.p'-iiE R 24.035 246 176 (35) 175 (40)
endrin SAERF 24.770 263 193 (35) 191 (35)
kresoxim-methyl i 24.904 116 89 (15) 63 (36)
chlorfenapyr RHfE 25.283 137 102 (16) 75 (24)
p.p'-DDD p.p'-iiEE 25.698 235 165 (25) 199 (15)
o,p'-DDT o.p'- i 25.788 235 165 (30) 199 (15)



p.p'-DDT p.p'-idiHiH 26.997 235 165 (25) 199 (20)

iprodione SRR 28.413 187 124 (25) 159 (15)
dicofol =SR2 28.817 2515 111 (35) 139 (10)
bifenthrin B3R 28.849 181 165 (25) 166 (15)
fenpropathrin FESE 28.999 181 152 (30) 127 (35)
(lambda) cyhalothrin SRE S 30.379 181 152 (30) 127 (35)
permethrin 1 S 31.378 183 153 (15) 168 (15)
permethrin 2 S5 2 31,557 183 165 (10) 155 (10)
cyfluthrin 1 AAEHE 1 32.237 163 91 (15) 127 (5)
cyfluthrin 2 AEELE 2 32.373 163 91 (15) 127 (5)
cyfluthrin 3 AEEHE 3 32.492 163 91 (15) 127 (5)
cyfluthrin 4 MBS 4 32.548 163 91 (15) 127 (5)
cypermethrin 1 SEHE 1 32.699 181 152 (25) 127 (35)
cypermethrin 2 SESE 2 32.855 181 152 (30) 127 (35)
cypermethrin 3 SEHE3 32.977 181 152 (25) 127 (30)
cypermethrin 4 SESE 4 33.037 181 152 (25) 127 (30)
fenvalerate 1 XTI 1 34.280 167 125 (15) 89 (40)
fenvalerate 2 EUKEE 2 34.687 167 125 (10) 89 (35)
deltamethrin RE B0 35.850 253 93 (20) 77 (40)

*HESPHREA RIS

SZR5WE

14 34 KRR MRM BEFREIEE, KFNER, B2H
EREMEFMRGREN MRM BB FREILE,

x101 |+EI TIC MRM CID@"* (** -> **) std 012810.D

12 23 34 45 56 67 251698 78 89 910 1011
9 184161

85

28.849
15 158746

6.5

6 26.997
101370
55

45
35

13457
25 44508 24,035 24904
19.207 S 4121
12080 40159
2 : 16,602 a77s
10501 28976 40629 21.967 31378

15 19220 14798 30880 26486

0.5

18.526 30.379
12052 21.003 7397 32699 34280 35850
6024 6916 6140
ﬁ A 5403 h
i LA AT
T T T T T T T
10 n 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30 31 32 33 34 35 36
Counts (%) vs. Acquisition Time (min)

B1. MRMTIC &



x10 4 |+EI TIC MRM CID@"* (** ->**) gincai.D

4441 12 2|13 3[4 4|5 5(6 617 25.198 78 8[9 9|10 10|M
3.75 1 131955

35+
3.25+

28.849
82192

2754
2.5+
2.254

1.75 1

1.5 26.999
1.25 28579
14 14.803 31.377
23889 19.206 21255
0.75 105505 21947 21.962

05- 8831 15601 J2703 | a5e5a 21615
0.25- n m i ﬂ 43691 3006
. L4 1l ! A

I I I
6 8 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40
Counts vs. Acquisition Time (min)

B2 FFEEFEMER MRM TIC B

B3 RERERTAH. EFUMRAANMARAIXLL .

x104 |+EITIC MRM CID@"* (** ->**) 2010-JD-0027.D

44 H2 23 34 4b 516 67 718 819 9110 10|11
2,

14.800 26.256 29.635 31.726

1153 2906 30 9
0 -1 u

x104 |+EI TIC MRM CID@** (** -> **) xiangcai.D

4 12 2|3 3|4 4|5 56 6/7 25698  7(828.8488(9 9l10 1011
119379 93258
24 3.460 6.602 19.206 21.972 31.377
10.502 : . 34,281
20337 .
9203 9798 19763 15550 17389 ﬂ
0 i Lol e PR BT b drd ol | oL 4807

x104 |+EI TIC MRM CID@** (** ->**) std 020210-1.D

4 1|2 2|3 3ls 4|5 sls 67 25697  7|828.8478|9 9|10 10|11
134697 81085
2+ 10502 3.459 6.603 | 19,209 21.968 26.995 31375
04475 ' ' 19196 3q.211
11004 24654 15836 24351 16093,
0 i Ll L. n e JIL T I L. 1666

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30 31 32 33 34 35 36
Counts vs. Acquisition Time (min)

B3 MEBTHRIAZTEERTH . ERMERHAEFINERE MRM TIC B



AXRIRPRMBIFEILLN MRM FiE#TTERMHRE  FELZE, RAHEEEFAIENEFHILERGAE. Bit
REME, 7 TIC B 4 pRAMKE TREE, RIEE 5 PHOEE  TUHEZEAMERPFERKBER.
R, BERTEMERA 5.48 ppm, THE 6 PEUE FHIEER

x102 |+EI TIC MRM CID@** (** -> **) 2010-NWT-0337.D
11

1 12 23 3|4 4(5 5(6 67 24p02 78 8|9 9[10 10|11 1
0.95 1299207

0.15

5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 2 23 24 25 2 27 28 29 30 31 32 33 34 3 36 37 3B 3 4 4

Counts (%) vs. Acquisition Time (min)
B4 RHHHKGHEE

+MRM (116.0 -> 89.0) 2010-NWT-0337.D 116.0->89.0, 116.0 -> 63.0

X105 24.905 £ x1057 Ratio=39.5
1 kresoxim-methyl 4

Counts

3.2

34
2.8
26
24+
2.2+

24
1.8
1.6
144
124

1
0.8+
0.6
0.4+
0.2

0
0.2 0.2

T T T
248 24.85 249 24.95 25 248 24.‘85 24‘.9 24.b5 25

Bs5  IEER E6 FEUEFHEEBETFHILE
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GC/MS/MS,” Agilent Technologies publication
5990-3568EN
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Trace Analysis of 175 Pesticides Using the Agilent Triple
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publication 5990-3578EN
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Stephan Baumann
Agilent Technologies, Inc.
5301 Stevens Creek Blvd
Santa Clara CA 95051
USA

KHAZEREBMHRFF GC/MS PCI
mRABERNEEEDN 2-BFE-3-F
TEItE (MIBP 5 IBMP)

NARE
ARSEH

HE

EREREENEH=BAEN Agilent 7890A/7000 5= BELMIRAF GC/MS KL PCI
BRAFLT—HRNTNEEFEEDTRERE 2 ppt B 2-FEE-3-RTEMBH T %,

Ay
RERMHFEEHREF SR8 2-FEEME, XR—XEERRNFEIR. EI1E
Sauvignon Blanc. Sémillon #1 Cabernet Sauvignon BEBTFHIRERE, AZHFKEF
BHEEYR., BRUENFHRPSEENRRZ—H 2-FEE-3-RTEME (FRA MIBP
5 IBMP) . #&E#RiE, MIBP FETEMY, FEANILEEETHEEMEHEN B,

MIBP HREEEEBHEERRIR, &2 1 ng/L, #E MIBP MREREEEBIESE
&, #8-15ng/L. &F 30 ng/L MIRESFEL ARREEL.

MFREMBHI R, MIBP ZR2—HEEER: FEERTHEREXLES, RUNE
HEMBP 285, WEAE. FEED MIBP BRIEITRZE EHMZER (HS-SPME)
GC/MS kTR, SEEHETR, ER EI BFIEK HS-SPME GC/MS/MS FikfE
BEBSWHIEE 8.6 ng/L KRR (LOD) 1 33 ng/L IEER (LOQ)[1]. ARFHH
ERN AR EERSRNRBENMER Agilent 7000 23| =FREKMRFT GC/MS
W%, EAEFIAERFRE (PCl) f1 GC RWHA, THEASEHGENTENER
TSEHURZ 2 ng/L (2 ppt) BIRTIRR.

mif

Agilent Technologies



S

FrAE R AR

® 1 5IH TR RRARERALAR]. 7 10% KIZE2H % MIBP R [E
fIRFRICHI MIBP &R (REX4 10,000 pg/ml) , F4°C T
BLTER, FIREE B TR GROEREE,

£1._ HESHEH

TR IRTE 2-REEME 4EF 99%
kil Tk 200 proof
X 5 ppb TOC
Skt HEF 99.5 %
EAR 4RF 99%
e

AXRERENTR/ AN REREHFEDR Agilent 7890A S8
BIEY (GC) FTHA ZHMEEM Agilent 7000 R =EHREKM
WA GC/MS LT, AR/ AHRHEHOBEEREGRE (5
45 5183-4761) MEFEN. AHREEREEFAE (BES
5181-3316) . HS-SPME i##&i¥ SPME Holder (Supelco,
57330-U) R, INFEHTTFx 2.

£2 SHERNFRBEHE

SHEEUETES

Py FMR15 m x 0.25 mm x 0.25 ym Agilent J&W
HP-5 ms Ul &Ikt (ER44S 190915-433U1)

HHORE 250 °C

#HEOEH 9.5 psi

i g5, ERERX, 1.2 mL/min

VS i %, 50 mL/min, 2 min

B RRER 45°C (%% 2.25 min) , K18 °C/min F+ZE 130 °C

MR 39.8 cm/s

i £ SPME, 2 min, 250°C

LR 250 °C

GCEETE N

RUWEE RENEHIES (BS 63476-60501) KT
W33 Ultimate Union (345 G3186-60580)

RMR&H -1.2 mL/min, 200 °C, 2 min

e s

i PCI BEhAE

Delta EMV 800V

RESH PCI, RN

% i i 20 % Bl

AHESFE 5 15 mlL/min, 85 2.35 mL/min

AFIFER 3.75 min

MS BE BEFiE 300 °C, MAR#F 150 °C

A 1 m Agilent J&W HP-5 ms BE & (Ul) BIEHIEARP
B, FRARMKE, NMETHP#HEOMNEEHE. BT8ET
{&#R Ultimate Union #BRIPHEZEZRE— 2. AEEHRA
f UltimateUnion BIEN#EH =@ 85 EE AR 15 m Agilent J&AW
HP-5ms Ul S4T4E [2-4]. RIPEATBGLE AT BIRFZE SPME
Hi FRITEEE, HESPEFEORTES TR LR,

HmEE

FIEERYE 20 mL WIRZHSMPHITHE . KEHRER
MIBP & RAMEMEEE (BABAT 12 % v/v KIZEEPHIRK
0.5 % w/v Biaik) #1TH&E. MERERARZ Sauvignon Blanc
#1 Cabernet Sauvignon E&E, BUEERIMTHERNKER:

0. 5. 20 #1100 ng/L (MIBP), % 80 ng/L (EAIZ4RICH]
MIBP) . MAFRZSWMLUEMERNE, FERALHLERN
50/30 pm DVB/Carboxen/PDMS StableFlex SPME £F4 (Supelco
S 57329-U) T HS-SPME, HRZEZER TH1T 30 min K
B2 HP-SPME 2B, #AJS7E 250 °C B9 GC ik O A 4T 4E Rt o

2 min,

SHER
BF 44 MIBP MRFRHIS#5IT% 3.

£3 2B H
=ESRBIHIFGC/MS
{R BBAia] WERtE  GliEEEE
ey (min) SRM (ms) (EV)
16794 60 35
MIBP 115 195124 60 30
195106 60 35
170127 20 30
B EARIZHY
MIBP (HI4R) 115 170128 20 30
170-100 20 30



ER

PCl 28T REE

E=ZRBMIRA GC/MS RELBIM PCl FEFNERER
FEEAEH MIBP #HTRNFHTHREZRE (B 1), RER
EIMEEBERR MIBP B HRUEMZ (B 2), MEH Cabernet
Sauvignon ' MIBP B9& 24 2 ppt (B 3). 7&K Sauvignon
Blanc (B 4a) BEMAZEZEH (B 4b) FREH MIBP,

TRMFHELSE MIBP

5 6 7 8 9 10 1" 12
Counts vs. Acquisition Time (min)

- P e . B 1. i SAM AHEEIRESE FiEIEE (RTICC), 77 THR 5 ng/L
BREERNERAEELBETENFES (PCI) AEFH. MIBP £ Cabernet Sauvignon BB MIBP K4 E, FERZMM
#RF0 MIBP Fr/E 7 11.5min BES, E115 9.2 F110.4 min FHHIF
HIEE7 BRI,
RIE R
Calibration Curve
Type: Linear Crign: Ignore Weight: None ISTD | QC|CC | ot £ 3£~
IBMP - 4 Levels. 4 Levels Used, 4 Points, 4 Paints Used, 0 QCs
£ 1gdy=13530"x +00518
E 1 5] P2 099356763
& 144
§ 1.24
o 14
0.84
0.64
0.4 e
0.24
04
a1 0 a1 02 03 04 s 06 07 1 K 12 13
Relative Concentration

B2  MIBP EEREMHZ, EEAFIE 0. 5. 20 F1100 ng/L MIBP BN B2 BB FELH L,



THRERE 2 ppt 0 MIBP BB LTRBR T RARNE RN
Compound Information - Compound Information X
3y == AfME AL #2322 e == alEsellal A e a2
+ MAM (1€7.2 > 94.2) BMP_PCLMRM-.. | 167.0-> 940 1950 1240 .1950> 108 + MAM (167.2 > 94.2) IBMP_PCI_MAM-. | 167.0> 840 19505 1240 1550 108
K102 11.520 min. ¥102 4 Ratio=6.7 2 021 £ %102 | Not Found
E 1 MIBP E 9 Ratio=140 E e 5 T ot Fo
24 ot Found
24 15 24
1 154 154
Ly 05 14 |1154
” N MN2114116118 12 y 1 112114 116 118 12 o BT e gy T g M g ey e
214116 1. 214 N6 1Y 1 112114 116 118 12 1 112 114 116 118 12
b d e e pe s &
+ MAM (1702 » 127.2) IBMP_PCLMAM.. 170051270 1700 1280 1700 101 + MAM (1702 > 127.2) IBMP_PCI_MRM.. 170.0- 1270 1700 1220 1700 100
£ ¥10 34 T:ﬂ‘g&" ¥03 HRgpebt -~~~ ~--======-- 2 103 R PR SRy e
E 3 . 5 | oo, E | 11.480 min. g 1.5{ Ratio=105.6
154 MIBP-D3
21 2 A 1
14 1 asl 051
o i o o
1112 174 176 118 12 12114116 118 12 T 112 114 116 118 12 12114116 118 12
A 1ot Acumon | e Acaquisition Time (min] Acqisition Time (min]
B 3. il Cabernet Sauvignon EIEEH 2 ng/L (2 ppt) HIX# (FKI0EF) a.
MIBP, fEFE 2 MERBEHTEE., LENBETY MIBP HEE
transition (%) HIFIEE (&) transition, EHFLHERFH. EH
transition BiZE T TIRERIES, URFTEM transition S5EE Compoundinformation x
transition BIEE, TEMBLTE TR (FHLERIZE MIBP) BIE 3 = | ATERE A L e s AL
EFIE M transition, + MAM (167.2 -> 34.2) IBMP_PCLMRM-.. [167.0> 940 1550 1240 1550 108
£ w102 £ ¥102 | Mot Found
E 1 g Not Found
24 21
154 1.54
1 11
05 054
T M2 14116118 12 1 112114116 118 12
isiion Time (rin) Acqisiton Time (min)
+ MAM (1702 > 127.2) IBMP_PCI_MRM.. 170.0 1270 1700 1220 1700 100

Eﬂ

03] £ w1037 Aatio=610
g 1.54 Ratio=1054
159 L L ] e e
14 MIBP-D3 14
054 05
o4 04
1M 112 114 e 18 12 12114 116 N8 12
Acquisition Time (min) Acquisition Time (min)

Sauvignon Blanc B&HE (a) URAE MIBP FIEHIEEE (b) K5
. LERIBZ%TH T MIBP BIEE transition (X)) FIRAEM (&)
transition, EHEZMFI. FIHRFEFRUEZIRTHKFL MIBP,
TEMBL TN (FERIZH MIBP) BEEBFE transition,
T transition BZETH TAHERETS, WUREINE M transition 5
T E transition BIELE,

45



ik

TEHE Agilent 7000 ZE HEEMURAT GC/MS LEGRREEE
B Pl ERXEAREMR/NT T, fERAHEFHBEREE 2 ppt
# MIBP,

B30

1.

R. Godelman, S. Limmert, T. Kuballa, “Implementation of
headspace solid-phase-micro-extraction-GC-MS/MS
methodology for determination of 3-alkyl-2-
methoxypyrazines in wine”, Eur Food Res Technol 227,
449-461 (2008).

H. Prest, C. Foucault and Y. Aubut, Capillary Flow
Technology for GC/MS: Efficacy of the Simple Tee
Configuration for Robust Analysis Using Rapid
Backflushing for Matrix Elimination, Agilent Technologies
Publication 5989-9359EN.

H. Prest, Capillary Flow Technology for GC/MS: A Simple
Tee Configuration for Analysis at Trace Concentrations
with Rapid Backflushing for Matrix Elimination, Agilent
Technologies Publication 5989-8664EN.

H. Prest, The Pressure Controlled Tee (PCT):
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Document G1472-90001.
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K A=HE(E 7000 23| = 5 R ExURAT SR EX
& GC/MS/MS 2G5 HT 2§/ \ e
i3 E

MARE
2%

HE

AN R RZEER 7000 R SHERIEREKFE (GC/MS/MS) @32 T Z YA \FEkE
= (BEEEESE A (biochanin A), FEMER} (coumestrol), KXEH&EHf (daidzein), I
Ofp (equol), E#RTEZ (formononetin), 4| AFEE (genistein), KT EZ (glycitein)
FMEEZ (prunetin)) KIS E. AZBRZERRENERNENHHENEYR, A=
FESHER (TMCS) 1N, 0-W (ZHER) =HZ Bk (BSTFA) BT RAE A
B, BREARRBRETEANFEFNEEFRENSEMHARNEBREL, 53
ENTTENERIEE. RRIERBERTH, SEYEIRANNABEXRALR
HEiHE, BMIMYEER MHMIRABFHITEE. WMIANEENN. XFEER
TEMPEYENRENEE. BWANEESHT, EREMZNEERME=/MESR.

Agilent Technologies
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EYEHRRARFET S EY PR —AIFRERSHULEY,
EETSHHEZAEGFFENERN. BEENEZRED
THEERS, BINKE, =ME, Z%EE, REMHEE 1],
KEMUEY (B 2FE-1, LRFUEETEMRAKRIEEY
B8F) WAXNERZWEERE 2], MEENAEREHEN
fER. P, HREEBKPINERMRNALERZOHR, &
MERZERIAH R BN LN TR (3], Lo, #EE
#HR (BEERMANL) XERMAILES ML TEMIER
%, AERKEEN, FHARRNAZERSSERTHER
1 (4], B AR MHERCRUR IR Tt SRR T A e
ENRYER, EETHE R EYENRMREN R R
BAPEMERFRRETSBE. RIVNAEMBORRH LT
AEMII MEASSIBFKPEE-—ERENXERTAR
HAEH (5],

Bil, ERAMERNEESTRERMUL YN E, SEFESHE
BILEMRAEEE (6, 7], AEPXMERERTY, BTERT
HIER, EREFNNEFHIERRLE (RERIESRK R
Pt SHEERK_RRE) B THARLFUINEES
WA%, BERESEEENEXENSEMENELRERS
MABERAERINR, ERFEBIITENRETH=REMR
BOTEYLUER RER MM EAREY. ZRRERAEA
(MS/MS) @3 M = a = MHER h B FREB RN RITHR L
EYENR, ARERE-BFEURAREFES.

AXfER Agilent 7000 SiEEE = B RBMRH FILEKRIRENE
) \FEER R TEEEA (R 1), BIEHITHR
FHIER R BT REMERRHITERE.

)

Hatl&STELSR

E¥ET ZFZE A (biochanin A), EE MR (coumestrol), AT &R
(daidzein), HETZE (equol), T ZE (formononetin), FHIA

EH (genistein), KEHZE (glycitein) FFHFZE (prunetin) IF
Sigma Aldrich A7 (EE5HT, BHEM, XE). TELLH

N, O-W=FHEFE= S 2B (BSTFA), ZHESHL (TMCS) 1
F Sigma Aldrich A7 (ZES5HT, ZHEM, £E), B 500pL
f9 TMCS fin A2 5mL f BSTFA Fi152) 10 % #J TMCS fiT4£ LK
7, F#ETER 2 mL IEIEANNE] 8 mL BSTFA Hi{52] BSTFA
WA (4:1; vv) B/, EHFRNSHEEEZTERNETREY
d, FEEANZ B Z BRI T Burdick and Jackson 24 (SHTEAR,
BEURIMN, 2£E) . FENSHRILKFIS A Y, SRED
WES RIS B REEEL SRR E A 500 mg/L BIETR, BXEE
BB LIERATATEW KR GC/MS/MS 4, FrEHRE
BRIIETEE 20 °CkAER, ERFEZRTEED 2 I,

BAR=RERE=R Bt (BSTFA) = REF SR (TMCS) %
SITATERE = PERER, HEERRLE SmL RERTHEE
SEROEMERT, KEMA 200uL 10% TMCS/BSTFA 744K
RF, iRiE 15 s, REMAZEMMEEH 60 °C ReF 1 /B, H/h
MENHAE 16 min 24, RERAESKHRAFART. REETHZ
BYaT 200uL BF iRy 4.1 BSTFA MAEAR, iRiEiR:% 30
. ATeNEERERITELNRIYEBE B EERT,
ERSEEE/ L/ Rk (6C/MS/MS) 547,

R ZRZEENRIARZL T — M RRERMNZ TR
EYsERETE. Bk (1 mL) ER 5 mL ZBRZEER-KEE,
SHFEIA TMCS Fn BSTFA/MtRE, 7 60 °C fT4E4L 1 /T,

GC/MS/MS {{g&8% 1

B RNSRIEEEERAgilent 7890548 1L/ Agilent 7000
“ERBMEEARE (Agilent, ZRhi, MABREMN, =
E), BESBERRIER JAW HP-5 @ik (5% FE, 95 %
REREEESR), 30 m x 0.25 mm NEERMARERER (R
&, ERfvh, MAERTM, EE) AHMIREEHR 0.25 pm,
BEARS, EEREA 1.2 mL/min HEFENEHRGET.
HEECIRE A 280 °C, Ryimite, BFFAEH 100 °C (R
1 min) 40 °C/min F5EZ 240 °C ({&#F 1 min) 10 °C/min FiEZE
300 °C (fR#F 4 min), RIERHWT: EBFENERX (EI+),
EFRBEEHES (AGC), HEBEEH 70 eV, BFREEA
300 °C, EFHEEH 30, §4 MRM transition I B E H
50msec, HEFEH 1L, (EHEHIFEHED A MassHunter,



BRI

GC/MS/MS &8ttt

EMHNREEERTINE, EXRWESHEMEIREEF
MERAMMEE, REEZFE A, ERAERNEEZ=MYR
HEBFA MT7-CHy ] U, HELMSHNNEEFHAES
FEFIE (WX, HX, ZESENZBREENGASHUE
MIEMIERE T transition, REREBETE 1040V, £k
EH MRM (% REZBEMES) transitions 1%k 2 FT7R.

#1. \BiEYIERE BSTFA (TEYHI S FRGEHEE FRILFEH

R2NRTHESTYNEEFNEIERAET, FHRLBAT,
BABTEREZRERR (TMS) BAEXR, HLERAEEA
BER, HBAT, SRE-TRES—1REN—TRES
K, FHRENEE, B 1 AXKEERNFARBEN, EEX
ERRBFRHTAMINEENETEEEE, MEXBERIR
TMS BHE%, ALk, MEMomkit, RIELENFELER
AIBEFRABTERNER. SHESTYARR, FRAER
EXRTHAAN TMS EAARMBLL A 72 9% R, REHA—T
REM— M RENARDEREX,

2 SFR EFEEFM+HM+- R
BREEE A CyyHyg0sSiy * M3 (HyC),Si0
m/z 428
CH,),Si0 .
(CRds OCH,
EE R C1Hpa05Siy ™ 412 0
m/z 412 O i 0
(H4C),Si0 0 O
0Si(CHs);
AEER Cy1Hp0,Si, ™ 398 (H5C)3Si0 0
m/z 398 O |
0 O "
0Si(CHy),
BoE Cy;Hyg04Siy 386 (H4C),Si0 0
O
0Si(CHy),
EtE C1gHyg0,Si * 340 (HyC),Si0 0
m/z 340 O |
0 O .
OCH,

®TR



& ¥R EEEFM+ M+ =i
FRARER CyyH3q0:Si; 471 (H;C);Si0 0
m/z 486
(CH,);Si0 .
0Si(CH;)5
AEEZ CyyH,g058i,* 428 (H,;C),Si0 0
m/z 428 O |
H,0C O
0 +
0Si(CH,)5
BEE CyyH,g058i, ** 413 H,0C 0
m/z 428

(CH,),Si0 -
0Si(CH,),

#2 N\FHEMIERE A TR MRM B FBERREFIFSH

MRM transitions Tl E
tam (m/z) (eV)
EWMEFEA 413> 370 30

413> 341 30
EE MR 412 > 397 20

412> 369 20
REEH 398 > 383 20

398 > 355 30
e T 386 > 207 10

386 > 192 10
EE 340 > 325 10

340 > 297 20
FRAERN 471 > 399 30

471 > 327 40
AXEEZ 428 > 413 10

428 > 398 20
mEx 413> 370 30

413> 341 30
EYlEENeEEsE

GC/MS EHMUEHRPHIMYE 16 HHNEEATZAH
RATERMELSE., BT ITERNEMEREREES,
le# GC/MS HERRAREHIHEERF (4 °C/min), B2 2
50 ppb AR AMIFRERRE MRM &itE, REEFNEENTE

£ MRM transition FE& M RNIRNEFRIEEEM, HEXRI
DITARAHRREFT, SHEAYRELARTFNIERR.

(H,C);Si0 0
CZI HZGOASiZ.+
m/z 398
..
0Si(CHy)s
/CFIS
(H,C);Si0
(:2(]H2C30118i2+
m/z 383

H
(H4C),Si0 0
| C19H23038i{
m/z 355

A1 AZETHIZBHE,



SHBERIE

SRIEE 0.1, 05, 1, 5, 10, 50 1 100 pg/L AkRAEA KM
KM%, SRRE, RAESYE 1-100 pg/LSEEALEXRER
i, B3RATEZM&MML, Hp, BXRHRIYATF 099,
® 3 REMAWYMNESKER (LOD), KHRSENERE
HWMEEER, THEENREERK (MEE/RERS) .
It LOD &5, kiR ENTNERRE CV (n=3) EEA
2-8%, RAFEERERE.

TP SR

A RAEHEREETUINENHMEEE, b, mHOR
BIAER (16000 pg/L) FMIAZERE (7000 pg/L) REFHHE R
AHEYNENER, 290 FFEERETEERANASER
(760 pg/L), A THENFESEY, RHIERSNOTYIINR
RRLRER, BAREERTREARRNAM MRM transition
MBRMEFILG, MERAR, BFIHEOREEN MRM
transition FE LR, EMMHEXULSNRESHESLk.

x1 02 +El MRM CID@** (398.0000 -> 383.0000) Mix_Phytos_50ppb_MRM_gain30.D
1

5.6 6 6.5 7 15 8 8.5 9 9.5
Counts (%) vs. acquisition time (min)

e
& AT
r E¥ |ind
@ i v, e
B & i
iz (6 % nf
i f§§ !ﬂﬂ“
A

105 1 15 12 125 13 135 14 145 15

B2 J\FrEERE) MRM EE12E FEiEE (50 ppb), EEEFIMIERE FEZEREL S,

Fa—— _ W\ F3 \HEMEHENESRHR (LOD'S)
i [@] [ Type: L. | Origin:1_ ~ Weight: N_ ~ ISTT EI ® % 5
Glycitein - 6 Levels, € Levels Used, € Points, € Points Used, 0 QC 9 '
§y:1nelin ¥ _-_12;‘.53 'e;:ss 5213 i} - . & By R? LOD's (pg/L)
| Rppirememne BT EEA 21.8x— 25.1 0.992 2
£ N ETHE 9.4x+39 0.999 3
0E4
i KT &R 20x + 8.8 0.999 1
il WO 14.3x-38 0.999 3
021 s 13.3x + 18.6 0.999 5
o SSRIAET 11.4x—12.5 0.994 2
0 M 20 0 4 5 e 7 8 % W0 5
A PNGh: ¢S 12.6x + 9.5 0.999 2
ro— Ghcom  SSwoesu | BEE 41.7x—59.3 0.992 1
A3 AXEHZFH0.1-100 g/L SEEMH 7 mE B EB L, FETTRES

A2,



HFARILRERNHER, HEM GC/MS/MS B, RIEM
FENHEERRFFERN, LHRETRMEEE. AL, &
AMEFHRALERARS TR, EEERRK (8],

&

AXEILT/\MENMENE (EREFR A, FEHR, X%
B, OB, TRER, FARH, AEERNEER) H=

RERRITENN GC/MS/MS HITEEHE. MRERETR,
ZEE 7000 25| =5 BB MR REFUE EN TR PEY
EHERBERPESTEEF. H, BEEEDPEE
FHITRBHR T\ HEYBEHRNREES, ERRE. o0
YARNNBERERRAERENSE, HTEHCEEH, S
LEYEERAMBAET. AAZERTENPENENENE
FFnmEIA,

i [\ Chromatogram Results
iz et OEYE[EA 00 0 v o]l A [P % % e

¥104 +E| TIC MAM CIDE™ [** -» ] Prytos_500ppb 0

.k
4 kR

1.754

154

1.254

14

0.754

0.5

0.354
o

®104 |4E] TIC MAM CIDE™ [ -> ™) Sop_Mik_50uL.D

- —— AR
3| mems
18] XEREH
1264
7 1.S.
0754
054 i |
ong KERE
04
55 3 65 7 75 [ o5 3 T ‘;ow s M"]ﬂ 115 12 \25 13 135 14 145 15
(§ ) e AEAE A Lo R\
%ﬂ*ﬁﬁ + MM (£77 0 - 355 0) So_Milk 500 4710-> 380 . 4710-N10
= ‘s !!202- Shes %-x.E-z: Ratio=15.3
= 2 sl 471 > 399
184 ]
(H,;C),Si0 0 i) :2 471 > 327
144 144
124 124
14 14
DE+ 084
. 06 064
(CH,),Si0 0 .- ] e 50 90 O o
. 0Si(CH ), - I 2 S s R
m/z = 486 e 14116 118 12 122 124 126128 13 e 4 106 118 12 122 124 126128 13
Acguisition Time (min) Acguisition Time (min)
B4 B RHAE ETFHAETAAZEEZN MAM &, [ERfteH 3K EmAF MRM transition HIZFLH,
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RSHERE/ BRE/ RigixARAMNEF
EVPRBRFERERJITOHN

MARE

=

RSBEE/ FERRARA LR (BN, HX) PHENSKEZELTR
REEREMEN, BATURREEAZREAR, RRERRTHEEENRELRE
M ALERER, BROERTNASEAZER. RALNGEFSHEER/ REKRZ
gRf, AEEEFRNEXT, IEERTMUTHEES T, MASERAEURSHE
BitHEDE, SESEELRENDEENESEERR. B, RiEEFRIRRE
&

RASHEE/ ZERRKNRTE REENI RN, BASRSEREINEENS
RREENNSREEHTAERE, FAREHENERRENEDEBLEEE,

ARENAEERNBMAARERL 70000 ZERBORHFSHEEL/ REKAZEZR

SR
MENER, SERECHRRKENEANEESASNRRKARF X EFENHER
iidb s L

Agilent Technologies
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B @8FEEYEaneAEEETRE (TIC), REXERR
B} 50-550 amu, HFBAITMNERERE, MBAEERTE
BFaERESR,

i B mah - B R s SO A AR

it
ik

P
,5 #“E#Minnméfsﬁﬁ%%ﬁ@ (ﬁ;ﬁnz@ 50-550 amu)

& 'iiii%!ii!i!iiliiiilii

-

WE 2 frn, EEFEFRNEK TERHER MERYEHE

EHEEFREMEERTSEEEFLFESHNRE

AR R RS AR

M
] \ ! fa

li v
"M\r; |
,....; r S \L"‘“
’_Z_l; ““’”fhi.fdr-u __\, S :} wﬁ#jmjmm

52 @E?ﬂ&'f%ﬂ%ﬁfﬁ//:ﬁ?ﬁféﬁﬂﬁ‘t AT SHEEFERNRE

L

B 3 IRk ER A ERERETURTERR G TRERRER
B P EAR BRI R RAEM 42 DML, FTAEIEHEHA 15 m x
0.25 mm id x 0.25 ym HP-5MS @& 1&HH (1909 1 5-431U1),

%ﬁ*f:‘-)fﬁﬁ’fﬁunﬂ%&ﬁhxﬁiﬁ’l 4.0 psig WEIENETFHR
, REEEERATIET (NE 4 FR). Ao 2 pL.

BB GC Method Translation - RTLPSTX 2.MXD

-1o) x|

Criterion: ¢ Translate Only  ( Best Efficiency

ﬂ Original Method
Column

* Fast Analysis * None |Speed gain: 2.00000

?mnslated Method

Length. m 30,00 I 15.00
Internal Diameter, pm 250.0 I~ 2500
Film " Unlock
Thickness, m 0.250 T 0.250
Phase Ratio 250.0 # 250.0
Carrier Gas Helium -] ™ | Helium =]
Enter one Setpoint Unlnck
Head Pressure, B = 19.664 C 7177
Flow Rate, wln/min =] 2.1000 ©2.3704
Dutlet Velocity, cm/zec 7310
Average Velocity. cm/sec 5286
Hold-up Time, (min = " 0.472954
Dutlet Pressure [absolute], psi |~ 18.696
Ambient Pressure [absolute].  psi I~ 14.69
Oven Tempetature | 3-1amp Program ~ | “Final |
Time
Initial | 2.000
Aamp 1| §25 0.000
Ramp 2| §(3.000 |200.00 |0.000
Ramp 3| §|8.000 [280.00 |0.000
SRS - ﬁ o] ]
B3 ZIECSEEETERESHE
AR e B
BA2@RR
BEIES
AUXEPC
ﬁ i i ﬁ 4.0 psig
G7000A
aaa
©
15m x 0.25 mm id % 0.25 pm HP-5MS Ul o
0.80 m x 0.15 mm id UDFS
®
7890A
E4. ZREENER THIZIEL 7000A ZEFR TR SAEL/ FEFRSE

L RN BN RN TIE

\—y=

MZ1T 7000A

MR RERE, BT RAIERE,

g, i%ﬁﬂtﬂ?ﬁﬂ’ﬁ

K1 HSHYHIRERE . BT RAEEE
T8 BRftet | REAME | S&F EBEF | WAET | CV
- . m/z m/z m/z

619 219 147 183 20

6.76 219 147 183 20

6.89 219 147 183 20

745 219 147 183 20

2 PCB 28 8.25 256 188 161 20
3 PCB 62 916 292 220 257 20
4 Aldrin 947 263 193 228 30
] isodrin 1024 183 123 167 30
8 PCE 156 {ISTD) 1128 360 230 20
T PCB 101 11561 326 256 291 20
8 Dieldrin 12.18 263 183 228 30
Endrin 12566 263 183 228 30

8 PCB118 1284 326 256 20
10 PCB 163 1326 360 230 326 20
PCB 138 1372 360 230 326 20

11 PCB 180 14.75 394 324 359 20
12 |Mirex (ISTD) 15.08 272 237 20




ERRE BN, RSENRER 2.60 psi, ESENIREH 6.25 psi.
ERNUAFIMESFREME S i, KAZKFLE—18R
R

e[ 1m0
It

15

211 TTEE

un]
1
5]
a
o
3
o] | | - L]
5
o]
15
s
2]
2
B
5| ]
a2
o] |
a | | am| &1 e i

L2 e g | W ) l ! | | v l |
O W | |!--’;.“ A 4 v L 45
3 3

[ T T T G L T T
ot o= Apcusiin T and

B 5. Agilent 7000A =E SR TR ES KBNS TER TRENEEFRE

Bk

AR AESE B2 0.8-200 ppb. 1Kk EAREDIK K FIFRIEKF
% REENSHEEBFRGIME 6 R,

SIRECH

it IREEHI #HH# 3.2 pg

E6. (REREYREFFZNEFN S R L ENATER B FHTH]

EEGR
K2 TBFEMRIY-REENENEESER (ppb).
EETRHANIRBA KRFM B-AAN) HAXMHEEE.




F£2_IEEEYREY AT RESNEREIM FEEEER

;3 a-HCH |b-HCH |gHCH |dHCH | XKH |BXEF | HEF | BIEF
REOMENHRE ND ND ND ND ND ND ND ND
12EW) ND 069 ND ND ND ND 056 ND
RE ND 090 ND ND ND ND 055 ND
2B ND 082 ND ND ND ND 0.47 ND
FHE (ppb) 080 i
iR

LM 7000A ZERENRASHEE/ ERRZ S RSN RN F TR
MEREHE, AEeRECRNABEHEAUERRER, HiEFEMRINTRESR
MERBRFMITRE T —HEFNNIA.

NHRTRESER
BXEMNF-RURBSNESER, FEERNOME .

www.agilent.com/chem/cn,

www.agilent.com/chem/cn

RECHATRPHRMOER, URETRERERREH
FRERBEXRATRARI.

FEMPFROGEE. RRTAE, WEEE, BF5T
‘AL,

© REFREHAF, 2009
I E IR

200945 A 22 B
5989-9727CHCN

Agilent Technologies



e0e® @o.. EFZHERT000A =& KM MA
e, GC/MS ZGMEX ST Y PHIHE
o0 o ZRFER

R A X #

INE
& HE
Frank David FAEHAE GC £ 5L 7000A =ZF REKMIRFT GC/MS (G7010AA) RS E R K
BIERZRAT A (MRM) #RX 24 T XS BRI YRS E ZIRFE (nitro-PAHs), EHWESHFER
Pres. Kennedypark 26, DA EREZNNERITIEZ FER BMNRF GC/MS FIEREFF LN SIM 25
B-8500 Kortrijk, EbFAt HEZY% GC/MS, BETF MS/MS MEXEERZEFE, RITTERITASEN
YIROFEIRY), LFRERTHEE ST ETIRNE pg/uL BRF, HEFASERS
Matthew S. Klee pg/mEHIEE,

ZREBEAT

2850 Centerville Road,
Wilmington, DE 19808,
EJE]

Agilent Technologies



=L,

AY

mif

HELIFE (nitro-PAHS) REZSHRVFMEESYE. BUE
MBRTNWFR. MEERFE (PAH) —#, nitro-PAH £E
ERMEX ST £, TSI st R B RO BB 6 T UE
—MREA 121100 pg/m?, X—iREE L Pt PAH J02 . 3E. £
FFFELRIR KL 100 2 1000 5,

INEZSH nitro-PAH RYBURE — M % A KIRFREREERS , BUAADAK
WEATRS (HEAY) £ MREEDH NETYILRE
TS RS LI, ZdRFRBAREE (PUF) 5
XAD WESAER . HEW LRI HTRME (RK) FE, HXER
MBEATIRGE. AT TATRZER Y (—H 4 1 mL, T 1000 m?
ZEER)PERYE PAH, HIREA pg/mL 2R, AT, YK
EXEMXEHRERNSEESELETEMA GC/MS B
DWREA ng/mL EREY nitro-PAH, Bk, EEHMAIHERL
A%, NXARREGIEEHITERRERIENE. "% cC
HTHROIEL,

A TBRYIT IR T T RKER, XBRER 7000 =5
BT GC/MS/MS ZZH S RN (MRM) 8K, 247
TRE#—F S UHZERY.,

i)

ftFmitnkER

4519 nitro-PAHs (4 97-99%)8 B Sigma-Aldrich (bt 7] Bt
Bornem). RHEARARERE . 10 ng/uL B nitro-PAH MK AR
BTAERLK Q1 FRNTFEFHEAE.

MRM X IEH LR 5-50 pg/pL BLAR.

iged

FRAKXMREERE (£E Anderson Graseby) REZSHHY
Bm, RERRARBAETIREMN PUF TiEs, KEFREERR
FREZE A 0.9 m® /min, ELE 24 NG, RIER & BiEtidiess
HTRRER, SHAFARE, BREE 1 mL, RHTHMBHE
TR,

%28
S FXBREER 7890A GC SR 7000A = E BB MR

# GC/Ms R #1T, GCEETHR/ANRERD. BIEHA
15:m x 0.25 mm id x 0.25 ym DB-5MSUI,

AHERIH (1 L), BE 280 °C, BiEHM 70 °C (1 min) I
20 °C/min BFFEZ 310 °C,

ZHEE 7000A Q00 REERE BB FERS(E)RE. £A MRM #
1ER . BFIREE 300 °C, RFFEE 150 °C. EES FHETFIE
AHNRBFEBEF). HABBERUESYRE TR MEMEE
(FBF). RBFINTEFRBEENERM-46). R1JHTH
WFENFBF.

1 STPRERE T

ted HAET FEF
1-HEEE 173 127,115
9-HER 223 193,176
3-FHERHE 247 201,217
1-HEE 247 201,217
2-FHETE 247 201,217
ZR 51t

B 1 FiRAS nitro-PAH SREA 50 pg/pL BIMILE S YR 24T
ZR. INRYERS, LU EWHIKRNRIEE 1 2] 5 pg. X—
ESERZRER 5975C %51 GC/MSD % GC/EI/MS # SIM #
NBEMEEEE L,



W02 |+ TICMAM [ % " fd-01-12D
14

0854
LN
0.5
nsd
0.75
07
065
0§
055
0
0.45
04
0.3
03
025
02
015
014

9 -HER

1-RHES

1-FEEE

BE
\2 R

0.0::- U

i

45 5 55 & 65 ¥ 75 E g5 3

95 10 195 1 18 1z 125 13 138 14 145 It

THIT {315 2% S0 E)jrn)

B1. FH GC/000 MRM B AR EH 50 pg/ul BIFEE-PAH Wi BEY

BESHMAERHTHRNTSBHNYERY . B MRM &
WHEZ (LE). HER (FE), HEREMHEERL (TE)
H it E (B 2) R R IAR S NZIFER BiRUEY. ZHM
H nitro-PAH MIRERAMZEEE, R A: 1-HESE
21 pg/m?, 9-FEEE 10 pg/m*. 3-FHEWRHE 77 pg/m?, 2-HELE
14 pg/m?,

A MHEREMHERRMENBERHEONKAR.

AURESHNEX LA EY. LOD AA 1 pg, HETFESR
1pg/m’ BIiRE,

ATEFIE, RARER 7890A GC R4 /KRR 5975C 73
GC/MSD. El &, SIM X5 TR ESUME—H M. 2T
NERBHNHERE(REBHE 12.5 min) HEERE (REHE
12.8 #112.9 min)f)HHEORTE 3B (SIM BF 247 #1201 1
REBFEER), ZHEAT, BTFEEESLX, TEENE
BirL &Y.

1% R GIE A MRM B R AR SHEFEIE R,
RBRNEXERTHREBTLEY.



#1017 +MAM [173.00000 - 127,.00000) fd-01-16.0

1.5 213 alt
1.254
15 AR {
0.751 / {
3
UUZI:— ; 'r\.'.:r'lll'»rx"'j‘u‘\rmf
5 G !I:\)'\._.JI A |
B~
00 |+ MHEM (22300000 3 793 00000) f-m-1kD
1.5
14 HER
= o)
N Ll L dosiosin RS SR
#102 +MFM (267.00000 > 201,00000) fd-01-16.0
Ly 213 34 |
Sl mai
i
£y [ HERE |
0.4 1 \ |
0.2 1 f !
ERE L o | e pm W e |
56 58 b 62 B4 G5 BB ¢ 72 74 FE 78 B B2 84 A6 @8 3 92 94 96 98 0 102 104 106 108 11 112 11£ 116 118 12 122 124
St (505 S 4 ] (i}
B2 WlASEHYERYFRITEE PAH B MRM EiEE
12 R T N5 i
1 2200 9 &F 247.00 (246.70 to 247.70): nitropah-12.D\DATASIM.MS
ik | 2000
1 1800 -
1% 1600
I 1400 +
I 1200
i 1000
i 800
I 600
1 400 +
I 200
0 b e e
1k 12.00 12.20 12.40 12.60 12.80 13.00 13.20 13.40 13.60 13.80
FifiE]
I -
i E3:
2200 BT 201.00 (200.70 to 201.70): nitropah-12.D\DATASIM.MS
0t f 2000 -
?
u oI 1800 H
i 1600 -
kS {
G J’J-E | N 1400
% ] 1200
I = 1000
=
i = 800
i | l ¥ 00 -
: \ it 400 -|
A f fr] | 200
i3 _|I| ."-'-I 'ﬂ.ﬂ':l'l i) [ e L B B A B
- ) A B N —_— 12.00 12.20 12.40 12.60 12.80 13.00 13.20 13.40 13.60 13.80
——— - : e ]
ST N O - S S ¢ 1 f SO 1 (O
Tk 3] Az e |
34 WEREMEERNGC/00a EEE 3B. GC/MS SIM B iFEIRI B R B i ] BT O R B R A B EE AR NS F

iR

63



&b

EFREELH 7000A ZE REMRA GC/MS 2%, EIMTAR
FHMERNTHESHERNEREEMESREENE. 4
1 R B MARATILEEHY GC/MS SIM ERBTX LW AN EE &R
MRS S% GC K, T GC/MS/MS B MRM X AT
EESWHRRY . HRTER R NE pg/uL BRS, HET
KEH pg/m3MIkE,

EZER
BXRNNFRNBENESES, HifAR MMM

www.agilent.com/chem/cn,



www.agilent.com/chem/cn

TREMFIMHAEEMNER, RTRE. UHERERLY
BRXHERRERMRER AR,

AHBAFEER. RAMEREROEEE, 8RBT
BA.

ORFEMIRIETE, 2008
2008 %12 B 17 AHEEIR
5990-3366CHCN

Agilent Technologies



ee® ©eo.. ERAMBREREGHNRRERES
0q0 GC-MS AiERIimt A HaEE 2T A

o o
° ) °
[ ] ‘ [ )
]z A S H
INE
& HE
Chris Sandy AR ST GC #1 GC/MS SR ER MR EEHRARRS #SA2ER PHE
REAREAF HiFs, FREFERERIESWEAR. BORGEEHER, NREK GC BitHES.
KEMERZHERY MREH GC/MS %, (EECEAR TESFREEHIPATTUANTE SRR,

710 Wharfedale Road

Winnersh Triangle

Wokingham, Berkshire, RG41 5TP
%E

Agilent Technologies



=0

I

mif

GC/MS ATEMEEXEERRAHRN— X BREEZHER
H&. HFﬁmmiEﬂmh%Tumiﬁm MEEESE NS
HHE, UEAFN GC/MS BERERTEETEHRE .

BERERYPRBOETAERITERE GC #FEND. BIEHEM
RiEBFiE. SEMEER, BAXBNERKEYREEEHEE
B R E R T LS B AR RS N ERE T
BE. Lﬂk%ﬁﬁﬁhTﬂiﬁﬁ%Emmrﬂ, ARERE
REABANBETE, REASEWASGHMEE, ME, MRGER
MERMERE % E E@ LHA, ERBSEHITINEE
ERETEMREREER, WRFHUEREESFEN (SIM)
X (WA RMRAT GC/MS), HELSKMEN (MRM) X
(WA == BB MARF GC/MS), XH{RER EHER 245K
bl: ol

AR AR FR AT E R E R R A R R
ZENBEFREMASRET B RERBS .

B 1 FRARXAA GC/MS RARITEE. —1R 15 m KIS

HEEI EPC OR/AoRERONAE S ZED (4GS
G3180B B G1540 E144RS 889),

Bz

i&ﬁ%g Wﬁ%kﬂ]%ﬁllu

AUX EPC HHES

4.0 psig

5975C
MSD

O

||
o0 ®\\\\
N~

15 m x 0.25 mm id x 0.25 ym HP-5MS
0.80 m x 0.15 mm id UDFS

7890A

B 1. GC-MSZ%TER

—RENTRE. RENERAR (UDFS) ERAEHIEAD R
MS Z BRI, BEEsREOLRNMEEN. XX
DEMLER—10, THAE SilTite £ BZHBEMAGEME LIE,

AEHRR

Skib))

R RARIETHEHTH,
SMEMEROEN. RS

REREHERE. BT
R LR ENESEERRITH.

F1IH TARRAREITRRZENRAEI MR,

£1. GC/MS HHE#H

SHERN
=2e

#4
s
ot
D
Bt
R

BRI
HHEOHE
HRMARERERF °C (min)

gL

MS #0
MS BFiR
MS MIARAF 1
RRR & (1)
FWREH (2)
R

El i

Agilent 7890A

(1)15.0 m x 0.25 mm id x 0.25 ym HP-5MS #&
BiEME (190918-431S1) , NOEES R/ IS
gD, HOBAEMBEAE»RRL

(2) 0.80 m x 0.15 mm id Kik B FEMAZE
&, \OBEREEAENRREL, EhA
4.0 psig, HOAET

a8

B

17.18 psi

EPC S/ A5
Agilent 7683A

AaF , WHALRRIE 0.5 min
W37 E 50.0 mL/min, 7£0.5 min

2.0 L
4 mm BERARSFFE (5181-3316)

70 (1) = 50 °C /min — 150 (0) 6 — 200 (0) —
16— 280 (0) °C

Agilent 5975C MSD

280 °C

230 °C

150 °C

[BIE{T, 10 min, AUX 60 psig, =4 320 °C
JRIBTT, 6 min, AUX 80 psig, FiB#E 320 °C
El &84, RESEE 40-550 amu

BHEEF =1



SRS
X1 FRARK

EE-ZRF, RALAB/EXSTT-MIRYIRERY, )
RREREENTERE. RARARRK.

EEMARMHERZA, THRIET (FEtH) ZEMT 2-uL 1
ANZH, EREFACRBNFHETRYRRYEN, RANSK

TIC: SYSTEM_BLANE_O1Chdeta e
TIC: SOLVEMT_BLANY, T O'veatami (')

aaaaaa

nnnnnn

i 50 ! ' ' : Wwho
B2 FEZAMBHZERREFREEE

Apurdancg
FherdT o
F 4T o
3 3as0T 4

3a+0T o
Taend7 o
TaedT o

24407 4

000000 i

o JLJA W}L,v.w\jx.)f’f

ARFFITEN, B2 ERTEENEETREEE (TIC), BE
BARGEE, REEZARNZE., JLEERGPRERRE
BHRERRSH,

ZTREBTZE, a—RARDERY, ARARK: B35
ATIC, B, BRRANEERS, MAESMERZH,
RAEXEMEFRAS N BIEHRT.

W A
0oan00 J _,A“""‘HPM

B3 RRYRRYEE et




MRYERYEEZE, BR/LRCK. B4 AFR7RCRE REERFERMBANZATIC, RELRIRYERERZES 8

BHETICES, ENRYHNGC/MS ZEHIEHITT—RBHE  KBAFZAKTIC,

Shx

B 5 BR8RBNTARMZE, REEARSITRYEEZ
AIESKE,

ALurdance TIC SOLVEMT_BLaNK_01 DAdatame
Fe_bac

000D -
2200000
2000000 +
1800000 -

1600000 -

1200cn ] \ J
fonecnn f

— -
pacail] y |
ancon _‘,f"" /

200000 + ~

" S W et

o / \/! | Mﬂ"\ﬁ‘_}r\ )’kk

0 '—=/-4-J'Lh.u e
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T T
Timg—> S00 10.00

E4 EERNEERE

Apurdance TIC: SOLVENT_BLANK_I1,Ddata e
TG sobeard_blork, [ ater_sedement_no_beckfich Dhdalame M

450000
Pl
350000
00000 ~
25a000 -
200000
150000
100000 +

30000 4
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b

s 1

E 5. #8KBNEAHEFRENEAHEEFREEE
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388 2. REARKR (60 psig) , MRBIZFTRTIE (10 min). ZEEETRMSHHH
WEEEEAHENTY, REREREEE. MY  BOVRSTRERNER

AROED . REDTRLOENESERATH. B, (EHE 7 FRMRRELE (320 °C. B 1 psig. HIRER

7890A EE AT HE L RS BHRE, NEHEER /R 60 psig. ME 10 min), 59.4 FEEARNESARERETHER

W&, B BREithRES GC HBGHEE, MEEE. RRMETEETRE. RIERRTS—E5FM,
BEXHIiE.

7 BERERHRMES, BRETHERE (320 °C). 44
HWRETHEEOESD (1 psig). HREELEMNNEETEN

e 3\ © 1 DR AR X[E

Hacklksh - Foed - Backlik - Back ]

Wariam
Peet . Tl vi=
_I

Evaluale. . |
1)
| w | concd | e |
B 6. FETREERET
Summary of Backflush Calculations i
Oven Temperature
|32D b e
5 Flowe at Chosen
Detector M asimum Flaw Allovwable Pressure breeie
Vacuurm |75 130,98
Backflush Pressure
;BD psi
Inlet Pressure during Backflush Backflush Flow ta |riet Woid Time
|‘I psi !?,BSSE mlAmin IO.‘I €817 rnir{
Woid Volumes Backflush Time
|59_483 |10 min
oK | Cancel | Help |

B7 FEEiTRKEER?2



EAERARREFEZE, RINAAPRE—AAENRREY.
nE s,

Review Backflush Settings

The Backflush Calculations indicate setting the Fallowing Pastrun Canditions:

Duration: 10 min

Owven Temperature: 320 °C
PCM C-1 Pressure; 60 psi
Back - 55 Inlek Pressure: 1 psi

Choose 'OK' to make changes to method
Choose 'Cancel' to reconsider changes

Cancel |

x|

A

BIE{TRM R 3

FS—RMRYEERI TR, AERBAFIZAEE, B 9 BRE
RHBRHNZER (BRL) MARYHAEZENRAZA (k)
BTICEE,

RAFRINEMERMAYMIERE, HRBIRREFAEERER
BABRMBRET,

ATuraEnGe

130000

40000 o

20000

RTINS
730000 3
150000 <

240000 o

prokii

2100000 o

13an00 3

150000

140000 o

120000 o

1 3

20000

30000 +
annn

20000 o

2

B 9.

TIC SOLVENT_BLANK_00.C\dsa e
TIC: SOLVENT BLANKE AFTER.SEDMMENT BSCKALUSH 320 B0 10.0Wdata s "1

| - i

I

gt ) l\ B ,
e R e e T e e

| e

. i

ﬁﬂ&¢hmhmwm%%wm

BHRABERZE TIC FRRYAMERARETRKEHEREL (1)




I 3. RAR®

ATHDFEREREE, BidRERRENE 80 psig FRHF
6 min SRR,

R, ERE 0 AR RS (320 °C. HE 1 psig. HiRE

71 80 psig, fIE 6 min), 46.6 EHERKNESARERTITHIE
R &L,

BT R—RARMER, ARRBATE®EE. B 11 BREk
MENZA (BeLk) MARYEEZENANZE (RE) 1
TICEE.

SERANEMERBAHIERE, RRETE RIS R
BRRREREARET. 5X8E 1 TANRREGEL, XLk
HRZFERDT 4 min HEFE,

Oven Temperature
Fad
Dietector M axirnam Flow | Alowabls Pressure ;lr::g?] oEn
75 130,98 31,692
Backflush Pressure
IBD psi
Inlet Pressure duning B ackilush Backflush Flow to Inlet Yaid Time
IT psi |1 2.583 L /min |U.1 2875 min
Yoid Yolumes Backflush Time
|4B.SD1 |B i
ok | Cancel | Help |
B10. EETRMERFME2
Aburdance T SOLVENT_ELANK_01.0\dsame
450006 4 TIC: SOLVENT_BLANE AFTER_SEDMENT_BACKFLUSH 330 20 E0'dxamal’)
330000 o
Jsanna 3
349000
320000 4
100000 o
230000 o
150000 <
240000 3
Jamnn 3 |
200000 A |
130000 o
154000 ~
140000 4 ‘
120000 <
129009 < |
20000 4 %
59000 3 | f ! f 1
ama 3 [ | ! ll ’\ | r. II A LJ‘M e
J tﬂ-u. ||\ = e | jL | i m':.'.:—,":-ﬁl“w‘—‘g '&"’J\J
it “\\_‘A:-:::‘t::&::“‘::ﬁ\:ﬁ"-\,."_n._&‘,_:"‘\“‘“"‘“’ \-:-“-":-'\,“.“_;';:'_.::-.r::"aj\-.“ﬁ'\\:'-""
Ry st Y E
E 11 ERFRZEH TIC ARG HREETRRZ EHBAZEA (2)



ik

AYER TRETRRAUEEN BN ARERTERERKS . GC ERERFIETR

R EERAELE:

- RECHRBIRREENRAT GC RHEBHERIRE 6C RK

- SE-EMHSRAE LKA ESERL, BRENRRTUAEERMERSHE
FBS, MAZEEMS BFE

- BETEILERRE, BEERETE, £5TERESTINERNREREAE

- NFRX—HRERRYREE, £ 6 min HERZE, BifEPRAERER
FEEVHRGET (BFRER

MRTHESER
EETHESERENERNBRESHER, HihmE M.

www.agilent.com/chem/cn,

www.agilent.com/chem/cn

THREMBEAAMATHFRESMNER, UWRETERE
ARSI RABERRERRARLE,

FHRHER. RRTERERNEEE, BRATEA,

© REFRRHFA TG, 2009
I E IR

2009418298
5990-3367CHCN

: Agilent Technologies



o ® o LHET000A GC/MS/MS EHZHER ppb
% 3% S T Y R
e 0 @ . . ® o o
..o:o‘.

Wei Luan, Melissa Churley, and Mike Szelewski

NARE

REREENATENGRUEN.E. —LEARASNERNETARFRARE  BA
BEEARRATE (VRLS), RARNERENEEESRARANAL, KSEH o
REERETARNA, BEURBNRS, GO/ BERAEHATIENE, —~ EEOSMEANETREGREN

BAMKEHHE TRIEORE MRLs, BEXRBMBAT T E2ERPYEHEKy o, EERVERRERRNE
WBLE PPB RELT, RAEKAEBNRERENAENNE, SENRFR = DRARFNERN, XEERER
EEASRELN (MRM) EXTUEEREERT®, BRLESERE (S/N), LRERRENTE

ANHRZAEES=EMMHFKA (GC/MS/MS) WHZ (TCM) FHEREMRE . Agilent WIAHETE 5 ms KL B AT
1 ppb HIRZ5. REEIFMAEEH MAM £HFITE 1. T, 2 ppb MK EH AT LUABIR T E

i, AE—RREES, TET
HEEZH MRM transition FikE L

3
- {ER MRM X AT LUBUNE BT 4R, 1
RAFHEEEEIRACR

Agilent Technologies



% 1. REBHFRYRE MM 51

nHeARtiE A MER REEE @ EE filiEgEE FR5E 1

1 R 6.00 185 » 93 15 185 - 109
1 FARREE 6.10 141 > 95 5 95 » 80
1 Z B RRRE 7.82 136 > 94 10 142 > 96
1 R 8.53 125 5 79 5 125 » 93
1 ANER 953 156 - 110 5 156 —» 79
2 EKR 11.12 118 > 90 5 118 > 73
2 RIERE 11.41 243 - 109 10 243 5116
3 J\EBE-E 12.41 264 - 127 15 127 - 109
3 FREITRE 12.58 263 - 109 10

3 J\B#-z 13.13 264 - 127 15 127 > 109
3 TR 13.23 207 - 172 15 207 > 179
3 =20 1352 314 - 258 15 314 — 286
3 fEE 13,52 225 - 189 15 240 — 225
3 X 13.54 291 - 109 10 291 - 81
3 1-2 TEILES 13.85 195 - 103 5 195 - 139
4 L 14.33 367 > 225 25 367 — 224
4 BB 14.36 146 - 118 10 157 - 129
4 it ok 14.83 241 - 206 15 229 — 194
4 HgE 15.77 247 - 227 15 247 - 197
4 Bift g1k 15.90 241 - 206 15 229 - 194
5 S 16.38 161 - 134 5 161 > 106
5 RS 17.64 341 - 183 20 341 - 185
5 AT 18.31 160 » 77 20 160 - 132
6 MR 19.92 100 » 72 5 188 - 119
6 1-4 RS 20.03 163 - 127 5 163 - 91
7 AL 1 20.46 199 - 157 5 199 - 107
7 BT 2 20.64 199 - 157 5 199 - 107
8 EUXFEE 21.14 167 - 125 10 225 - 119
8 EUKTE 2 21.33 167 - 125 10 225 - 119
8 BRI 1 2153 323 - 265 15 265 — 202
8 BRI 2 21.60 323 - 265 15 265 — 202
8 REBE 21.85 181 - 152 30 253 - 172

X

REFHUSMNESEERS, RERERSESR. REBFILHEH EERERFET
REESXERT. BORFRED, EFEFEN (SIM) AERRLERURNEE
BN, £ SIME, BT R MNE— R ARE R EE E A I B AR S YIRS R
BT, BRENMEEST, FSREL (S/N) BEENE, JERSRM, SIM
RESEAM—, TEEERTATERRNREKTFORE. ZEMRARE, &

ifEREE
1

ol o1 o1 o1

10
12

10

20
15
10
20
10
10
20

25
15
30
30
15
15
20
20

FRYE 2
109 > 79

172 - 128
197 - 169
198 - 91

195 - 159
408 - 59
195 — 159
257 - 162

132 -5 77
188 - 82
206 — 151
157 - 107
157 - 107

253 -» 93

10
15
10

10
10
10

15
20
25
15
15

20



HEABFPEFE B FRERRTEFET, TARERDSRREGFTH. X1
i, BEERMEN (MRM) B, ETEERUNEEFSFETFHRNRE,
MASMERPHFRUSWHTER., BETFHOEREENUT SIM, ERSLENTET
REMEFNEEFHE—%8, MARBTFHANETFTE.

ENFIERSRAEEREZNERD, ERHKTRENKRISEENKEBHRLEYH
EELL ARFES—BHNEFLLE. B1 ERRECSBEEL/ Rt/ L ITEETE. 4
BIENRHFEHREEEMN 0.1 ppb Z 1000 ppb FEBEDHEFHREESFILE, Bld
ETRERERERERNIAE., EREEETHHFARERENEE. X2 295
F1 1 ppb RMF 6 RiFHIEERNENN.

x Cal - Wei_TCM Cal_0B0905

3 Agilent MassHunter Quantitative Analysis - 20080904 _Matri

E * Ednt \iew Mﬂ Method !Iih h-‘ M Heip
. - X
st 31 g <+ x| Comprmtie) s Cvopes_sioi BT Jwsegres = ligueee |
Sampie Cyancph Cysnophos Results
Name Type Levell Acy DsteTime | Di Awt Totémi ExpConc RT | Resp = SN  Cakc Comc | Accurscy
» [T Marac STO 0.1 Cal 472008 1055 PM ] i r ;
W Matrux STD 0 3 ta |3 [EE1 {1 1 11410 1] 831 225 120
TOM Matrx STD O Cal 2008 12 02 A 1.0} 1 1 S000] 114m 1466| 16 55/ B4 1081 0e
TOM Mot STO | Cal 2008123040 [ 10| 1 Dooo| 1 ati| _ 3019] 5334 27l 1iasl 108
TCM Mawx STO Ca 7008 1.05 4M 1 1 0000] 11411 6kd0] &4 76 %a3] 12 105
TOM Mo STC ol 352008 126 AM 1.0 1 1 0000) Tandl 13 W 1184 024 101
TOM Matrix STD 10 Cal 55@ 3\-‘.“ 10f 1 1 1 1141 3 &2 10 4609 10268 7
TOM Mar STO 25 Cal 52008 2 39 AN {17 200000] 11413]  S2m3] 6668  zo3ma| 1017 08
TOM Matrx STD 4 Cal 352008 J10aM 1.0] 1 S00000] 11212] 123170] 6667 A7 35S S 105
TCM Wb ST 1 Co |10 |952008 3a2 M 10l T000000] 11212| I9ss08| 64 98] 009316l 009l 108
TCM Maaro STO 1 Cal 1 920084 13 aM 10 1 10000000 11413 2403%9] 7276 1137 3041 1M37Q 115
: Compound Infomaon % ||; Calibeason Curve x
(oL e Aae A2l sl SIEtes - = joigy v = i0gs - 5|
« MRM (2430 > 108.0) e 2008050 [ 261.0-> 1090 , 2430-> 1160 Ry
2 402 11413
3"?2 c‘m m_u. S Level Use 11 Pours, § Pt Used 00Cs
3 ;
o8
s
0
02

13 H4 N§ N
At guagitor Tome (ren)

Concertranon iperm)
TCM ST00. 11 1 i

B1. hBEEHRIEEREE S B FILE]

F2. WHEFH 1 ppb REFNEEHR

IEEFRIRAEIRZ RSD (%)(n = 6)

RIERE 4.83
R 5.12

KUEMEFIGTHRBECAMTMEZZERY, EETSEEETHEHRRENTR
T4, &5 500 MRM/# K MRM 8N £ IF S EE P EFREBMERD, transitions
HEBZXEREA, ALSRETTUFESMEY. TEMENKRHEAERS S, 2
RATERR 2 ppb RWHEFTN, HEH BB ZE 5 28, EEETIEERIENRER
£<5.0%. B2 EVRBERK. BEERERT 2 PPB HSTERZMIUEZM.

76



#3 HEMEIRER . FHERT 2 ppb RHE

100 ms 50 ms 10 ms 5ms 2ms
AR 1 5849 5910 6265 6704 6747
&R 2 5712 6167 6189 6728 6279
ER3 5895 5941 5966 6131 6523
ER4 5921 6471 6551 6243 6397
AR5 5999 6299 6119 6504 4831
ER 6 5999 6524 6415 6796 4737
hnFn 35375 37312 37505 39106 35514
5 5895.83333 6218.667 6250.833 6517.667 5919
Std 107.618617 260.1528 209.5638 276.2496 893.2359
RSD 1.83 4.18 3.35 4.24 15.1

2 A3 HEHERKTE GC/MS/MS MRM 1 A #HERMSEFREEE, 115 ppb 4
RAFETEIFE 4,

2109 |+ TIC AM Vei_20080907_R02_TCM Matriz_SIM.0

1‘22 ‘II\‘“ y 1M n ‘ ,.,..'-.v
o] ( J[\.uj ki POLIW U‘-.-k J‘*‘LW

J
05 Hk,‘_t}' bl
s & v & 3 W 1 12 13 14 15 & 17 18 18 0 Hn 2 3 M B =
Counts ve. Acquisition Time (min)

£ 3

B2 HZERKAEGC/MS/MS MRM B2 B Fi it E

71



%4 HHEFRTHGC/MS/MS FEER

RT &z SEE transition ERER REER
(R nkx)

5.995 BHR 185.0 - 93.0 68 —
6.100 FA Bk 141.0 > 95.0 0 —
7.760 Z B R gt 136.0 - 94.0 0 —
8.526 RR 125.0 » 79.0 0 —
9.478 SRR 156.0 > 110.0 0 —
11.100 EKR 118.0 » 90.0 0 —
11.414 RIERS 243.0 - 109.0 0 —
12.390 J\EBB-E 264.0 - 127.0 0 —
12.560 FE B 263.0 - 109.0 1227 6.21*
13.200 P31 207.0 - 172.0 38 —
13.500 HEE 225.0 - 189.0 16 —
13510 = 314.0 - 258.0 1224 1.99
13.520 X 291.0 - 109.0 3950 5.62"
13.840 L 195.0 - 103.0 0 —
14.320 AR 367.0 - 255.0 0 —
14.340 RS 146.0 - 118.0 3970 1117
14.820 Tt a1k 241.0 - 206.0 156 1.89
15.750 RIS 247.0 - 227.0 0 —
15.880 it p-fk 241.0 - 206.0 208 161
16.360 ZHB 161.0 - 134.0 531 1.63"
17.620 RIGEE 341.0 - 183.0 63 —
18.290 AT 160.0 » 77.0 0 —
19.900 WER 100.0 » 72.0 1260 337
20.026 AREBEE; 163.0 > 127.0 0 —
20.439 UK 199.0 - 157.0 0 —
20.624 AEUKHE-2 199.0 - 157.0 0 —
21122 B[ Al 167.0 - 125.0 4188 1.79*
21.326 BT [ 167.0 - 125.0 13070 1.79
21.520 BRI 323.0 - 265.0 0 —
21574 T2 323.0 - 265.0 0 —
21.840 REHE 181.0 - 152.0 2078 353"
* AT A PRERE S

4
&it

RAZBRENFEA M FEEROREMBRREFEHEBRULEY. SHEES
ZERBRNRFRETTABITIEE FEEMMN MRM , ATIUAXERRBER L FRS
FHARHEERL, FRREIR, LERFENAEHERLS ppb RREKEHNRAE
B, Sl Lt/ LB EERN TREFEEIKTHRAKE.

SE

1. Wei Luan, and Zhixiu Xu, "Screening for 430 Pesticide Residues in Traditional
Chinese Medicine Using GC/MS: From Sample Preparation to Report Generation
in One Hour," Agilent Technologies publication 5989-9341EN



FERRECHE LSBRARMA LS
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BHRALEZR, EEMHM Santa Clara:
Mike Szelewski 2 ZHEEFH2A RIHIRL
BiER, EEHHLEMN Wilmington.

IRTRESER

BXENFREBRFHESER,
HisERR MMM

www.agilent.com/chem/cn,
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TREMTALFHERESEE. HRAXRNEAFR
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RHEM 7000A BEIRATSBELALA
FeBERERYPHSYITE

R A X #

EESMAN

HE

LR 7000A EROEFSEERA AN TAASREENSERENER. —X
HEHSTHATUETORRERY T SHENAEINERYELERALN. BERENRE

HERZSEMFEREE, NRERL GC/NPD/MSD/DRS £4%, TN EHARTEMN
=5

HiGvo

Agilent Technologies



=L,

AY

mif

HFERNERMENSUUSYHENES, SYEBINEIR
AR, SREKARARBAHK ZHEZININFR. BF
EHRMEAMBUEENL R RATMHTEEEMAS i, 6l
WASHMEARZRE, £FEEMRIA, MRIREREERTE
B aYNaE, KECSEEAMNREINEARER, Wk

BEEPE (RTL), BERIREDM (DRS) FEHLREERA (CFT),

AUAKRESTEEMARE. AROTEEER, REMEN
BRRAMERER [1].

ARFBENENRXOBLRETESHTEAHTNEY, S
FERARNEAMEL—MEREZ—NAER, IREBEEER
RAERPRE 100 pg MEWAES. BERMTHLERREEE
RREENAYSH, FEFRAEEETFRENRKXURT 2T RY
E. BERRCELEESTEN/ 2RMEMNREINE, XX
BAEE. USEXENPNBNTEAG, RAEESFR
W/ 2AHEXERRE, 9.6 FHATURE 725 M. X1
HEFREESEME, ERETEH (27 MS) MERGNESE

HIfES.

R F—RUEY, ERETRASZIHRY. BRI
mPREASHRNHEIA. BaEZARMERT EREIHX
MWK, F—HERBLIEIBMEFN, FINZHER Dean
Switch R YIEIM —#SBRIERAR[2], IHEARARZE

J&#0 Dean Switch FILIEIRE, HHREBFEASSERSE.

SERENRIESBEHT, ERBEFARERARSHE
WREE.

EMEAEMEEMANEER, ERAXFNAT, —R Ak
AMARMEREAS . FHEARRH R ERDRITEAKRES
FitmiEEl, IHEARSEFENREENSTHETE
WRZEL R RAFRES, MARRERMTRRN. SIRE
ENMR R —RERTUIMEELEMES.

ANANAT BREBHFSREARARNENERTRELY
BHMTE. ZARNAEREFRBNEMERNRENAE
%4 DRS BERMENHEN ENEBRNRESHTINH.
ERRM, BT, SROEFSRKARERANAERT
FR, TRNEERYS 2N

IaERS

BRI FRAF

R 1 PIHASMAEBEREE Cerilliant (Round Rock, TX). 4R
REBR=FAREHTEERBNER. BuFit. £H
1 ng/pL MMIXARK##IT Q1 ARMFEFARE. M TEREE
TR (MRM) THIREREZE, 1R 10 Z 50 ng/pL SEE MR
Bl

=3
AFERBERAM B LMERHE NMS L1 =124 (Willow
Grove, PA), ZMERHIAAETERREZEN, FHAERT,
RER 10 EBHREEER.

T
PMEZGRLIER 7890A SHHEIL{LF 7000A H B R RIL
%, ZEEERETHAERRNTIMEN 2 BoRE (889 4
5) [3], UEMBRETERZ EHTRY, XERT IR, LM
FEBaASTREEHR]. NENSHELER2 P,

FIRKEA 1 ng/pL WERERRHTEMNMES M S R BNER
MEREN ., BMAYRTEILE 4 MRM BE, 1K 2.
RESHKMBASHRAZEE RRNAMEE, B2 4 MBER
REREANPITERMTENY,

2 [ a3 31 75 B BX AR AT SR AN B AR AT S BN B I 25
RRERRERBHRELRTINER, RSENH 1, RES
EXmERKNAE, FIRRERRT EEBRARRE R E 5
FETHREHE & Bk MARAT SUBUEK R 347 o & 48 53 O 4R B 1) S50 E 2 S
B 2 AR,



* 1. BREEN (MRM) SHFEERH T ERR £2. WREEH
REmiE BEY FEF #E 0 #x  cHE SHEEE

(534 ) e 0 ¥ iR RHEIE 7890A SABEILTE B BhifiiEss
(EV) (pg)

246 1721 10 100 0.2 X fBE

247 7 10 80 HRER Vi

218 1722 10 36 R (L) 10
_ 174 702 10 32 ROEECC) 260
#ACIRIE 6.497 RO E R (psig) 178
(PCP) %gg ! ;ﬁ }g 122 01 B (mL/min) 50

242 1712 25 17 RCHRH 1) (min) 0.75

243 2003 10 14 55 a%
ESU 7.728

72 42 25 100 0.2 ’?ﬁ N

72 4 25 4 MIHER(°C) 100

223 1049 10 3 &SRR ] (min) 05

178 152 25 3 BERE(°C/min) 20
+E 8.078 RARR(°C) 325

g% ﬂ %g 1gg RIS RIEEE (min) 25

N

182 82 10 50 02 "“ﬁ*m'ﬂ(.m'") 14.25

303 82 25 20 :F@IETHETJ(mm) 05
R 8.980 it

229 2141 10 100 2.2 ESil] DB-5MS Ul

299 229 15 38 o

162 1468 20 38 S 122-551201

162 146 30 2 HEK (m) 15
SHAER 9.252 AR (mm) 0.25

299 2428 10 100 1.0 R (um) 0.25

242 1528 30 A REMIETE(mL/min) 2.2

242 1809 20 n FEH O EH (psig) 3.8

299 2701 15 7
EPNE] 9.321 Bt R®R o ‘

231 1739 25 100 0.4 2- B, wME (—OHER)

299 81 20 1 ERSEKEm) 0.8

314 813 30 6 PR S8 ERIMZ (mm) 0.15
6-Z BAGHE 9.533 RN (psig) 75

215 421 30 100 50 o3 R 0

268 %2 25 77 guﬁﬁgﬁnf.)n) 225
FEATHR 9.589

315 2301 15 100 0.5 B B UARAT

g;g g?g , }g i; HE 7000A BB BEIUARAT R it

201 1861 25 13 EERTFEEETR . BFHREEEY) 70
S 9.970 : REHR LREYM (MRM)

327 215 15 100 05 Mﬂ‘ﬂl MSAZ:E"Jﬁ?#ﬁ (a.mu) 12

327 268 10 67 FSHRHES , EH (psig) 26

369 268 30 33 SEHBERS, EhA 6.25

369 204 10 25 FAFIFEIR (min) 14
FKRE 10.354 H TR BahiEiEE

245 162000 02 PUARAF 170 2 A (°C) 150

;ﬁg ﬁm fg BFREE(C) 300
189 146 5 ER%KRE(C) 300

" (FIRME = 3, BERIE-EITHM®X



GRFWE

B 1 RESMAS K REARFASRAHE MRM EXTEEF
B, BASEXH 1 PRSP RETRERERRAIT
SRR, FAERFEHEEHITHERNITEL. FTFRER
. KTH. BEXAK. 34-THRBE_SEXRE (MDA).
3A-THREZSERERR (MDMA), 34-THE-SEZE
AW (MDEA) X%, FREMEIMA A M &KRER

Horlg:
(& =
2 ETH
3. BEZIhG
4. 34-TRB-FEFXARE (MDA)
5. 34-TREZFERXRAR (MDMA)
6. 3A-THRE_FEZEXAME (MDEA)
+TIC MRM (** > **) 1ppm_BigMix_MRM_Final_3.D

2[33 |4 455 66 7 8 8|9

x108
4.4
4
36 8
3.2
2.8
2.4
2]
1.6 5
1.2 4

L

1ng/pL, RREABRAEFEZAEZRMBRAT MRFE
EREENR, NEETELRR,

BT 6-ZBIEHEZSN, FTRBERL SRR SENETLR R
SEEL. ®1 PR TAAANEERILET 3 HRRNR, KR
MNESRGZ, 1 BAESRIREH 10 pg/pL, BRIRT 6-ZF
MOE, REZ 50 pg/puL, B2 210 ERiE&ENK 44 MRM (0
®1) WESWE, XRESFKNETFSREAEFARHREE.

1. ERT

8. FIRTHRAE(PCP)
9. EIbER

10. AT-FH

1. AR

12. AR

13. WS KARE
14. 6-Z EiAgHE
15. FEAE
16. H&E
7. 3FKE

1o 12 121314144 s§1616 1717

no 12

L HA

pEly

\M&L_A_L

06 2 24 28 32 36 4 44 48 52 56 6 64 68

TRES RERE (54)
A1.

x103
1.34

1.2+

1.1+

14

0.9+

0.8

0.7+

0.6+

0.5+

0.4+

0.3+

0.2+

0.1+

=335

A\

72 76 8 84 88 92 96 10 104

LIEI 7890A FBRPIRH SR MRM S EFiE . HRARERT, KE1ng/ul

——y

T T T T T
982 9.84 986 988 99 992

T T T
9.94 996 998 10

MRHESRERE (54

B2 iRE10pg/ul BIEERI MRM NEfZ

T T T T T T T T T
10.02 10.04 10.06 10.08 10.1 10.12 10.14 10.16 10.18



& 3 2 GC/NPD/MSD/DRS 44, £l A PAIFERR
NEFRE. BRBFNEHRRERE THERRNENES
AR, AMETERNEN, TEETURBFLLA
MRS ERE, BERRERERLH 59 (REE100) B
CEEME, XM ENTRARNTFEREEEEABS.

|
|
|
|
| BT 299
|
|
|

BF 115

. n VA / - ()
|

&3 2 GC/NPD/MSD/DRS L2 MM A A f#FERIIEERE FitE

x104

1.8
1.6
1.4+
1.2

1
0.8+
0.6
0.4+
0.2+

B4 ZRAMNHERERBEORFSREANLENITER, &5
AEREMRGEMERYE, FETENRAER A FETHE,
HEER 150 pg.

AFRAEREK, DPMFREHENERRAHE, MEF
AERE=A"BFERENME, AR\ LEEZESR, &
5 GC/NPD/MSD/DRS ##i#, FARHRNBEFRE., &
RAF=ANBEFM 189 BFHFFHRYZWESRENITHE.
SIM/scan FHIEE B FHEEGHENERLL, ERMAZE
Btk —# (m/z 189) EREERMTFH. ERHENZFRA,
ERHNREMNETEERATRNLEY. ZERTUBIAZK
RHEE.

BRERRERUREMERACERNSER 66. ETRBHME
58, TNEREESKE.

B 6 2RAMMNHRERBEORFSREANLNITER. 4
FRitMEEEE T ERIEREES AR, TEERRBFLAR
MEER 150 pg.

A#FE

0 = =

T
842 846 85 854 858 862 866

B4 EEREORHFSEREANLE, 2MERA FAFENMRM B

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
87 874 878 882 886 89 894 898 9.02 9.06 91 914

MRS RERE (544)



|
_LM

| BT 245
— A A uET e

|
-—-a’"\——v~—_f-—\___f""/J\\‘\.4"“-——~—-"‘-""-/ FHEF 189
|

HEET 245
|
/:\ HEET 146
J\—/_—— HEFEEF 189
|
' SRR

L e I I o B
5.0 5.1 5.2 5.3

B 5 #GC/NPD/MSD/DRS %L, MG B ERYHH K EHZREF
FEMERERNEEE

7 27 GC/NPD/MSD/ DRS %4t L, &M Hm C REWIHE
DENSEN, ERETFARNEBRNSNSINER. BTE
FHTFHMAE-NEF (m/272) HEER—L, HEEFH0
RR/N, E| 6%AEXI MR, B kE D ERMTIADHE L RE
¥, WE7FAR, EEBTAHE m/2 571 BF, GETH. B
BRRERERIANERENMER 74, BIELRENEEE
Hm/z 72 B8FEH, FUHEEESTESE. MEHEILR
BRI,

8 RESBMUMISREANL, £MER C REYFEDTR
B MRM 2T &R, ATERRBIANGEEXDE, EEAHER
R, ZIVEMSER 170 pg.

9 27 GC/NPD/MSD/ DRS % £, £MERREHHIEZAT
e, ERBTFRRMEBENSNINER. X1 S
W, BEAERNESE260 pg. BEREBSRVERGETHTSE
BMRESMERE 46, AUEELZNERNT, MREENSMERR
THRRERMASEATRSEN. E2ARRNEFRES,

x10°
1.7-
15 KR
1.3::
1.1 -
0.9:
0.7::
0.5:
0.3::
0.1 1
\ \ \ \ \ \ \ \ \
10.22 10.26 10.3 10.34 10.38 10.42 10.46 10.5 10.54

WR{ESRERE (59

E6 GEBRORFSFEREANE, MERY B 5 ABH MRM HHEE



BiREFHEBESA—, ERANMEABFIRE. £FE
| FEABIHNERLZEE F2ABRXTRENEFNGESHE
' KRk, B PEXBREFHEFRE. m/z 316 M m/z 70 Y

| AHETT.  mIENEENEASTRNGE,
| AEET 57
I W pEzes  E10 EESBENMTSERANE, ME B RETHY MAM

\ HAMER. EMALANSHT—#, SRERFSRKANES
! EEMEEEMREE, RitZTmNRmImAERENTE.
|
|

BIEET 72 B 11812 FRMBE— 2022 Mm% A ERYHT-FEK
| BRET 57 éﬁﬁ EREFARMEBRNNANER, ERIEEMK

_d-—/\—f'—
HIEHT 165 EHE R AR RN, ﬁ%ﬁmﬁﬁﬂT—A¢W BEH
$n A3, FERTEBLELANAY. EERNBFSR
—— BANE, NESTEtRlRTRNESE, 8207 pg. &

AV RRARBRNATSREBERURARENREE.

4.0

B 7. #GC/NPD/MSD/DRS £, £MH®E C H3E1HIRIEEE Fi B

ABRNEEE

x108
2.8
24- eS0T

)
1.6 :
12-
0.8 :
0.4 :

0 ] ————

754 756 758 7.6 762 764 766 7.68 77 772 774 776 778 7.8 7.82 784 786 7.88 79 792 7.94
RS RERE (55)

Es wERIRHSERANL, LMkER C FEDEH MRM HHER



| AT 315
: HAEETF 70
| BT 230
|

N\ — ™ HIEET 316
I
I EatoallE
|

4‘7 ‘4‘8‘ o 4‘9 5‘0

E9. 7 GC/NPD/MSD/DRS R4, £MH®E B #EATHMEKEFiEM

FHRIES

x104

AT

ik

ZHEL 7000 HEBRMUBASREA T FEA AN TES
EEHRGEMERYE, XEGE—RIWHRAUSHLEHE
KR EAWHARIMBIAST. M TRNBFSRERM, N
EEEZRUMFSAAEEN. HIMKERH GC/NPD/
MSD/DRS %%. GC/NPD/MSD/DRS & AT MR &R T EE
KU EmmE (725 MEY). 2RBRIEEMEBGNEER
TN, ERBFABEATENT. BEMRFSREERN
ANERHIT SR E M ENNPRERIAS T, BETERE
FEHER, EREEMRETERKFE.,

T T
9.52 9.54 9.56 9.58 9.6 9.62 9.64

E 10 EEBRORFSERAL, £M#EG B BETT MRM BIS AR

T
9.66
WORHES RERE (54)

9.68 9.7 9.72 9.74 9.76 9.78



| S% 30

—e—~— AN NN A mEETR

|

| \ ST g2 1. BrL.Jce Quimby, "Improved Forensjc Toxicology Screening

| o Using A GC/MS/NPD System with a 725-Compound DRS
HET 94 Database," Agilent Technologies publication 5989-

AN TN VN BRET 05 8582EN.

|
| 2. Dean F. Fritch and Bruce D. Quimby, "Confirmation of THC
|
|

M\ AT 303 in Oral Fluids Using High-Resolution 2-D GC/MS," Agilent
| BRET 182 Technologies publication 5989-5668EN.
w_—_—-«] BEEETF 51 3
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Stephan Baumann BT R 7890A/7000A F 3% Ultimate Union BRI = E REEUARAT GC/MS
Agilent Technologies, Inc. BRMRWEAR, FET—HREFEMBABRLOBNZFSPH=Rak. =88
5301 Stevens Creek Blvd BBk, ZRER_BRMERBNGE. ZHEPRIRITESES DA (£E
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AFEEEEFNTH. 2HTMEXTIZENGRS. EHZH
ENGT. EREHENFIAURETEHENBE TSR
T=REE, ftReETERE-BERESRERH—ERE,
i, HEERCDLELTHM=ZBEBROFTRERS, W
FDA EXBILIMP=RERNSSZERE (MRL) ABAS
Z— (1 ppm), HAF=&MA 2.5 ppm. FDA K GC-MS fFiki%
MEEBRUN=BaREEXWNY (ZRER—BE —RaR
ZEERRANERER) KRB A 2.5 ppm, #AT, FDA 7 2009 £ 2 B
M OZRERAEAOUL T EFZRBEBRRERMUIHR
R B EBFUEE 0.25 ppm, MRIERNE RS MRLHE.
ik, EHMAET, FDA M GC-MS itk B A GEER Tk
SRERREXNY, EfMALEERTTIMIELEHT.

AR A iR BRI %3 FDA B GC-MS THEE# T T, XA
THE Agilent 7000A 73 =2F BEEMARH GC/ MS BRAR AR,

BHERFAERANEERNRRANITERF, BEERTKA
BEIMSHEEEEMRREAR, EFSTREE 15 28R,

ZHETME=REBER LR NREEIAE 0.25 ppm, H
EEHERARENENRMARY, SEENR, ZHHFEE—
REREETHRESH = BRERE XML, EE2MFHIL.

R

FrEARARERAFIZI TR 1 b, ZBEK. BB —BEK.
= BRER_BBINS KBS RF K DEA/H20 (f5FREE A4 20/80)
REBRFIRA®R, REHH 1000 pg/mL, #EEEHLC. W
Y (2,6-—8E-4-SW0E, DAPC) BHIRIREHN 57.7 ng/mL
B A TR, %R THE FDA &1 | ERTERIFEY,
ERHEMA FDA TiE1R1H,

x1. HESHA

FRtE CRER Sigma-Aldrich ~ >99% 4
FRER TCI-America >98.0%
=BEBR—B TCl-America >98.0%
ZREBTER TCl-America >95.0%
St Sigma-Aldrich ~ 98%

il ZZR Sigma-Aldrich  Sigma B4
(DEA)
i Fisher JNER ACS.

Scientific 8]

2k Fisher BREEER

RERER LR BSTFA & Sigma-Aldrich T4 %R
1% TMCS”
(SYLON BFT)

tDAPC (2,6-Z5&-4-SHE )
*BSTFA: W (ZHREMRE) ZHZBR TMCS: ZRERER

e
IRAEANNEEERES R/ A REAEHEONRER
7890A SHHELL. BE=FRMKQNFHRER 7000A 251
ZE BB GC / MS AR R R 76838 £ BBl
B (ALS), AR/ AARHAHOKE— M KEGRE (B4
£ 5183-4761) FM—/ M EEMATRLER FHAE (B14S 5181-
3316), A 10 pLiEGtEs (BB4S 9301-0714) iE5f, HNEE
BESIITFEX 2.

*2 SHEENARENGEHE

SHEaEETRS
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(p/n 190918-431)

HERE 280 °C

HEEN 12.9 psi

EE a5, BEFRERX, 1.2mL/min

PR A DT 25 psi at 0.5 min

HERER 100 °C (4&# 1 min), BL10 °C/min #ZE 210 °C

HERIE 41 cm/s

ESHER 1L

EHR&RE 290 °C

SHEeEEETRY

RREE HEDEHIER (4S5 G3476-60501) EHIAHA
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RREEEMG —3.6 mL/min, F 300 °C &% 1.3 min
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BiEAR B g

Delta EEFEIEREEE 400V

RESH El; R I R IS

BAFIEIR 6 94

RitiRE BFRIRE 230 °C; MRFFIRE 150 °C
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{KFRLE 10:40:50 ERHIREUAR], FFEX 20 mL MAZIFREIFHIH R
i, i, DEA B B=RER-8RBEAY, MK TER
PHERNAINEE, DEA RS T = BEB BRI = BEKR _B
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=BRERREEUINERRHEXITSET TR 3 $.
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344 > 214 50 15
329 5171 50 20
“RERER 11748 3285 171 50 25
343 5214 50 20
343 5 171 50 30
SRR 9613 345215 50 8
345 > 188 50 12
330 - 215 50 4
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2,6-Diamino-4- 273> 99 150 20
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WS E R AR BT EERERFSEH (EPC) B
FEFEHER (PCM) RIBFHEREFNE-SE, U556
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EHhETeMeFEIEEHNESEN. ERRERES, #0O
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ZeEitE, FRARHED.

— M ER RIS SR ES TR P EER SRR B b
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B2 &M TEARALRRENRKIGF. Bd LnELE
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Flugs
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11.50 12.00
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L L a b
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1
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#4. B = REBRETEYETERLBHNESRERE i
EERE MitARE EERRE

(ng/mL) (ng/mL) (%) ATHE—EN ZEZNEFEMREDRETRERA, &K
ZRAR 078 079 1013 MHSFFET RIS RE. SRR SRS,

o o o WS ERRANLAYNEE, BELANN MRLERES

125 1250 1000 MASIE, HETUAYHSEMTEREE MRLEH, Mk
R e e 110 ANEFERH ERRRIILY, RENANEREN IIIE.

ﬁg ég éﬁ L GC/MS EERTNM/MEFUREN/MAG S, FH=ZES
e 078 090 1155 BEPUARAFAY GC/MS/MS BE S T R 55 i) 7 A 15 8 e Rz M

125 122 97.2 (SRM) @8, FIR=EHBKNRH GC/MS RE =B &R

e o o REXUMESHEEOH) SRM BE, TUESKETHHE
RE 0.78 0.67 86.1 BEUMEMTEHA.

1.26 1.40 111.9

a0 2 8 B 7% 8 27 TR B R mF LAY GC ABHE

EMENEFRENRILE, S—HEARHETHNEEST
HITTR—URE, MEARITEFHREBETEEFNERY

£5_EWHETERIES SRR RN EE —HNER ., Bt XERFERENGTRAZRRORAY
R WkwkE  TREWE SYEEE T EERRA
(ng/mL) (ng/mL) (%)
ZRER 0.78 0.76 97.7 N
" 1.25 1.20 96.3 %Iﬁ
3.90 3.98 102.2
125 1248 938 ATE—REREETPRERN = BEE. SRR —EE.
CRER-BE 0.78 0.72 92.9 — e e e o O sms -
1.25 118 94.2 :%%M-Mﬁt*ﬂﬁtﬁﬁﬁmﬁﬂ‘ EE*”%IA, ﬁﬂmﬁﬁkﬁfﬁ
?-292 1;% 133‘7‘ REANFAM=ZESRKNRT GC/ MSBERZ%, 3t FDA K
E——— 078 081 1037 GC/MS M7 ikt T T8It . %7 AR ML RERRMAATE
125 122 97.9 BF, BEETEASREIRGA 15 28, kI, ZHEFEHN
o e oo FDA WER, BV RS RIAE 0.25 ppm, FEE 2.5 ppm
ARE 0.78 0.71 913 HMRELERNRIE TRRNEESL Y, TERELE 97%U L.
yoo I o ATHEREARSERORNE, S H T UM AWNE

125 12.01 96.1 /N SRM i#i&,




ZHCZFRB MR GC/MS B A RAREE—RIZITH CHMIAR i
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— o |
—REk 18 § 1
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§ %102 1.751
[
54
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