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H A& il S EREE Y E
RAE BE—RuE / BigiE

1 SeH

ASCARLE 1 D ARk v B 193 (RO (L1 — i / Bl 5 v o

ATCHFE I T B, B, DOk, Hzpz . EWIHL. IR, Ok R Kasky. WAR ., &
Mo UNEAE L BREZ. T = IR IR ORI KRR ERRE T AR R R T
I E

2 MeEsIAXH

AN S R N 7 SR R T R TS AR SO AR A 250k, o, i HAY 5 I SC
4, A H IR B RRASTE A SO AN H RS FSeH:, BEopiaAs (AL Ara fis el h ) i
FFASCAE.

GB/T 6682 437555 28 FH K KUAS R 55 77 v

3 RiFFMENX
AR T B R BARTE R E L
4 FHERE

TURE R R SRR T E S WE SR, RS T BH B TS e AR A U i e, RORH (3 — il / otk
CMRE, WPREE R

5 RXFIF0kFAL

BrnAHESN, AR b, K GB/T 6682 HLE H—ZHK .
51 X
511 Eﬁ@?: @Aijlgé&o
51.2 4. {ikd,
51.3 HWR. @ik,
514 ZUK: &8 HR25%~28%:
5.2 AKBELH

521 S5%ZE/KHEERK . IS mLE/K (5.1.4), FAWEE (5.1.1) A2 100mL, B4,
522 0.5%WREVERK: =S mLHER (5.1.3), HAEE (5.12) EAZ 1000 mL, 1R,
523 0.1% Pi/KER: B mLERR (5.1.3) HKEREZE 1000 mL, R,
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5.2.4 0.1% W - P EIRW (8+2, AFHLL): BHL800 mL 0.1% W ER/KIAW (5.2.3) F1200 mL
(5.1.1), IR,

53 #trfEm

53.1 MHEEFREY R (CoHuNOs, CASH: 21650-42-0): 4Rk Tk T-99%,
5.3.2  HHFCVEN -DARUEYIE ( CioH,DoNOs ): 100 pg/mL, —18 CLA R #ELR-AT

5.4 FRAERRELH

5.4.1 HMHFTMEMPRIEGE S (100 pg/mL): HEFRFRIBUMFCHEITREYI T (5.3.1) 10 mg CK§Afi %2 0.0001g )
FHREE (5.1.0) %, FCH AR E R 100 pg/mL ARMERE R, —18 CNEDEIRAE, AREH6™NH .

5.4.2 ARFCEEERRER AT (1 pg/mlL): MPETT EERNRS OS B i W bn g 5 (5.4.1), I
B (S5.0.1) Bk, BN | pg/mLARER A, 4 CT R, AR0H3AH.

5.4.3 MHEEN -D, WFRER (1 pe/mL): HEREEMFTER -DAnEYI (5.3.2) 1 mLF 100 mL%
s, HEEE (5.1.01) BRI E S 2205, BRI 1 ng/mL FRERESIR, 4 CTROGIRAE,
BRI H .

5.5 ##l

551 [BEAHAEEE . IRESHPHES FAc B BAHAEEUE (3 mL, 60 mg) sRVEREAIY, (AR5 3 mL
FR SR 3 mL 0.5% R 2 G AL
55.2 fHfLIENE: 022 um, AVLER.

6 {UEEFNi%E

6.1 ARSI/ B Bl M s IR (ESL),
6.2 LWL,

6.3 iy #EAMET 10 000 r/min,

6.4 TWHEIRSIAR

6.5 TR B 4:0.0001 ¢ F10.01 g.

6.6 ELLAL: FEEAMKT 8000 t/min.

6.7 AT,

6.8 E.LE. Bk, HIZE, S0mL.

7 HHEHESRE

BURERNVERERL 2 500 gfs A SR IEPLI BT, FEoMR2), Yo 2fy, SEIFRNE, THIER
T HECIRAE

8 MESEHE

8.1 1REX

YERAFREL 2 g fEdh (RERIE 0.01g) T 50 mL B R IFIIA 100 uL (1 BFEWE B Dy bR )
(5.4.3), HEHHIA 20 mL 0.5% W iR 2w (5.2.2), LL10000 t/min )5 1 min. L8000 r/min &0 5
min, J:{jﬁa{ﬁ/%’ﬂﬁo
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8.2 &t

ARG TR 2 mL BiEWCE T O ML B AHZERGE N, FRRERR SR 3 mL 0.5% H R £ B
(5.2.2) F13 mLHEE (5.1.1) #ye, R, Bsmt, &EH3 mL 5% ZUKHEESW (5.2.1)
Ve, BEUEIR I T 40 C FAMRET, H1.00 mL 0.1% H 2 - PEIAW (5.2.4) IREAMERE, 0.22
um LB (5.5.2) i, MEEAEEIE—RTik / B e o

8.3 HIRAEMMZHIHIEF

K bR W (5.4.2), WIAREARIR (5.4.3) B, JHO.1% PR - HER (5.2.4) BLAL
He ¥ 40 ng/mL., 2.0 ng/mL. 5.0 ng/mL. 10.0 ng/mL. 20.0 ng/mL. 50.0 ng/ mL fFrE AR, Hodilh
FEMED Do INFRUEEE A 10 ng/mLo DAMASARAE 25 75 i (5 3% 0 SR AT AR 04 TR AR U AR A AR AR, X
BRIV O B AR bR, 2l briErh £, SR R AR OC R AL

8.4 ME
8.41 HHEBIERH

WA RS

a) AREFE: C AREFE, 100 mm x 2.1 mm (NEE), 1.7 wm, BelERER 2% ;

b) HEE: 30 C;

c) WEhA: AR, F0.1% FRRKER; BA, HEL. FshA b e Ry W 1
d) ViE#: 0.4 mL/min;

e) HEFEE: 5ul.

F1_ RIBREERRERF

i 1] /min T sAH A% s AH B/%
0.00 90 10
0.50 90 10
3.50 10 90
5.00 10 90
5.10 90 10
7.00 90 10

8.42 [RiL&E

FES % 5F .
a) BT HBIEE T
b) R EE A
e) WA, Z R i (MRM );
d)  HAWAE S LR SR A
8.4.3 HiEBIE—RL/ FiLNE
8.4.3.1 TEHENE

I AR WO T — T / B AN R AR T AEI0R, U SR A ) i (5 1 D £ B I ]
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SR T AR ROR B I TR A 22 AN £ 5%, 8 PR - A RE S 2 8 5 Tk BE AR 5 A bl TA T A A
xR, M TR A 22 AR i 2 2 MU RO L, U Rl i R A I B B

*2 TEUMIEINENBFFEENRARLTFRE

XS B 1% >50 >20~ 50 >10~20 <10

SRV BIARX R 22 /% +£20 +£25 +30 +50

8.432 TEEMNTE

8.5

10

10.1

BURRHA BRI BOFPRAETR I, VR e 2 e, IS AUE =, RN RS, fET
VBRI G 0 7y A e (B P[RR R MR N Y R N o 7E AR A T, Ty i £ B 1]
3.60 min, HHFCVE B FPRAETE T Z2 SN Wl ( MRM ) 835 1] L 5% B

=aiRE

BRAFPREBGREESN, Ytk LR P IRIE T

FERITEMRR

BURE PN Y S bR 2k sl A5 (1) 5, IRARRE IR = A A

A xA xCxXCxV
Ay x A X C . xm

A
X —ilkeh e i & B, AR T (ke );
C, — IR P NI BIHE , SRS Z Tt (ng/mL);

G, PRIE T AR P B B AU, SN S B2 Tt (ng/mL );
C, — bt TAERR B AR, SRR s 2T (ng/mL );
A; IR Ay B (R U T

Ay — IR AR A i A T A

4, Il AR R ) A (i e T A

Ay —HRE AR bR Y G e T 5

V — IR AR, A Z T (mL);

m —— AR AR IR B, SR (g ).

i AR EE AT AR PIOISLIE SR A RS, HLARE 3 A AT
KHR, EER. ERRNBZE

¥ HRFNE SR
AITBERIR R (LOD) }3.00 pe/ke, E8FR (LOQ) H10.0 pg/ke.

10.2 [EI¥ZE

ARTTEAEAN R HE A [R1 S K- 1) RSO3 L IR 5% C

10.3 RBEE

TERSPEZRAET, ASCUFSRAR A I 7 I 72 S5 R A28 Xt 22 (AL A (E 15%.
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Mox A
( FRHE )
SEREEE"

SIS

a) B, ESIIER T,

b)) ARy ZRBEI (MRM );
¢) BT 400 C;

d) BAERE: 240 C;

e) NFEHUERE . 350 °C;

f)  FAWHE: 3.0 L/min;

g) THAWE: 10.0 L/min;

h)  JNEAERE . 10.0 L/min;

i) HAWFPESELE AL

FRAN HIEEMISEZREMNE. BENETFHMEMRESH

A PREEE /min | BT (m/z) | TET (m/z) | QUHEE/NV | GiEHERER /CEeV Q3 HLE/V
164.2" 15 19 15
T P 3.60 346.3
137.0 15 45 25
HHErEmy D9 3.60 355.2 164.1 16 22 25
ChERE T

1) ARRDEPER T B A B9 S EURTE R T 8050 B (X SEmlny, HeALs ik AL SR S U TS5,
AWK H Y, SRR 22O R MRS
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W % B
(R )

RERRZRMEN (MRM) BiLE

PRSI 22 ROV s ( MRM ) 1K UL IE B.1 F1E B2,

(000 000)
] 3.60
1 346.3>164.2
304
T
2
20
10
007 L
0o 25 50
i} (B8] /min
I'_(lﬂrllTh
257 360 346.3>137.0
@ 2.[]-E
12 159
= ]
1.0—:
05
S I LV “JL.AJLMM.M R
o 25  s1
i} 18] /min

EB.1 HIEEETER RS REENGEER (2ng/mL)

l’_(l 000200
125

: 360  3552>164.1
1004

075

M R

0A04

025

0004 L
—_—
0o 25 50 min

| i} 8] /min
EB.2 MIEEE-DItrRERRK LS RM LN ETER (10 ng/mL)
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W R C
(R )

HIEEMTE 18 M MER P RMRE. CWRERBENIRERE
PR M T PP AL | (RIS B AR R A e i 22 W35 €1
FC1 HIEEEHE1SMERERPRMKE. EERBXIRERE

FEfL | IR/ (pe/ke) IR /% RSD/% R ﬁ?ﬁiﬁff/ IR /% RSD/%
10.0 92.4~97.6 2.0 10.0 86.3 ~96.6 39
B 20.0 88.5~95.4 32 FERKY 20.0 81.0~99.3 7.1
100 94.4~99.7 1.9 100 89.4~97.2 3.7
10.0 90.1~93.7 1.8 10.0 90.6~95.7 1.9
AERL 20.0 93.4~100 2.5 it 20.0 92.0~99.6 2.7
100 93.1~98.4 22 ( 100 89.6~99.4 3.8
10.0 84.1~95.1 4.6 10.0 80.1~98.0 7.8
N 20.0 88.8~98.4 3.9 UNEES 20.0 91.1~99.9 3.6
100 91.8~98.7 24 100 87.2~97.1 4.0
10.0 83.8~98.2 6.4 10.0 90.1~103 4.6
TR 20.0 87.8~98.8 3.9 I e 20.0 91.0~ 100 3.3
100 90.8~95.6 2.0 100 90.7 ~ 104 5.1
10.0 91.6~99.2 33 10.0 88.4~96.7 35
JRHA 20.0 87.6~95.8 3.2 T =R 20.0 87.5~96.8 3.9
100 943~96.5 2.9 100 88.5~99.4 4.1
10.0 81.1~95.2 6.0 10.0 90.6 ~99.0 3.0
FIEHR 20.0 82.2~98.4 6.4 HA 20.0 85.2~103 6.9
100 86.9~95.4 3.6 100 92.8~106 5.0
10.0 86.6 ~ 98.0 4.5 10.0 90.9 ~ 102 4.1
EHE/S 20.0 92.4~97.4 1.9 IAMWEL 5y 20.0 93.4~102 3.9
100 87.9~99.7 43 100 90.3 ~ 101 4.7
10.0 89.0~ 101 43 10.0 89.0~98.9 43
SES 20.0 88.7~98.8 43 %giﬁ% 20.0 92.7~99.0 2.5
100 83.7~97.2 5.0 100 87.6~96.8 3.9
10.0 85.7~ 104 6.9 10.0 92.2~99.1 2.7
PN 20.0 91.6 ~96.1 1.7 LIRFEET 20.0 89.0~95.6 2.8
100 92.4~101 35 100 92.2~987 2.7




