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4.3
4.4
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4.6
4.7
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4.9

i I+

4.11

B S A LA BT FH K R GB/T 6682 Hh#HL s 19— 2 7K .

PR oL« 21 BE KT 90040, 38 e AT L] iy XA BR B &R g 4 CL 5 \CAS % 70 1
A CEH A AR TS WL R B AR Bl

F

L
—F

H Y o B 4
H I (o5 20
R - (0T 4L
A o B4l

H B

RIS TEa T

L« (3 4l

M i ¢ = 3 By 440

PO I 19 94 = 73 B

4,10 b I 7 IR R TR ARERHT IR M R BN (4.9)0.1 g, A 5 mL JKFEM 5 . 482 A 5 mL Y S0k
2 (4.3) %53 100 mL. CF5F A B BAG)

0.5 mol/ L 5 K O AT 0.520 PUIR MUFR 41 ) « #ff 5 B PO 19 44 (4.8) 3,85 g Fn 4t 4 1. /2 ah

(4.9)0.5

H

SeBEEMYPHAKERMIGEZRZ 100 mL,

4,12  0.03 mol /L i K35 W (5 0,075 %0 B2 « iE 0 FRITURE I8 8% (4.8) 2,31 g, S aKiE it . o8 5 4k 22

1



GB/T 37545—2019

MAMERFBEY 750 nL B 4.0 EIMAKEAREZE 1 LEBIRAE &H.
4.13  PRIEGE B W A o BERR PRI bR e i CE Sh 4 10 (FRME 55 43 I PR 10, ek 45 62, 8
1 E‘ﬁlﬁﬁ? M 11 EML 9. BMiE 1. BEML 7. 8mE 3. BMmel 17. 80 2. 80 e 3 fnE s i
15 #O5 mg(FF 2 0,01 mg) T FE 002 8 K f2 248 2 10 mL, B2 il B BT & ¥k BE R
500 Hgf’ml MPRHEfE &I, T 4 °C~6 CHERHETEEMAEE . AEMHNITH.
4,14 bR ERE A 1 W B J0 S ME O BRHL A b o 4 o (R 21 88 L6 R i &% LBk MR 55 2 R MR TR MR AT 50,
Ml se O iR tEsk O WP 1 R PELr 52 e PEs 1 ARk Ee 121 .40 1800 16 Bk W 26 k2 98 i 7 8
29 MG M5 S0 B TESR 22 4L 17 B S mgCRs i 3 0.01 nlgﬁﬂ—rﬁﬁ-g#ﬁm IHREUDEMRIEER R
10 mL, B B s e E O 500 pg/mL pFRERG & . T 4 'C~6 CHRAT FECIRAF RN 1~ H .
4.15  FRMEME A i W C 2o 0l Vi 00 R L% s 0 00 T ?ﬁ‘i]ﬂ'fl 3.0 BT 33 FEE a3 3k 3 f)5 mg OFf 1
% 0.01 mg)‘“ff‘iﬁﬁ]ﬁt*a { DU Sk i 1 5 e 2 22 10 mL B0 B i i 3 B 2 500 pg/mL 39 $r i
. T 4 °C~6 CRMFTFEEPRAfF . RaAM A3 TH.
4.16 *Tﬁﬁﬁ%?«ﬁﬁi D oy B HCE S B (BURL AT 4 35 1 F0)5 me R 2 0.01 mg) THEOEHE .
[P0 S kA S E A S 10 mL, B 6% B3 BE 4 500 pg/mL FRERE &, T 4 C~6 C&MFT
}E%:r'ﬁfl%?r’? AN 3 1-H.
417  FRMEAG I W E . A 0 E 50 PR A B o T (B 2T 49 MBI R £ 64 3t 2 R 5 mg OFF #f 2
0.01 mg) FRiA BRI WP REEIERE EEZE 10 mL, B 680 & 5 5 R 500 pg/mL 09§ i
i, T 4 C~6 CRFTRCHRAE RAFMN S TH .
4.18 0.45 pm FFLE W HE LM (PTFE) JE B 20l T4 .

5 {N=Rig®&

5.1 o IR A 03 - b A8 [ AR g%

5.2 o R0 AH 0,3 £ B U 28 AT T, B B HL g5 FE S IR (ESD GE PRk i HD .
5.3 AT RE R 0.001 250,000 01 g.

5.4 RIEIR G AN

5.5 M TRy AL T 300 W,

5.6 E.LOHL:FHHEA/NT 5 000 r/min, B0 AF & 10 mL,

5.7 i el L AN .

6 i HH &

—

HERH FREL 0.2 g #Eah OfF 8 2 0,001 g) T 10 mL HIEZ| B E.LE P B S M A 6 mL Y S(mk g (4.5)
i e AR A 10 min, {3 FE e WO R ECH SR8 G il &8 7E b S sr i i 5 . nl A 80 “C kK iy >4
1 min~2 min BIA] 4380 . gREE n] BLOE PARIKINA 2 mL FEE(4,2)F1 2 mL B #oK s (4.1,
WMIEIRSHA A 10 min R )5 T 5 000 r/min B.0 10 min, #EMBE FEHEIUE 2 mL T 5 mL
ZIFE SRR P B g 229 0.5 mLARE P IEA. 2 MEIFERE S 4 mLoEA 30 min f7 .2 54L
RUHE LK (PTFE) S I (4.18) o J8 56 A3 FE I b R i

7 TR

7.1 REBESESRH

WAHEIE =255 FmT .
a) g . ZORBAX SB- Aq.3.5 pm. 3.0 mm < 150 mm ol f 25 &) ;
2
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by #iR.30 C;

¢) AN AH: A:0.03 mol/ L PR B AKEHE (& 0.075 0 ) (4.12) : B ZJlfi
d) i 0.7 mL/min;

e)  HFER 2 pl;

B WO EFEZEER L,

x1 RHEBESEEH
B[] S min HWiiE (ml/min) ma A A Y a4l B/ %
0 0.7 92 8
2.5 0.7 G0 10
¥ 0,7 30 20
b, 1 0,7 i A0
20 0,7 G0 L0
21 0,7 L) 60
24 0.7 A() &0
26 0.7 10 90
28 (0.7 10) 90
29 0.7 92 8
39 0.7 92 8

EOEH A S N R B R e R R aT R e s B O B A FE . T Sh A A R BE i B R A R R i
i H bk S B 0Y £ B A e (0OHE i A o gk S A s AR rbont B EE A f s L 0 St AR b B R R o S
i 1 min—~28 min HEE 5 E A28 min~32 min 4 0% & 8 b R

'q

7.2 RIBEEMERIESFEFH

P E R UE S % ST

a) R BT L I (ESD

by fi oy = . 22 s R i (MRMD

c) FEAASRAS.172.4 kPa(25 psi).

d) TS .EA G, 14 L/minJgE . 250 °C.
e) Rl H A

£y flfdE s 380 'V,

g) EINEHHEH 4 000 V.

hy Il 5 2 8 W% 2.

=2 BMBERIHRIETHSESH

' ' BT Ty B i/
Si=s H ¥ 4 24 B | , 71 41 52 2,
m/z m/z eV
| 372.0° 10
1 HmEL 9 537.0 ESI
141.0 25
342,57 25
2 e 1 423.0 EsD
313.3 20
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2 (45

- B Bf &+ + B F Till: 8 HE &/ .
5 H 4% 2 Fr , | : 314 B 2
m m/z ey
200,64 15
3 BEALET T 536.9 ST
126.9 35
233.0° 25 |
4 A i 1 313.0 ESl
206.0 25
301.8° 15
3 i i 4% 10 107.1 ESI
158.2 40
206.9° 25
A £rgh e 3 407.0 ESI
327.0 30
358.9° 25
7 friher 10 164.0 ESI
209,7 10
) 216.9° 26
8 £ T 17 453.1 ESI
201.8 40
82.8° 70 -
g B 3 T63.0 2SI
169.9 60
306.0° 55 |
10 frfh ik 2 749.0 EST
170.8 60
i 185.1° 45
11 & Tk 21 50 29,1 ESI
4491 35
320.9" 10
12 Pk 11 357.1 ESI
151.5 20)
506.9° 25
13 M B ] 571.0 ESI
356.8 35
i 162.9* 35
14 VR | 543.2 ESI
265.0 10
170,9° 25 |
15 i e T 327.1 ESI
155.8 35
512.8 50
16 g1tk £1 52 557.1 | ESI
177.1 10
(15.0 30
17 i kgt 22 579.0 ESI
430.1 2()
179.2° 25
18 BEahiE S 559.0 ESI
435.0 35
AE5.6° 35
19 W ZT 98 784.5 EST
704.5 35
I 621.,0° 10 H
20 A% 4 9 701.1 ESI
530.8 50
220,9° 30 _
21 i Pk #1 B8 377.0 ESL
143.2 30
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Fz 2 (48)
. - Ha A + & T fullf %6 HE &/ "
s H 5 4% 28 Br | _. ) 1 4 B 2
m/ = il eV
179.0° 20
29 BT 49 377.0 ESI
241.1 20
| ) 536.9 " 35 _
23 T5L Hf i 2t G06.7 ESI
bl7,7 30
310.1° 40 |
24 M 5 43 407,49 EsI
328.1 30
) , ) 545.1 35
25 ffEE o 5801 ESI
185.2 a0
) 316.0° 35
26 M ik B2 399.0 ESI
2890 4.0
SLYARS SE
27 kg 7 669.0 B ESI
a0l.7 a0
| 223.1° 35
28 i P % 2 330.1 EST
300,00 A1)
) | 554.1" 55
29 A % 50 740.2 EST
240,1 50
} 256.2° 25 |
30 e 33 274.1 EsI™
1062 25
‘ _ _ 649,07 15 )
31 MifEer 121 693.1 ESI
443.9 45
136,87 20
32 Bl el £1 64 203.0 EST
214.7 10
262.0 20
343 | ET 3 2091, 1 sl
232.9 30
&6, 0 20
34 A 16 279.0 ESIT
11491 15
_ 325.0 50
35 i 1) 20 LY ESI
178.9 45
_ 155.5 10
36 g A 2T 4 3261 EsT
171,49 25
328.0 40
37 T 25 3 118.9 | Db
3130 A0
~ 404,07 45
38 e W5 26 4701 ESI
333.1 15

SR

7.3 RINESHEILIERK

HET B IR HEfE & A ALB.C.D fil E(4.13~4.17)4% 200 pl. -
FEV (4. 10) % B 22 2 12« G il B #5 b 1fE 90 oL BT B v P 3508 10 pg/mL B9IR A b ifE T4

= 10 mL ZE & # . H
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10 pg/mL I8 A5 b fE T VE 1 W FH b off 0 0 B8 W0 (4. 10D i JBE o TRC i) 1R 2% s 91 49 ot JTi s e B 3 00l Ry
8 prg/mlL. 6 pg/ml. 4 pg/mL. 2 pg/mL B RSPRME TAER W, DL bR e TV 7 3 297 BUAT BLAC .

7.4 EHSH

R AEAH [R] A9 A G5 25 1F T 2R A A0 R {7 3 0 A € it o 2 P 5 B 0 A0 o ) SR £ 3 e [
HEAT HEEE 5 FF il B A7 7 O B 6 (8] 55 R A o o ) £ B I B] — SRS (A g, O H TR 1Y 5o Ay 3¢
R AL P 33 B iz b o 2 o 1) 5 S0 W S P — S0 DU AT i DA RE S TR AR W B . 38 FifE T A U] Y s e
M AR 013 A B % [ 2 LR s C rha B Col~ 18] C.7. A7 28 5 A0 A8 38 B 1 1A O 48 30 [l el PR
(U E N b= SRl R Rk o TR B TR AR A D i W i = R ]

7.5 TEENE

FE UL AW bR ME T VR (7.3) , dig BB (8335 25 4 (7. 1) 36 47 185 80T AR €533 3 B LA 28 90 s o T 4 1 0
e DR AE s b o 0 T AR O A b oA AR 2R L mRE R 10 R SR 22 R PR £ 93 B HE 254 nm
TSN MCGHE T BT AR T 1 RRIE T 11 BB ZL 49 R 33 MR BT 121 L Rl LT 3. s
16 3557 298 MRS 416 nm T AY SR IPCGHETTE | R B ah s 3 R TER 7. MRS 43 BiR 4T 4
(4 FORYE 484 nm PRIV T E IR BN 9. 8Ma 7. B 10 & & 17, /e 50,
MEPELL 52 WPk 2l 98 IR k41 88 {8 FH My & (mall k5% 2 E0RFZL 64 (11 MO ME 514 nm T ) 52N AT HE AT
ER T ERMEE 1 BPEE 5002 PO MRAE 590 nm F AL ARG T E RIS MmiE Lo iet 3. i\
W 2 R PERE L RS EE 5 R TESR O R YENE 62 FRPENE TV IE I At 3 bk EE 26 (10 FOMHE 620 nm T
=PRI T R R

AR T B e o A 0 B AR 10 h N SE R

8 HRITH

FEA O H bR 89 75 5 HT A5 0 2 S bR ik W0 5 . AR B A R E B 0 R U AR (D B AT

A
X_PKV ............................. (1)
T
= .
X FE P By i BB e B (g g) s

P —H\%n”“ﬁf 2R B A RE S A D H bR Y R R L B0 R R e R T (pg/mL)
FAT BT S R R SR A o = T (mL)

HHRE R E DR 3 (AT

9 [EEMBEZE

HFr¥ & 8 AE 100 pg/g~500 pg/g FHEN . M EE SR 9026~ 110 % #H0FR iR 22 /T 1024,

10 RIFE

{E

il

1A SR AT AAR A0 P U S SE S R A 4 X 22 {E AN K T R RS H A 1024,
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M F A
(HPBEMFR)
B MAERFEFINPXER . EHIRE KB . REEE2RE . EE2R

38 T i FH A& €0 7] % v SC 24 FR 4G T v BE R PR (IR T B L E PR 2 W3k ALL,

KAl BHEAESEFANPXAR CHRE RHR HEREERE . EER

e x4 B ﬁ'ﬂﬁklﬁ ﬁ.LHrEE ﬁﬁi#ﬁiﬂi!ﬁ iE PR
ng/ml. mg,/ g ng/ml. mg, g
1 HimZL 9 0.3 0,03 1 0,1
? g1 0,15 0,015 0.5 0,05
3 izl 7 0,3 0,03 1 0.1
4 R | 0.2 0,02 0.5 0.05
5 e #E 10 0,07 0.007 0.2 0.02
5 T hh BY 3 0,07 0.007 0.2 0,02
7 fraher 10 0.08 0.008 0.25 0.025
3 Eaher 17 0.05 0.005 0.1 0.01
§ S8 3 0.02 0.002 0.05 0.005
10 A 2 0,02 0.002 0.05 0.005
11 i k£ 50 0,04 0.004 0.1 0.01
12 g e T 11 0.2 0.02 0.5 0,05
13 fig ke 1 0,05 0,005 0.1 0.01
14 P s 1 0,05 0.005 0.1 0.01
15 ik T 0,03 0.003 0.1 0,01
16 i 4 21 52 0,05 0.005 0.1 0.01
17 fg gk 22 0.15 (0.015 0.5 (.05
1§ T D 0.04 0.004 0.1 (.01
19 AR T 98 0.3 0.03 1 0.1
20 M P2k 9 0.05 0.005 0.1 0.01
21 2T 88 0.08 0.008 0.25 0.025
22 B AL 49 0.2 0.02 0.5 0.05
23 151 F iy 2t 0.2 0.02 0.5 0,05
24 4k 5 43 0.2 0,02 0.5 0,05
25 i 1 45 9 0,15 0,015 0.5 0.05
26 4 s 62 0,15 (0,015 0.5 0,05
27 Pk 7 0.1 0.01 0.25 0.025
28 i 1 4% 2 0.1 0.01 0.25 0.025
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£ A (8
e i eiﬁ.‘l'.fffﬂﬂ% Far H P Eziﬂ':ﬁ:ﬁ 1 EL-_@LEFE
pe/ml mg, g g/ ml mg/ g
29 ek 28 50 0.08 0.008 0.25 0,025
30 R 33 0.1 (.01 0.25 (0,025
31 e 121 0.1 0.01 0.25 (0,025
32 LT 64 0,2 0.02 0.5 0.05
33 il er 3 0.1 0.01 0.25 0.025
34 AT 16 0,05 0,005 0.1 0.01
35 i w29 0,08 0,008 0.25 0,025
36 i el 21 4 0,05 0,005 0,1 0,01
37 pid] 0,08 0,008 0,25 0,025
38 g T W5 26 0,07 0,007 0,2 0,02
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