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SHEBIERFECE Agilent 7650A Bl AEZIERILREEI Ultimate %3k (PUU)
RFEFFES (ALS) A 50 MRAIMFmE.  SKIEFRKRI; 8890 THEEBIEE R
SHEBEEA MMI RELERFTHRER DM RIR (PSD) MR T EHIZEIRMER, 7555
¥, ERAREERBERN 15m B #HIIFRT F,

R 1. BFRAEGDTH Agilent 8890 SAEEIE R AMAIE HES 2.0 BT RBIFHRAR Agilent 7010B RFIFAF

GC EEE1
= Agilent 8890, EL&PURABIEFE. Bohi# B3] Agilent HP-5ms Ul (845 19091S-431U1)
(EE TP ERTY K 15m
#EO ZIRFED (MMI) "R 0.25 mm
5 R P EERE 0.25um
SmHORERE 15mL/min, 0.75min B3FF44 EfET 185
PRERIRIRE 3 mL/min = 1.00 mL/min
FREIIIRE ERES O SHERFHED (MMI)
HiE 1.0 pL O3 PSD (PUU)
priz e Ak PSD A= 5 mL/min
L1 S 0.7 pL EETRE (RK) -7.873 mL/min
BETE *iF )
HEORE gg(;‘fcﬁﬁ 0.1 min, #A/ELL 600 °C/min F2 Sl Agilent HP-5ms Ul (2552 190915-431U1)
EETHEDRE 310°C e om
FERRE 25 mL/min i 0.25 mm
prom prs REE 0.25 pm
RO ZRMCERENE 2 mm RMIAHE (BES e e
5190-2297) mE 1.200 mL/min
IR B OEE PSD (PUU)
MBI RARE 60 °C mpezs MSD
AR AR E IR E) 1 min EEfTRE (RK) 8.202 mL/min
FHRRE 1 40 °C/min MSD
REBE1 170°C 2= Agilent 7010B
RERERIFRE 1 0 min BFR Agilent HES 2.0
FORRE 2 10 °C/min BH=E AR R
RERE 2 310°C IS Atunes.eihs.tune.xml
RLRERISEE 2 3min TERIEER 3min
RIETEYIE 20.75 min PHiRATEE (MS1 #1 MS2) | 150°C
fEiEfTediEl (RI) 1.5 min BTREE 280 °C
Fradial 3min (5 dMRM 5 Scan
He ERSK 4 mL/min
N, RfES A 1.5 mL/min
MRM Siit45 R
MRM 2% (dMRM #z) | 552
BF 5 EEEYE] (ms) 2.63
BIZEIRET[E] (ms) 82.42
=A MRM FHX# 48
BTG REIERER 10




MARRBECRATMKIESLEY (PREP)
#HIEE (PREP 4, IS G9250AA)
B LURAR . R B R TH S 2% & R e
(dMRM) F57E. 75 7RBEBE AT 190 FRAK
%, $£ 552 D MRMs, MRMs \mAH %
#h 48, WIE 2 Fimo

QUEChERS # mgisbi2
ERaUEERLSTE 3 F, K%
RIRNBENRCE R AEER BT R .
RE, & 8 MEEHR. NTEMHE
Sm, FREX 15 g WEkER, BF
50 mL IXEH, RfE, BEFRHESHF
mIBENER, MERSNBUIEERS
B EFRULELARAE. 19 TR S S AP D
A 15 pL #HBZE 50 ng/uL BRIRESY)
(EB#S 5190-0502) » WPAAE/\PHE
ERREMAN 15 mL 1% ZENZEA
", BREEYIRIE, BEERDEG. B
1 50 mL EFIMAN QUEChERS Eff
(ZB4S 5982-5755) HHIEE M FHE D
BYRTFHITER, FEIRE 1 min, ARG
LL 4000 rpm (BRAHF 17.4cm) B
5min. XTFERFUESIME, ¥ 8mL E
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BREBESERIHETHTOE. ik
1 30 M, ARWZAFTAREC 5 mino
BEEFRIEER, FEETIFGIKIE
s, XWFRERE, IHEEE
R EBER, HEFEBR ORPRS,
BT T ECHo

FRAFECH]
ZHDERLEARMFER FDA DTS
EEHS (BHS PSM-101) #l&E. B
PSM-101T KA EMHFHEY AL B. C. D.
E. L. M{ N\ O Ml P RS, BREEBE
190 FRZFLEERY 10 ppm FEREE R
REBZEERBLBHBEZELLTIIRM
SREE: 10000 100. 10 1 1 ppbo S
HEEFmRT, KBinESRRIZRY
BE. BXIHEE-d,, A a-BHC-d, BIAHR
BREVMSEZBERE, BEEARARBIRIR
FEiAE|] 50 ppb, HEFRUTEARERIFRT
RE (BAFRK 1500 pL) @F: 014
0.5¢ 1. 50 10. 50. 100. 253.3. 500
#1000 ppbo TEEMSMAIFF mn il A
50 ppb EFRLECIAFUEEEHITES
/J“\J LX/JHJliﬁg' |\$o f*iuuﬁﬁ‘:m—ﬂiuu
g 3 3, ULEHFRNERRE,
Wz BN EBERY Frk, B
B TR ERKBEZ 3 BHREE
#, MARRMNSBIREEI I
o BEMREKFEREFRITEATEME
mBANTHE 250 L KIBAIEE R il
F#1T GC 2T

=27

BPFYIEHE 102 HHRSFIRBURRYZF
Diffe XERRIENRNERFm, HE
RERLECHIMF. FINEERZBAE
FIHMERFEFE, WRTOITHEE
BN E RIS R SRR T 50 ppb
ERILEARFIARE MRM BIEEN
El 4A PR, EBORCKEIMNE 4B Fiixo
FHIEEE:

x 108
1.8

- ERTERE#RLE (10 1R)
- PDERE SR

- BERCEREHZE (10 N R)
- ERULEARHF (50 ppb) x 60 /X

- HRILERUERZ (10 TR) x 20K,
BMIFEEMR
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KERYE] (min)
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4. RRMEIEE (A) AFDHABEIEE (B)



FISEIRT 50 ppb EFRILECATIFRY 400 %
TERE, BT T ENFY, SH#EE
8197k, HMF 714 RIVEFEL#HIF, 7T
BMFIE, BRAEEEEEONEM
R, HIRIEFEEM! 5 L #Hixtt. 5
5h, FRMEETEAFER R AT RS
BEEFRRTRE R, REITHMES
LR,

HZR5E

£iEd GC/TQ HHTHY 190 MR
B, ARIB A BY o3 A7 I R A M AR I A
114 MHTH—F AR, EHFEX 114 F
RAGZRE AT EREETE L EF T
AIRIMEMH RINE, XEMERTE
AMARI LT (BINFhRD) , H
BREHLLINE 50 ppb SRES, FEILA
BATFREMEITER 50 ppb ERITER
FEERN R REITITE. fnfEdhsE FARL
HTFZESRYTFIMSBUSIELL (S/N)
< 3 HEEBHE > + 25% KIS EB R,
AN AEIRGERLBIFR 2 ALK EIX
FXERZTERBIVIC 2o

W RATRBRIERZE 0.5 ppb 3¢ 0.1 ppb
WIERTRIEREE, BNEFSF S/N
>10 BESHEME < 25%. B, B 5A
5B # 5C 72518/~ 7T DCPA 89 0.1 ppb
. HUNEMSEFURREMSE. 1T
0.1-1000 ppb MM ERKIHETE
W, BB TR AR R AR I HE T8
&, RIESEE FDA UHIE, DCPA 1E&Fh
KR FEZFH MRLs BIMEZE 50 ppbo

A x10°4 pcpa
2.0-
1.8
1.6
1.4

10.325 min
+MRM CID @ 25.0 (298.9 - 221.0)

1.2

1.0+

0.8

0.6

0.4

OlZA/\/\/—/\’—\’\/\r
04

0.2

U]V

T | T | T | I
10.26 10.28 10.30 10.32 10.34 10.36 10.38
SRERYE (min)

B x10%| 2989 -221.0
4 300.9 - 223.0
1.1 331.8 > 300.9

109 byfE = 89.2 (95.1%)
Lb{E = 42.0 (97.0%)

MR FEE (%)
o

I
10.40

I
10.42

I
10.44

T T T T T T T

1026 10.28 1030 1032 10.34 10.36 10.38
SREEETiE (min)

C x10'4 y-.0.013350x2 +2.835571x +0.001611
1 R?=0.99899365
2.64 R=0.99969055
244 AL 1/x
2.2
2.0
1.8
1.6
1.4
1.2
1.0
0.8
0.6
0.4
0.21

AES AR

-0.24

T
10.40

T
10.42

T
10.44

TEXTIRE
[ 5. DCPA B9 0.1 ppb IERIFRDIE (A) FIEMEE F (B) LUIRSTERERML (C)



6A 1 6B 25 R T HIEEERY 0.5 ppb
EFEMET, ME 6C B/ 7 HEMAIR
VERRZ . ZHRATE 3.5 DNMELMEEW
E4M, EMBELPEHAE T SIHEN
MRLs, FEEXBE. TER. BF. ¥
REERPM MRLs 1€, 79 0.01 ppms

A x10*

1.1
1.0
0.9
0.8
0.7

2]V

0.6+
0.54
0.4+
0.34

0.24

=
s 10.220 min

+MRM CID @ 15.0 (196.9 - 169.0)

w

B x102

HEXSEE (%)

T T T T T T
10.22 10.24 10.26 10.28 10.30 10.32

SREEEiE] (min)

I I I
10.16 10.18 10.20

1 196.9 > 169.0

198.9 - 171.0

| 313.8>257.8

Lb{8 = 103.0 (108.4%)
| bt = 43.1 (98.7%)

C x10

2.2
2.0
1.8 4
1.6
1.4 4
1.24
1.0 4
0.8 1
0.6 4
0.4 1
0.2 4

0
0.2

LRSIl

T
10.18

T

T T T T T
10.22 10.24 10.26 10.28 10.30 10.32

SRERYE (min)

T T
10.16 10.20

y =2.182005x + 0.002352

R?=0.99501738
R =0.99950640

e 1/x2

X RE

6. S3L4EHY 0.5 ppb IERFRDIE (A). EMBE T (B) UIRSTERERLZ (C)



MEX MRLs S, B 7. 8 M O3wBHE A <0 —
= — S | BOE%E 14.202 min

T =l 7 BT BEARFEELS o] +MRMCID @250

R, KZE 0.5 ppb 89 3.5 MIEFRE | (181.2>165.2)

SEERFHTT ZAINEG, HEERXFH 7

MRL 5 0.2 ppme —EERIE(EZE 0.5 ppb 1

. 6
89 3.5 MIELCERNELMSE, NE 8 Fr o
™, TERZEEY MRL A 0.7 ppme E
44
3A
2 T T T T T T T T T T T
1414 1416 1418 1420 1422 1424 1426 1428 1430 14.32
SEBYiE (min)
B x10?
181.2 > 165.2
4 181.2>166.2
114 166.2>165.2
1.0+ Fb{E=87.4(109.7%)
001 LfE =525 (107.2%)
5
1y
+|+
-
™
o
1414 1416 1418 1420 1422 1424 1426 1428 1430 1432
SREERYIE] (min)
C x10?
| y=0.459107x2 + 18.988674x + 0.012908
, | Re=0.99465789 b
1 R=0.99640909
2270 fo: 1/x2 ]
2.0
1.8
o 161
E 1.4
-
g 12
1.0
0.8
0.6
0.4
0.2
O<
_0_2<
T T T T T T T T T T T T T T T T T T T T T T T
0 1 2 3 4 5 6 7 8 9 10
HERHRE

B 7. BERESH) 0.5 ppb BN 1E (A). EEEF (B) URSTERERML (C)



A x10°
1 TR

451 +MRMCID @ 10.0 (137.1 > 84.0)

8.523 min

4.0+
3.54
3.04

2.5+

L]V

2.0
1.5
1.0
0.54

04

I I I I I I I I I I
8.44 8.46 8.48 8.50 8.52 8.54 8.56 8.58 8.60 8.62

RKEERTE] (min)

B x10° 137.1 > 84.0
199.1 - 93.0

FEAE = 64.7 (96.5%)

1.14

HEXTERE (%)

I I I I I I
8.44 8.46 8.48 8.50 8.52 8.54 8.56 8.58 8.60 8.62

SRERY{E (min)
C o | ¥=0.638177x - 3.640200E-004
R2 =0.98721937 )
7] R=0.99294761 '
R 1/x2
64
)
54
E
E 44
-
e
< 34 M
24
T
04
T T T T T T T T T T T
0 2 3 4 5 6 7 8 9 10
HEXTRE

B 8. —BEREY 0.5 ppb IEMIFRNDIE (A). EMBF (B) LURTTERIERL (C)



=E, WE 9 PR, TERLEARAI MRL /9
1 ppb, EEKZE 0.1 ppb B9 4 MRERT
ERRFII T RSN S, TRR
@, FIE=MRAKRBIRTONA
EHNEEMR (L0Q), BRFHEMMNAVER
MRLs, 7ESEFEFRT, TERREEMEE
BEEHRTRRER (LOD), EAFRKGME]
XM TRBNIE, AT, KNESEFT
TAPRFENEREZER, BIEER
T LOQ B S/N FEE#nL 3, EitH
53 LOD FETF LOD,

3
A 0 e 16.909 min

7: +MRM CID @ 10.0 (140.0 - 112.0)

6

54
g M
= 4

34

24

14

04

T T T T T T T T T T
16.84 16.86 16.88 1690 16.92 1694 1696 1698 17.00 17.02
SREERYE] (min)
B x10?
140.0 - 112.0
7 140.0-76.0

119 11195 76.0

FL{E = 87.0 (104.4%)
0.91 Hbf# = 32.9 (99.3%)

T T T T T T T T
16.84 16.86 16.88 1690 1692 1694 16.96 1698 17.00  17.02
RERY(E] (min)

C x10?
y =0.635140x2 + 8.900401x + 0.002796
1.64 R?2=0.97434891 [
R =0.99281390
144 IR 1/x2 '

1.24
1.04

0.8

HEXI IR

0.6

0.4

0.2

T T T T T T T

HEXTRE
& 9. IEELEALZAY 0.1 ppb IEAIFRDIE (A). EMEF (B) IR TERUERL (C)



FEFEREEEIT 800 RMIFESIH, Bl
B HES 2.0 BT RBEMS A 50 ppb BR
TCECROERRIERY 400 REEHE DR
HEHEBNRGH MR ES. B 10
ER7 50 ppb ERULAARFR 400 X
BEHE, TEANRYIRRIBENIR
EHEERNERETITE, TN X i
KNATREMET®HAIN 50 ppb EFIT
EOAREE RV E 8. T A X MIRTREX
QUEChERS EFRB 2R, HIbH
BRT Z=HME, LUKE (ppb) 18X F#iE
TEBIEE, BRT OMBREENER
B, @ERKXA, Br—PR5, FIERIR
EE + 20% (GC/TQ HIEMEILE SR
EHIRZESEE) LA, BAZEHSERMRE
+10% BSBEN. FiE 114 #RZESR
B9 400 REEHEM %RSD ILETFER 2
R, X 114 MRGERERER 80% B
%RSD < 10%, 1X 5 MR A %RSD =T
20%. ARBEUHIER T DR
T, RAFEFYIZIEHITHEEO4R,
TEH— P EIPNER,

JBEEHY 50 ppb MARREE R EL

0 50 100 150 200 250 300 350 400
70

65

ppb

T LA G

o IS
® a-BHC (R&F)
o HEXHfE
o FE T SURERR
o {EHHE
30
23 73 165 257 349 441 533 583 675

QUEChERS /¥

10. 7£5% 3 QUEChERS 32EXI89 714 Rt i¥:d 24, 50 ppb ERILEAREE P RANITERE

35

11



xR 2. BT REMEER 50 ppb EFRITEARETE 400 R ERFTSRIN 114 MRAKRENERLE, SERETE. &
FERREEIAAF] %RSDo %RSD > 20% RYER A BRHER

{REGEYIA] HERERE | RERERE
B (min) (ppb) (ppb) BhRING BRLEANE | %RSD
REE 4.609 0.5 1000 5353 1/%° 7.6
EER 4.826 0.5 1000 s 1/x 10.4
E&ET 5.424 0.5 1000 i 1/% 11.9
BXE 5.615 1 1000 i 1/% 6.2
2-FERE 6.457 5 1000 TRINE 1/x 7.5
AEX 6.566 0.1 1000 E5k 1/%° 48
PO SUBHEZ 7.118 0.1 1000 535 1/% 3.9
ZRKRE 7.186 0.1 1000 IRINE 1/%° 6.5
RERRA 7.238 5 1000 TRINE 1/x 123
,3,5,6-TUS A RZ 7.297 0.5 1000 5353 1/x° 49
SRER 7.325 0.5 1000 ZRE 1/x 7.5
FRR 7.462 1 1000 ZRINE 1/% 6.6
ZTAR 7.496 0.1 1000 ZRIE /% 7.2
a-BHC (7REX) 7.881 1 1000 Stk 1/x 1.0
2,6-“RAEE 8.02 5 1000 b/ 1/x 5.5
VA S 8.024 0.5 1000 ZRE 1/x 45
ek 8.034 0.1 1000 e 1/% 25.3
SR 8.04 1 250 5353 1/%° 7.7
FaigE 8.043 5 1000 5k /% 7.0
HRAEFRRE 8.073 0.1 1000 i 1/% 3.3
X2 8.124 1 1000 i 1/%° 5.5
B-BHC 8.278 1 1000 “it 1/%° 4.9
BT 8.363 1 1000 5k /% 14.6
Y-BHC (#F%, y-HCH) 8.398 1 1000 54k 1/% 45
ERFHER 8.478 0.5 1000 ZRIE 1/% 33.7
HERERRE 8.515 0.1 1000 TRINE 1/x 3.1
TR 8.526 0.5 1000 5353 1/%° 5.8
ety 8.53 0.1 1000 54K /% 5.0
6-BHC 8.763 1 1000 ZRINE 1/x 11.4
HFER 8.817 1 1000 ZRINE 1/% 4.4
SR 8.942 0.5 1000 —hrE /% 17.3
HUFE 8.976 1 1000 5k 1/%° 8.9
HRERR 9.178 0.1 1000 535 1/% 46
s 9.193 0.5 1000 ZRIE 1/% 11.4
IRE 9.256 0.5 1000 ZRIE 1/x° 5.8
—HER 9.255 0.5 1000 5k 1/%° 6.0
ZIHEEZF 9.372 0.1 1000 i 1/% 9.5
ARSI 9.404 0.1 1000 ZRIE 1/%° 8.4
FAEXI RS 9.403 5 1000 TRINE 1/x 9.3
F R 9.495 0.5 1000 s /% 6.5
FRELI 1R 9.496 5 1000 5753 1/X 5.8
HE S 9.541 0.1 1000 ZRIE 1/%° 6.9
FAEIEDERS 9.85 0.5 1000 TRINE 1/x 8.9
RIRHRRE 9.855 0.1 1000 s 1/%° 10.2




{REZR1E] RERERE | RERERE
B (min) (ppb) (ppb) BhEING HHZZINE | %RSD
EHSE 9.877 0.5 1000 ZRIME 1/ 6.5
=k v ik 9.995 10 1000 ZRME 1/x 20.0
AR R REERBR 10.032 0.1 1000 % 1/%° 35
SHRRAER 10.166 5 1000 % 1/%° 6.2
1EERRE 10.187 0.5 1000 & 1/% 2.4
274 10.224 0.5 1000 543 /% 45
PuETtE 10.242 1 1000 %1% 1/%° 27
= ER 10.275 0.5 1000 RIS 1/x 11.6
SERM 10.319 0.5 1000 RIS 1/% 7.5
DCPA (MEZR, —HEHER) 10.328 0.1 1000 ZRME 1/x 73
TKBE R B 10.346 0.1 1000 %% 1/x° 4.7
TR 10.496 0.5 1000 % 1/%° 5.7
IZRIFIR 10.672 0.5 1000 % 1/%° 7.8
MGK-264 10.709 0.1 1000 & 1/% 73
ZHXER 10.797 0.5 1000 % 1/% 46
TREM 10.826 0.5 1000 ZRINE 1/%° 9.8
SMFELESR 10.904 10 1000 RIS 1/x 14.1
mBhE 10.915 0.5 1000 ZRIME 1/x 10.7
=R 11.008 0.5 1000 ZRME 1/x° 7.1
[E i 11.01 1 1000 % 1/%° 33
RS 11.326 100 1000 RIS 1/x 13.6
o,p-DDE 11.363 0.1 500 ZRIE 1/%° 11.8
1% G AR 11.458 0.5 1000 543 /% 7.1
MR 11.596 0.5 1000 ZRINE 1/x 6.6
Bl 11.664 0.5 1000 TRINE 1/%° 46
WER 11.697 0.5 1000 % 1/x° 8.5
Az 11.73 0.5 1000 % 1/x° 8.6
fERR 11.776 0.1 1000 % 1/% 48
Lt 11.782 0.5 1000 % 1/%° 5.2
IS ERE 11.819 0.5 1000 RIS 1/%° 6.9
DEF 11.871 0.5 1000 & 1/% 7.4
p,p-DDE 11.91 0.1 500 ZRNE 1/x° 9.8
ZamERt 11.988 0.5 1000 % 1/%° 5.2
FEE M 12.013 0.5 1000 ZRIE 1/%° 8.2
N0 ER 12.066 1 1000 ZRIME 1/x° 6.2
Wl i A 12.089 0.5 1000 %% /% 6.7
BRI B 12.093 0.5 1000 ZRINE 1/x 5.9
REBAE 12.326 0.5 1000 RIS 1/%° 48
FIKECF 12.425 5 1000 ZRIME 1/x 10.3
i 12.718 5 1000 543 /% 7.5
EFER 13.167 0.5 1000 ZRINE 1/%° 77
e 13.223 0.5 1000 %1% 1/%° 5.3
&R 13.222 0.1 1000 i 1/% 7.7
R ER RS 13.328 1 1000 ZRME 1/x° 13.2
i 13.565 0.5 1000 ZRIME 1/%° 6.6
S RIBNERE 13.595 0.5 1000 ZRINE 1/%° 6.4
WiER = REs 13.659 0.5 1000 RIS 1/%° 6.1




{REGEtia ERERE | RERERE
=k (min) (ppb) (ppb) BHING | BIAME | %RSD
IR RGEk 13.662 0.5 1000 ZRIE 1/x° 5.9
EapZN 13.876 0.5 1000 ZRME 1/X 8.5
42 PR A 14.014 1 1000 ZRINE 1/x 15.5
FE%ES | 14.207 0.5 1000 ZRIME 1/x 7.4
P 14.179 0.5 1000 TRINE 1/x 4.4
EPN 14.226 10 1000 ZRME 1/X 5.8
RS 14.221 0.5 1000 RE 1/% 5.2
Z S 14.375 0.5 1000 ZRINE 1/%° 6.3
Nt g AR 14.398 0.5 1000 ZRME 1/x° 6.9
PRILEER 14.449 0.5 1000 s 1/x° 7.4
PO SRR 1472 5 1000 ZRINE 1/X 9.2
KER 15.648 0.5 1000 ZRINE 1/% 6.4
BER = UEZ | 15.857 0.5 1000 ZRIE 1/x 9.7
PRGBS 15.976 5 1000 ZRIE /% 49.3
T R 16.081 0.5 1000 & 1/X 5.8
mamPlE | 16.484 5 1000 ZRINE 1/% 22.2
FEZ I 16.535 5 1000 TRINE 1/% 9.5
B | 16.8 5 1000 ZRIE 1/x 23.8
TEBt R AR 16.909 0.1 1000 /e /% 8.4
gl 17.096 0.5 1000 RE 1/% 5.9
BRI | 18.148 1 1000 ZRINE 1/x 12.4
e 18.787 10 1000 TRINE 1/X 11.2
SRS | 19.175 5 1000 /e 1/x 15.3
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