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FE AL T — P AT AR AR YR DAy PR i B AR 1 i RO 3 S i I s A ATLAE v 18 R A FR AN 5k B 4,
T H R 4G 14 FHERIE S Y B 4 F v TR B REAR 2R 3 mL W AF A4S HORE DR v A6 P 4 o S5 AT (2
T — R (UPLC - MSMS) MRk i, i 0. 4 mL/min, JSIAR A HIE L 0. 1% WK BREEVEME , (il kE Cgh:
(100 mm x2.1 mm, 1.9 pm) , FEREAR 2 WL, 1E & 7414 2 SO i (MRM) B, 0 i 9 ming 453801, A 1L
HESRE oA G I S R BOIONE , HAR AL & I 7E 10 ~ 250 pg/L YN 2P R RAF (r #KF 0.995) Tk i th Ry
0.013 ~2.679 pg/kg, EHEFRA 0. 042 ~8.929 pg/ke W5 AL R A7, TR 6 YU HR B I 18] 19 RSD 1E 5% VAW, W Z 1)
RSD 1E 10% LA, 25 FAINBR RN 89.2% ~106. 1% . 352 K& W& 3 A SEPRkEah (% 2 A /K-F s [ i o
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EFRIME AR L) | 3 AR S A UG
A HIUIE P s A 28 R I e R T A B O ik o FERR
{ELRLRE 77 1, & A TR A 5 5 235 S RLE T
CEhPIvE R b 8 24 f i 5 B BR ) P sh W) R
by VR (14 e g 5k B PR R 100 gk, B ILIA) R
MEVAFR B0 100 pe/kgo ARXS FAERNL, S04 5K
Bl MRS AR R A T E AT
G AT R s R K B R A R K
M BT AR SRS , H ATk BEA AR S E KR
WIS R P 1R A6 3B B BT HLACASHAE i, 15
RGO (i B, LASE B HLAC R 18 Bl ULt
AEER (14 TGS [ 4 Fhammsi i ) 5k B A ) ik |
PO E . B 3 FEAHUILHE M IKUE Ak B
8 e PR PR RO 4 8, USRS v A 1 1T i (3t
127 ERAEASTS RN, (R SRR 2 4

1 #MR5ETE

1.1 #%

TIEAPLUIL, R 5 3E X0 FE sl iy S 1 — 3
e
1.2 & LKA
1.2.1 U4 ACQUITY TQD HI & ROBUAH (1% Bk
I FHASCL & IR ARp it ( Waters ) 24 7] ] 5 PL2002 4 H 1
K- (e R Z 5 141) s TDL - 5 B0 HL( R
FERANZR) ) 5 Oasis PRIME HLB [ A5 2 BUR: (R
¥k 6 mL, SEEIRFEHEA F]) s pH 1 FE20 (M55 )
FER Z LM ) ;0.2 pm P8R (S EIRFFHEA A
2 mm I (442410 EELZP ) ) 5 Vortex 3000 i
Tt i [ AR AR (b st HRRAF .
1.2.2 3450 T AR50 TR ik Uk B 38 Sk 43 it
afi i3 AT A GB/T 6682—2008( /341 52 5 % /K
FRAS AR 512 ) 1) — oK bR

(D) oA 2o B e ik me | ik fre ik s ik e FP ol
AR ik A A R FR R R R e R S e |
Jpi FEY v s ik VP B RN — 6 — P AROMEE L
i FR AR I T o P 4 I B Y S A R R e 418
AN ] T =N A 7 R e N TSR
A B E ERID A, S /NT 95%

(2) HoAth 50, H i (3% 2l) . 2 (g
al) PR (Ekal) AR IR A A L
LR TR
1.3 RS

131 ZZohiEi (1) McLlvaine ZZ niif . ¢

1 000 mL 0.1 mol/L # Y 5 625 mL 0.2 mol/L
BRIR A AR &, & A AL AN E R 2 755 pH (E
4.0, (2)Na,EDTA — Mcllvaine 2% AR, e
0.02 mol/L, FRHL 60.5 g Z —JHz VU 2, 2 — i A
1 625 mL Mcllvaine 2% #p75 i H , {1 Ho 7 i, SR 5
ANGlK 5 {5 R, IR o
1.3.2 ARUERSUE 3 BIFRE 18 Fiid o (1) - 25 hn o
Yo, F PP o A 19 1 2 100 wg/mL 1) A 7 i 45
W, T - 20 CoKA P ORAE TR IR &5 HEAE 55 L,
FH T 5 A 0 ) S we/mL B AR E AR W, T
-20 C UKFE T ORAT o W HGE f bR e TAE R, 763K
IR FH % 5% W 95% By H IR K 7 T (R TR ok
0. 1% ) (A7 4 i 50 AH V0 0 C i) Wk B2 4 10..0.25. 0.,
50.0.,100.0.,200.0 250.0 pe/L HIARAEA -
1.3.3  SEFRVCECARMERS I WBGE Spnife TAEW,
RGO AT AN 5% 18 PPt R (A air b 2R 25
A AU A MR BC ) Gk B 2k 10..0.25.0.,50. 0,
100.0.,200.0.,250. 0 g/ %552 VC BCAR HEA W
1.4 #saras®

HERR PRI 2. 0 g O BE 2o 07 5 () A MLIE A b T
50 mL Z.0E 9, A 5 mL Na,EDTA - Mcllvaline
ZZoh (pH E 4.0) ,IWBETRAT, FEINA 18 mL i
2 mL Z R, WIEPR TS 20 min J5§ 4 000 r/min 2.0
10 min, 3815 & fF W BT 2E B9 L35 . BL Oasis
PRIME HLB [ FH 25 B (W 500 oA 60 mg, A4
B3 mL) B 2 mL IS B A AR IO, PR
21 /s WP, ERR B 1 mL i, 15 0.2 pum
DL, ARAT 25 [ AH A BG4 A i LI
1.5 &giu

kR C i, ACQUITY UPLC BEH (100 mm x
2.1 mm,1.9 pm) s #EE R 35 C5ishAH: A, H
B,0. 1% FER /KW ; T4 A 0. 4 mL/min ; AR
A2 pLs BREEPEM A LR 1,

F1 BERBEN

I ] i TEAHTT 23 (% )
('min) (mL/min) A B
0.0 0.4 5 95
1.0 0.4 5 95
3.0 0.4 20 80
4.0 0.4 20 80
4.5 0.4 30 70
5.5 0.4 70 30
6.9 0.4 70 30
7.0 0.4 5 95
9.0 0.4 5 95
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1.6 Fikit
TR HL Y 55 1 U (ESD) 5 4748 75 308 1E
A A I Oy 0 22 5 RO M ( MRMD) 5 5t 7%

FRE S 350 °C 5 JBiia L fid o 650 L/hs BANE
BT 2.0 kV;18 A R TS RO 2.

x2 18 MmMERRIESH
e pop® Rl Sy LE T (m/z) MEALHLE B RE G (V)
(m/z) ERET EHEHT v ERET EMEET
1 il ez it e 250.0 156.0 108.0 30 16 25
2 i S 251.0 156.0 92.0 30 15 27
3 ik iz P ST 254.0 156.0 92.0 30 16 26
4 T i 1 s 256.0 156.0 92.0 30 25 15
5 T g Y Sk m e 265.0 92.0 156.0 30 15 28
6 it e — P S e 268.0 92.0 156.0 30 13 28
7 i g Y g — 271.0 156.0 92.0 30 30 15
8 il e — FP s g 279.1 186.0 92.0 30 16 28
9 Tk i — 6 — H1 4R M 281.0 156.0 92.0 30 22 35
10 T e o Y A s e 281.0 156.0 92.0 30 18 32
11 it i FFY 4R A g 281.0 92.0 156.0 30 15 30
12 T e Rk 1R 285.1 92.0 156.0 30 15 28
13 Tt e 48 — VP 48 I i 311.0 92.0 156.0 30 15 32
14 ik e ) — P AR i g 311.1 92.0 156.0 30 20 32
15 R A 320.1 276.1 233.0 30 20 25
16 W R 332.2 288.1 314.1 30 22 18
17 Bk A 360. 1 316.1 245.0 30 22 20
18 AR & 362. 1 261. 1 318.1 30 25 20
1.7 X5 B j) o e 5, R SoE w0k Ean E 1 B 2 B, DU

BB E] 2 2019 4F 6 H 2 2020 4 6 H ;1%
LYW/ i O e e /AN QG Sl S s ey
AR 345 5) 1 5302 %,

2 BR5HH
2.1 SRk A EAL

BCil e Ry 100 we/L 1 18 Fhii A= 3= Hibr, Al
FH ACQUITY TQD HY iy 2k AH 2,335 5 335 156 FH AL i) Jox
T VRITYT T RE L K A M S VP A BT 3% 55 AL i A
P HESL A R RE A E S R OR, BRI IE S 1Y
HEFLRURE T R a0 {5 5 B ) 1 25 0 8
IR R AR A R R S RO e
YR B O T B I IR Y R B B i
TEFAESREK LGSR 2 s,
2.2 AR

DL G TN R AR R 2 Tl MR T 18 F
PRIV W STtk . Y S IEE iR
BAHIT , 2 3 (LS I 55 B, J g BE AR, HOXE T 4 F
T METE AP R I RIS, O A LR
BIAR R . DAl 25 FE AR A VR U (TIC)

BN AR, R — 6 — FH AR MEIE | e 0] HH S i
itk i P AR IRA R B T Jrg 8 — HH AR B NE i -6 - —H
SAMENE 2 2[R 53 SR AR 38 HLA oy g B, L AR
TEBLUNE 2 9 10 11 13 |14 SR .
2.3 RFHE

H A a1k 3L 5300 (ME) 948 bk 36 5
VERCHRIE IR R/ PR & RPR (ME ) . # ME
TEFRT 1.2 B, i BH 35 Jo 0 e 88k sy P A oy LA
SRR SR E R, B A LG SR RN s #7 ME B
IR 0. 8 B, 150 B 358 o X e 5t vy P A oy LA
W5 e, BIEAT BB 6200 s #7 ME B4
F 0.8 ~ 1.2 2 [l i, 5 36 o JG I g o g i 2
W 3 s, 18 FhiA= i ME H#476£0.8 ~1.0 Z
() , 156 BH A ML AE 258 o % f AR R A 55 A R o il 7k
Mo {HiF ME {H¥KF 0. 8, 5L it T e 45 o ih 28
AR B E AT A XA R WA PUIE, & F
AbFR IR 5 5 BEARAS , A 40 ) 4 3t S0 AH 42 1
bR vHE VA TRLAEHE 058, T LA Sk AT 22 WA ML ) i
FRUNE o 1AL 23 0 g i — 20 i o A AT 366 Jot %
ATy AR R R R
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100 6(13)
10
11 4
& 7(8)
H 50 2 1 o
nE a4
5 1
0 05 1.0 15 720 235 30 35 40 45 50 55 60 65 70 75 80 85
PB4 15 8] (min)
a. 1~14 5
100 18
— 15
& 16 17
=501 I
bt
1 I N T B A N W7 M S S S M I
LR B4 1 8] (min)
b. 15~18 5

WEFF SR 1. TR iR
Bl RAEHEN 18 AT RAE TR REE

250>156 251>156 254>156

100 iy 0-489%x10% 100 e 6.886x10* 100 s 4.838x10
i R B I} 3] (min):4.09 N {4 FI I ] (min):3.34 X ST
% WETH B (cps-min):297.90 % WS B (cps-min):2 094.01 % ﬁ?ﬁm‘?;:’:?nigi 977
i 50 jxi 50 §50
N
s fjnd s
0 0 0
2 4 6 8 2 4 6 8 2 4 6 8
REEF(min) 256156 REIE(min) 565590 GREAM I (min) e 9o
100 4.472x10* 19 5.918x10* 100- 7.098x10*
54 F5:5 {6
DREIN7]:3.91 TRRAIN 14,31 1 fen it -
% “ U I A (cps min): 1 864.88 % “ Wi B (cps min):2 776.95 %:( 1 I;g;{:?p:rljn)Z 027.84
= =
R R
tm ans
0 0.
2 4 6 8 2 4 6 8 2 4 6 8
(R Al (min) - 271156 {5 891 1] (min) 279.1>186 ﬁé%ﬂﬂ‘l‘fﬂ(gné%) 22;351;1f84
¥ . . X
100 4.522x10* 100 . 5.440x10* 100 g&‘fj{i?ﬂu](min)‘j N ’ 601 .
s SR 1 vRaii i g
£ maw:uxj-ruj(mm):s% # {581t} 6] (min):5.27 ] VT eps min):955.89
= Ui B (cps-min):2 376.43 o3 R {1 A (cps-min):2 854.92 s
ﬁ 50 % 50 ?EJ 50
& -~ 4
s ant o]
0 0 0- 1
2 4 6 8 2 4 6 8 2 4 6 8
PREIITI(min) e, 015156 PRETI I(min) og1 0ho0n TRE A (min) g5 1590
100 6.544x10* 100 561 1.443x105 100 2.858x10*

J§5:10
LREAIN ) (min):5.63
VT A (cps-min):2 936.63

FE:12
B 17 (min):5.85

FE:1 X
VT (cps-min):1 146.94

(R ) (min):6.00 B2
WffiBcpsmin: 2250
4170.16

5.01

R
3

2 4 6 8 2 4 6 8 2 4 6 8
PRI (7 (min) DR IN 7] (min) PR B I ] (miin)
FAN BT B> e R G G B T, SRR RN 7o >R J7 3875 24 /AL SR IR 100% IR 15 BR 3 BE (cps)
E2 MRUKMHEN 18 MERITERREES T RIEE
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52 311592 ]31619-3‘;955 320.1>276.1
100 ;T:n N 92 7.089x10% 100 6.14 s 100 55 2.379x10%
Tﬂnm(mm_).s.ls B ] R [ (min):5.81
i VT (cps min):2 881.11 i miny652 X T (cps-min):1 163.35
B = T8 cps-min): B
2 = 50 =
R R R
o L =

0

B T @nin) 2 i i) 360 2 e 68

AT RI(min) 535 52288 1 I El(min) 360,1>316.1 R  (min) 362.15261.1
100~ #5:16 1.763x104 1004 Fr5:17 361710 | o s 3.818x10*

FREAIN 17 (min):5.93 i GBI 17 (min):6.00 P (71 7] (min):5.69

S W[ #(cps min):819.76 = W[ #(cps-min):1 463.48 e W (cps-min):1 832.07

5 >

= R~

= KR

o i

2 4 6 8 2 4 6 8 2 4 6 8
AR B 15} 7] (min) £ EF 15} 7] (min) {716 7] (min)
B2(&E)
1.0
09
o
m
S 4
0.8
0.7 | | 1 | | | | | | | | | | | | | |
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18
MERTS
B3 18 4k ME &

2.4 kg

2.4.1 MR KHBRAE R B 37 ATR
HERFIEW, He 1. 57 S A S 1. 67 1 Tl 4%
PEHERE, DB R IR () R A bR (AR () Ol
DAL bR bR E 2, 15 1 H 5 R 51 2 A DG R
(), A3 F5 (50 oA R (LOD) (10 f%5{5 M 1L
JEERR(LOQ) . W3 3 Fiw, 18 i & 7E 10 ~
250 wg/L WRBEETERINZM R RIF, X RS r 1y
FF0.995, J5 A HBR K 0. 013 ~2.679 pe/kg, I
R 0. 042 ~8.929 pg/kg,

2.4.2 MEE A A PUREE S asin— e &
FRUERE UG PEA TR AC B, ff L HL b E B
WHE Y 50.0 we/L, 351, 5" Wt &4 1. 67
VTR SR SRR 6 . WER 4 PR, iR R
P IS (8] A AEDO BR 4 O 25 (RSD) Y9 HE 5% LA, MR EE
(1) RSD 3J7E 10% LAY, 25 FUINR [BDSCRAE 89.2% ~
106. 1% Z [a], 6 J7 05 % B2 4T, Fir kb 3 7 R
WA AR BT AR 2, OR35S BT Be 8 IR 4F
SR MRS E PR SR

2.4.3  SEBRAESR I BOmpR EIRCR DL A
F& Gl 2 B — S 2 T B A ALIE, 1
RSB S A TR AR 2R BOIAR BISCR I A2 AR K
TAR W BE R 20. 0 pe/L i K F in bRk B2
160.0 pg/L, N3R5 Frow, B 2SR o bt e — F g
W ik i FEY AR IRk R A e 408 — P AR I B (] — FR
SAMEREA R, FLARPUA FARKL s XS FEAE A 4
FUD AR, AP RARK Y FEAE & i
L P i e — Y S Il el i g ) — Y A I A A
W HATUE AR, 3 RIS RE B0 A1
FITE 70. 0% ~ 130% 22 18], F AR K - fin s [l iie %
JCA 25 5, U6 B % YRS L F S PR ML AR & b
18 A R Ayt

3 i

ARG ST T —Fh I 5 B W 2648 A HLIE
W14 PR R BT R 4 R R A R 2R B AR R AR
AR A R — o RO o 3% i e o AR AR R R I
HALETAL RS AL 9 min B AT 52 B S5 400
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F3 I8 MRAERLMEXR QHRFIEER
A s L F A Ceah) Cahs)

1 itk gt y =53.345 6x + 38.511 2(0.996 5) 0.153 0.511

2 it Je ik 1 y=52.009 0x —93.475 1(0.998 1) 0.030 0.099

3 Tk iz P e y =42. 186 4x +23.580 4(0.995 6) 0.018 0.059

4 ik g g e y=51.992 1x —208. 167 0(0.995 4) 0.819 2.729

5 Tk g P ez y =59.836 5x —446.592 0(0.996 5) 0.024 0.081

6 ik e — Y S y=59.708 5x —9.501 3(0.997 9) 0.417 1.389

7 Tk e P g s y =46.917 Tx —14.396 0(0.999 2) 0.030 0.101

8 ik e — P s g y =50.504 1x —20.924 0(0.997 4) 0.028 0.095

9 Tk — 6 — F 4R s e y=19.062 4x —85.278 7(0.999 2) 0.056 0.187

10 i e ot FY S y=54.273 1x —138.112 0(0.998 1) 0.031 0.103

11 Tk e PP b y =46.014 5x —52.825 3(0.996 4) 0.018 0.059

12 Tk e Ik s y =32.814 9x —279.386 0(0.996 4) 0.051 0.170

13 it i 20— P A s y =55.665 2x +50.451 9(0.995 7) 0.013 0.042

14 il e 1) — P A y=61.125 2x —123.831 0(0.999 4) 0.013 0.042

15 WD & y =25.349 4x —110. 140 0(0.995 8) 0.119 0.396

16 BANISP Y y =23.563 5x —368.828 0(0.999 9) 0.043 0.144

17 Bk A y =35.755 9x —227.362 0(0.996 6) 2.679 8.929

18 S y =44, 180 3x —282.108 0(0.998 7) 1.254 4.181

e 18 AR B T SIS BT HUIE o 42 %
- o e ERIRE TR, ST H AR, A
5 HUER o Eler(e)  BPIERAUAAR SRR TSR A
1 sk e i 0.72 9.32 99.2 BB
2 T e mh 1.56 5.00 96.9
3 i g T T 0.35 8.91 103.2 [(1]EmE%. 29 e[ M ], du ot A [ K 25 B 4% H At 2014
4 TmvEm 2.88 5.41 101.6 295 -326.
5 e S 0.90 797 04,7 (274 W, R, IV &, 5. BIEDUETN A SHEAC IR Y 52 T
6 fif i — Sl 1.16 6.37 104.7 FEL)]. SR ,2016,37(5) 11993 —2002.
; ——— 0.83 0 76 106.1 [311@}%\ RO AU TS 2 BE PR B G SBLs K A 1 ik 245 12 114 0F
FID]. K& EHKS,2015.45 —47.

S O [ M. 1T S ) S 25 073 02 25
o WE-6-FWEEE 176 270 103.0 SEBHI S ASELD]. T AT 2014:72 -80.
10 WM U 0.79 7.93 98.7 [STRAENE, 6, T 35 8 F 00 o A 02k 3 5% B L T 24
11 R Ak 0.97 6.14 105.4 MPTHEIEE TR 1], Y E Y BOR,2014,21(6) 1583 -
12 B mAE 2.74 7.24 96.6 588.
13 [EARAR g e 1.06 8.14 95.6 [6]tRukis, % SR B 55, HUAE RS AL F 88 v 1 SR U5
14 T AR s 0.53 8.52 92.9 ARy B SR [T]. BE1k~#,2010,29(2) 1169 - 178.
15 HEEE 2.02 8.92 90.9 (715K, EARAE, & 85 MUHE S 2EA UL T4 Rt
16 KA 113 7 38 29 2 PESEBRSYORBLLT] . AR SR HEE 2240, 2016,32(4) :664 ~
17 BEiEE 1.74 7.16 93.5 069 ) A . N
18 A 2 39 8 79 9.0 [81ifEF. WUH REREANERAE /NG A 598 vp 1 5 B B 28 RO K

85 AL B R A v pH £ -5 5 Jo DG I6C A A Y 2 X L 4
R, A AL R T I 3 I WA e R RO
TAREBCHIMERE o 75 1% v 3 ARG 9 1 R R

W ROEREAOFFEL D], KV i E Ll K2 ,2011 ;25 - 35.
[9)ikzhom, oo e, % 30, 55, B2ybiAd R LIRS P AT
[J]. +3,2005,37(4) ;353 -359.
[10]fa M,k &, F K% WA REE LAY R DR
HEZ R Al AR #2442 ,2020,6 :521 - 526.
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F5 LIRS IARERNE
biEs PR it 3

5 PR FRERRE KT BTN  FRERE  BOKTIE AT R KT BRI

(ng/L)  FEE(%) BEE(%)  (pg/L)  BE(%) BEE(%)  (pg/L)  BRE(% ) [EIEE(% )
1 ik e e FR o 114.0 110.0 Fe 117.0 111.0 3.7 76.0 105.0
2 Tk e ik Feer 107.0 94.3 Feker 9.5 92.8 Fekr 9.8 90.9
3 i i T e A 97.5 86. 4 A 86.8 92.6 HA 76.8 87.1
4 il i e s Rk 106.0 83.2 A 102.0 89.6 A 90.0 82.5
5 ik e F e FeR 110.0 101.0 KA 108.0 92.2 FeA 82.5 97.6
6 Tk e — Y S Fek 104.0 81.4 KA 94.3 84.6 3.9 77.5 84.8
7 i e P g — FeRs 103.0 93.5 Fek 96.3 100.0 ER o0 90.3 90.4
8 Tk e — F 4.5 87.5 100.0 P04 104.0 103.0 Ff 108.0 100.0
9 Wl -6 - FE Mg SR 92.0 93.0 KAt 90.3 88.6 ER o0y 93.0 105.0
10 Tl e o FEY 4 e Fe R 101.0 105.0 A 87.0 103.0 A 78.8 99.4
11 ik e P A Ik 4.5 80.3 86.2 KA i 101.0 91.4 Fetd 93.8 92.2
12 Tk e vk s Tk 103.0 99.4 PRich 104.0 91.3 Tkt 86.8 91.3
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