TP EF (a) EBRNE
X Ak
(48 T M AL B A A TR 8], d#ric &% 317500)

WE: WL ANIEFIRI, 27 e MBS, WREET, LR, SRR g5
SOCRLIN A, ARG b I DR B TR, AMRE R
R : SO s eI

1 A5 %

WA E X hntE: GB 5009.27-2016 & it %24 E AR AE R d P oA (o) BERJIINGE

2 BFAIAR

2.1 &

2.1.1 ZfiF: kel

212 IECke: kil

213 ZHEHkE: Milkag

2.1.4 %3 () BE: 100pg/ mL G UEFRHEY)

2.2 MRS ER

2.2.1 EROBAHEIEAN: 4857 LC5090 = B0BAH (LA, Bo & LC5090 7EZE Bt HL. LC5090
Tt ERIEZE . LC5090 HAHEEAS . LC5090 AEIRAR . RF-20A % GATIN#%

222 i FE: Sunniest C18 #, 4.60 mm * 250 mm, Fif%H 5.0 um.

223 i RF: BEEN 0.1mg.

224 3F (o) 4TI 500mg, 6mL

2.2.5 MultiVap-10 5& &= AT IR 451X »

2.2.6 [EFHAHUAE E .

2.2.7 ARG % o

3 e ] 2

3.1 K9F (o) PEARMEREAAER (100ug/ mL) = WA IEFRAEYI R, WE N 100pg/ mL.
3.2 K9 (o) EERRAEE VAR (1pg/ mL) « WAL 100uL K If (o) EEARERE A (100pg/ mL),
FREE 2% 10 mL. BEGIRAFELE 0°C-5°CIIvKART, RAEH 1A



3.3 drdkdhZezzml. WHCORIF (o) FEARHEMERNA (lpg/ mL) AZJERRE, HCAUKEE N
0.5, 1.0, 5.0, 10.0, 20.0 ng/ mL FIZEFHH (o) FEARMERFIEW
4 T ol il 2
4.1 FF i RIFRER

FREX 0.8g CR§HAE] 0.001g)ikFE, A 10mL IECHE, WWIEES 0.5min, FFif{k.
4.2 FERETERL

KA () BT EERE, RKIKH SmL & H & SmL IE Cleid b7, B freg
W RS EREF, AR BAERRS, F emL I Ckeitkvet: 7, B, A emL =&
G B SR AT, K3 LIRAE 40°C R AT, HERITER 0.8mL I E TV, 138 0.45
TRORIE IS BB € 50 5

5 AR
a) taiEfE: Sunniest C18, F:K 250mm, P4% 4.6mm, FifE Sum
b) MBH: LfF: 7K=88: 12
c) Yik: 1.0 mL/min
d) ROGRIIES: WK K 384nm, KK 406nm
e) fEif: 35°C
f) HEFEE: 20 pL
6 TIER
6.15.0ng/ mL %3 (o) HAMERRAREERLER

200

195
190 5
185

180 3R
175
170

[mAU]

165
160
155
150

145__\_]\_*

140
0 1 2 3 4 5 6 ¥ 8 9 10 1 12 13 14 15 16 b 18 19
[min]



SRR K

U Mo % P B I T) U 5 U i A
[min] [uAU] [uAU*s]
1 #HIFEE 14.713 29866 517875
29866 517875
A&
K BRI [A] :
U )y LI £ B 1 ) 2 5y U T A BLiR R 1t 2
[min] [min] SR B -1
1 #H ek 14.713 0.26655 0.0000 16880 0.000 1.101
6.2 5.0ng/ mL &3 (o) BWAREBRBRAETEEHERLER
200
195 =
190 2
185 g
180 %
IRIE %
2 170
£
165
160
155
150 J |
145 S — - R
140 ; . : : :
1+ 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20
[min]
[ 352 o4 T B 1 ) {5 B e i) RiEA i LT I
S B RSD EE{H RSD B {E RSD
[min] [%] [uAU*s] [%] [uAU] [%]
il HIFE 14.708 0.043 515864 0.455 29659 1.114

6.3 it i 2% R 22 il
Sy RIERERE N 0.5, 1.0, 5.0, 10.0, 20.0 ng/ mL {IZH (o) FEARAET TR 20 uL,
BEAT HPLC 73 #r. SRJE DL RN AADR, BLE BBy, el briE 4.

6.3.1 I (o) TEARAEIAIR (0.5 ng/ mL) [ SL A1 [&] 7 45 B



160

158
156
154]
= 152 a
<
=150 *
148
146]
144 /\
142
0 1 2 3 4 S 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20
[min]
HTES RE
2352 Hr 4 £ B I ) ) U [ A
min [uAU] [uAU*s]
1 HKIFLE 14.715 2963 50592
2963 50592
ROV R
ik BETE] .
U ) Hor 4 % B 0 [A) Wﬁﬁﬁm%jﬁ K b Sy BB e
[min] [min] A -7 B A1
1 HILE 14.715 0.26799 0.0000 16703 0.000 1.070

6.32 K3 (o) WEARUEVETR (1.0 ng/ mL) K 7R P 17 45 5

160
158
156
154 8
5 152
<
E 150
148
146
144
] e ——
0 1 2 3 4 5 6 i 8 9 10 11 12 13 14 15 16 ii73 18 19 20
[min]
A RE
W Y Hor 4 £ B N i) [ 3 U T
[min] [uAU] [uAU*s]
1 = E 14.720 5996 104828
5996 1043828



ARG R

e BETR] .

(2352 Moy D B I ] I U T KA iy B iy
[min] [min] A1 Wi SER

1 wF B 14.720 0.26705 0.0000 16832 0.000 1.097

6.3.3 KIF (o) FERRUETETR (5.0 ng/ mL) [ i 703 ] J7 45 51

200
185 .
180 =
185 o
180 &
175
%170
= 185
160
155
150:
145‘__VL
140
o 1 =2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20
[min]
AT &
U 7 Mo 44 £ B IS 1] &% UEE 1) B
[min] [uAU] [uAU*s]
il Ik 14.708 29756 516882
29756 516882
ARGV &R
FEA BN [H] :
U Hir 4 £ B I ) e iy e KA B a1 BE LR
[min] [min] - B -7
1 ZH b 14.708 0.26677 0.0000 16841 0.000 1.103

6.3.4 K3 (o) HEAMUHEVETR (10.0 ng/ mL) ff SR & K £k

250
240

230
220
210/
200
190

[mAU]

180
170

160!
150/
140.

. 703

130
0

1 2 3 4 5 6 T 8 9 10 11 12 13 14 15
[min]



ARTELE =3

Uy H oy 44 £ 55 I [ {5 L ATTRA
[min] [uAU] [uAUx*s ]
1 St 14.703 59396 1026184
59396 1026184
RGN R
i SEIRFTA)
YTV ¥ RN TalER AW B ARE WG
[min] [min] SR B SRS
1 AT 14.703 0.26627 0.0000 16893 0.000 1.102
6.3.5 K3F (o) FERMMEVETR (20.0 ng/ mL) iy #7301 I K 4% B
320 =
300 =
280 =
260 |
240
=)
3220
200
180
160
140 —_
0 it 2 3 4 5 6 7 8 9 10 11 12 T3 14 15 16 i 18 19 20
[min]
VIR T =3
I Fy M4 £ B I ] I U i AR
[min] [uAU] [uAU*s]
1 RIFEE 14.710 118317 2043520
118317 2043520
ARG K
FE: SRR ] :
IV ¥ TERI [l T f W ok F30 Mk ARE e
[min] [min] P 1 B A7
1 Ik 14.710 0.26576 0.0000 16973 0.000 1.106
6.3.6 I (o) FEARAE 2 T2 SR R %L
5 S [FEFEE] BEEEATE: Wi =1. 9546E-013*Ai
HIEETF: f0=0, fl=1.9546E-013 #H5FEH: r 2 = 0.99998

2,200,000
2,100,000
2,000,000
1,800,000
1,800,000
1,700,000
1,600,000
1,500,000
1,400,000
1,300,000
2 1,200,000
Z 110,000
= 1,000,000
900,000
200,000
700,000
600,000
500,000
400,000
300,000
200,000
100,000

e

Wi [mg] / 106

o
0 0.02 0.04 0.06 0.08 0.1 0.12 0.14 0.16 0.18 0.2 0.22 0.24 0.26 0.23 0.3 0.32 0.34 0.35 0.35 0.4 0.42 0.44



6.4 Rkt i fR
6.4.1 0.5ng/ mL K (o) EERRUEVETR LA 82 PR

180

175

170

165

[mAU]

160

o
i

155

i IRe e

R

150

= m%
=== ‘ ‘ f—
0 1 2 3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19 2

[min]

0

6.42 ZKFF (o) HefH PR 45 R

G EE
B 5}
ngkg  pgkg

AT 1 ) 3 4 5 6 7 FritE
ME  ng/mL ng/mL ng/mL ng/mL ng/mL ng/mL ng/mL fwE

o 0.009

(o) 0.5103 0.5095 0.5229 0.5061 0.4983 0.5159 0.4944 g 0.03 0.12
[£2

E: HME 0.8z, EFAF0.8mL

6.5 FamikERER
6.5.1 Rl 28IF () EEISLAYE & o 25

270
260
250
240
230
220
g
E )
190 &
180
170 =
160 =

150
LNV
140 Y SN - S




ATEIRE

U Jy H oy 4 £ B IR ) U U i A4 e
[min] [uAU] [uAU*s] [ug/kel
1 I 14.712 2236 34495 0.3371
< 2236 34495 0.3371
AR s
U Jy- Har 4 LR B I ) U iy U 1T A |
[min] [uAU] [uAUxs] [ug/kegl
1 I 14.718 2210 34098 0.3332
Bt 2210 34098 0.3332
pe )

(1) KFh#ERPEH (0 ENHTHEER 0.34pg/kg.
EESMEGTREAMIIMRERPAEIEMEH 0.01, HEAREHER 2.9%, FENTEREEE

20%MER .

6.5.2 A TR SR04 I e

16 17 18 19

KEpmh I () ¥ I MEE piap A ST <Ny v AN I <S N B
/ug/kg /ug/kg /ug/kg /% /%
9.60 92.6
0.34 10.0 9.37 90.3 90.3~92.6
9.38 90.4

7 SERGER

THEWAESS R I () PEMIRIHIPR . KRR, WERREAE R



FHEEIELRR

X ARGAES . o _
R GERR s D pmeam s
0 /uglkg RSD (%) RSD (%) . /ug/kg 1%
7
I (w) B 0.03 0.043 0.455 0.99998 0.34 90.3~92.6

HT UL B SRIG S5 SR AT RN, AT 1258 4 W] LA B E AR 715 20K



