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ORHESERNTm . KREANAT —MEEHERTEHEHES LC/MS/MS T8
THHESERMEM 3 HREN#T TN . RTIHSEZNARMEREN (&
R, BEIMNEW) REREY  XFETUY BEATEARAMENIN . %7
EEBRRE , BRETE . BXETRER AT EFNMAIRERIEEZ 2 ppb LT . £
RABBR=FEEANRHITEESN . FUWE I MKREKTE (10 ppb. 50 ppb
250 ppb) THETRFMERE (BIKE%) MHE (ZERZMCV %) .
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EFURBEREA ZM A TN RFEHIARORGFLE
#XE, ER (MBC) FREBILEA, BERSHAOKR
MRTHXENER , SERNERRGEN . R, ZERR
REMER (TM) MREMRERY , RETHATEENRE
WRELE, KRR T AMEME S ERABMEBERR
BERMNEUAXEZEICERTAR , WHBHRELE,
kAT

AXEIMRRAE, RIEEE, ENEF . @kEs, XA
WFLEE® Bond Elut Plexa KIft#ifERE . ZR—MARB S
MRS A MmIZITH RS YRMF . BT Bond Elut Plexa H
RIERRERN , SMERRASS|BEE, BRER . ERK
%, HFEEZRa It EFREHRE M . Bond Elut
Plexa 1ZERYIK)E R BEMEAR T FMHIRE , KT HPLC &
B EGHERENREZ TR .

7 2.7 pm RE S FLEFHIZRIEE Poroshell 120 EC-C18 H5IE
2 {8k UHPLC HEFHMKHES , BEERRKT 40%. KHEE
ERFEDAHIERREA ARSI 400 bar,

Bl AJST BBEEE FIRHY Agilent 6460 = EMRATRREA R

ZARRENRBENERORIMEE , 410 BERUAKRHRY

BT 2 ppb. BFEAXRRFEMABHMKER , KM

A ETNE RGERRHZ R SRIENEA . 1 Agilent 6410

ZEMRFRFREAN . EHRREEL Agilent 6460 = EMiRAT

TR 2SR FUER MR |, ANEEAZENITERERX
— S XMt TR .

ZH, REMRERA Agilent Accubond C-18 SPE /MEFT Agilent
ZORBAX Eclipse XD-C8, 4.6X150 mm, 5 ym Bt H L4
Agilent 1100 BFBHRRBARA , B THRITHNERINEE
R HE2].
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1. EUYHERIERER

RAGITAERME Sigma-Aldrich A7 (St. Louis, MO, USA) . K
P (EER=FEE ) HRBEEFELQT (Wilmington, DE, USA)
R, ARERHAEER (SARIRER0.25 mg/mL, H
fte 3 MEMANPIREIREA 1 mg/mL) |, FHRETF 20 °C.



mHESNE

SPE: Agilent Bond Elut Plexa /M¥ 30 mg, 3 mL
(EB{4S 12109303)

Agilent VacElut 20 EI{BZ BN E
(EB{4S 12234100)

BER (S 12234520)
R BN, 2 mL (345 5183-2072)
B MR IEg 0% (53445 5182-0717)

LC:  Agilent Poroshell 120 EC-C18, 2.1 x50 mm,
2.7 um BikH (ER4S 699775-902)

Agilent 1260 Infinity LC %%t (G1379B BRSH . K3
RREER 1312B ZTR ., GI1367E B ot i,
G1330B [Ei8=E )

MS: FE AJST EBEEFIER Agilent 6460A = EMIRHR
RERF L

BablE

BIbEE

16 0.5 mL B8 THRMTPP (WAR) EIREA 50 ppb, EIUE

A12x 75 mm BERE . AEE4NKER13HE, Rk,

6000 rpm B/ 15~ 20 min.

30

1. F 0.5 mL BEEEW Bond Elut Plexa /ME (4&£iR0BEHH)

2. EEIHgELERLE

3. e 11 mLK

4. HEE 2:1 mL 30:70 RIFES KA

5. EZTE5~10min (10~15in Hg)

6. B1mLZBZE/SRE (80:20) #TkMH ., £FE, B
BrREZRERT , FERREERYE ., THELME
HZ (2~3inHg)

7. BERBGRAE S5 °C BRKE TR

8. AO5SmLMBAANEBEER (10% BEE . 90% 7Kk . 0.1%
R )

LC/MS/MS
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2.5 min

400 bar

BEg/7k (75:25) Wik 10 s
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2800V
12 L/min
350°C
40 psi

12 L/min
300°C
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MS B4
ARER 7 MRM
FUBITHIA SCP_MSDiverterValveToWaste()

{MH_Acq_Scripts.exe}
BHEIER #1: 1.5 min FFHIA MS
AT EIEERE .

GRS

4 FBERRREFIF 1 ARAR (TPP) % Bond Elut Plexa /MEE
BESBIBMREE . Bond Elut Plexa MER—HR EIERAIZEZ
B-ZZHBETHREYBRMF , XHRMFIEENEEFREYR
MREREE, AIZERTEYE . PEMEENR .. AXELT
—MIEEERMNERNSE, SRERERABRET. MELE
MKESBEENEATE , BERASHNETHERRTE
D, BOEMESR, REEARIIMET THEENE , MRER
BEMENES , REEMEKE . EHT Bond Elut Plexa %
iR, AERGEHEATRY  REEEILNEZHREE
AlHREEESHNRESEMFAER . BRMERD, WEXE
ERNENSBEMES , SFEE . WENER . EEERE
BB 1~2 mL/min, WHEEEMME.

(+) 400 V

% 1. 175 MRM transitions

AXEWHEE ZRRERNFRERKER % (BRAE) En3
30%, SEZRPERTH, ANTUREEERHEEWHR
HE: ZEREE20%. BERIES 60%. MERAHDIRES
5~7%, MEMIETRERAE . 5100%F 8L , AE%EH
K (ZBZB/SWE (80:20) ) 34 M B A KR
WMAEMIES . MEKERNAR (TPP) MEKEXARS
21&,

F1IIHT 4 HREFFRIRABE MRM BFXSE, RRA

Agilent Poroshell 120 EC-C18, 2.1 X 50 mm, 2.7 pm BiH%E
5 R 4 MREFMARHSE . B2 2EHTHHFEm
4FRFREF (2 ppb) FAER (50 ppb) BIMRMiLE . 3 EE
FEFNEHERILHIAT 1501, MSRRBEYIERHEEL A
49:1, B, S MMENYHKRNRSEEXE ppt kFE . FIMER
B 1.5 R H BN R RMER TR R

Lahan =ERfR? BEF MS1 3¥iE FEF MS2 ¥R HMHE (v) HEGE (v) RBEE  REHEE0 R
FEX L] 192.1 Unit 160.1 Wide 95 15 2.1 2 E
BER ] 192.1 Unit 132.1 Wide % 35 21 2 E
BER u 202 Unit 175 Wide 110 27 24 2 E
BER O 202 Unit 1311 Wide 110 35 24 2 E
) ] 257 Unit 125 Wide 110 32 29 2 i3
nEw R O 257 Unit 69 Wide 110 2 29 2 E
e ] 297.1 Unit 159 Wide 130 23 36 2 E
nEY O 297.1 Unit 69 Wide 130 2 36 2 hid
WH=RE V] 327.1 Unit 7 Wide 170 10 4 2 ia
WAER = K Vv 327.1 Unit 152 Wide 170 45 4 2 IE
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+MRM (192.1 -> 160.1)
Noise(PeakToPeak) = 85.80; SNR (2.12 min) = 175.1
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+MRM (202.0 > 175.0)

Noise(PeakToPeak) = 46.96; SNR (2.44 min) = 182.7
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+MRM (257.0 -> 69.0)

Noise(PeakToPeak) = 40.32; SNR (2.89 min) = 188.5
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+MRM (297.1 -> 159.0)
Noise(PeakToPeak) = 75.37; SNR (3.55 min) = 49.3
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+MRM (327.1 -> 77.0)
Noise(PeakToPeak) = 137.92; SNR (4.00 min) = 147.4
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Bl 2. 8RR 4 FREF (2 ppb) FATPP (50 ppb) B MRM 2B EF&iLE
Agilent Poroshell 120 EC-C18, 2.1 X 50 mm 2.7 ym ®ift . &M RARS X
)



x102| ZER -5 levels, 5 levels used, 5 points, 5 points used, 30 QCs
.346611
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%10 HEM- 5 levels, 5 levels used, 5 points, 5 points used, 20 QCs
y = 0.046606"x + 0.098865
25 R?*=0.99906891

0

50 100 150 200 250 300 350 400 450 500 550
RE (ng/mL)
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x10, BER- 5 levels, 5 levels used, 5 points, 5 points used, 63 QCs X — *
y = 0.148477"x + 0.105388 10 | _%%;?34’1‘;10'719043
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0 50 100 150 200 250 300 350 400 450 500 0 50 100 150 200 250 300 350 400 450 500
R (ng/mL) PREE (ng/mL)
B 3. B ERRT 4 MAFEFNRERLZ . &MWEEH 2.0~500 ppb. FIEMMEHELERIF, R2>0.998
R2ETHREFNERENRIE, n=5
10 ppb 50 ppb 250 ppb

Lamain R? Bl (%) TRHRH (%) B E (%) TRHZH (%) B E (%) TRHZH (%)
EER 0.999 1035 17 100.1 0.7 99 25
BER 0.998 101.2 14 96.3 3.2 99.9 2.9
nEw 0.999 105.3 13 100.2 0.9 101.2 18
bl eS| 0.998 101.7 35 103.3 2.8 101.6 3.1
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AXRAEEERMALES %, 58 LC/MS/MS RllEA
BuT—-MARES . ERMFOEEEANAE . Bond Elut
Plexa WMFIRIBEFERERZ T ETUNYT REATRESKHE
Bl . &AER BN S AHATUEESE , BEXSH
RECRERSE LTI .

AL Agilent 6460 = EMIRIF MS BFERHSHEZTMH
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