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{3 Agilent Bond EIut PPL 337Kk A
B INENRLGHITEIFHZEEY
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FRiE

HE

KN AEIRNAT BT RIEGIE/BIKFIERE 2 THKEE SPE B 5 E,
RRAPDHT 16 HIRERRNBENBEREZ, XFLEEMA Agilent Bond Elut PPL
S5&RKRERE (LLE) #1TH a2, EMEZEY (SPE) @—E ARV Rai b iE
BEA, TREINIFEDHNEINY, HENENRES R, £/ SPE ATLUE
RIFZS5 LLE XM, MESBEFRTL. BREERIEEER. FE
FTHEBRESKENETRIRIERM, UNREBELEBEAREEGNAER, SPELL
LLE ERNER, MEEEMIIESE, mEEILIMRERNBEMNIETT,
ML T ATIBE, 4857 RINFER,

KA Z RSN (dMRM) R, THY LC/MS/MS #1791, FRERANE
=R (L0Q) ¥91KTF 5 pg/Lo 5 pg/L FEIEIKRER 70%-135%. TEFABEERT,
EIERAABXIIERZESNTF 10%0
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BEIFZSENIRETE 20 42 70 FRNER, KH1T
W BERRATERZERIENEIRE (0P, FRTH
FitRZMOREMI, BIBRSEE ZHETRIL
MEHME. BAXERAGEFRREFENNEIRE,
B ALMEMBI B RENSE. XERAGER
FRERAEARH, BAUSERERR, RILREERYIETR
WHFITOM [1]e XERAGHZEAMIMSERE
B—ENIRRE, EREIRAK. #tRK HTK,
KR mRMEMBRREBVBNRARSR, Mmsl
EHkEZNtRXE (23], EEERFRR EPA) F
ZRIF N EIFR R EEBNBRE,

MEKFNENBERATBEEBEHTIFMAIGE, X4
REGEITEENHIRSE, LU GC/MS 5 LC/MS 73#fo &
WREEEY (LLE) 2— M E AN ES %, BESE
RAEY, BFERIAERMRABRIAT. EEE
BY (SPE) th AR T AFIERE. HNENRES B
AERERENHBEERSE, TEEF L, XAIUER

1B1T,

Agilent Bond Elut PPL Al & ZEENE AR A, XF =M
HFRRA, AERAETN S ESNER. RTHE-Z
ZIHER (SDVB) MR E B MFFNREERER, s AIE
WMDY, BNBRAMEMIRED Y (FERK
AMNEY)) RAEIERMEMERSB/ RN/ pi-pi FEN=.

BAAREEF A —MIRRERD T LZHKFEREIBER
W . LC/MS/MS BITEEHZS 2 [ W W MR T (dMRM)
TEUMBERBENEED . LC/MS/MS BIIE{TETEN
15 ¢, FRAERS BE-PPL {E79 SPE IRHIFIXT 16 FHH
BRGHITES, ERREBITRS.

KIS

FrERFI A2 A MIIN LC/MS Fe ZB5 (ACN). EEE
(MeOH). ZEZ (EtOH). RRE. KZBRMPREZEBE
Sigma-Aldrich 2] (St. Louis, MO, USA). Zh#E (37% w/v) 19
B Fluka (Sleinheim, Germany)o pH 73 4.01. 7.00 #1 10.01 B9
ZHRREBLECRELT (RECHEBRAQE,
Wilmington, DE, USA) o Milli-Q #8847k g B Sartorius
(Sartorius AG, Goettingen, Germany), FRER (FA) 9B Millipore
(EDM Millipore Corporation, MA, USA). E IR BATAR
98 Ultra Scientific (North Kingstown, RI, USA).

BARSRER

50 mL ZEEM 50 mL ZEERE, EoHl 111 B2/ ZBEE
BB 45 0.157 g FREREEFN 50 pL FRERA T 500 mL Milli-Q
ke, EEHIBCRTNIFE A (5mM FERSRAY 0.01% FESA
) o 35 0.157 g FRERSRAN 50 pL BRELIAT 500 mL BREZ,
FesIpmontE B (5 mM BRERERRY 0.01% BRERTAR) o

BRAGBEIRES®R (100 pg/mL, 16 FRZGHPEER)
ETZTE 4 °C HIIFIE T, 1000 pg/L REB KRB EEHIS
VERRE 10 uL REAERMESE RHREZ 1000 uL ZEEH,

¥ 1. 20 5. 100 200 50, 100 pL A9 1000 pg/L ‘REAFR
DRIHEFEE 1000 L ZBER, ERHIBTFELEHIRIERLEN
BR. BIRERWNMNREREDFE 1. 20 5. 104
20, 50 #1100 pg/Lo ¥ 1000 pg/L REZGABIHEREIZFET,
BCHRE S 5 pg/L FI=1 aC (FREFH]) #5.

AT EIMGIKET, £ 500 mL B9 Milli-Q K= A0 20 pL B9
1000 pg/L KRETAR, FHEHIT SPE RIZIMNERERIE A
5&@?21%?: pH 20

H AT L PR B9 E G AT, 7E 500 mL Rk
20 uL B9 1000 pg/L RZ5B&, HIEHTT SPE BIIINERER
BBARERCE pH 20
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. . N it B Agilent ZORBAX RRHD Eclipse Plus C18 4%
Agilent 1290 Infinity AR AR 2.1 x 100 mm, 1.8 ym, 1200 bar (Zp{4S 959758-902)
- FRERECESIREFIRM Agilent 6460 = EPUIRFF A A)5 mM ERERSROIGETR, 0.01% FRIEA;
T B) 5 mM ERERSZEREZIA, 0.01% R
RRBER S )5 mM BRERSZREZAR % FRER
SR 0.3 mL/min
+  Agilent 3200P pH ;=Y wa: 45 ¢
. HE . BAES HEE: 2L
© Agilent Vac Eut R=200E, mAETT 30 bar WA 80155 RARAKZE, s
(ERHS 12234103) B fia] %B
0.0 5
+  Agilent Bond Elut 3% (EB4S 12131001) 0.8 40
35 40
+  Agilent Bond Elut PPL SPE % 200 mg, 3 mL 5.0 60
(B4 12105005) 6.0 60
12.0 65
+  Sartorius Arium Pro Milli-Q 7k EE 17.0 95
fEiE1T: 3.0 min
- TECEHEESS 2 mL WIEE SRS BIE{TE]: 20.0 min
(EBf4S 5190-2279) BisR 1
ok {5 (+) B (-)
FIRSBRE: 325°C 325°C
FIEKTR: 9 L/min 9 L/min
ElREN: 40 psi 40 psi
HRRE: 400 °C 400 °C
BSURIR: 11 L/min 11 L/min
EMERE: 3500 V 3500 V
M 400 0



1B TBATENBRE DTN RELIE,

R 1. BT 16 HAEVERZ LC/MS/MS TR 28 REEIE

MRM BEF3¢ SEE RERYE]

BHBRE (m/z) (V) CE (V) (min)

ZE AT 346.0 > 137.1 80 20 10.60
346.0 > 97.0 32
346.0 > 77.1 15
346.0 > 160.0 10
346.0 > 132.0 10

N 318.1 > 261.0 80 14 771
318.1 > 132.0 8

Ehe 359.1 > 155.1 120 10 14.35
359.1 > 99.0 10

IR R 363.0 > 306.9 120 15 13.82
363.0 > 227.0 20

FR L PR 231.0 - 89.0 80 10 4.60
231.0 > 61.0 35

= 223.0 > 109.0 120 10 450
221.0 > 145.0 15
221.0 > 127.0 20
221.0 > 109.0 15

R= 230.0 - 199.0 80 8 3.17
230.0 > 125.0 20

SRAERRR 278.0 > 125.0 121 16 9.63
278.0 > 109.0 12

(TR 279.1 - 246.8 115 4 13.01
279.1 > 168.9 12
279.0 > 109.1 2
279.0 - 105.1 20

DRI 331.0 - 285.0 80 5 9.41
331.0 > 127.0 5

ERRE 225.1 > 193.0 100 15 355
225.1 > 127.0 15

SHFRE 214.0 > 183.0 80 5 195
214.0 > 125.0 20

TR 292.0 > 264.0 100 5 12.21
292.0 - 236.0 10
292.0 > 97.0 32
292.0 > 94.1 45

B LSRR 264.0 > 125.0 120 20 8.19
264.0 > 79.0 40

=R 314.1 > 162.1 120 20 10.13
314.1 > 119.0 20

HWEh 256.9 > 221.0 120 5 3.24
256.9 - 109.0 15



Famai g

FEE2EY500 mL7K#¥, EIN 800 mLIEIBHRA, FET
ROAERY pH 58BN T, F 37% EhERIEAR pH BT E 2
B—1RIME 1/8 T8 PTFE EB T RIIAK, FHSE
m—if, ¥ PTFE BN S —imSEETE Bond Elut PPL SPE
HINEBRYIRLEARE, I8 SPE R EETE Agilent Vac Elut
BETEENRERERE L. MERBRPEZHMEFD,
HETET EHEETUEN SPEEAR (B 1),

F3 2 mL BREESE1L SPE M

Y
B 2mL ZEB: 288 1:1 1% SPE #+

Y
3% 500 mL TR KAFE _EFEE SPE A, 10 mL/min

Y
£E= (10-15in Hg) FF /& SPE #*, 15 min

Y
ERE=T (<3inHg) T 2 mL ZRE&EBFX

Y

BE 1 mL ZEEHHFRERET,
#1T LC/MS/MS L #fr

1. KR ENB R EEZEEURIZ
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=3 pa g
FKAMAEHI LC/MS/MS XY 16 MBNBERE#HIT
nE. B2 ERTHENGIEE, RIBIVESRNRE
B jRIA B IS E B F X RE B B R ARIIE )R,

i

4y

I
] rx 103
751 F1.8
7- F17
65- B “16
~J Ha e rls
81 i F14
5.5 = F1.3
54 r F1.2
S 454 # F1a
x 4] Her F1.0

o -
2. = L9
& 35 -0.8
3] Fo.7
2.5 0.6
24 B 0.5
1 e % % 0.4
157 S il = K . ® & Fo0.3
1] B ks || € i< g E s B B b
05 K| w £ Y S et
*1 W\ N @ & AN\ g o
2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 115 12 125 13 135 14 145 15
SKEERTE] (min)

2.5 pg/L ZEUKIER 16 MANB RGN BIEE



ElVESSE )¢

FA Milliq 7k #0302k i Rk Bl R MBI, S
RAMNESE, MTKPRERY, £ Millia FHTK
FRANN 20 pL B9 1000 pg/L RZGRIRZBEA R, A 37% £
ERROBRERCE pH 2, SASFE SPE HH#1TRME, FRE
AREIREFHARY 5 pg/Lo

PRA=MERI =R SPE FHFTHIT=R Millia KB
ElENR. H3BEEMERM AR SPE HFTHITH
AT KEIEIEENR, RIBEERBIFENEESD
&R, SMERYNEFEZIR,

R 25H T 5 pg/L BYBERZSIIAR MilliQ 7K @A 5 pg/L
BRI T KERBNEIWRER, UKD 16 745
MBS RGN TR FRIENITERE. PRIEHEWE
1-100 pg/L BYSEEINIIREI T L& MR ER L,

FZBE%TE 1000 pg/L REGREAR, EHILNERAT
LHIRERLE, ITE N REESMERKENERERN
10 Z1ER LOQ &R, FEEHINATNIETEN 4] £89
ME, fEF Agilent MassHunter E23X{4LL 5 pg/L BIRE
HITEREEHE (R2),

& 2.16 MANBERZB 5 ng/L K= B T RSEIBE YR

5pg/L 5ug/L
RE KEEE  WTFKEERE  %RSD Loa e

ElES ElgE (31T 7k) (ng/mL)  (R?)
SRR 73.0 84.5 73 3.04 0.9996
=) 108.8 1175 49 2.96 0.9999
HESR 135.0 142.4 43 3.65 0.9874
R 109.9 110.3 4.0 247 0.9996
FREL R IG R 98.6 99.2 6.0 1.55 0.9997
wIE 96.1 924 37 1.02 0.9986
BF 108.3 111.9 46 2.01 0.9998
BB AT FR 109.3 110.2 6.7 4.83 0.9993
=R e 108.3 106.7 34 212 0.9995
FRIBHRRS 108.6 105.0 5.0 3.38 0.9995
=R 107.9 105.8 32 1.88 0.9998
ZEATH 108.4 105.8 45 2.24 0.9998
SRR 108.4 105.0 37 2.08 0.9997
(SRR 86.1 75.5 8.1 359 0.9998
MRk 107.4 102.5 34 2.14 0.9992
FHE 109.2 106.9 3.2 1.84 0.9998
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f§8F Bond Elut PPL BYIX—{& 5 SPE RIZE— I = M AL
AN, AIXIKEEARREAE S FaEna T T KN MRL
IKFEY 16 FRENBERZHITIURGE. XTMFEAEER
25, BEEHENEIREMEN T, TERERRAE
BIEEE SPE XRENMYHNVERT . TREBER
ZENBEMDE, UK LC/MS/MS H&H R 8 E ik
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