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HRLZIMIMRKEPINERSRIBY 2, BREERENER. ANABRNAT
— MU EIMEZEEY (SPE) 5/ ®EIE-REORFRIE (LC/MS/MS) BX A SRMITE KA i
BREMEZRNCI RS, FTRE LC/MS/MS HAEAKPLERRARE, TN
B9 0.5-100 pg/L RESEEMN, 19 MEREVEMHLMERFREIIET 0.9960
XA AV EERR (LOQ) & (S/N = 10) 94T 2 ng/L B TFBIKF, 4k
REZ 200 200 1 400 ng/L BIMNAREIMEMIAZREE, KEHUEYNLIINEETE
70.5%-96.4% BISEEMA, RSD (n = 6) £F 15%. UHIFRKAER, £ 20 ng/L BIR
EKFEHITIIAREIWONIE, PR TR INAREIRERTE 80.2%-89.5% HISEEIA,
RSD 1KTF 20%, XLELERRAA, FAIFF AN ERE. HEH. AI%E, AJLUATERMFR
IEZRIKE DT
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BT, 2IKEFALNHEEERBN
4 BT 100000 M, BHRFAZHIE
EREBRAERHNIFE, XLEYH
ENERNII8ZE AR EE",
AREM, E—LINERNKEF, X
LR ERAENESEEE S 450 pg/L,
IS RATRES e A R, IR
MBS, HRE—PEMESREA. F
ZIFERA, BREAYZPEKEFE
ENEZBREZRE 2, BEENTE
B E R S5 E AT ARKERX AR
ERPEHEEN, EE EPA 1694 FAH
TSR 1 ADITEIR T —FEIE 10 fh
BERAAYREREYEANDINA
F EPE, BIREBYNEERXN, ¥
RBIF# %, EFEKERPNEERS
MEREY, BRSNS EDAMEET
3B KRR, KATEBR T —FPE
FA SPE /NMF A EEM LC/MS/MS &5
B9 75 ERBTME KA 18 Fh'E DL AYEERZ IS
ZiYRN 1 R YIRS S

SRISER Y

KEm5iAT

FERHEERE 10 M aYnETIEN, H
RE1E 18 MEERR LA 1 FhIE AR
HEY (BEFE) . Lo, REIEM
FEMLZRARIZHINAR (1S1-1S4), HP=
MR (1S1-1S3) fEREIR AR, THEM

AIAMERTAIUBTARREESE,;, FR
—FRAE (1S4) TEAO#EAAT, TR GE]
RHEBNEE—F N, BFIEGELXE
W&, FHANCEMERSTR 1 Piro
KA LC/MS K EREZ (Merck) 1 Milli-Q 7K
&M, HElFl (MR, mK
ML) 98 HPLC %, B Sigma-
Aldricho

NEBEMH
RIBGIERMG
;g:m1EOMﬁmW”UH”C .1iﬁﬁﬁzﬂa$§#§%22§g&mm%
- R
BT Agilent InfinityLab Poroshell C18, 2.1 x 150 mm, 2.7 ym
2% ZERIKET
e g; (E)Fiﬁ ZERIKAR
TR 0.30 mL/min
R 35°C
priz=3=—1 2.0uL
fRiE1TEY(8] 3 min
BYiE] (min) %A %B
0 90 10
i n s e
13 5 95
16 5 95
RiLR M
BRI Agilent 6470 LC/MS/MS I Agilent Ultivo LC/MS/MS
BFR LRSI (AJS)
FEEIET EBF
EHEBE 3500 V
T ER I 500 V
ZHISE (N ESI 30 psi
FIES (N,) BE 325°C
TSR 6 L/min
S (N,) BE 350 °C
HEME 11 L/min
REHET MRM
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oA IEiE

= BRI B IR AK,
R KN RS B ST R el
FRAJFE 200-1000 mL BSEEIA, EAX
FRRBYFEF, A 500 mLe RIELATH
A2 EH T MBI,

’ 500 mL 7ki%

l

& EDTA MM\ RHP 5 7AMR, £ EDTA REIRER
2 0.5g/Le BAENPpHIATEpH=4EpH=7H
SEER

!

MANRLIRESR 40 ng/L BIEHLATR
(IS1. 1S2 1 1S3) , EITHHEEILIE

l

1 ERIKEE L 5-10 mL/min BOSEMNZLE
FSE1LHY Agilent BondElut PPL-SPE 1%
(¥14&: 500 mg, 6 mL) &

)

] F 5 mL 4kiE % SPE #

}

] HEFIRSPERE

!

] ERE 2% SUKI RSB SPE i

l

| f40°C TRASTR, BRAHR<05mL

J

PO 20 ng #HHERFT (1S4), BYUKERE 1mL,
BORIERES

!

| 7213000 pm HORBE T 5 35, BELLAR

!

’ KA LC/MS/MS #1753

HR5iE

LC/MS/MS &Rk
R SE — M HESH (WE 1A
FiR) , HERMEHTEZLERT V.
R, 1588 Agilent 6470 LC/MS/MS 4%
EEFEIAFBRMERAERML MS/MS
RESH, FIESHIITR P, Fig/
PRI IKBEB AR IR IRBRED B,
B B8/ PR KX S A (AT B BR S DA IR AN
RN BEEERENDBERE. A,
VR /BRI KERN Z oo, Agilent
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Eclipse Plus #1 Poroshell C18 ittt
B2/ BRI K Z I T REERIRIREE
HNE. AR Poroshell i1,
FERHTHEHRNERENEREER, &
EAESTIRR. #H— P EBRBELR, LU
ROTYEFIN BN MBI L5t T~k
HEIRFNE (B1B),

S, ERBNMEAR T HEELTD
o, UMREXRBETEET ENREEE
7. 7 6470 LC/MS/MS Fk1E
M MRM BF X REESHBERT
Agilent Ultivo LC/MS/MS &%
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1. (A) EEERSEAYIRI L EIEEMT, (B) BUAREAYRVATE I MRM BIEE, 7E: a). EMIBUREHIN 0.5 ug/L;

b). FTFAi% &7 Agilent 6470 LC/MS/MS



1. BT RAFYIN MRM RESHFIER

YE[E EEBF EEF
e 2 RT BEF | BNBE IS #ia
(min) m/z v) m/z CE (V) m/z CE (V)
1 TERZER RS 2.88 215.2 65 156 7 108 20 IS1
2 TERRIENE 3.57 251.3 100 156 16 92 32 1S1
3 FERRIED 4.081 256 100 156.1 14 65.2 56 1S1
4 BRI 4.444 250.3 110 91.9 32 156 16 1S1
5 TR FRIENE 4.811 265.3 110 92 32 65.2 58 1S2
6 RS 5.430 291.3 120 230.1 26 261 28 1S2
7 TR | AR 5.629 281.3 100 156 16 922 32 1S2
8 AR ER 5.844 271.3 90 92.1 28 65.1 56 152
9 A% — FRIELE 6.037 279.3 100 65.2 64 92.1 32 1S2
10 R BRI 6.354 281.3 110 156 16 922 34 1S2
11 i3ty 6.796 285 100 156 14 92 36 1S2
12 TR ER TG0 7.017 254.3 100 65.2 54 156 16 1S2
13 TERZIa] R | IEE 7.273 281.3 70 156 18 92.2 34 1S2
14 TER%E 7.564 311.4 130 156 18 92 34 1S2
15 b g g = 7.666 268.3 100 155.9 12 92.1 30 1S2
16 TR AR 8.257 277.2 80 156 12 108 28 1S3
17 RO 9.064 315.4 130 65 78 92 43 1S3
18 TG HITE 9.824 311.4 130 156 22 92 38 1S3
19 TR 10.277 301.4 110 156.1 16 92.1 36 1S3
1S1 Co-TEREZILIE 4.444 256 110 162 17 - - -
1S2 | C,-B&*¥FE 5.415 294 120 230 38 - - -
IS3 | C,-FERRHtItE 9.824 317 130 162 21 - - -
1S4 PCoRERER — W 5.844 277 90 162 28 - - -
HRE BRI
Z7575%E A Agilent Bond Elut PPL SPE #%
TEMBUKPNBELAY. 8, 100 B
BARE pH ETBILAKINEE PPL L, ] I
REEEE 2% KB EMTE L% 807 m
. B2 RRTEIE—R2mLR = ]
N N 3 $ 4 -
Bk 2 mL Bt ElREs S s L -
NS . . [l -
AR, BRIERREWRSEIUWER 54.3% 40+
b, FREEES YN SR BN XY ]
. . N 20
=T 75%. EFEE|FEREIEMR pKa 949 ]
7.0, MG pH HTELR, W0E 3 FR 0
— N moW O W OB W U
™, HEESWYIA 20 ng/L BY, 7 pH = % B oW = & i % N = &
. N = oo O X B W F B B W
6.0 WA, FREERREDYRIEIIER E E % 8 & B B OE || B
- S OB B K
HETF 80%, m pH =9.0 By A2 " g =

MR EINEIIIRIK. XT pH BU#H—F ¥4
ERKA, 4 pHTE 4-7 BSEEAE, 13
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ARB\LABENLESE, Ak, T5
KIFINEE] SPE /M EHITRIEMN 5 1L
2B, TEGKIFR pHIETE 4-7 8355
B

FENZERREE

MARERN 0.5, 1. 2. 5. 10. 20.
50. 100. 200 pg/L BIRERZZE 250 R Ez
BRI AR SEEH TG, RAR
I FEARCH AR EHITIROE, LUBNEE
RFRBNEIENEERE. WE 4 P
> Frlist R RE SR I H ML B89
2, EAFRE (R #ST 0.996,

BEFRMERERE 0.5 pg/L FIHRENIR
B MRM BigE, HEESHEN2 Y
EZORE TSR (S/N). SRKHA,

U{EA 6470 LC/MS/MS B, BiERRZE
Z¥89 S/IN ¥ KF 10, SEEN 21-101
(B 5) o S+F Ultivo LC/MS/MS, &7
rOF S A8 S/N BT 10 96, EE
DR S/N BETF 10, Fd5 6470
LC/MS/MS #8LL, KZ#HDTHIHY S/N
B (B 5) . ZEERIFEMHN 500,

ZBEWEER, FA 6470 LC/MS/MS Al
Ultivo LC/MS 93 31|BE8 BT SE#IG M 500 mL
KEREARZE 1 ng/L F 2 ng/L B9340,

B rH6
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'oE om o= B o# B || OE & B OB 8 % BB = L 8
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woE O OB X O OB & 1] B & R OB & B K O X K
& 3. A pH K EEMSA T EEMERNLLER
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1.002
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5. RITARVERE (0.5 ug/L) TEMBIZEAYIBIREE (S/N). F: DIWFES XH) FE 1B BOERIR

fF, HHNEMIET; BEENERE (N) BT RIEEESH



B ERESRERE W 20ng/L M 200ng/L [ 400 ng/L

7F 500 mL 7kH 4351700 100 100. 200 ng AR T I

BERREZSY) (FRRDREED FH 20, 200,

400 ng/L) , STFTEREHREABREH L =
FilfE, E6 BR, ASEFMEKE —

B7E 70.5%-96.4% BISEEN, IEMIR

R 20 ng/L BIFE R BT M [o] W =6 PRRRR R BAR
R1E, BET 60%, BIN=DEIWEE

£ 63.0%-69.7% BIEERN. FrE 2 HIn0

RSD 97E 0.3%-12.3% BIEEN. £ERE RS
BE, ZAEEE RFNEREN TR,
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¥ 10 ng BERZZEZH0N 500 mL HiZRK
(REBYHMAR) , WA
FRREA 20 ng/L, ¥ZERENIA AT INAR
FERETEIAE, HANERENBEE
T, R 2 PR, FRE 19 MDY
BIINAREIUZR Y TE 80.2%—89.5% RISEE
M, RSDET 20% (n = 4), REAZ*
& A TR FZED TR,

it

KRR T —FEIIEKS 19 FiR
SEREIEZRM SPE-UHPLC/MS/MS
k. FTSICHKA Agilent 6470 LC/MS/MS
X2 Agilent Ultivo LC/MS/MS, %7574
HEBGUEXARET. RYES. &R
EMEEESNER, HRE&FE GB/T
27417-2017 (EETE WEDHEM
INIEIEIER) PHMERIITAE. RAK
BB R Z A AN H— S IERE, 1%
F7ERENS P] S A TR K RIERR K 25980
BRI,

EHREMH LT RO
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www.agilent.com

AXHHER. HRAMETNEEE, BABITEN.

© RiFeRHE (RE) BRAF, 2020
2020 %1 B 17 B, FEHAR
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& 2. IFRKERFIITRER 20 ng/L BT BIKENEEE

(N=4)

Fs E=4 FEEIURE (%) RSD (%)
1 TERREA R 83.1 18.9
2 RIS 85.4 15.4
3 TR 85.6 16.4
4 TR E 88.1 17.5
5 TERRER I NE 84.5 14.7
6 RS FIE 89.5 16.9
7 TERR R A AR 82.4 15.6
8 AR ER 82.9 14.7
9 T AR — FATEIE 83.3 16.2
10 | FERRXSEREMEE 81.9 15.5
11 | EERSEANR 81.7 14.9
12 | FERRFREML 80.2 11.6
13 | TERRIE|FREIELE 82.0 14.6
14 | HEERZ¥E 83.1 15.1
15 | HERRRGM 81.8 13.3
16 | MERERRERBHAR 81.6 12.9
17 | FERREILLM 80.3 15.4
18 | HEERHIIEE 80.8 16.9
19 | FERREETN 80.7 16.5
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