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LCMSMS-313

BT . ALWEARE Nexera XR F1 LCMS-8045 RS~ T IREI/KhBEERRA] 3, 3- ZSBEERRIENTT %, &
SCRA MRM BEWF57%, BREES 7 BORREH 3, 3- ZSBRRZR) LCMSMS lﬂ&uﬁ/mﬂﬁ,z*:o Vi b = SRk NES A o
SeFEl (0.39-6.25 pg/L). BIFHIESE M (2.80%-5.94%). BIFHIEIUIER (91%-98%) ME SN REE, 5 EPA60S T
KBS TERLL, AATEATFEUKFS/KAGNE A EaFaiiFE %, oTHEER ECD a9 M),

XKERIA . LCMSMS BEERR 3, 3- ZEBEERR 557K JAK

H%%H%Fu 3, 3- ZEBERE (DCB) EEENHRF
B (B 1), EMTRTFERE 12, 14, 17, 35,
55. Eﬁﬂ’fﬂ 13 FNERRILT 38 vﬁlﬂ.a:ﬁﬂﬁﬂfé%ﬁﬁﬁﬁﬂ
BB L. FITF XS L B R BRI ST AT A M RE A 1
Bitee, BEBREFMNESMENAREY, BARES
LB BRAR S —RNECRRE . BFEHE B M1ERE,
E7EmE. B 2K, RRMEARSETLNRTZ.,
FlznERlE 17, EAENERRMERET, 258
BAMHEIREEEUBERNERT, BRiettRA~8 24
B/ &, HPERIERSIL 25%, DCBHEKRE 25
W/ E, HFK. . BEEXNWRNERRS, 12X
IR EEE ERKEAE, LFERERELES,

BABH, THESKHER, B5HIRMAMDNZER
s, BXZEREH DCB B A #H e 558, FHNR
ERWETMMEE M., Rig (MS) iR e RE
SR (DTFEFEEERERER), BteatEMEn
BEFE. ZENRREN MRM RS, UL &S
ERRBTEMNERE, BNEE. EMHERME, &KX
ﬁf‘? HEBRACMZERVRBAME . A CR B EESIUREE
JE{Y Nexera XR 5 =E MRAFFIE{ LCMS-8045 B,
KA MRM R, EIECRREA DCB MREEETTE,
F T 3R/KF5 7K R ECK FZ A DCB HIAQNFNE R
ERTIX SIL-30AC A B ahiiiEss, 1zt e T 2 (HEH A
SNEIBEE, ERA SL #HEA (split loop, HAEfF#

BZRBEAN DCB EFaZINEUEER. EERMMR FEEHL RS . IFEm A= ), IAEASCIRER
EMAHRBIETE, “EPA Method 6057 , B4k KB DCB BOREEB . 4200,
ANEE, TEIZYRNSREUERN, {BIREKRE
B RIS
1.1 4428
LC-20ADXR( & & =T ), SIL-30ACMP( B zh##£88 ), CTO-20AC( ;245 ), CBM-20A( R &= 48 );

LCMS-8045( =EURAF (Y ) B ESI BB 537 ; LabSolutions Ver5.86( &3 T {Euh ).
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12 #ERER

X BB R 9 BFRENEE K PR (benzidine, B Sigma, CAS #: 92-87-5) #1 DCB(3, 3-dichlorobenzidine, M5
Sigma, CAS #: 91-94-1) S BR &, AZBEEHIA 1 my/L MEH&RE A BERIEE, A 0.1% FER/KF & (BFER 7K, 1:1000,
vIv) BRFERE. BECHIEORE R 50, 25, 125, 6.25, 3.13. 1.56. 0.78. 0.39. 0.185. 0.093 F10.046 ng/L KIS BBEER

EEM: REAHN 625, 3.13 # 1.56 pg/L HREEHFE 7 5.

SKPRAER . BUES, 3T 0.22 pm BRI ZIEERER 7. EFREREIE: MK (14). 787K (24 F1 3#). 757K (44
54 0 6#),

PAAREI: BR 50 pg/L X+ B @B 100 pL, FH 0.1%FA K FEE 1 mL( X 88 ); BL 900 uL #£ &, A0A 100
nLO.1%FA KA (#£& )5 B 900 uL #inn, ﬁu)\ 100 pL 50 pg/L 3FHBFEHR (MFREESR )o BIKER =((A MFREESR -A
TS (/A XTHR )% 100% o A: BirfLEYIERETR.

1.3 st
AR JRE &
& 1E4E. Phenomenex Kinetex C8 BR: BSI, IEER
(2.1x 150 mm, 2.6 pm) FAERE . 3.0 L/min
RENHE: A-0.05%FA KB ; B-0.05%FA- ZF5 FESREE . 10 L/min
HHE: 30°C IXEERYE). 100 ms
FBE. 0-1.5 min 5%-95%B; 1.5-3.9 min 95%B; BEMOEE. 400°C
3.9-4.0 min 95%-5%B; 4.0-6.5 min 5%B MRM 4§, M3k 1
SREE. 0.3 mL/min DLEE. 200°C
BEREARR. 10 pL EOBE: 4.0kV
HWREE L. NSRBI ( AR R )
&1 MRMZE]L
. TR N Q1PreBias Q3PreBias
No. & EXEH  cASNo.  BIBET FBET 0 CEV)
185.3 168.17 -10.0 -20.0 -28.0
1 BER AR benzidine 92-87-5
185.3 151.0 -14.0 -30.0 -25.0
2532 182.1" 27.0 -30.0 -19.0
2 DCB 3,3-dichlorobenzidine 91-94-1
253.2 154.0 -20.0 -50.0 -29.0
SETERET
ZR511ie

2.1 PR
BARREA] DCB RUEF T, HERRNEL MR A, M Kinetex C8 (2.1x150 mm, 2.6 um) AEEH, BIR
YREUELLE BAE CI18 45 10 %, 54 0.3 mL/min AREABLL, L 0.4 mL/min 3573, BEARRAINEALIEINA LY
68%, 1B DCB HINEAZBEIRZY 70%, BRZRRERY R SUEIEINKIBET SR~ R HIER!, DCB KR SEFEIURETRIE
BRI , AT K FABERERE (0-1.5 min, 5-95% #EEESE ). 0.3 mL/min 7E A MO R KBRS IR .
DCBHIRER BFH, m/z 217.0 NN E S, HRE m/z 182.1F1154.0,1Bm/z 217.0BEERMEE T, RLBSER S,
Ei, %E#F m/z 182.1 F1 154.0 i E BB FHSLLEF,
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2.2 TEfh%. LOD F1LOQ

12 iR BiREX BAER, TR 1.3 frid o & 4iTNE (08 2). A ASTM %, M LOD REBHRMLE
¥ SIN R/NF 3, LOQ MRE S/N F/NF 10 AfRAE, MBARFEPEERRRN LOD 47 0.046 pg/L(S/N:4.3), LOQ 41 0.093
ng/L(S/N: 10.5); DCB #J LOD 7 0.185 pg/L (S/N:5.17), LOQ 7 0.39 pg/L (S/N:10.5), $#E EPA 605 XM EEARE (LOD
A5F 0.08 pg/L) 1 DCB(LOD A& F 0.20 pg/L) FARBEMNER, DUIFNHERRBUREAF L, BUS MRES
(0.39-12.5 ug/L), LUREAELER, BiMLEYMIETRRANLIR, IMREFIELEfhZ, FrStRELilE 3, &4
DEMERIAFRRAEXREINR 2. ERRPEEDPELDRECENLMHXRARTF, R KT 0999, iR ER
FEE 95-105% Z j8l,

6000-11:3,3- — SUBEFRE 253.20>182.10(+) CE: -30.0
2B RR 185.30>168.10(+) CE: -20.0
5000
4000
3000
2000
1000
m_ e Jk\m
L s T B L A B s S B A
0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 min
B2 BERRAIDCBEILE
b5 0
1500007 1 b
1 BCRhz 30000 33-“RBERRR
125000 ]
1 25000
1000007 E
3 200003
750007 15000
50000'5 10000—3
25000—5 5000-3
0-'"'I""I""I""I""\I' U I I s s U
0.0 2.5 5.0 7.5 10.0 RE 0.0 1.0 2.0 3.0 4.0 5.0 RE
B3 BERBRAIDCBI {ERh%:
F2 BHD TIEERABXRREL
No. &R ZMSERE (ng/ll)  ZMERE LEESEL BER (%)
1 BEKRR 0.39-12.5 A=11787.1 C-204.9  0.9998 95.7-103.5

2 DCB 0.39-6.25 A=3486.2 C-220.6 0.9994 96.1-104.5
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23EEM

BUREA 1.56, 3.13 #6.25 pg/L INFRERKR, FAT#HEE 7 8, B B ML & YNIEEIRNRE RN [EEX AR
Z (RSD%) 3k 3 Fior. MTERKA, =/MRE TR B R EYHVR B EIFIEERNBN ERZER 0.02~0.41%
#12.80~5.94% z 8], TTRUREEEDMTHITRK

3,3-—SHBKABE 253.20>182.10(+) CE: -30.0 20170920_Phenx_EPA_1.56ppb_R1.lcd
E% B 185.30>168.10(+) CE: -20.0 20170920 Phenx EPA 1. 3(Hpb R1.led
3

6000;
s
12

1:
2

+>H

3-—SUBEERE 253.20>182.10(+) CE: -30.0 20170920 Phenx EPA 1.56ppb R2.led
BEERE 185.30>168.10(+) CE: -20.0 20170920 Phenx EPA_1.56ppb_R2.led
3,3-ZSUBCARE 253.20>182.10(+) CE: -30.0 20170920 _Phenx EPA 1.56ppb_R3.lcd
BARE 185.30>168.10(+) CE: -20.0 20170920_Phenx EPA_1.56ppb_R3.lcd
ER% 253.20>182.10(+) CE: -30.0 20170920 _Phenx EPA 1.56ppb_R4.lcd
5.30>168.10(+) CE: -20.0 20170920_Phenx EPA_1.56ppb_Ré.lcd

UBEAERR 253.20>182.10(+) CE: -30.0 20170920 Phenx EPA 1.56ppb_R5.lcd
2: Haézxsﬁg 185.30>168.10(+) CE: -20.0 20170920 Phenx EPA_1.56ppb_R5.lcd

t

;*!IT

12:BEERE 185.30>168.10(+) CE: -20.0 20170920 Phenx EPA_1.56ppb_R6.lcd
11:3,3- “EBERRE 253.20>182.10(+) CE: -30.0 20170920_Phenx_EPA_1.56ppb_R7.lcd
4000—2 Eaé%mcms 30>168.10(+) CE: -20.0 20170920 _Phenx EPA_1.36ppb R7.lcd

3000
2000 \

1000

- L )

—— [
0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 min

B4 REH1.56 ng/LEEEREIDCBYN BRESE DB (10=7)
3R3 BHEMSRNUEREEMERERN=7,%)

BXARZ DCB
1.56 ng/L 3.13 ug/L 6.25 ng/L 1.56 ng/L 3.13 ng/L 6.25 ng/L
{REBEF[E]%RSD 0.15 0.41 0.19 0.15 0.13 0.019
IETEFREE%RSD 3.69 5.94 322 3.69 2.84 2.80

2.4 FEFRFIEI R

HELBFHERATF, KNLWAEET EEXSBARF] DCB FORKt, SCIRLERRA, KEMERETXEmML S
YWEBERENORKN, ERARMNEZEMBURERMER )N,

FEEEFHMERLEZRAE, BARTERTHK (1#). 7K (2# 30 3#) F/57K (44, 5# H 6#) PECEREH
DCB & l, R PEmINEIEEIMNE 5 Frr, NERNFR 4 Fiir. Mk 4 BB, FraREm+5kt DCB i,
EFRENBEERGH, BSKhRERNSESTHRK GRKINTK ) 88, RP\FRKEFZZIKERAEE
ERISHE, 1RIE EPAGOS FVEESK, ZEINFR 5 pg/L MSERREEMEIER . X 14 HR AR, NEEBEEA 98.3%; X
S#EERAER, NWEEIUEEA 91.5%,
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150

100

50

: \3 Zﬁﬁ%z&ﬂgx 253.20>182.10(+) CE: -30.0
: 185.30>168.10(+) CE: -20.0

TR

1#

LCMSMS-313

o]
0.0 s 10 15 20 25 30 35 mn
03,3- — SUBE R 253.20>182.10(+) CE: -30.0 y
’2:113&%}1& 185.30>168.10(+) CE: -20.0 ﬁ?% 2#
600 A
1 A
500 H§
400%
300%
200%
100%
0
0.0 0s 10 I's 20 25 30 35 min
113, 3- —SUBE AR 253.20>182.10(+) CE: -30.0
2000*2:H{%H§ 185.30>168.10(+) CE: -20.0 g% 5#
] B
1500—: fiz
1000—:
500
0}
0.0 0s 10 I's 20 2s 30 35 min
BES J5IK(5#). HRZK (LR ZK 2
F4 KBRS
HEmER BERRRE  (pg/L) DCB (pg/L)
1# (G#7K) 1 H -
2# (GA17K) 0.45 -
3# (FAI7K) 0.73 -
4# (757K) 1.18 -
5# (757K) 1.20 B}
6t (757K) 1.11 -

G MM FELODMHE; —: RiGH
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H Fig

A {E 53 Nexera XR #1 LCMS-8045 #2377 #iFR/KF57K RECAE LA DCB MR EERNTTE, 1277758

FRFHNREE. EEM. DRRMBZRNEMHCE ., REEMESMHHE BT EPA 605 Z3K, T BT HizR/KH
757K REBEZRRRAN DCB A6,

[ BN ARARFRZFFHL

FETHRIXEMBKIS0SHEERM —HACc8011%k BWEIE: 021-34193996

http://www.shimadzu.com.cn



