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BRAHFHXSEXLEE— KRB EIE/ T E RN
(APPI-LC/MS-TOF) BTk, EFHifH¥ABKEIMEY
HECEY (M, BoBICREMETE) HEN, XXM
EYSSHENENBEANNTR, BEERRERE
0.1 ng/L LEEER. HEERRNE, UREHENIHE
BEET AL, KR F R H PP R R A48 R
(LoD) f&F 0.1 ng/L, E%HRERE (RSD) /MF 15%, [
WEXT 90%.

518

WJLARR, MEPEREA KA H s BoR MO, Hh
XYM AYITERENRE 0.1 gn/L B, HR&SEUEMEME

Agilent Technologies

Bk R B AT 5 A T R AR P R MR AL &)
ARSI

=R UEYBHE N2 ISBN T BT IR, B
KR AERIMERR (E1), MERE (E2), MH=KfG
EME R —— O EME B2 (EE2), BERARSH
WA WTIIER . ENREERES LA 1.

1. ME. B-BRCREE-ENEE



WIREGE T, X bAYERESI-EHE T
BREF, HBAIR&IFZ el Atz G, A
GC/MS B GC/MS/MS Fill iy, 3% 5 A ity il AL 2
B A, WA T RE A A A R R

R AR E, BATEMELN,
SR, SR DUAR AT T B AR AE A7 52 2 A it P bt
RS R, HiEFEESF R . Tk, &
T E S (TOF) #ARM KA KIER T TOF 1)
RSP, —MAE 250-300 amu JEFEIN, ARAKE]
0.04 amu FREHAE . XAVE LG T MERCE I B9
WA R 2> — N ER., EENEES
PR R PR AR o BT P R B AR S T
Jo A B HR R T DA BEE S RS IR T R, R
530 B = TR [1,2],

ASCAER T = FPMERRER AR I T ¥, BLFERE S AR
PR, H AT KA B T —WH/ C AT E R T
AT T A LS., HEWE (LoD) /MT
0.1 ng/L PABXS T35 Bkt i A X An i 22 (RSD)
T 15%, BICEET 90%.

ol

FERII T AR, WERIF Rz s i ATk, #
MR E M — DB BRI R —, REEEE K
B, BRI AT AT AR EEK

B Al 2 R S IR, 2R 5 2o = Al s AP 3R
P A S AR 2 H B, L AR EREE
AV

B R EMHERREN ST, fEiX—2, 800 ZTt
IKEERGE 2 4 Z T},

5 R FIEAH ISR EBERL, SR5 B SISER Y
W55, AR Agilent 1100 HI& WM ARG, &
FEOUE. BWIREZ IR B SRR HRAE. WIARU
FAG I8 A IR R U AR

H= R R A% (SEC), K5 AL
FH B T

H R

AR SCHR AR AR BRI S YA R AE 1 THEER A
0.25 ToRHEREAA 1 ZTH kIR, BRI T 5 C
B&HT (BE2),

HaH&EFE-%

FIFHZEHUE (Baker) J2¥8A 200 Z3C SDB1, A2
3 2T, AL EREZTE Zymark AutoTrace 245 E
& TR,

BRI 5 Z2THZR O, 3 2T HEH
3 ZTHERE AR KTEAL.

1. 800 ZFAFEMIMA NS, #AJELA 10 mL/min B9 i
W IS R A AR EURE . T5 KBRS e A
TKFRE 5 6% (B 200 ZFHFREE 1000 ZTT),
RIG AR,

2. H—EMHZERRET 3 27 60% FEE, Ri5H
3 =IO A K S

3. [EAZEERUE 25 5 T4 40 20%h

4. 2x 1.5 ZF LR OTEIM AL S TR E 4 E A

B, WERVEHR, RIGHMA 1 27 28]
L,



HREEE=S

XA, RAIEMHGE (NPC) MiEE, #
mAEPURTE 45 C FTHASKT, KAWK 30-45 7347,
RIGTIRT 025 ZFR93F Okt FHNEE (95:5) BI¥%
W, RIEFAE =S5k,

REBIERY

k. ZORBAX Cyano 4.6 mm x50 mm, 5 pm,
55 °C

RipHE: ZORBAX Cyano 4.6 mm x125 mm, 5pm

TRENHE A Hok

RN B: RREE

HEEM. FHE (94h) A (%) B (%)
0-8.50 95 5
8.55-10.4 75 25
10.5-15 95 5

BoHetaE. 15 93%h

TR 1 mL/min

BEREERR 250 pL (FHFEEEE: 200 pl/min,
HEEERE: 200 pL/min)

K 280 nm

1B RFESERE . 5.7-7.8 o4

(RIBEE—2HBHIA)

HEHER=S

TEALBE, R AR G (SEC) i1k
o NHEBRMEERRT (45 C), KEYHH
0.25 ml B B, K5 M TIIRZEFEHE

REEER Y

B Polymer Labs Plgel 50A, 30 °C

TEHE: SRR

BRI - 135 74

TR : 1 mL/min

PR 250 pL (HHAEEEE: 125 pl/min,
HHIEE: 250 pl/min)

K - 280 nm

oW RHESEE: 8.9-12.2 4

(RIBE—DHERIN)

WA ERART (45 C), BREYWHEM 0.2 27+
AYFIEEK (10:90) ¥R, foa, WM.

EMS

FIT A 19 0 BT R S TE L FE A 0 WHE 2 R AT B) R ¢
AT . M S RS LR A S KRR TR
K Agilent 1100 ¥ AH @G, PARAHBEZ 4T,
1100 {EAHEIEHMEES RS, oo, HEMA,
Z AR B . AN RITEA TRMASE
THF A

AL/ CThiERiLa SR

BFiR: REEXBTFE, ABETFHERX

FRKBE: 350 °C

FREFRE: 8.0 L/min

RUSERE: 475°C

ENHEEN: 40 psig

ERERE: 3000 V

TR HRRIE. 240V

HEFLIRRIE. 60V

PHER . 100-800 amu, 20000 (transients/scan),
0.67 (scan/sec)

SR 100 mg/L, FER, 2 mL/L,
FME, 1 mL/L

BILEF: = 119.0363 amu
FmIE . 607.2661amu

BFEE: 40K-50K

HEXPHIE: F% /5% W (50:50)

TR 0.2 mL/min, FIA=@#E

ROBEFREEE: EICT: MR =
269.15-269.16 269.1547 amu
EIC 2: li: =
271.165-271.175 271.1703 amu
EIC 3: Z R B =
295.165-295.175 295.1703 amu



S RARESTRY
k. Luna Phenyl Hexyl

2.0 mm x150 mm, 3.0 pm, 60 °C

R Luna Phenyl Propyl
2.0 mm x4.0 mm, 3.0 pm

mENHE A iRk

iZHE B: B2 A (95:5)
(ERWEMEHIBZER)

WRESH- RHE (9%0) A (%) B (%)
0-0.50 95 5
0.50-1.00 80 20
1.00-12.0 60 40
12.0-14 20 80
14.5 95 5

R 0.3 mL/min

AR 100

SR
BREWmRESROHNE
2 ng/L FREERY LAY 8 15 K 2 LR 2, X 800 pg AUAE

bR, HAS/MEELAE 200 F) 400 ZJH], K FR 2
°H 20-40 pg Z [H],

EXN A EIER T, =ERMeaY et

63\%‘0

K H WA A P TAR AL R 2R S . = A hR
Y RRATAC 4 MERR, SRAC 5 HE T EEANGRAR 4 2o s
TP, NARRITERR TR RS B 273.1798, 276.2017
11 299.1954,

AR DY RS IE M 2, WS 0, 0.008, 0.04
F10.10 mg/L, FranEERER &AW 0.02 mg/L
IR RIEFFERGMHYST 0, 2, 10, 25 ng/L,
WARAREERT A 5 ng/L.

[ HIC of -TOF MS: Period 2, 269.1 to 269.2 amu from Sample 2 (Std_2ng/l) of PT_Batch11 wiff

Max. 2 2ed cps

I?ﬁﬂ?
2.0e4 I
» © f \
FEI 4= |
g 15 %ﬁlhﬁ =2 ng/L {0
= [
o 10ed
5 / \'\
= 50000 1340 \
13.13 P / S
0o T A ~ S S
' 126 127 128 128 130 131 132 133 134 135 136 137 1368 138 140 141 142 143 144 145
Time, min
B X|C of -TOF MS: Period 2, 271.2 to 271.2 amu from Sample 2 (Std_2ng/l) of PT_Batch 11 wiff Max. 3.3ed cps
13.14
3.0e4 /\
/A
f \ — -
& 2 Ded fo w_ﬁh# =2 “g/l'
z [
2 { \
£ 10e4 / \ 1394
/ \ 13.37 ™
00 2 T .
' 126 127 128 128 130 131 132 133 134 135 136 137 1368 138 140 141 142 143 144 145
Time, min
B X|C of -TOF MS: Period 2, 295.2 to 285 2 amu from Sample 2 (Std_2ng/l) of PT_Batch 11 wiff Max. 2.1ed cps
13\41
2.0e4 /
- £
g teedd ZWRREMETESEREE = 2ng/L [\
2 10 [
E f
= 50000 jf Y
00 — S
126 127 128 128 130 131 132 133 134 1356 136 137 138 139 140 141 142 143 144 145
Time, min
IR N kY - R
2. RER 2ng/LiFENEILEE



OHE R ) A L 2 LI 3

b Area bt Begression

strone). "Quadratic” Regression ("No” weighting). y = 0.00187 %2 + 0.255 x + 0.0205 {r = 1.0000)
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10 12 14 16 18 20 22
Analyte Conc. /IS Conc

F 3. MEERORIEmNLZ. SRFEM 0-25 ng/L BSEENES M

Rt

XoF T BRAG e i ) R Y B A R R AR MERR A
FEmEFUH RIERE . HBCA MR, e
RES PR AR, JUHAER KT, 4iRSBWE 1.

F1.  ERNRPAOERERPERRDRELRE

ERTRE 5C TRE

e RERH (% PE#R) (% &)
IR 2 40 <10

5 60 20

10 >90 70
e — iz 2 80 40

5 90 70

10 >95 90
BN 2 <10 <10

5 <10 <10

10 50 <10



Wt 1 EERTTOE L, ERAILABRIIN, B 72 15 K9, SUEIET 10% SOMEMEERR, HRLR
ZJ. MBIV, MR B B0% 2.

5, RRATEIEIL MRS, 1A R o

FEF, LA IR k1, Ly, 40 PO PR BT

F2. EMARFHRGT, BAREHSRPHRERHE

ERTRE 5 C TR#E
fteh REXY (% FEf) (% FEHE)

R 2 <10 <10
5 <10 <10
9 <10 <10
15 20 <10
i 2 <10 <10
5 <10 <10
9 12 <10
15 25 <10
ZIREMEBE 2 <10 <10
5 <10 <10
9 <10 <10
15 20 <10
B C of -TOF MS: Period 2,295.2 to 2052 amu from Sarmple 17 (DWW 0.1) of PT_Batch11 wiff, Smoathed Max 25480 cps
1339
2500 4 A
[
[
2000 4 |
\
p -
2 15004 | |
= o
[
£ 1000 | ‘-\
/ \
If \
500 4 / \
[ / . .
- —— — ———— — —— T T

126 127 128 129 130 131 132 133 134 136 136 137 138 139 140 141 142 143 144 145

Time, min
bl -TOF MS: Period 2, 13.372 to 13.396 min from Sample 17 (OW 0.1) of PT_Batch11.wiff Agilent, subtracte Max_ 1 9ed counts
209194416

1.8e4 4

1.6e4 -

14e4 4
£ 12e44
5
a
< 104
=z
2 80000
&z
c
~ 600004

40000 B0D u‘aas??
2000.04 295169618 298.191264
oo" by ‘ .
284 208 208 290 202 204 208 298 300 anz 304 306 ao8 310
miz amu

& 4. %&5“&:@2{%}%-‘1’-**%%@%&”&, RIRER 0.1 ng/L, FEEEERT MKMENN
.','.



W XIC of -TOF M-S' Period 2, 269.2 to 269.2 amu from Sample 18 (River 0.1) of PT_Batch11 waff, Smoothed

50004
4500 4
4000 4

3500 4
3000 4
2500

13.36

Intensity, cps

2000
1500 _— S ~
10004
500

Max. 5204 4 cps

135 138
Time, min

126 127 128 128 130 131 132 133 134 127 138

138 140 141

142 143 144 145

1.0e4 273.178834
1.8e4
1.6e4 4
1.4e4 4
1.2e4
1.0e4 4

800004

Intensity, counts

500004
269153833 274.181808

200000 20 IEU43“'B |

4000.0 4

L

-TOF MS: Period 2, 13826 to 13.974 min from Sample 18 (River 0.1) of PT_Batch11.waff Agilent, subtract.

Max. 1.9e4 counts.

0o T v v ¢ : by
268 274 276 278
miz, amu

m 272 280

2% 284

206

288

[

5.

FAKPIREH 0.545 ng/L IRMREREFRE. REELERT KRG LEYMNET

[ XIC of -TOF MS: Period 2, 285 2 to 285 2 amu from Sample 10 (FE Blk) of PT_Batch11 waiff, Smoothed

1.8e44
1.6e4d 4
1464
Y ZBEMETES = 0376 ng/L ——

1.0e4

8000.04

Intensity, cps

60000 { 1
4000 0

2000 00—

Max. 18ed cps

oo

134 135 138 138

Time, min

128 127 128 129 130 131 132 133 137

138 140 141

142 143 144 145

299194833

1.00e4 4
8000004
8000004
7000004
6000004
5000004
4000.00 4
300000+
200000+

Intensity, counts

283177023
1000 DD; i 295 1555% 298,2}]1580 |

-TOF MS: Period 2, 13.345 to 13.383 min from Sample 10 (FE Blk) of PT_Batch11 wiff Agilent, subtracted

300.198118

i

Max. 1.1e4 counts

0.00 . - — — — — —
2920 293.0 2840 285.0 2080 2870 298.0 2990
miz, amu

000 3010

020 3030

£ 6.

ERRPIRES 0376 ng/L ZREM—BHRIETRE. REBQERTRRAKILSYHET



[ XIC of -TOF MS: Period 2, 271.2 t0 271.2 amu from Sample 14 (CS Blk) of PT_Batch 1 1.waff, Smoothed Max. 3.5e4 cps
354 '?'1\2
[
3004 ] I
| 1
25e4] [\ =B =386ng/L
4 !
o 2.0e4 \
g L
% 1.5e4 {, \
{ |
1.0e4 ] { \
| ‘\ 12,33
500005 / NN 1383
.
- ~— 7 ~—
0.0 —
128 127 128 129 130 131 132 133 134 135 136 137 138 138 140 141 142 143 144 145
Time, min
B _TOF MS: Period 2, 13.104 ta 13128 min from Sample 14 (CS Blk) of PT_Batch! 1 wiff Agilent, subtracted Max. 3 Bed counts
3824 271.170179
3.5e4
3.0ed 4
o 25e4]
2
< 2.0e44
=
2
5 15ed4
E
1.0e4 2721741644 276.201648
SDDU‘DF I
! IFETNECIEE] I Lo pea gl ., . .
240 245 250 255 260 265 270 275 260 285 260 295 300 305
miz, amu
o = 3 - B pro3:- % = R Erdd &
7. ESKPIRES 38.6 ng/L i—BHERETRE. MEELERT RRNGLEWHET

[ XIC of -TOF !\E Period 2, 285 2 to 285.2 amu from Sample 6 (River 2.0) of PT_Batch11 wiff, Smoothed Max. 7438.5 cps
7430 1?4\D
7000 I
[
60004 [
f | —_
5000 { [ CIREME—ES = 2.06 ng/L
4 |
. ano0d ‘ \
i /
g f ‘
£ 3000 .’ \
20004 / A
/ N
12,65 / . 1380
og—" Tr————— ——
o
126 127 128 128 130 131 132 133 134 135 136 137 138 1389 140 141 142 143 144 145
Time, min
B _TOF MS: Perind 2, 13.387 to 13411 min from Sample 6 (River 2.0) of PT_Batch11 wiff Agilent, subtract.. Max. 85903 counts.
a590 209.1936893
8000 4 285168913
70004
6000 4
2
£
2 50004
“
E 40004
2
£ 3000 4
- 00187121 301 334104
] 29B.174925
1000y
0 S S jj\ o — — —
280 282 284 206 289 290 292 294 286 298 300 302 304 306 308 310 312 34 M6 318 320
miz, amu
v Y - =] 3
8. FEEKPRER 2.06 ng/L ZIREM _BHIREE TR




1.4e4

1.2e4

1.0e4 4

=] @
= =}
= =}
=] =}
= =

Intensity, cps

40000+

200004

[ W C of -TOF M5 Period 2, 285 2 to 285 2 amu from Sample 25 (FE 2 5) of PT_Batch11 wiff, Smoothed

13.39
A\

/

|| - THREM=E =286 ng/L

Max. 14ed cps

0
126 127 128

128 130 131

132 133 134 135 138
Time, min

137 138

138 140 141

142 143 144

145

B _TOF MS: Period 2, 13.360 to 13408 min from Sample 25 (FE 2.5) of PT_Batch11.wiff Agilent, subtracted

8867

8000
7000
60004
5000 4

4000 4

Intensity, counts

3000 4

20004

M
1000+

} b |

A

4

299195682

295170024

296.172915 300 199180

n|‘..|ﬁ'

303211

|

552

Max. 2 9e4 counts

260

2

284

260 300
miz, amu

206

302

304

308

a0s

&,

B EFIRERELNIE (%RSD)

A1 SR RE R BEAT AT R RIE . R AR TR
B 0.1, 2.0 5 20.0 ng/L B2 EFIK, WK, FHINE
B 2.0 5 20.0 ng/L WIRIK, B Je i IR R, F1 5
AMENIN 2.5 B8 15 ng/L SeJa i B BEWRE S, 15 7KFR
B 25 ng/L AYI5 KRR, TEAIHLS ILE 3,

ERRPIRES 2.86 ng/L ZREB_BHRDETRE. REELERT RKARLEVHET

#3. FAEGESPERRNERENEEE

HoEE (3] 3o LHREW_EB
+ DUERIREE % B EH % SD % B EH % SD % Bl H0 % SD
£EFK +0.1 ng/L 97.6 +11.1 103.8 +14.9 100.1 +11.9
£EFK+20ng/L 945 +10.6 97.2 +11.9 100.0 + 95
E£BEFK +20.0 ng/L 97.3 +10.2 1033 + 9.0 98.1 + 106
K +2.0 ng/L 94.0 + 88 1089 + 9.11 022 + 59
7K + 20 ng/L 89.4 +10.8 992 + 7.2 99.0 + 8.0
EFERH + 2.5 ng/L 101.8 +10.6 108.7 +11.5 972 + 84
BEFRHY +15.0 ng/L 921 + 85 1004 + 88 951 + 7.0
57K + 25 ng/L 101.4 +11.9 102.1 +13.3 972 + 85



ey ng/L %RSD
Ak W B 0531 6.2
It 0.312 95
ZIRE "2 0.174 8.2
EEFRHYS W B 5.44 137
I 1.30 13.1
Z R 2 0.37 10.2
ik li:4i] 76.2 114
It 40.6 18.6
CHEE" 25 10.1

R (Lop) F1IEEMR (LOQ)
KRR (LOD) . FEAFE AR EIRZE X 4.65

FEER (LOQ): FE%E X2+ /W% (Bias)

Fa4.  HERERAEER

HEFK +0.1ng/L £EFK +0.1ng/L
LOD Loa
AR (ng/L) 0.0505 0.0241
W= (ng/L) 0.0559 0.0348
ZHREETEE (ng/L) 0.0554 0.0240

ARRERNERNFEENE

AT DA A8 ) o 5 R A i P ) SR 3 A R T A
SRASENHEREREE . IR R s L w2 S
MR, WEB/DN, FEEME, RRmEZaf
R S R R R R XTI E A = A
%, 10 ppm 24T 0.003 iR AEAHIRZE, ERET
B, T5E B =S R R i R R AR

HEFR 269.1547 m/z
- 271.1703 m/z
I i 295.1703 m/z

10

K
LoD

0.0960
0.137
0.0660



% 5 TR REITREG T, WA= RN SRR

BB 22 o Al RO F T IRS LR AR bt 1 2« 1. D. Mclntyre, “Effect of Resolution and Mass

Accuracy on Empirical Formula Confirmation

g:nl:-‘te and Identification of Unknowns”. Agilent
Technologies, publication 5989-1052EN
ik H RS EE — A MR E R (LoQ),  WWwagilentcom/chem
AR BT HE 4 P M TAIEEENEEE, 2. D. Mclntyre, L. L. Lopez, D. L. Norwood, and
Z M EME TR, T 0.03 ng/L, MR, BT K. B. McKellop, “Obtaining Routine High Mass
- Accuracy in a Walk Up Environment Using
0.3 ng/L FIMERR, 4T 1 ng/L. LC/MS TOF”. Agilent Technologies, publication

5989-1308EN
www.agilent.com/chem

[FICRTE 89.4-108.9% Z[8], XFFi7K G H Y
RSB T 15% RSD. XTIl &R S E805 R,
% TSR RERR 2 AN, A BB I RS FEE /)N 2 gm a1
T 5 ppm, FFUASER A MBI TTEE, MEIRT, WRFAER
AT AT AR L R A W T X7 RS E L8, Tk

M3k . www.agilent.com/chem/cn

#5. REBHAERRE (ppm)

BHaER HEER i Jom THEN
EBFKr+0.1ng/L —2.9860 —2.4109 0.1565
FEFK +0.1ng/L -3.7291 -3.1485 4.2220
FEFK +2ng/L —0.0137 0.1704 1.8505
£EFK+2ng/L 0.3577 -1.3046 -15373
£EFK +20ng/L —0.0137 ~1.3406 -15373
£EFK +20ng/L —0.7568 -0.9358 -1.1985
ik —1.4998 0.5392 4.8995
ik -3.7291 3.8581 4.8995
K + 2 ng/L -0.0137 1.2767 -1.8761
K + 2 ng/L —0.0137 0.1704 0.1565
7K +20 ng/L 0.3577 ~1.3046 —2.5537
7K +20 ng/L -1.1283 0.1704 -1.1985
BEFETHY —0.7568 0.5392 1.1729
BEFEHY -2.986 -2.4109 —0.8597
BEHEREY +25ng/L -1.1283 -3.8860 4.5608
EFRHY + 2.5 ng/L —2.6144 —4.6236 —2.2149
BRI + 15 ng/L -0.0137 -2.7797 —2.8925
BEFFHY + 15 ng/L —0.7568 -1.3046 -0.1822
5k 9.646 -0.5670 1.8505
Bk 4.8161 -0.9358 -1.8761
57K + 25 ng/L 85314 -1.6734 -1.8761

57K + 25 ng/L 2.2154 -2.0421 -1.1985

"



www.agilent.com/chem/cn

ZREWAFMPHANER, URATRESERATRMERNEXRERFERE.
FEMPRSROER. RAMER, NFEN, BABmES.
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