ICS 65.120
CCS B46

NY
ot AR £ 1 E R Tl AR Of

NY/T XXXXX—20XX

TR Ak AR AEE I FR i 5% B E
';Ql‘fﬂ*ﬁ %15/
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High performance |iquid chromatography (HPLC)
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R

A FEIECB/T 1. 1—2020 (hruEdl TAESN 51885y SRyl SCE B4 R AN EREEH0 )Y 30 5 4

TETE AR SR (R 2 Py 25 0] BBV S B R o AR SCPR IR R AR BRI AS K HH TR 265 R 1) BT
AR SCAF E AR N RSN E ARV & U R R

ASCA H A E PR T AR HEAGBOR ZE 122 (SAC/TC 76) IHH .

AR E AL WA SR ST

AR EERAEN:
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AR I IE FESEANE SICRERIEE

1 SEH

A SCAERIE T DR Lk i R A 1Y) v RGURE € I E v

AR T RC SRR, g ikl RS RERh FR LRI N 7R FI0R S ERDEL Hh ke YRR I E

ASCAFBCA TR IRAETERE KRN 7RIS HE FR 40.05 mg/kg, € PR NO0.1 mg/kg, AN INF TR
AR PR M0.1 mg/kg, € &= FR 0.5 mg/kg.

2 HseMsImxH

TN H A A B P 2 S AR R 5| T AA RO ST AN T A 2 o R, v H I 51 S
A% H X B B RS IE A SCAE s AN HIAR 5 SC, HEoHiRA (BFEATE e sen) EH T A
A

GB/T 6682 /3 H1 S 28 FH K FRE AR 56 7 3

GB/T 20195  ZhWiakl BFEI 4

3 ARIBMENX
RSCHEA T BB FIARTER E o
4 JRIE

T} I BE RS FH QS PR, IR 5 RS BB T A ik, e ROBU B i -2 A
T 25 B M A I G E , AMPRE E &

5 AR

BRAESIERUE, AU 2 Al .
5.1 7/K: GB/T 6682, —%.
5.2 W5 titkaf,
5.3 FHIfiE,
5.4 ZJEHW (10%) : EE10mL 48, hi7KZ 100 mL.
5.5 CJEHEWMAMIE Skt EEUE Dk 200 mL, I 10% 5% 50 mL, 5], Fik, B EEER.
5.6 BERE:ZZMI (pH7.0) « HREL=IUKEGHEREA M 5.7 g, KB S8 3.4 g, IUKIBEMIFES
%1000 mL-
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5.7 bR (250 pg/mL) « FREUALIE FRRES XTI AL (CAS 5 14639-25-9, & HE = 98.0%) 4
25mg CKEHIA 0.0l mg) , B 100 mL F&EMF, MM (5.2) @R, HaEeR, #E. 2°C-8C
TRA7, AR 6 MH .

5.8 FrAEFIANAM (25 pg/mL) « HEFHEBRHEM W (5.7) 10 mL T 100 mL A&, HKEZR,
Al (RAHED .

5.9 FRERFIE: HERREBRAE TR (5.8) &R, FHKE BRI EER, WES .
0.05 pg/mL. 0.1 ug/mL. 0.5 pg/mL. 1.0 pg/mL. 2.0 ug/mL. 5.0 ng/mL. Cllf FHTC )

5.10 [AAHZHCH:: RGP E 7L #HAHEMAX), 500 mg/6 mL.

511 WALIERE: 0.45 um, KR

o

/&

RO A 58 A s U 2% B AR B A A 25
St RSP J&E 0.01 mg. 0.1 mg 1 1 mg.

BOHL: FEAMIET 8 000 r/min.

ZIRA o

T T RS

HEIRIRA 35 o

oo oo oo
S OO AN WN -

7 ¥

FGB/T 201958 & FE M, By g o4 353 00,425 mmALR I 0%, 78405, SEANEE LY,
%H

8 I LB,

8.1 fZH

PATIRES 2 1. ARERFC A 1ARIZ) 5 g, IRGETARE. FERANERIZ) 3-5 ¢ OFIIE 1 mg) , BN
BRI 1 g OREHEZE 0.1 mg) , BHEMIMEL 50 mL B0 d, Il (5.2) 25.00mL, #Ri%. ek
A G AR AN 50°C) 20 min, 8 000 r/min 2.0 10 min, B EiEWR, BB 0E . REH 25 (5.2)
25.00 mL EE 1K, HIF 2 RERBUHE, TRAT.

8.2 K#a. &k

8.2.1 FZMFFURE & AR

R EGEER (8. 1) SmL-50 mL, F 50C FHEAWZEILLT, 15.00mL LIEHE®R (5.4) , &
FE B e A, 8 000 r/min B0 5 min, B _EIEWRA 0.45 pm WFLIERE (5.11) i€, NRFEE .

8.2.2 ELAMARL. KIM4ERR R4 FER
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FEEBIGEIE (8. 1) SmL-50 mL, + 50°C FHASWKEILZT, M 5.00mL LIEHE®R (5.4) ,
I e AR, N RSEB AR IE Sk (5.5) 3mL, i€ 10s, 8000 r/min B.0» 3 min, BT 2
7 1.00 mL, Jin3.00 mL 7K, VB%1, NRFEER A BUEAHZERGE (5.10) KK S mL HEE (5.3) fil'5
mL KTk sE, BURKFEAR A 23t HME (5.2) 8mL Willi, WERMM, T 50C FHAARE
I, 12.00 mL RS (5.4) AR IEEE AR, F 0.45 um FUSLIEMREE (5.11) €, AFEE

8.3 EBESELRY

iR CishE, K250 mm, W/24.6 mm, FifE5 um, siMEREASE
FEIR: 30 °C;

K K. 264 nm;

Vg : 0.8 mL/min;

BEFEE: 50 pL;

WEH: A: 4 (5.2) 5 B: BERRERZRME (5.6) , BEEVEMFET WKL,

®1 BERRIER

I [ /min TS A, % FNH B, %
0 7 93
15 7 93
16 30 70
21 30 70
22 7 93
30 7 93

8.4 ME

8.4.1 FrERFARAIRFER BN E

TEAL B IPRAEAE T, 2 BIBUARUE RANAW (5.9) FHAFEAW ( 8.2.18(8.2.2) FAHLIE . nitng H
PR o HE T VR ) YRR 2 1 T DL B S AL
8.4.2 EM

CLOR B IS TR)GE 1, R VR0 L I FH TR % R B IS TR 825 A 2R S L R BEAR ) PP e R R % 114
PREA I B]— 2, HARXS W 22 NAE£2.5% Z A

8.4.3 EE

AR e F RS (IR BE A A b, i e T AR (il B SANARAR, il brift h 2R, JHAH ¢ R BN A
K T°0.99, RV L e HH R B 1R IR B I AE Aot T 4R (W 2R PR VE R P o il i YE R, ROV &
G (5.4) WkEs, EHTIE. B R e T, SRR R I R R IR bR R VAR B A
ZEA L 30%.

9 NI HHEALIE
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BURER I E RS 1) B LR R B, BUEHBZWR T (mgkg) For. 2 rkaEZ (1D
TR R (2) B

xnxV,x1000

w=P o (0
o
p—— MFRAE MR AT BRI it e F RS 1 R IR B, A N e B2 (pg/mL )
n H AR URE I S R B 40
Vi—EE TN ISR AR, B =2 (mL)
m—RAFEE, BN (g) .

y oo AxCoxnxy, x1000 (2)

A, x mx1000
A —— TRV L E PR B £ i U T A 5
As—FRHEVE IR P L E FY R 1) U TR A
Cs—— PR IEBE HIRES H BT BIR S, AN R2ETT (pg/ml)
n AL HT IR ) SR L
Vi— LRI SIS AR, BAAZETE (mL)
m——ARETTE, AN () .
I 5E 55 R CLPAT I E AR IR R, 85 RAR B 3 AL Rk

10 HHEE

FERZVESFAT T, PIOCMSII 2 45 R 5 AP E 40 Z AR T ZEARFEIERI10%.




Mt & A
(EREMIR)

AN R R S A R R AR B T [

Al MENEERERIEFRE R RRIEEIER A A1,

0.010¢
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ARAATIARE CRRRILIEREIRAVNE SIURERIEE)

Fmfil i CAFHER AR

1 FEREE R RESKIR
1.1 FRERIEE =

FEREBEFRHT, e FREME VAN =MEENEFRR T CEAR) 2N, &R
Inxs A KR B AR BIRRAE A, AR A58 2625 5 “URRHA N7 A I RE ”
ARV CHbne FIRES . RS ) ERC & PRI B AR & FUR AP IR & (LA Cr 1) 3 0~0.2
mg/kg, HemMREN 0.2 mg/ke AT MENE FERES 1.6 mg/ke) A H0E, EMEHR N
0.2-2mg/kg FI=MERREGH . SUHH, HETERHRLAEBUR SR 7 E e F IR
Y3y 40mg/kg, WRATKIZIN 15mg/kg. =MAE AR REIIN, X & &/ =4 — @ M, TRy,
AN RS FRIR IR T 0.6 mmol MERE HERES, XFAHALAN DNA F=AE 8 HEAEH . GB 13078-2017 1#
BB A bR, GRS S s ) e PR 5~20mg/kg. ARG HEnE FERES (NY/T
916-2004) BT 2004 SEMUAG L, (HZEATCrakL itk g B R BTN E Ji5 . BRI 2 Rk etk g
PR R B DN T8 77 ¥R 0 LRI 7™ il B 8 7 it ot 8 2 4 M I PR AR PR
1.2 {EEXKIE

AFRAE NI EATF5 RIE TR R € 2015 ) 29 5 (LRI T IE 2015 AELNAT bR HER] &
AUEIT S0 H B 4@ ) , TH%S: 2015-25, H#LA 25tk g &4, Hujo&s
JSR A I T T A v R B BRI A, SIS A At % TR A A 1 ) A R U
2. EET R
2.1 RRALFRERCE /A

2015 4F 11 HiHRUESS RS, ORI H MRS, RO ARHERR RN, [FIE XAr it
BTAERT o T, WS BRSNS, HilE AR, EEARSEES T, HERE L

R1 HEFEEEARNESST

N Bk E%4T

FEES 1L R BRI BUHEFFN, 3T R iHE
REH =AU RETHEDTTT . FE Rl

AT EERIT JHESCHRAHT,  ATARER TR T

e 5t BB IO RF T




T R DI N e )

O e 2 & T T SCA AN i ) 158 B 57 35
BRE = DI N Al )
R bR 2 4 BR i FRAEAESR 5 S BRI AR

2.2, wESRTITIE
PRUERCE NN ARYE 2 1, R AR, &, UWEEE NN TR, RbRdE, T

AR, B & PR INKST S TH AR AE R & TR R AT T A e . AT AR UE A VE E
TSR -

2016 4F 1—3 A, MGEREP M, dig e r= i, SRR S AT SRk PR .

2016 4F 4 %2 2018 4F 12 H, HIUHKREARN GOS8 7 E AT T R0 KR A 18, 9
5T bR B S A A 2 1) 1 B

2019 4 2 F, 10 B AR DG L SO HARHEAE SR S MRS AR B U0 B, Ri% “AESRAEILRG ™ ) 5
fir (B0 H36 iy, WH| “AERZBNA” 5, BIRESRA (50 18 4, WWH] “4ERZN
RS 5] B A B A LI (50 B 18 4, BT I BRIEAAL (5 18 #y. $RHEIY
ARSI 5 66. 7%, FBHIFBERL S 22. 2%, MEHIFRALE 11, 1%.

2019 F 4 AZE 20194 5 H, WEFKEMMATICLE, RN 73 %, R 57 %, FRHM
16 %o AR L SR WA AR e B SRR AT E— B AE1T .

2021 4F 4 H 15 H, ZAE4 E bk} TR B R ZR SR RHS I 77 2br AL TAEH A LT bk
HETH 21

2021 45 H—7 H, MIEIEHEEFREN, BETHIEMS, FPRHALEIE.
3 FRERE RN

fRHE GB/T 1.1—2020 (hrdedl TAEZM 28 1 655 Ardbfl SRR Ss M A BRI R E
ALHIAN GB/T 20001.4—2015 (hrifEg SHUN 58 4 #5278 IR, 456 WRE .
T A B S B0 B xS bR e TS BB PR HAT BT R S
4 TEFRASTHEKIES IR
4.1 FIF0E R
4.2.1 3 AHEmRFKIR

FRECE R, MSRCETRL RS TR, R S TR A R RE T T S R Al AR
4.2.2 3 RIREYIR

MENE RS SKUR: SIGMA; #t5: 010M1519 4ifE: 100%.

2




MERE RS s SRUE: TCL: flb'5: Q85QG-JH, 4ifZ: 96%.
4.2.3 38R

L= 415 030M0021, SRi: B IEAL ARG RA F] s 2 (g4l k5 332641000,
KU ZKEBERA AT TOKBER _EH 5. 20180808, KiF: i IEA
AR AT
4.2 /ML E

Waters2695 = SR AH LA, Agilent1260 =BG AHELIE{X;  Shimadzu UV-2550 25053
JeEEt; Sigma 3-K18 A% B .00fl; Organomation &M {; METTLER H,¥K°F; KQ-500E #87=
BEERR.
4.3 EREEIEAZHMEL
4.3.1 MK A%

KL R B S i, Y PR REERIT 10% 2 IRV U i it e Ry 20 pg/mL VAR, 640
A 566 THAE 200nm-400nm Kb, 45 5 58RIk i FE R B R I VA VRORIILE e FHY IR B 20 IR Vs
£ 264nm Kb 3 BRI, TR LD E R K 264nm . S ERHAR N mknE FORR R (NY/T
916-2004) FrEAIRTIEAC—5. WA 1-2.

aaaaaa

No. PV Wavelength Abs. ik
1 ) 264.20 596
5 2 @® 205.00 2.271
oF8 /4 WK (m) Abs R T—3 Er | T
1 ¥ 265,00 0.815 2 ok AT
BI1 10% LB AR SO TE B B2 FERESMRBOERE E

4.3.2 RENERITHIE

W SRR PR, ERAIAERE B, BB T 0M BERR AT (pH=8.5) /2. H
BE/K S BRER AR ZZ P (pH=7.0) /Z IG5k RIS (R EA VRS, 45 R BORBEIR 3h il 2 5 3h
AR, BURE AR R PR S 2y B BRI, TR RS, e IRENAE D BERR SR iR [ =K
FRE . 4#15.699g, MR & 4803.4g, KEIL(PH=7.0)] : ZME=93: 7 (v/v) , % 0.8 mL/min,
STHRHEZRG T RAZ . MR B, RGN, A AR 8], 4257 25 4L
B, WA EREE LK 14-15. A% 4F:  Agilent ZDRBAX SB Cis (4.6 mmx250 mm, 5 pum) #E,




FER: 30 °C; #EFEE: 20-50 pL; E: 0.8 mL/min; MK 264 nm. FEHHI R AR Ve 5%
P2, ZREAERGI S AR, S AFR . AP a i WA R TR R b 3 B RS
P, WO s 0 E3-15.

222 A Bbh R A%

FF 1] /min

TRENH A [ 5] /%

M B [BEER #5221 (pH=7.0)/ Z. k&1 /%

0

7

93

15

7

93

16

30

70

21

30

70

22

93

30

93

154 |
' ||
125 £ |
. : ("
227 | S . P N—
Bl 3 e B R RS b e B (2.0 pg/mL)
ot -l w (
: | 1 .
i | i ¥ [
I | T : i
754 | | 154 g
K | il 40l | | i
a0 [l s 1|l A
lo JJL‘ ATV I . ] FLULIN| I O | RN,
: | of—] i R :
K 4 WSECEE (AR Bl 5 3Om-ataebmistt GRIMKE 5 mg/kg)
= I | I
o | | |
125 | | 1254 f
o ' | | o] H ‘é
751 \ ‘ ‘ ‘ ‘ 15-5 J’ | é ‘ ‘
ot | | \ | | 5 II ,I! | i ‘ .I \
[ A | LT Y S PP
A )I‘]' "“-"\J,‘.“,k-"‘ e L R ‘.‘-‘f..--vm s n U A A Y R LW
Bl 6 MEI-atiel CFERED Bl 7 ARV GRINKRE 5 mg/kg)
ol i | I w.k\l-é : 11 I
ns—g ‘ Id ‘ w::A§ ‘ | ) ‘
LI 1 | S | 1T AR
i | | | i ¥
w3 ‘ | [ NE| i
i | \ g |
?SE i‘ ‘I\’ ‘| ‘ Ir\ 75-:i ‘\ \‘,' i | |:\ |
he I 1 Wl 4 AR
D l‘ ML e aeuead MY NGNAL n_ Jj Rl 1Y ) | R o T U

Kl 8 KA R (2 R

B9 K EAAEHIAREE CGRRINREE 5 mg/kg)




i [
{ | .
ns—; |\ n.;\ui
ot \ " |
N | e .
5 (i | # & s (] I
259 ‘“\I L { i@“ﬁ ‘lfr‘»\ | 'h\“‘ | ‘ | \ -
N = Y WAAL S o o SR " ”__ll'n‘..‘ Whoa o JtuUL _ J TN
K10 k4ikl (AR B 11 kel GRINKRE 16 mg/kg)
e | P ‘
& ‘ | |s§ |
125 | { :E‘ |
7: | ( | ”r % ‘I
25 (] AT s 8
0 _‘ﬁ,-‘[-'u“l U il = i . M\ Mea i |JL’1 DRSS | e /' % L™ il N
K 12 aRE CSEFED K13 FEHUER (GBI 40 mg/kg)
Al -mu':
4 -1- \

3..
2- |

i

1
!

5|

i ||
2 n
1
L

‘U‘M K

M‘wl

\\—‘_‘—"—/___________’-—

T T T T T
L 50 60 0 80 min

0 ULWAJU\,WMM—«
v a w
Bl 14 REEA RS (93+7) Pl (90min)
4.4 WMAEHREE. FUHERNESL
4.4.1 WENE FHPRES A MRIE B 52
21

EZRIN)

i i} il k) [ E i n [ i

Bl 15 JEECARMER BELERE (90min)

(EE 25 2015 feb s e ARG Tk, XTienE AR AL AT, S5 vE )

IR PR REAT 15580 IHOE R R R AE 25 VA 71 b (R VA A e L3R 3

3 MEnE RS AR R 4
sl MEE FHRER B (gD | ANVAFN)E (mL) | WURE A 10min | FRE A 20min | HIRE A 30min
i 0.1055 90 oV R T T
50% FH BV 0.1070 90 NG I3 Vi T

Z G 0.1009 100 o i I3 Vi T

Z G 0.0247 100 oV R T /
10% 2. )i 0.1019 100 oV R B VE B VE A
10%Z. i 0.0251 100 iRy ity e

K 0.0263 100 oV R B VE B Ve
e 0.0249 100 A AN AN




& 0.0248 100

442 TERMFGEER

RIS A R, B, O &P RSERIUA T REMA, SR
PN REUEC & RIS gy WRAEL3-5 g TUREH ¢ CRE#ZE0.1 mg) , B T50 mLE.LEH,
INZ.JE25.00 mL, ¥R A SRE20 min, 8000 r/minE0r10 min, HU EiEW, BEEOET,
W CIE B IRIIR . & IR, AT, MBI BSOS R, 40-50°C &K+, N5 mL10 %
CIERW, BRI, 4 'C8000 t/ming 025 min, B FiEHIT0.45 um B HUAHIERE, L
PLlE, 255K W24,

R 4 AFRTHUNERR 54

WEEKT | WkEE, g | HINE, mgkg BE, % R, % e, %
5.0 1.0 / / 101
Yy N 5.0 4.99 93.7 83.3 /
3.0 16.64 98.8 90.5 77.6
5.0 1.60 129 89.4 89.7
YL AR
5.0 4.99 89.8 98.1 94.4
5.0 1.0 / / 80.2
YAkl 5.0 1.59 82.5 82.6 91.3
5.0 4.99 84.8 85.4 /
1.0 5.0 / / 86.3
1.0 39.81 102.1 98.0 /
IKFETRR R}
1.0 50 / / 90.9
1.0 124.15 94.9 97.0 /

ERRIER IR, IR B AR E S A ARSI, IR AE83.3% —101%[7], 3Ffi
BTV I W2 2 80% — 110% K, RILAE AT A FE T VA h e £ 4R . B A5 s e EA T S B, AR
PR AR A RO

443 AEHEELATEE R

MU A DR TTUR A TRk VR AN [ 90 B PRk e FR R, R RS2 YK, B 1) 10 min, 20 min.,
30 min, 2 HIEHEEE, HRS-7TAI A, 1-50 mg/kg™N, JRHELO minkt, FHIEEHAICE /N T60%,
W HE20 min 530 minf}, [FIRIE85.4%-94.4%, RSDTF2.9-4.3%, [BINCR., K5 R AER,
BRI, SRR A] 2420 min.

£ 5 IRIE10 minftbmE B ERES IDAR RIS (%)
FRIER | RINRE (mg/kg) 1 2 3 SER8 [N R RSD, %
b waaib s 1.6 89.1 82.2 92.1 87.8 5.8




5 83.1 84.3 78.2 81.9 3.9
i 5 52.0 61.5 477 53.7 13.1
TRk
50 65.1 53.5 60.0 59.5 9.8
£ 6 IRTE20 minfkiE FERES AR B
IR FE S SSIELg
TRl - | 2 3 RSD, %
(mg/kg) Z, %
1.6 87.6 82.2 91.3 89.7 2.1
FE Akl
5 94.8 98.2 90.1 94.4 43
i 5 88.0 88.2 82.6 86.3 3.7
TRk
50 91.1 922 89.4 90.9 1.6
27 W30 minfk B FFERAR IR ]I
ISR Rl E
Tk A - 1 2 3 RSD, %
(mg/kg) £, %
\ 1.6 86.3 85.7 84.3 85.4 12
LA R
5 89.6 84.6 89.4 87.9 3.2
‘ 5 94.5 88.4 93.0 92.0 35
TR R
50 87.2 85.8 86.1 86.3 0.9

4.4.4 FEIRBUREE R

REGARE, 3200 N7, ORGSR, 25 R TR, e H R ES 7E 1-200mg/kg s i,
FRE K EIBCRFF A EOR, R e s B2k . W3R8-10.
% 8 $REN1IR (50 mLZIEIRHE30 min) AHIE AR RS AR [ 1k 2

Ff i A4 R FE, g g, mg/kg BB a, mg/kg EILE , %
AKFRE AR 4.9628 1.51 0.98 64.9
FEBC AR 5.0378 1.49 1.18 79.2
A AR 5.0220 1.50 0.90 59.9
KA R 3.0037 4.17 4.58 110
TR 1.0276 12.18 5.76 473
F 9 R GRIE20 min) MHERE FF RS b [E1 i 2
Bt 44 B FE, g AN, mg/ke BB, mg/kg BIE %
KPR AR 5.0073 0.97 0.98 101
FEBC AR 5.0026 1.61 1.45 90.1
AL AR 5.0089 1.61 1.47 91.3
KA R 4.9968 0.97 0.98 101
TR 1.0143 9.95 9.15 82.9
KAk 3.0018 40.47 35.96 88.9
M A TRE 1.0205 239.13 229.01 95.8




£ 10 FREBER GRHE20 min) MEEE I ERER AR Bl 1 22

RAES FRE, g WINE, mg/ke M, mgke [EUgZ, % | RSD, %
1.0328 97.71 96.11 98.4
1.0028 100.63 97.75 97.1
1.0084 100.07 98.66 98.6 0.8
1.0212 98.82 95.95 97.1
1.033 97.69 94.64 96.9
1.0026 50.43 45.97 91.2
1.0116 49.98 44.85 89.7
1.0207 49.53 43.43 87.7 2.9
1.0015 50.48 4725 93.6
1.0086 50.13 43.84 87.4
1.0134 59.87 48.62 81.2
1.0096 60.10 51.63 85.9
SETIRE 1.0100 60.07 47.93 79.8 3.1
1.015 59.78 47.66 79.7
1.0123 59.93 48.75 81.3
1.0109 80.02 62.32 77.9
1.0154 79.67 63.19 79.3
1.0109 80.02 62.36 77.9 1.3
1.0089 80.18 61.78 77.0
1.0125 79.90 61.33 76.8
1.0172 238.87 22213 93.0
1.0151 239.36 209.19 87.4
1.0066 24138 220.24 91.2 23
1.0038 242.06 219.26 90.6
1.0199 238.24 218.19 91.6
2.9933 40.59 34.54 85.1
3.0061 40.41 32.81 81.2
3.009 40.37 33.50 83.0 23
R4k 3.0001 40.49 32.64 80.6
3.0077 40.39 33.90 83.9

445 RE—FAVWKAEERER

5 5 W I R B AR VAR (24. 072 pg/mL) 5.00 mL, T 100 mLEEM T, 2HET
40°C, 50°C, 60°C/K¥EIMM3h, HHE=R, HKER (1.204 pg/mL) . £5 R E/R40°C, 50°CK
WINFSh G ARBEAME, 60°CAMINFASh, FUEMAR N FE25. 2%, PRI Z R KR iR B i e 50 C. W
11,

11 M R R U I VR AN () IR B PP R M 5

HIR (20°C)
64.392

40°C
65.108

50°C
65.367

60°C
48.203

WE
IETH A mAU*S




45 SETURREIEMIRE. B 5%

MREUCE R R A T0RE 1 g, BT 50 mL 2.0 T, IIZHE 25.00 mL, € 20 min, 8000 r/min
B0 10 min, B EIEW, EEOET, REH K 25.00 mL EER 1 XK. &59F 2 RARHOK,
IRE), REBI LERGE R, SOCEMKT, I 5.00 mL10 %Z A5, @75, i, 8000
r/min 20> 5 min, B EIEWGT 0.45 pm A HUAHZERL,  EALIE .

4.6 AR IRAPEIFIBRIA FERMERIZEL. B U5 AR

ETEAER WATRFUE AN R R T, IRAEARHEAE SR 3 W % I UL, FER
SRS R g iR
4.6.1 TEIEHZERIERE R

FREVEEC AR, KPR & RVRIRAERL 5 g, IRINHE N 0.5mg/kg, MG 25 mL, $2HL2 K,
HIREGR, RS . KBEBEI EBRGER, SOCHEMILT, M 5.00 mL10 %Z &%, . ik
WAL VAR, FH 10% CNE BT IE C ¢ 3mL ZHUREE 10s, 8000 r/min £5.0r 5 min. B FIH]
1.0mL, f13.0mL /K, &, HAEHE.

S P 5 AL I I REBURE (Cis 1 4k/ME 500 mg / 6 mL. HLB i 4k/ME 60 mg /3 mL.
MAX #4b/ME 500 mg/ 6 mL 1 MCX #§+b/ME 150 mg /6 mL) , F 5% EE 6mL. 10% H1 %
6mL %, SmL HEZSHEML, S0°CEMRT, 2.0mL10%ZMER R, AL,

e 25 R PR : MAX 500 mg/ 6mL [F]AH 2 HUREAE % 2R 0 & 1) ek o i) R O 65.4~81.1% ] ;
FAth A [ AR B IR RIS TE 6.8~41.8% 2 18] [RIGIE A A% 500 mg /6 mL 1) MAX N
AN

4.6.2 BEINEZERUAITIRATE T (WATERS MAX 500 mg /6 mL)

IR, 7K SmL 73 AL 7, WP Al i i2ae FH AR 5 i

@© FH 5%FEE 3 mL. 10%F 8 3 mL #k, 6 mL FEEEM, S0CHEKT, 2.0 mL10%Z M
0. TR ENLERE, AR — Dt R A A A e RS, IR 80.7%.

@ K3mL, 5%H 8 3 mL #E, 6mL FEFHEH, S0CEMT, 2.0 mL10%ZEEE. K.
5% F R R BE T HH VR AL, WUA MR 8 B ke FR RS, A1 93.2%.

® ZFRZME 5 mL ke, 6 mL FEESEE, SOCHEMT, 2.0 mLI0%ZIER . L8R LB
Vet i (BT 10% CHEEHE) EL, ARATIH e RS, [ 94.0%.

@ W W5 5 mL ks, A 8mL ZHEYERL, SOCEMT, 2.0 mL10% LG . LKL
W I CRIRTH 10% BRI AL, 255 EER 98.0%. MRS ITAI, et i b 445
GiEDOE Rk

® 2%Z KW 5 mL Wk, 2% HF R HEE 5 mL P, SOCEMKT, 2.0 mL10%ZIEE .
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2% Z K BRI HE AR R H e TR S, [RIUC3E 92.2%, (H H ARIGIA 1A Jeie T41t .

©® HHWER SR, 8 mL ZJEYeM, S0°CEMK T, 2.0 mL10% Z 5 E % . [ 98.3%.

W _ERFFRLR, UE OO Aitks i 7%
4.63 BUHEERMER

%7 @OF@ X} waters MAX 500 mg/6mL LA welch MAX 500 mg /6mL 4L HE 4725
%, GEREIR, MA@ welch MAX 500 mg/6mL H () 2R 2B R35e3t HH VORS00 HH n v
HERES, [RICR 75%. HiEOTE waters MAX 500 mg/ 6mL Ll welch MAX 500 mg/6mL ]
[y 98.6%- 97.0%, G H P ARACI H L e Y BR B, LIRS 16-18. TRIMLIHR PR B 75 1%
GRS OB

0.020

0.018]
0.016]
0014
0.012] |
o ooro] |
0.0087 &
0 o0e]
0.004]

] | 4 =
0.002— !
s . /
AN / ™~

0000 — S

T T T T T T T T T T T T T
oba | 2.b0 400 5.bo =bo  10loo | 1206 1400 | 1606 1200 | 2000 2200 | 2400 2600  =2e.00
sy

K 16 RFER OB AE T B AL S DR R 78R GRINEN 16mg/kg) ]

0.0

0018]
0016
00143
00123
_ oot
0.008-]
- 1 .
= / |
= I .-/ st Fim, III /Al
0.002 |1 { i |
— A N ~

T T T T T T T T T T T T T
0.00 2.00 4.00 6.00 2.00 10,00 1200 14.00 16.00 1800 20.00 22.00 2400 26.00 28.00

K17 SmL ZMEWEm (35 1% EVIESEpERAN R GRINEN 16mg/kg)]

—
o]
-
o]

0010

A

©0.oos

E il
0.0067 A
0.004]
o]

0.000]

T T T T T T T T T T T T T
o.bo zbo .00 .00 =.bo 10loo T 1200 1aloo | ieloo | 18loo  20loo T Z2oo T 24’00 2eloo | zsloo
o

Bl 18 8mL ZMEUEMim (582 O ENLEIEEIR RN R RIMES 1emg/ke)]
4.6.4 BLERL REERL BRI FERHUE R, B %
PEHL: FREUELA KL WATRL REbb R RL3-5 g, INZE25 mL, JWESEEL20 min, 8000 r/min
B05 min, HUEIER. BREE SRR, SIFRBOR, |, MEBIR EEREE, S0CH
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WL+, I15.00 mL10 % LHEHE R, A . HEAVAE M, H10% CHE AT #) IE 2 e 3mLACHL
PRFE10s, 8000 r/minEy .05 min. HUFIHM 1.0 mL, BN3.0 mL/K, &, A&

Hib: A MAX @b/, FHEE . KARUOEML, B RO RE, 8 mL Z B,
B, MRV, T SOC/AKBEWILT, Il 2.00 mL10 %ZBE%E W, @5, WiefEam. &
JERELESS,  EAL.

4.7 FEMHIRFIEERE 2
4.7.1 (BRREE

A E (i 46 F,  7E Waters2695 1 Agilent 12605 0B (A AX CERAMEIN %) HEAT T bk
TR BE SR, g5 L ORI e FF R AR AN 0.05pg/mLI (R4 F-0.1mg/kg) , {EMELL N
26-54; MEIE FH RS AR VAW N0.025ng/mLES (AH24T-0.05mg/kg) , 15MEEEA13-33; MEiE H IR
B FRUEVEONO0.01ug/mLf (R 24 F-0.02mg/kg) » {5MEEEN5-9; WLIK19-24,

mAllq o | | mAJ] ‘ | |
; | | |
034 ® ‘ | 034 | |
024 ( ‘”“ \ ‘\‘ 024 J ‘7‘ “ \\
= “\J,«»_wmf\.#\ﬁ_m“___, __JJ‘F_NWR \‘ ‘\\ I “k (R e “ &
014 \\./“ N 014 ¥
2 ‘ T T T T - T u ‘ T T T T T
5 10 15 A 5 | 0 5 i) 15 pi) 25
K19 Agilret 1260 (0.05pg/mL) S/N=26.1 K20 Agilret 1260 (0.025pg/mL) S/N=13.6
|
AL ‘ } “ 0.0008
I ‘ “ 0.0006+
03 a \‘
02 | z “ | e | ‘ ;
o1 hv\" N “J "‘\ E \‘ “‘. 000024 | ‘ ;:i
o I NI J
a1 ‘ \ X ] | ‘ e w ‘
B I B p % 5 b W o el
K21 Agilret 1260 (0.01pg/mL,S/N=5.1) 22 Waters 2695 (0.05ug/mL,S/N=53.7)
o003 i:z 0.0003 v"
- ‘ ‘ . | .
‘ = | v‘ ‘ s
I 1§ “‘ Iy \‘ \\ é
wm»uw\\ ‘| S e e N oo | e A
b “‘/‘V : nnnnn “ .,
23 Waters 2695  (0.025ug/mL,S/N=33.7) B 24 Waters 2695 (0.010ug/mL, S/N=9.4)

4.7.2 FEKRERER

W 5E (il 5 0E, SR RIBUE BRI Agilent 1260 1A 3EATHG IR %52, RO TARE . K48
Bh O RV SRR BB R T AT AR BE AR i, 45 RAERCATRL . WRAERI AR RLAh 78 KL
ISR E N 0.05 mg/kg B, (S8t (S/N) N 3.1-6.3, P 4.5; 1EEATURRFARRINIKE AN 0.1
mg/kg If, fEMELL (S/ND N 3.9-43, Py 4.1. KBUERAFEE . s RIAUE BN 78BS
H PRy 0.05 mg/kg, ARINFFITREHR H Ry 0.1 mg/kg. 53R W3 12 A1 25-28.
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# 12 Agilent 1260 {5y 808U €0 UK Hi BR 2% 22l & 45 R

. . S/N 34 SN
RFE AR FEEE, g | INIIE, mgke 1 5 ;
1.00 0.1 3.9 4.3 4.0 4.1
W2 A TR E
1.00 0.2 5.8 4.8 6.9 5.8
YA R 5.00 0.05 42 3.9 3.6 3.9
FE 4R R 5.00 0.05 6.3 4.7 5.0 53
FERLRN TR 5.00 0.05 3.1 4.5 4.6 42
. CAD1A, Sig=264,4 Ref=off [0z 5 Y WERE % K6 2021-05-28 10-32-03\093-0401-006D) DAD1A, Sig=264 4 Ref=off (ntww Vi e 2021-05-27 08-54-5110nlineEdfed-008.0)
ali ‘ | | \ ‘n\ | P o [, [
N S BRI A
\ £ L 4 RV
b u‘ U ‘I'” | j‘-: ‘ \Vﬁ‘ ! \\‘ " “ ‘H‘ ‘ : \} \fv“ |
054 V ’ ~ \\/ \ 05 H‘ ‘ M ‘ E M \
N \ \ \ W \\J A : | = WL AP A
\_,,\/\,/\ / 2 sz
054 ' 054
i I ) k 3 P 4 I p 5 z z
K25 HMEESTEE (RN 0.1 mgke,S/N=4.3) Bl 26 REEHANERE GRRINE 0.05 mg/ke,S/N=4.5)
TADTA, Sig=264 4 Ref=off (.0 TR ALy 2021-05-27 09-54-5T0rlineEdited-015.) DADTA, Sig=264 § Refoff (W R TIRLFHi 2027-05-27 03-54-5T\OnfineEcied-078.0)
il | \ 3 [ ‘\ ol ] | I § ‘ \
] N \ | H \
4[] S R (S
13 M | “ % | U\a\\ ‘\‘ 14 ‘ | ‘\ ¥ ‘j R ) ‘\‘
oL i f Vo I T O : | AV
I : | \ oo, U] : | \
L blind T N swage s ) c————;\‘ Lot MmN )
059 4
I I 0 5 b % mi i 5 I & o % i
K27 AR GARINE 0.05 mg/ke,S/N=3.9) K28 W4kl (0.05 mg/kg,S/N=4.7)

4.7.3 FEEEREE

A E S AT, FERCE TR, WRATEL. KRN FREAN TR 2 AT AN [R1AR BE b [e] g 2%
WIS, S5 RAERCS TR, IRADELRTRE B 78 B A IR BE 0.1 mg/kg B, AgilentAU#R{5MELL
(SIND H4-18, FJ12.4; WatersfUBefEHELL (S/N) H5-26, “F3412.3. A& HURE RN
e F R 0.5 mg/kgl, Agilent{U#R{EMEEL (S/ND SN7-11, F9.1; Waters{X#5{5HELL (S/N)
N12-14, P12, S5R WEK13-15F1K29-33. FbbriE 77 B @ B & 1Rk, kgL AR LR
FERHE E R IR N0, | mg/ke, FHEEIN0.5 me/kg, HUE M E IR SRS ARINE . RLEA
5826255 HHLE ML A RN INHEZE R (LAIERE FHERES 1T N0~ 1.6 mg/kgllh A — & 175 A

13 Agilent 126075 A (3 E 2R 5 5245

AR RS FEE, g IR, mgkeEME, mgke FIUE, % S/N
KB 5.00 / / / /
RS R 1 5.00 0.10 0.090 90.0 4.0
2 5.00 0.10 0.087 87.0 55
3 5.00 0.10 0.094 94.0 73

12




KB 5.00 / /
K7L A 1 5.00 0.10 0.099 99.0 16.4
¥ 2 5.00 0.10 0.100 100 17.7
3 5.00 0.10 0.098 98.0 15.7
KB 5.00 / / / /
R G R 1 5.00 0.10 0.063 63.0 9.7
2 5.00 0.10 0.076 76.0 16.1
3 5.00 0.10 0.079 79.0 17.1
KB 5.00 /
1 5.00 0.10 0.099 99.0 162
Fkbrh R
2 5.00 0.10 0.096 96.0 17.1
3 5.00 0.10 0.099 99.0 15.8
KB 1.00 / / /
1 1.00 0.5 0.370 74.0 9.2
2 A TR
2 1.00 0.5 0.355 71.0 7.3
3 1.00 0.5 0.379 75.8 10.9
#14  Waters 26957 FUBAH (A0 & 45 R
win WisE
EV A WS P, B e SN
2, mg/kg {8, mg/kg
KB 5.00 / / / /
1 5.00 0.10 0.091 91.0 11.0
FEBC AR 2 5.00 0.10 0.085 85.0 16.3
3 5.00 0.10 0.093 93.0 26.4
KB 5.00 / / / /
—— 1 5.00 0.10 0.097 97.0 145
2 5.00 0.10 0.099 99.0 133
3 5.00 0.10 0.094 94.0 12.9
KB 5.00 / / / /
REW AR 1 5.00 0.10 0.064 64.0 4.8
2 5.00 0.10 0.064 64.0 5.8
3 5.00 0.10 0.069 69.0 7.2
KB 5.00 / / / /
1 5.00 0.10 0.099 99.0 6.8
bR 2 5.00 0.10 0.095 95.0 13.5
3 5.00 0.10 0.102 102 14.8
KB 1.00 / / /
2 A TR 1 1.00 0.5 0.379 75.8 11.7
2 1.00 0.5 0.405 81.0 114

13




1.00

0.5 0.392

78.4

12.8

15 AR TR rh ot e FH R S e R [l Wi ik

5 (HtlAl, n=3)

TN L SEH R/ A RSDY% X
ZUESH ) pr— e " Ht1i RSD%
mg/kg —X e/ =W
AR 0.1 90.1/3.9 89.4/4.9 86.5/10.4 22
K7 Re AR 0.1 98.5/0.9 96.5/2.4 74.6/4.2 14.8
TR 0.1 72.7/11.4 65.6/3.8 84.6/4.1 12.9
kLN R} 0.1 97.5/1.7 98.1/3.6 100.1/2.1 1.4
g &Rk 0.5 73.3/3.3 78.2/3.3 79.9/2.7 4.4
B . e
£ | . i
I \ | : | | ‘ \‘ ) \
40 1] Pl a S
) 10 T A A Y P S
057 I ] | | 075 i g
0254 “ W \/ UO \‘w " R ____/\-/ \ 05 ;‘N ‘ ““ ‘\ H ‘M‘ e “ \
I e f’“ WA UUMPI~ N \v
v ! 5 % B : : i i 5 5
K29 AR (RINE 0.lmgkg S/N=7.3) K30 KEEEWR (RIIE 0.1mgke S/N=16.4)
mAl ] ‘ 'H ‘ 1
“ || - m
] ‘\“ \‘ \| ; \ | A I |
05 ‘IU ‘ N\ | M 3 / \ i “ }‘ \M‘ g@\{ﬁ \‘ \\
y e U\ FJ \ —r ) L Y \ oz n Wi Wi ‘\-w;ﬁ.,), __i/ﬂ \‘
.“' 10 1‘5 2‘0 2‘5 5 10 1‘5 2‘0 2‘5
Bl 31 k4Rl GRINE 0.1lmg/kg S/N=16.1) B 32 kbRl GRRINE 0.1mgkg  S/N=16.2)

AU |

e I \ A

153 ‘H l\ ‘ | ‘ “

1269 | | | g ‘ \

! V Y.l 8 |

0754 [

o “ b\\\ \ sl |

054 ! et N [

<0, b

0254

I B } 3 5
K33 E45TURE (RINE 0.1mgkg S/N=9.2)

4.8 FrERIZLER

PRAEI A VRC ] K % PR EEIE HRR AR (TCL) AriE i 2925 mg, H ZHSVE T2

(250 pg/mL) &

R ]

bRt R B BCH -
WL WE

VB 1

K52 BUPRE I 49 10.00 mL, /KRR E

14

2% 100 mL.

4100 mL

THERA B EUbR HE A 5 PRI B P TRV ROE e, KRR S 78 C R AR B b

#N: 0.05 pg/mL. 0.1 pg/mL. 0.5 pg/mL+ 1.0 ug/mL. 2.0 ug/mL. 5.0 ug/mL,




LT AU ABFR (YD) , IREE ARG ALRR (XD , BHEIHGE Y=109.34X-0.7015, tHXK 5
HR>=1, EoRMENE HERESE 0.05-5.0pg/mL I VORI N 200 R IF MR R, WK 34-35.

600 |
wn o]
* Il
= 400 ol (|
£ & H
%‘é 200 Tl ?
E 0 - | | VAW

0 2 4 6 n ‘,\ I | -\\\_”7
%Eﬁp.g /mL AT B A= ap e

Bl 34 btk & Bl 35 mtnE FERES bR AEVA T 0.5 pg/mL
49 FREREMBEEER
4.9.1 LA RGBRFBRAD TR SR ERENBEREER

Fe ikl RGERI AR R AN TR AT AR B 7 i RIS 280k 3-5 g, B S0 mL &0,
Nz g 25.00 mL, A 20 min, 8000 r/min &5.0» 10 min, B &, BEEOEH . REH O
25.00 mL HEAEHRE 1 ¥k, &9F 2 IKIREGH, RS BEBIUEIRER, T 50C FTHASRE
EF, I 10%ZfEEW 5.00 mL, B, BRAEEAE, H 10% OB E BRI IE 2k 3 mL,
IWE 10's, 8000 r/min #5.0» 3min, HUFEEW 1.00 mL, fi 3.00 mL 7K, BEIA&EHMB. KK
F 5 mL HEEAT S mL /K FAkE MAX [EAHZEEUE (Smg/émL) , B R & H A, Ha
i 8 mL Wefld, WD, T S0°C FHEARMEILT, Il 2.00 mL10% C M5, e 57,
F 0.45 um JEMRLJE

R %A Cis (4.6 mmx250 mm, 5 pm) ¥, #Eif: 30 C; ZEFER: 50 uL; #E: 0.8 mL/min;
R 264 nm. VRBNAR B REGE ML %A T K 16.

FREGARE, 4% BIR 7V 3R MLE e, Hbpy. ftlEee, SRR, WA,
WAL AR AN FERIE0.2~16 mg/kg RN, HEAN L IRIF35 Y23 470.0~105%, ik PI4tLE RSD
90.8%—10.8%, HEMEEFIRG LIRS ER . K17, MY EE I E36-1E41.

R16 WA BB A% 1

& 1] /min WA A [ ] 1% VBN B MR SR 2R (pH=7.0)/ Z.I5] /%
0 7 93
15 7 93
16 30 70
21 30 70
22 7 93
30 7 93
£ 17 AEERAIEE PR 3 MNKRIERINESCERIRIE LS R ()
ik wmkr | 1 | 2 | 3 | 4 | s | vme [RsD, %
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eyt (mg/kg) £, %
0.2 104.3 109.0 101.6 107.0 103.7 105 2.8
o 0.5 89.6 85.4 89.2 89.5 90.0 88.7 2.1
A AR
1.6 93.3 91.8 92.8 92.2 91.6 92.3 0.8
0.2 99.3 99.5 98.0 97.9 97.0 98.3 1.1
0.5 100.7 100.3 97.5 99.6 99.4 99.5 1.2
K= A )
1.6 93.3 91.8 92.8 92.2 91.6 92.3 0.8
0.2 74.3 71.4 78.8 74.5 74.0 74.6 3.6
i i 5 75.0 71.2 77.3 74.5 75.9 74.8 3.0
TR 4 A )
16 91.8 87.9 93.8 90.6 92.8 91.4 25
0.2 91.7 88.9 92.0 88.7 90.6 90.4 1.7
- \ 5 92.5 90.6 89.4 91.5 90.7 90.9 1.3
R FE R
16 97.0 90.0 92.0 93.5 92.2 92.9 2.8
18 AFEGERL e B ERES 3 AMNIRFER I EICR RIS B (LD
IR, " . REIENG i
Tkl 1R EoR | B3R | F4R 5K
mg/kg £, % RSD, %
0.2 81.9 95.1 92.3 82.7 78.4 86.1 8.4
o 0.5 80.3 87.9 90.0 80.7 80.3 83.8 5.6
A AR
1.6 94.0 91.6 92.4 87.6 83.7 89.9 4.6
0.2 81.7 95.4 94.5 88.7 88.2 89.7 6.2
P G TS D 0.5 87.3 91.0 97.0 91.9 91.1 91.7 3.8
1.6 88.7 97.6 94.3 86.5 91.6 91.7 4.8
0.2 77.5 71.4 73.6 65.4 62.0 70.0 8.9
TEIRGRA R} 5 90.5 75.9 91.1 73.2 75.6 81.3 10.8
16 92.6 87.9 88.7 82.0 83.7 87.0 4.8
0.2 84.0 83.0 89.9 89.4 81.3 85.5 4.6
RN TR 5 97.9 90.7 94.7 85.4 87.9 91.3 5.5
16 96.5 92.2 94.4 92.5 94.9 94.1 1.9
T T , U] \
M | T
| ‘Ml n ocec] | “ E “ WU | W ‘\
000~ E Y
" | A . R R
2 ome] ‘ | ¥ kJ| = | ‘\ LI A
L | | '\ NN L
0001 M "\‘L L h\l \/M‘ \ N‘A\ J)‘ \\JH /HLV j\LAN ]
BRI LM | Y | A

60 8D0 1000 1200 14m0
P

16.00

K36 w4kl (=HD

800 2000 2200 2400 2600 2800
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Bl 37 k4Rl GRINEN S mg/kg)

T T T T T
8o 1000 1200 1400 1600
St




§

it

i

000+ Rt} \
| | 1
oo 0003 -1
| !
ER ERLY | = | | s
\ (VTR
00014 ooor] | £ | \
) VIR VALY /\ / N =
00004 oooe}—) S A —
T T T T T T T T T T T T T
00 200

T = T — = T — T T T
a00 800 800 1000 1200 1400 1800 1800 2000 2200 2400 2800 28.00 o 2be “aba T ebo” wh  tbo 1200 10 100 1800 2000 200 2400 200 M
ey o

38 BiERL (D Kl 39 EAR A InEN 0.5 mg/kg)
o] 2 oo | [
nnnnn sicot] | |:\ I
WA el e .
Bl 40 RERANER (FED B 41 kR ERE GRS 5 mgkg )

492 BETER S EAEREFBEZEEER

MEEE A TRE g0 B T50 mLELEH, 14 ME25.00 mL, %5€20 min, 8000 r/min
010 min, U L&, EEOEF, FREH Z8525.00 mLES IR, A IR20E880H, TR,
F s B ETEBOE R, 50°CEWT, I15.00 mL10 %ZA5VEW, A . iR EEVE MR, 4°C8000 r/min
205 min, B IERGL0.45 um A HUHIERE, EHLIGE . 53R ER, A WREH1-200 mg/kg
IS4 B 2N 73.9%-105%, LN . HETAIRSD N0.74%-5.8%,  HENff 5 FIURS % 15 757 & B3R,

WK 19-20F11&42-43,
* 19 EEFURERLE B EREIAREWEME SR N
IR B S
(mgke) 1 2 3 4 5 %, o RSD, %
1.0 104 103 105 106 104 105 1.2
2.0 107 94.1 97.6 99.1 / 96.9 5.8
10 79.5 81.6 82.9 78.0 78.3 80.1 2.7
40 85.8 84.7 81.7 82.7 82.7 83.5 2.0
50 91.1 92.2 89.4 88.7 93.1 90.9 2.0
60 83.0 82.7 79.4 85.0 79.4 81.9 3.0
80 77.6 78.1 77.9 73.9 78.6 77.2 2.4
100 74.82 74.55 71.95 74.11 / 73.9 1.8
240 95.8 96.0 94.8 94.0 94.9 95.1 0.74
20 EETUREHE FERE SRR (%) MR GiED
IR, mg/kg FIR | B2KR | B3R | F4R | BSK | FHEIZE | RSD, %
1.0 85.0 87.2 84.6 83.2 83.2 84.6 2.0
5 77.6 85.5 89.5 84.1 81.5 83.6 5.3
40 80.8 83.7 82.6 83.2 82.8 82.6 1.3
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15087~ BOISG

42 TRk (A K143 TRk (IRIIVREE Smg/kg)

410 MXARHEREMER
ML v R AR PR AE VAR (2.440 pg/mL) FNARERI, H%0 € ils 5 4F, ENLE S BARIE,
SR NA21-22,
21 ALnE B ERER br il BN E SR 2441 1 40 TR

] 0Oh lh 2h 3h 4h 5h 6h 7h

IETH AR mAU*S 95.520 95.064 95.675 96.101 94.894 96.139 95.037 95.318

] &h 9h 10h 11h 12h 13h 14h 15h

WETT A mAU*S 94.988 95.759 94.720 95.820 95.013 95.431 95.160 94.320

] 16 h 17h 18h 19h 20h 21h 22h 23h

WETT A mAU*S 95.252 95.608 95.406 96.300 95.893 95.848 95.231 95.003

RSD 0.5%

22 KPR BN GRINAR 94 mg/kg) JECE R E M50 45 1

It} i) 0Oh lh 2h 3h 4h 5h 6h 7h

IEH AR mAU*S 81.389 80.916 80.396 79.746 79.872 79.598 79.736 79.234

It} i) &h 9h 10h 11h 12h 13h 14h 15h

IEH AR mAU*S 79.664 78.707 79.083 78.715 78.254 78.101 78.437 78.818

It} i) 16 h 17h 18h 19h 20h 21h 22h 23h

WETT A mAU*S 78.285 77.667 78.560 78.403 77.391 78.145 78.512 78.495

RSD 1.2%

R REIR, 24 hHLiE FRRES AR EHLRSDN0.5%, FEIERAE24 h LR T AR
IRSDA1.2%, 2 HIMLNE F IR AR AR AL T3 VA Al i A VRAE 24 h N R E M R 4T
4.1 MIERRRBITERERTERASHER (& 4CHKRE)
Ut i PR RS Rt i 259, TE4CUKFRAR O RIS, 20 iillse, 45 BoR WaR23, &7
HW, RSDA0.71%. MLEE RS bR & 4 C AR g6 H .
23 WhnE B ER AR AR A5 U T8O U8 5 2

H LI [A] 0 A 1 A 2 A 3 A 4 A 5H 6 H 7 H
bRk 5k
244.0 244.0 246.2 241.7 2429 242.6 242.8 240.0
FEug/mL
0.52
RSD, %
0.75
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0.69

0.64

0.60

0.71

4.12 AT RAME

AFE A NVNEAR LRSI L], BT IO, 45 R BRI AR WA

TR R AR T . WA 44-51.

(@O Agilent ZDRBAX SB Cigkt (4.6 mmx250 mm, 5 um)

= 16.178- bdpg

| |

l Ml | | /
Pt AN N S

44 K EEEER (ERD

45 KPEEA R (AINE 1.6mg/kg)

(2 Agilent Eclipse XDB Cigkf (4.6 mmx250 mm, 5 pm)

man]

~ | Y

_JNLMHL.AJ\_H_ oo __/II

o
\ : ik rq|\ "
V il i | '| ~ \l
e LA L_J—l"\._.'lln_.-.__ul_l\.,_—.—-\——j \_. -

T T T = &

Ko K Bee iRl (D

(3 Waters symmetry Cistf (4.6 mmx250 mm, 5 pm)

K47 K- ELE R (A mE1.6mg/ke)

‘. I 1
1 1 $
] Al o \ll \ 8 A
’ [\ (W ‘\ | . 1 |
;. Vo L 24 “‘ ‘ ‘ ; I l"
= ~ - R e
K 48 KB AR (A K49 K EEEE GRINE 1.6mgke)
@ Waters Bridge Cig#t (4.6 mm X250 mm, 5um)
mAl may] |i ‘ %g
; | | :
m o
. | i ‘
LI [ J‘ ‘Iml“ \ “I”‘\“lw I i f ‘
MR, L j YN | | . |

Kl 50 K- EC AR (D

Bl 51 KPP RRAE G 1.6mgke)
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4.13 mip LEmERER
T E SRR G, AU B ETE R ARIE . SR AR 24.
24 WHENE RS S BNELR (ng/ke)

B S T R4 R PR & e 453
FJ19011 FEC A R 7 1.6
FJ192010 FEC A TR 7 1.2
FJ19008 FEC A R 7 AR
FJ192013 FEC A R 7 ARG
FJ192003 WK L E AR} ¥ RATH
FJ19031 WK e AR} ¥ RATH
FJ19081 TR 7 2.7
FJ18020 R R ¥ RATH
%1 TR o AAir
FJ192160 TR ¥ RATH
FJ191125 I ZE AR FE R o AR
FJ191127 LAED SR 7 ARG
J &2 KRV 70 R 7 AR
J %3 B A TR 7 33.64
FJ19201 B A TR 7 AR
FJ19198 B A TR 7T 37.11
FJ19195 TR A TR ¥ 40.24
FJ21004 FEME & TR R o 67.7
10%4E & & HEAE i A 4
FI21156 y 20.6
ik
FJ21025 PN STl ¥ 1.02
J % 4 B EREH 26 TR G Tk 2000 1879
K S W4 FEREGTHRA AR 200 184
J %6 W B S A TR A Tk 40 37.9
KT W L BEAE G TIOR TR 40 37.3
N TRA BRI IR At
%8 =16000 16553
F RS
J %9 & L&k 1.65 1.67

4.14 ERSMERIREZ AL RIER

24 [H AR EnE HY R B E B AE XS B R

TR IR IE P R
DRe il HENE RS

A P9 2% % AT5ik
GB 5009.195-2003
NY/T 916-2004

¥

FCE Rl IRAETIRL. Rk rh R

R 0.05ug / IR 50.05 meg/kg, EEFRH0.1

mg/kg: NINFRITOR S Pk Ry
0.1 mg/kg, EE=FRM0.5 mg/ke
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PR 28 2R 1V
2.0 -100 pg/mL 0.025-2.0 pg/mL 0.05 -5 pg/mL
IINFIFR &5k 2550 mLsr 2k
FEE20 mLEE = PEEL, W9JiE20 min, 8000 r/ming.Cr10
s 50% PP i 7 Smin, 30min, 10 mL EJE | min, &IFRIUE, S0CERT, 10%
e 3000r/min 03min | KIBZET, B0 LIS EVE
mLEB A Smin, E%&. | AR $EEUSHHEE 75
g w45, 10 %R E .
M 254
. m ol ke: 264nm
FRENAH: 0.125mol/LH K. 264nm B
" s i ;m o WM : BEREZEM (pHT.0) +2
IR iR+ 2 TRENAH:  H -+
o " " J5=97+3
=425+75 =30+70 EaE o
Ve : 18
gk o g C,
y Tofs FEE e Bt o
—~BONDAPAK"C,,
5. SIITEREZEHABEIEFRERN X R

AHRAES TTARME, AEARNARN G, ASbRHELE e EAR HE R AT
I FF R B F) M I 7K
6 EADINE L IEZ T KR
TEHE Ky
7 {EREFRERNER
AARAEN T TTIERRHE, FEAW SE RER L2 R NAE RN B 77 2 4
B EOREEAT SRR 1R M 7 A vHE B 1k 2 SRR I\ THEOR 22— F AR AR e, %
T PEAR HE B AT ST o
8\ RWMRERER AN
FORZA A (AT B bR e BTSN, & SRR AT PO LA A St A
~ AGL I8 SRR R AN Q3 %% A IR B AR, XA AR A AR AR OGN B BEAT
PRAEE BT
9. BRIEITHE KR ERTEN

DA fr 3 L e ot

2% Vi

To
10 HoAt N 358 B ) =5 3
To
LA B2 R 2P 202147 1
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