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1 EFKIR

RIVRHILT2019F 11 AT (ARFLEEZHNNE &
oA k) BT T (2019-A4F-10) , BiTAEFZEG#EH
AR R b E R W E R R R R R SR AR B R
R E, BAER A . DI AEEMATE REAF. TR
WA B EFAAFRAE . T AR T ARG NEAFRAE, &
w2 E M TV ARENEAZ RS (SAC/TCT6) #EFTH,

2 tRERRIT B =R

ZE&EF (apramycin) X EMEHWE R, & —MALET LR
# % (aminoglycosides, AGs), £ Z &4 N R L H & % (B F, 2016),
EH—MERARER, REERHARE L, fIERELEEZATK
e . DITERAE A X RRESIRNIMERET. X EEF TR
AR ks, MERREESNAAELE, REFGPHK
HEK, BERRAYESEAKAER, NTIFEFE&H, BEHSE
RE,FEEZMRKH 2B EFEHSERARAMSE(EHH,2016),

(EB2hd) PHE, RBRLLEZTRANE R EN 80~100
mgkg (LLZEERIT) . REPER VK HE 194 5 a4&, A 2020
£7 A1 B, AR A PSR & A R &K K AR e A
(FHRBRI) NF AR, RE (AR FPLEERZNNE SRR

1



HEidE) MET AT LREERNNE &, ERHBRAE RS
B4 3 mg/kg F1 10 mg/kg. B, EFHWER L REZ L2 ERTY
BT, BARE S BB €18 & A R ULE N SR AT L 2 B R
MEEFE, FEE M IGEE SR G- 585 RS #IET %,

2.1 REEZNMREHAREE

MR ZEEFE T34 CaHaNsO1-HSOs, 2~ F & 4 637.65,

EMANE L REQLANIE 194504, ZEEEZTEER

8 R R AE R
Hy
n HH
[ Ao O
0 -
. ‘. HO OH
HyNie 10" O AT Ky,
HO OH

HQ
o=}
0

1 MERRELEEZR (Apramycin sulfate)

22 ZEZBEZWKRNGE
2.2.1 MEHc ety (ELISA)

ELISA - HEl & A H Rl & M AR AT 28— &
HEFRNF %, FEXAFS ELISA X, B HERFAR G4
M52 % 4% 6 @R EBEEE LWIUR ISR, AR Em (7] 4
AT R 6D ERBIAGEREANSFNGHTEME I EE,

BEE (2014) B 72 EE F WAL ELISA 7%, Hi&

2



REER 0.5 pg/l, NEW. GA B HIRA 3 pgke, *4F 778 &
R4 3 ug/L, XA, GAFEIfe HIR 4 10 pg/kg. Burkin % (2013)
F R % & & 2y 0 ELISA A& 77 2%, M4 M FR % 0.015 ng/mL .
ELISA ZUHE R AR, REEE. FREBREMR L ZLAT AGs
RERFERN, B s b EAREN. EEARE. ZRIALERKL
Joz o 38 SRR B R &b [R] B A I — b Bk D B LA 2 A R

2.2.2 mRRU (A

BEBHF R ARHNFERAL T LBE S TR AR
W, BUAEMES EREA, EdTHRZTLANER, H A
Mo M B BRI B RN, FAEKZHEITEMNE, F
HATARM .

HEF 201D THFAKRARNEREN, FK-FETE,
BRI R LRI BNFIE S ORAEETANAS, NER
LTEZWRNRA 100 pg/L. & ERKILH 1025 54 F % F OPA 4+
EME—BRBMEEEERNF T ZEEL. EL. FAHEZ
KABEWNAYE. RAECEENLARAERE, REET. E4
WaF, BEERE, MAT5TE G . &5 &k 8 B ot i &
HE, REES, LAKR, 2 EMEURRE; ERZERPH
K, MEAEER KT,

il

E



2.2.3 WAHETE- & B i %

FE VR AR 6.3 - B R UG W & AP A U A P, BB U B T R UE A
wEEETHMERNE, B NARA 2. AT UG R E
ETRESBHYRETEE, HLAARGHNRGEM R TN LT,
Tz R eEfPMREERANEEBTFAREZERERE X
UM ERRW, FikmE TR R R BN T &,

XEFLL% (2015) L T4+ TH AGs (BEZE. NAHE % .
KAEZ., FHEF. THRFNEZ. RLEF. ANER) WHEN
Fik, BMRBETREEWRER, ERETAESEL, XA FREER
TR RANAB AT B vE L, B S KM WA X #HATIE, 4 20,
50. 200 pg/kg AAmACFET, FHEUE X 80%~117.5%, & NFR A
10 pg/kg, = EMRA 20 pg/kg. HAEF (2016) HL T 47 8 F#
AGs Wil 77 %, RFEZH 5% =A L BRIER, £ Plexa EAHZ BAL
#—FEh, BEEESE, RASZ RN ENES FTEX#TIMR
Eo, NEREEZNRMRA 5 pgkeg, TERA 10 pgke.

AT B RN B R AT, TREARELRS, FitdTHERITL
BRIRFMEE2BEWNRSHFEATEENE FRA, &g
ARG R — BB WIT S, NTHEAFE NS5 F SR RE,
AR B AR R (FkoT, 2016)

23 REBREMATESA

WAEANTERTLZEERTNRNEREE, TECHFRMN

4



AT AT R RN & B 89 & AR EE P AR BRIk EACE
TR, W ACHT E B TR B AT AR B, TR IR AR R R R e R
MIEABENERRER. B EA/ T 2L ERZANAERANRE

IRFEEARGRBAEERBAM TR, MAENTREEL N
- W 2 B (Liquid-Liquid Extraction, LLE) #1 & 48 2 B (Soild Phase
Extraction, SPE) .

W-BEBRBKAEEBLAERRRENF A SETHEBE (K
A RVE ) B9, AR E A o1 5 o e T B VA R T A B AT 34
B BEm. X, LROBEMRER A A ILERA.
Chiaochan % (2010) XA T LLE 894 .77 i, 403 i 224 py = 24
FREAREY (438 AGs) A 2% =—ACBRERITRR, BEA
ETRMEAERANEREGR, BRKTH, &5HA M@ S5®
R B AT AR, B T2 A 53%~99%, A Hi IR 4 20 pg/kg.
TLLE AR REA 4, #ot, HANEAEREANG R, TELS
it BEROEA, FEH SPE ZFEA,

3 THEETE

3.1 BRILFR/EYRE]/N4E

T RIEAS, WA R AR 305 | A PR 2 3] DLRCEE I At T
Fie RS AR RN B RETEBITES G, KL T ARG DN,
HEET AT, #LE 1L,



x| iEFREEAREESST

ey Tk 5 pr AT
_ I . REHAEL, AET
A | MR T R A2 @%ﬁigﬁ‘#“
N O ERAGARE | AERBRE. F i
@%%& Wé&%t{:kufﬁ E’JE]—FE/A\'E] %_\LEE
. o O EREGE R | R ERSRE. F i
i * A PR F WiE. BN E
) T ot W5 Tt | Aee S Ao G5l
8% TR WHAREAT | BB, FERIE
\ O ERAGE R | RS KR, i
REE FA B4 IR 7] Bir

3.2 EifERSME R FRAEFI SRR 24

BT B ASNE RATEA S U AR TR, B Rk
H5ZFREATEREFNEEEARSF UK,

3.3 WEMVESIE SRR B, HIEREN

ANERELZLEERTNENMER, AFRFMEHNEN, &6
B EH I B e AT =

3.4 HITIRUESKRE, EIFIRER A

BHRBRER, AUFRWAES T NS, BTE/ATZ
LTEFWRBEMEE %, mgmeid- 2R,

M

3.5 wEREMERE LTS

RFR A E R B AR A X AR LR R &R, AW BAT

6



BALRBEILAG, 5 ATESCAR W 20747 28 il LA

3.6 IERERENL

RAERIXAERENAZS5 4, FEIE 3314, oFMEENE®LT

126 %, G EM EBRAERENTG, HEATERFRZ.

3.7 YRR 75 AN UE

AANFETT i 4 W) A Rk B T Kk & AT B 5 A AR
Fro R RAT #ARH B8 e B B A Bl CRHD) Ao s #Vg X R
PO 3 FEMBIE, RIS R KW, BAAET ERIT R, AN

3.8 Fr R

2022 7 4 A, 2 EEAMTVARECEAZ RN 7 EAT
BN THREARE Z X AFEN SRR RFIRALATT FE, BT

BHRENL (Lx2) , 548X —HEARERLYH,



xR 2 MESEICEAIESR

R 4 M AR B E R IE £ 27
ST H AL 7 B B ik K F 2022 5 4 A 15 HIEE
Fg | WEELARS B LA E FHEA | AEERL | &

1 A X WA 2T AR KA BT A B R BEM T XA B!

2 4.2.4-42.7 LB LR TR A A 0o AU R B 3 oh L R TRA B!

3 4.2.13 YR %L EZ R CAS 5 5KE & R

4 4.2.15 AR J7 35 B A vl BB e — MR E ExH &4

5 43.9 O R P T B B L &l X4

6 4.5.3.1 10 B AR T E T RA X4

7 4.6 V2R B JE R TR K4




F5 | WEELARS B LA E i EA | AEENL | HE
8 5.5.3.1 amidetE A Pk B i A t R4 4
9 55.3.5 JnAE M R T T e AL BRSO NS ST ERT AL IR ERH &4
10 5.6 ZRELK— K mg/kg L R4 x4
11 Fit K AL T SR R B B, 38 o T 3 R4 B
12 4 %L W % 2 ¥ 3 ugkg 4 3 mg/kg L R4 P
13 % 1 51, WA A%, S v VA AR R M A g & B
14 % 15t WA TR L FE R AR W AR E R4 B
15 2 1 WA AN FE A AT AR IE B 56 B 1 T RU B!
16 % 1 51, WA T 24 ] 3 R I 4R BUR SRR 4R R4 B
17 4R 2 f%%{}’{ T g A, T EARBEH 6N &M 4 iR L 24

B o




3.9 AR FHERE LA

TUH AARIEA] & & R LA AR R L AR F AT B BOF B
KU fE, WA T A THERE LA,

= BERSIRN,. EEZERABIREREKRE

F1E 2010 4, ROV KATFRL S E AL T KL #1486 5 /4
£-3-2010 (AR FZLEXZNNE FRRMEEEE) , BTIFEE
HEET ] B, R AR SRR AR AL, B R ST — P BT EEATE,
E w0 B PR KRR R B R A AR
(DR ALEP 1486 /4 4-3-2010 F +F 2 EE RN E &REAHEE
%

(2) DB34/T 1367-2011 484 # A B <& & X W & & W HEAE &3
%

& A AR KSR, AR P B E R e £ R R A 3 v AR
e BBk, B, RATBIT R LH 1486 5 A £-3-2010 #Y
FERNEHENBAT AT E T EA & BB Eg %, AR miREe
WG L, WHERARTmRRELEEZNRNER,

1 Zml 50

AGEZREREERNEMER, AERFEHEL, %
& B ET N B AR R, EATER R R TR REERA X

10



FE . BER. EAAAE, KB GB/T 1.1 - 2020 (B TES N &
134 ER RS R ERND . GB/T20001.4-2015 (ArE
REAN F AL KB EfmE) wEX, USEENIIMEXARF
B 5 SR A AT R, AR EA BB AR . AT A
AR W E TR O BE AR R . IR ZE R R AR AR AR TR e R A R TR
B AL AR VE B IRAR 77 kB R A 8 LR S O Agilent /2 B BY
Agilent 1200 & B KA &35, BAF LR E. BAHEE- S BT
A RS AL S A Agilent 2 8] BY Agilent 6460 = F & Fk I K AT K
JF Bk DL

2 FERITAR

19T 15 B R AR 2 % BRI B kA ik
o 0% i oA 9B TR O A 3 S B E T, AR T
53T JE ARk 55 SR AR R HL 3 L 3.

11



* 3 BT RiESERERXIEE

FE | MHEE | BARE CRIE 1486 5 /24-3-2010) BT
1 AR | (AT REEZNINE &R EEE) Cak ik =5 3N D)
2 M 77 % | &R AE € % B RAR B, AR B - 5 B U
. \ \ o a8 kh . JRAEARRE . AR A 7o R e s A ) TR A
3 EREE | B R R R LR S o
0 A B & R IR 72 mgke, K ERAS
4 - o H R A 3 mgkg, EERN 10 mg/kg mg/kg; TR A€ - E Bk S & S B IR 4 0.04
&R S s
mg/kg, £ E[R 40.10 mg/kg.
MEE EIRE (BAFR 5g, REFEH 2g~3g, Fiv
FITE AR 1g, EHE 0.0001g) EF 50mL BOE
B, mEHBRAR A ML EHE, ETHAHSE RS | \ S
AR € | 425 25 min, F#OAL_E 3000 rmin~4000 rmin & 10 i;_ixii . < f;ﬁi 3'80101 ‘C’I/L%;SBEL %;?;i
S| ARES | min, LEEEBE 100mL EERE, AR S mL. | o o min, L
% 25mL ABBKERFR, TELER, FAEREM | o, o ’ ’

WEREZE, #5, APEZBERALE, BREA.
IR 4 4R R A e R TR AR R B R VR R E E 4 Al
SEF0ERHE,

ERE A .

12




BAR B
wEENS

A 1 mL FEEA ImL AELEEETNME, %
Ja A #, 1.00 mL # & 48 BUR T B A8 ZEBUNME, FEUL
A #iE 1.0 mL/min R A, %52 A F 1.0mL 2%
BR R An 1.0 mL B &tk ik — ok, A K T BV R R R

KRR 5 mL HE . 5 mL ACE b B A8 2 FUNE,
EHBH SmL & ARiEa, EHREFHET
mL/min. 4-%!F 5mL 0.lmol/L Z B % # . 5mL ¥
Bk, T, F5mL5%EAKFERRER, K

jii:es E AN /5( \><—>‘<—/\\,/5/:, , 60°c/‘/:u/—, . Ny
* = 0mLRE S, REET 60CART, AAAKT. ifﬁ?ﬁiﬂf@i@iﬁ;ﬁg@ ” Q%;E%f
A D 42 v R g R AR y: ol & L2 Hos A= AL
J 1.00 mL AL h & R B s AR Ja, £ EALNE B, &
&tk CI8AHE, H#£K250 mm, W4#4.6 mm,
ALES um, BCHEREAE Y E,
AIE: 30C.,
M & Bk B K230 nm, &5 K389 nm.
A CISK, FK300mm, 7239 mm, K/ZS BRE. 20 L
1:1\’ &b N NN ) NN ° NN e .
A um, ;Liﬁbg?{f%o WA RAHAHAREAAEB, 1.0 mL/min,
s Him: Fime o PE R B 115 min, B R
B A& WA RAMAA+R I AEB=1+1 (v/v) , HREI1.0 &t l/min A% B/%
% mL/min, % f% B (8] 15 min, 0.00 9 s
A Bk K230 nm, & 4T H K389 nm. 3'00 95 s
HEEE: 100 ul. :
AR E H 5.50 75 25
8.50 30 70
8.51 95
15.00 95
AR B,
- B R Vs B8 A AR - 8 BT
i# %

13




3 EEBARAETIIHE KR
3.1 SMRHEBIEE

B R AR O AR B R IR R A, BB A A S g,
BRI 2 g, FRAH TR 2g, BEATURGEMN 1g, HHE
0.0001 g, ET 50mL HOEF, MEFRWELEEZTERER A
ik E 4 10 mg/kg) o # A 0.10 mol/L B % & 40 mL, HF &,
#* 7 B 25 min, T E QAL 4000 r/min &0 10 min. H &0 FH £
RS E 100 mL A EM T, H4 A F 35mL. 25 mL 0.10 mol/L #:
R BIRET R, ILE EFR, A 0.10mol/L HBRERMHEZR
2%, B4, ATEZERALIE, KBEEA,

AR 1 mL FEEA 1 mL AE 4 MCX E A8 BUNME, 445 B #
A 1 mL A SR IR T EAZERNME, ZESHE, K527 A 1mL
0.10 mol/L # B V& fn 1mL ¥ EE &kt —k, "k T, A 5 mL 5%& Kk
FEERERZE I0mLIREF, BT 60 CABFAAKXT. A 1mL
B BR 2 2% o i BB AR B 24.73 g B1BR T 1 000 mL B2 4% =, F 29 900 mL
KB, 5 E R 6 mol/L A A MANE R pH £ 9.5, AAKERZEZ E)
B, fF EALIE

Bl E £ A7 % 83 (100 pg/mL) 0.125 mL, 0.25 mL . 0.5 mL.
125mL. 2.5mL 4 7T 25.0 mL & &M, BB & 5 R & B
EZE, #45, £RE S A H 0.500 pg/mL. 1.00 pg/mL. 2.00 pg/mL.

5.00 pg/mL F7 10.0 pg/mL. A %L E Z v THER

14



HHB R L L FE RATE TR Ar B 2 7R 0.4 mL B T & K
A DR HE AR, AN 0.2 mL B9 AT AR (ERAREL 0.134 g 4F
KZFWET 25mL AFEEEMF, KAKMWSmL FEE, 0.1 mL2-57 &
L, BEBEM, HAAMREZAERELEZNE) BE, EHlT4E
B 18] 5.0 min, SLEFHEARE, #ATHEIE

HRFEFARKERBEAER . BIREFER . AR
WEATURAFR T LEEF AR 10 pg/mL B ¥ E 5 74 85.9%.
87.2%. 86.7%. 92.6%, AR ATV & BORAE €15 ik X TR A 2
BERMNEETAT, B2, B ERRLEEN LRFRA, HiE
B, FERESRAET T2 E. Hil, K7 EERMERE
T R A

3.1.1 URBIAHZEL RS B i

ERERAEARBEMET, ZEEFHEH T, LeiEEL
Bl 2, BTt — S HRNWARMHE, EX 4k ZEAREF THRER
t, HewELE 3,

m

K2 EHETZEEZERREMEEEEE (2 ug/mL)

15



* 4 BEBIESELRIER

A A (10 mmol/L 7B #
Bf (8 (min) B (ZHE: %)
— A% LBRE R : %)
0.00 95 5
3.00 95 5
5.50 75 25
8.50 30 70
8.51 95 5
15.00 95 5

T T T T T T T
0 2 4 8 8 10 12 14 mn

3 BEREF TRESHMERRRERIEEE (2 pg/mL)

3.1.2 HERUHR M

CEBRLEAEBHFRNERZZETA, MAETLE, EEMEX
Xk, HRBEZXARRERER. ATEHEBUNETRAH, IR
T LT 6 42 BUR :

(1) 5% =R BRER;

(2) 10% =92 8% % 18 mL+10 mmoL/L 7 B % A 2 mL

(3) 5% BRI 5

16



(4) TERHZWHER: I 0.77 g 8%, A 900 mL &, A
1 mol /L # B T pH % 4.0, BN 0.15g . Z BN 7 — 47,
SgAMahAn20g ZRTB, BRY, WAEZE, BA;

(5) BT Z B R: BEHRI 136 g B —Z4, A 980m
L A%, A 1.0 mol/L Wy M % K+ pH £ 4.0, AE oAl
015¢g Z_MELBE 41 20 g Z AL, FEHERA#+EEZE 1000
mL;

(6) 0.1 mol/L #h B8 V& W .

TFAMARRE, RER, S, frAEIERERE, #T0EN
F, CHRBENZEELENAMERRAREENLES, i ELE
4. WREEEIFE S EWREER, RHEAFETL 0.1 mol/L 3%
B BUR AT, R BUSCR A B TN, &R A AR T r 3R B

x5 6OMRERNZESRENAMEYIRIEER (SRRERIEZE)
FBUR FHERE ( %)

5% =8 LB IE R /

10% = A LB % 18 mL
+10 mmoL/L 7, %% % & #& 2 mL

5% B R VA R /

LR % R IR W 38.52

BREL T Z R 61.58

0.1 mol/L #h B8 & & 87.52

17
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B
5 ekl

4 6 MIZELEN ZESERRMEINEE (SRRERIEE)

MNEFTHRR: SU=8 AR ; 10% =R AR K+CERIRAR; S%EPERA
R CERSREMIAIR; MBERILZE MR ; 0.1 mol/L EhERA K.

3.1.3 SRHUBARRAT SR BT A &

BA#E (2014 RN T ZEERMA BRI LB ES
REB AR FRB A A 7R HEATS AN, HERITWERERZL
74%~93%, T ¥ % 3 B B X 2 40%~53%. B, ATH % H
THERR ¥ TREFERE TN, KTERRT OMAEH, 254
(1) 20 mL # BRIk FH R I 30 min —k;  (2) 20 mL # Bk 8 & #
B30 min —K; (3) 20 mL 2 BUK IR % B 30 min —K 5, HimA
20 mL 2 BUR Ik % & B &IE — k5 (4) 20 mL R BUR A = 3£ B 30 min
—KJE, BN 20mL R BUK A FRIZRE — K. HERELR LA
5. HE S/, BERRAANERERE, E5 8RR AR

19



Bl 2w A A, 40 mL R BURIE &L T R AR5, & 2 R BURK
A 20mL, REAFANEE R K.

100

90
=Gl R aE R SRRl RMFTUR A tER

80
W 20mLERSHIREL W 20mL B FIREL M 40mL IRSHIZE W 40mL 8B F1REL

70
5 REURIFRFEREUA A A RIAR I E Y RIXIEE R

60
50
40
30
20
10

0

3.1.4 HTAEIT (A B E

B2 B RAT R &, IR 2k o A R R 10.0
ng/mL & EALA, B 0.4 mL BT & 208 AE € Uy A, A
0.2 mL B9AT A AR 4R R — F B, 474 5min s EANE, #4800
10 %k, &R A E A 15mine HETBREMWE 6 Firm. £RE
N, EATAEE Smin-20min B, TEMEHETRETARA,

FEATAEE0-10min 79, AR KoKt E I &40 # I 24T AN
KoE, ExmegRAwE 7 fra, @8 LA 0-2min AT A
By bR T, 72 5-10 min WEARR E RIEE 6 FlH 7 £ 4% &,

ZELEFRWAT £ WA 5-10min WA E, # 4T £ 8 B 4 5 min,
R Ja L %) b AR g DU

20



350000

300000
250000

200000

e =i
(TR RFD)

150000

i E R

100000

50000

0 20 40 60 a0 100 120 140 160
BfiE (min)

6 (TEREXNZEERITEMRE G EIEERAF N

160000

140000
i !\\5fﬂ,,_t”‘““i—-fﬂf‘““”"
100000

80000
60000
40000
20000
0

0 2 4 6 8 10 12

BfiE (min)

wtE

7 {TEREIN RE B RITEMRAER T

3.1.5 HikseE s
3.1.5.1 f i FR AN 2 & FR

EARREHET, £ GER TR ERENZEERTER
R, ZRIME, RIEEEL (SND >3 #ylkp iy (EF0 4 & a5 LB
HREH, BH7ENEERY 2mgkeg, 9t (S/N) >10 Hyl&ry
MAEAH BRI A ENAEEER, FdAEHEERA 5 mg/ke.

21



3.1.5.2 £k MEVE

¥ 9k 4 B A 0.500 pg/mL. 1.00 pg/mL.2.00 pg/mL.5.00 pg/mL.
10.0 pg/mL 89 % & & R AT TAERAT & J5 4 A 24 20 pL, DLEEARIR
E (ng/mL) AN, DNEER YL, BirEwd. EREHA,
2 E R AR TR 0.500 pg/ml~10.0 pg/mL & E 6B A E B %7

BI&ME <= 2, R2 4 0.9993, #rsgdh & Ao 5 )3 542 WA 8,
900

y = 81.415x - 10924
800 R? = 0.9993

700
600

500

AN
ALY
300
200

100 P
o

0

0 z2 4 B g 10 12

8 REBHRNEHLMEITSE (SRRMERIER)

3.1.5.3 Jj VR A HERA EERIAR 5 5

ATHBEFFEREREEE, SERAALN. SEAFER. &
KR, BRGE R, R TR, BAEZGTREE]. B8
F A FFURAFR AT T iR E R, RAM. . &E3MAF
WA E, FMACFFATNESR, EA3KR, MR, $EEXRER
EZHERNFK6~K12, B AER. GEAFER. BIRGE L. BKk%E
TR FREBAN R BEATREAA . EAFZTRAEHNZE G,
1065 2 & IR A R B 8 m 181 i BT 0L 9~ 15

%R RH, EWREE 5 mgkg~500mg/kg 87 A B Uk 5

22



%5 E F A €% kK ECEAE 71.59% ~ 105.63%, 77 % B b 9 A8 %¢

PR Z AE 5.46%~11.98%, #1648 X Ax 7B Z 1 6.45% ~ 9.32%.
* 6 BEAFIRRERILSERKREIRIGER

# EAL .
. X A ]
N7y ST 34 ST 34
IR R EEE (%) T4 0 rsp |77 | rep
(mg/kg) E W %) e (%)
2 (%) ° (%) °

81.03 | 86.52 | 91.56 | 78.24 | 95.23 | 86.52 8.17

5 89.63 | 102.36 | 92.42 | 80.98 | 95.46 | 92.17 8.52 88.87 7.77

85.26 | 95.86 | 80.35 | 90.63 | 87.51 | 87.92 6.61

86.53 | 93.56 | 90.85 | 76.98 | 81.47 | 85.88 7.87

50 83.96 | 87.52 | 89.53 | 105.63 | 95.53 | 87.62 9.69 88.27 8.20

80.89 | 93.25 | 87.63 | 80.29 | 90.36 | 86.48 6.64

80.29 | 86.58 | 92.15 | 79.63 | 97.26 | 87.18 8.72

100 94.52 | 76.89 | 87.52 | 85.36 | 82.57 | 85.37 7.59 86.53 8.98

84.26 | 101.53 | 81.20 | 7498 | 93.20 | 87.03 | 11.98

% 7 BE ARG LS il R

# [ X
. X H#A Hh J8]
N7y ST 34 ST 34
AR EKE (%) T4 0 rep | 77 | re
(mg/kg) e %) Bl i (%)

(%) ’ (%) ’

86.32 | 89.52 | 98.21 | 81.05 | 93.20 | 89.66 7.29

5 89.56 | 102.36 | 82.41 | 9542 | 79.13 | 89.78 | 10.54 | 87.69 8.75

76.69 | 85.59 | 81.49 | 80.49 | 93.85 | 83.62 7.82

93.50 | 103.25 | 98.52 | 89.63 | 80.29 | 93.04 9.44

50 82.59 | 98.52 | 87.52 | 86.95 | 90.27 | 89.17 6.62 90.30 7.86

84.53 | 96.82 | 89.63 | 93.52 | 79.03 | 88.71 7.99

86.59 | 103.21 | 95.86 | 81.53 | 82.47 | 89.93 | 10.38

100 86.95 | 92.58 | 83.65 | 80.49 | 101.79 | 89.09 9.42 88.70 8.42

87.69 | 82.21 | 94.50 | 90.26 | 80.79 | 87.09 6.52
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® 8 HIRGIARLRMEBIE G ERN RIS

#A 18]
X #A Ei2 ALl

jf?f]lj/ . S 34 ST 34
LS B E (%) T RSD T RSD

(mg/kg) E Bl i
i (%) (%)

(%) (%)

84.76 | 75.26 | 97.42 | 80.28 | 90.62 | 85.67 | 10.12

5 90.26 | 86.59 | 102.43 | 82.47 | 84.10 | 89.17 8.94 86.75 8.99

9541 | 8547 | 82.16 | 89.63 | 7432 | 85.40 9.28

81.13 | 92.15 | 84.25 | 96.74 | 89.63 | 88.78 7.00

50 87.59 | 90.89 | 96.53 | 81.28 | 95.81 | 90.42 6.95 89.50 6.56

93.52 | 89.36 | 97.17 | 85.42 | 81.05 | 89.30 7.15

80.49 | 87.56 | 92.58 | 104.52 | 83.32 | 89.69 | 10.55

200 73.58 | 89.01 | 80.59 | 86.52 | 94.52 | 84.84 9.48 87.15 8.90

89.63 | 80.49 | 81.59 | 96.31 | 86.52 | 86.91 7.40

% 9 CRAHDRIRAE G LS B ik 1 R

A S ALl X
X #A 18]
:/\\ N ) N Y i/‘ Se i}
AR EdE (%) T RSD A RSD
(mg/kg) [E] 4 (%) [E] i (%)
(%) ° (%) °

81.59 | 95.46 | 82.35 | 86.58 | 101.63 | 89.52 9.75

5 96.43 | 8549 | 71.59 | 93.25 | 81.75 | 85.70 | 11.48 | 88.08 9.32

85.37 | 90.38 | 100.86 | 82.18 | 86.34 | 89.03 8.13

93.52 | 80.02 | 82.48 | 86.95 | 87.52 | 86.10 6.03

50 8549 | 80.59 | 97.63 | 82.97 | 91.52 | &7.64 7.88 87.24 7.05

96.85 | 82.19 | 80.49 | 85.63 | 94.82 | 88.00 8.44

84.59 | 80.76 | 92.58 | 94.52 | 83.25 | 87.14 6.94

200 86.52 | 78.59 | 93.15 | 82.19 | 89.54 | 86.00 6.71 85.97 6.83

89.57 | 92.48 | 75.54 | 85.97 | 80.29 | 84.77 8.11
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= 10 SRR FERIRERIEF AR RIS R

A EAL .
ot gy | BF gy | EF
S U E (%) RSD RSD
(mg/kg) e %) Bl i (%)

2 (%) ° (%) °

86.26 | 82.57 | 100.54 | 93.58 | 80.59 | 88.71 | 9.32

5 89.63 | 81.25 | 8552 | 97.26 | 93.52 | 89.44 | 7.08 | 89.64 | 8.49
82.15 | 97.13 | 81.49 | 89.52 | 103.54 | 90.77 | 10.53
8456 | 80.57 | 93.85 | 87.69 | 81.57 | 85.65 | 6.26

50 96.45 | 91.82 | 89.20 | 86.85 | 83.59 | 89.58 | 546 | 87.91 | 645
87.59 | 83.59 | 90.24 | 99.54 | 81.52 | 88.50 | 7.96
89.63 | 80.49 | 82.13 | 9452 | 7439 | 8423 | 939

100 9248 | 81.59 | 103.49 | 7932 | 87.34 | 88.84 | 10.87 | 8631 | 9.14
9451 | 89.63 | 7639 | 82.19 | 86.52 | 85.85 | 8.08
= 11 BAEATRAARNREGIESEBEWRILIGER

#A 18] X
Ak g | B | gy | ®F
S U E (%) RSD RSD
(mg/kg) EI Bl i

, (%) (%)

% (%) (%)

86.63 | 80.19 | 104.69 | 94.52 | 83.29 | 89.86 | 10.97

5 96.58 | 83.29 | 92.00 | 80.41 | 8520 | 8751 | 7.60 | 88.60 | 8.88
82.56 | 86.52 | 80.12 | 91.50 | 101.46 | 88.43 | 9.57
89.24 | 82.49 | 86.52 | 81.45 | 95.81 | 87.10 | 6.64

50 8452 | 7638 | 9524 | 80.51 | 89.63 | 8526 | 871 | 86.11 | 7.48
86.52 | 81.02 | 89.52 | 95.86 | 76.89 | 85.96 | 8.58
89.66 | 94.52 | 100.46 | 97.03 | 82.49 | 92.83 | 7.53

500 85.49 | 87.01 | 8029 | 98.31 | 93.52 | 88.92 | 7.94 | 9034 | 7.59
81.08 | 83.59 | 99.63 | 89.63 | 92.45 | 89.28 | 8.25
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* 12 EEREERRSEIRERIESERRRRELLER

# Ei2 ALl
X #A 1]

jf?f]lj/ . S 34 S 34
LS B E (%) T RSD T RSD

(mg/kg) EEV EEV
i (%) (%)

Z(%) (%)

93.56 | 87.59 | 80.26 | 79.28 | 82.49 | 84.64 7.01

5 86.52 | 81.59 | 84.59 | 96.51 | 80.21 85.88 7.49 86.08 6.63

80.41 | 91.56 | 87.56 | 94.56 | 84.58 | 87.73 6.37

86.57 | 83.35 | 81.49 | 91.58 | 97.63 | 88.12 7.43

50 89.52 | 98.32 | 87.59 | 81.05 | 100.58 | 91.41 8.77 88.05 8.60

80.79 | 85.69 | 76.38 | 97.68 | 82.59 | 84.63 9.50

87.56 | 84.52 | 83.57 | 80.21 | 96.89 | 86.55 7.33

500 98.02 | 101.23 | 85.36 | 79.38 | 81.08 | 89.01 | 11.23 | 87.41 8.15

94.52 | 80.57 | 85.49 | 90.26 | 82.49 | 86.67 6.59

; j /a\«¥4/\\_¥wjt\/\

- . P

9 FEEEREBTA (L) « RIMKEA Smgke (F) F50mgkg () &
e E AR
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e B R J\J\‘_

S N
i e }L

10 BEESERTH (B) « AIMAKEA S mgke (F) 50 mgkg (F)
BT LEE

} - — = 7~ M JU\_/\

PR SN ¥ N ,ﬁ,\,\_ s

i ) [ — __,,Lp.J\JL\‘_‘JL\/\

11 #RGEREARZER (L) | RIRER S mgkg (F) 50 mgkg () &
*H@la/flla

| WJMAU\

o PR T J\JL, -

12 WkggEANER (b)) « RKER 5Smgkg () TH 50 mg/kg (TN) &
*H@, .'LE

27




i

13 R FERzEg (b)) FIMKREAR Smgkg () #1150 mgkg ()
R IEE

E 14 BAEEWREAR =R (L) . ,,J“imlz‘zr“jJSmg/kg () #0150 mg/kg
() HHEEEEE

& 15 E8REEETEAEANTZE (L) RMKRE A 5 mg/ke () F1 50 mg/kg
() FHEEIEXEIE
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3.2 RIEBIE-RRKEEE

3.2.1 il A L %

REBFRFAGEM L eHEE, REFERE, ZETA, &
M5, FCI8&HENRMEEeEsE, NWHRAMRERSE, X#ts
ERANEFWAE TR AW LA TR, EAARS, BRLEHEL
WK E o R TREIF T LA NG TR 5, 48 FOR Fuvg
By, e EwE 16,

%10 8 [+ESI TIC MRM CF=0.000 DF=0.000 CID@" (** == **) APMSHB-500ppb-XMS-10.d

]
09 l|
0.8 ‘
0.7 ‘
0.6 (|
|
0.4+
I
0.2+ ‘
0.1+ |

0 Ini
o5 1 1 2 25 3 a5 4 45 5 55 6 65 7 75 8 85 9 95 1
Counts vs Acquisition Time (min)

16 RESZRPEARELE CRMBFXHRXFI, 500 ng/mL)
B8 F xR A XS s TR AW FER, Bk NE gt b

T, KB & T XERA & EI PR S E S TR
R, BRUBREE AERERNELEMEILELH —E P,
MG JE SER BB k. B, ATE AR s T ARAL BT

8,3 #£ Waters ACQUITY BEH C18 (2.1x100mm, 1.7um) . Waters

ACQUITY BEH HILIC( 2.1x100mm, 1.7um )2 Waters ACQUITY BEH
Amide (2.1x100mm, 1.7um) % EEZ N HRR, LEiLELE
17. R EZWABIZHA (Amide) # iE4E % C18 X AH A+ F1 BEH HILIC

EAEEE, AFHRESoERMEST AR, Fb, REAKE
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ACQUITY UPLC BEH Amide 1 4 556 77 3% 0 AT AE

= DUCIDE™ [=->)ST S0lpsbe0n.d
ST BOCIDE () ST250ppbeit. g
o N
; /\/\ \ L\’\
o S
oo ﬁ_,,.m-ffﬂ - \\\% /A\'\"M—-_.__,__-\_. h\\
103 HE5ITIC MRM CF=).000 DF=D000CIDG™ (- *) ST S0lpst-t.4
-
N
‘ |
|
I
I
4

& 17 T E&i Eﬂ%&%gihlﬁlﬁ,ﬁﬂﬁﬁax&%l (500 ng/mL)
MNEFTSAIZ: C18; HILIC; Amide.

3.2.2 ViANAHIEEE

FE B AR A, ATE ERA XA, ERET X
RAWHRT, BMNEEEZNANMEEA LG, Fiz, KEZHE
WLERE R, B T 5 13 i s, AR LA 50:50 (v:iv)
e LA 18,

13 AR REKEIEERENBENK (50:50)

F5 | AV KA 1%

1 0.4% F B /K JLE 18 % 1
2 H 1% F B A L 18 g 2
3 1% % B K (4 10mmol/L Z.B:4%) | WA 18 F K 3
4 0.4% F B K JLE 18 i 4
5 LK 1% F B K JLE 18 # i E 5
6 1% % B A (& 10mmol/L Z.B2 %) | WL 18 # ik 6
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7 L& 0.4% ¥ B2 7K L 18 g 7
g | (BI%TER | o mpx W 18 i 8
K, 2 /L
o O o B B (A 2mmol/L 7B %) | WL 18 I 9
LB )

10 1% F B2 K (2 10mmol/L 7.8 4%) | WLHE 18 3 E 10
11 0.4% H B 7K JLE 18 iR 11
LEE 1% ‘

o | U@ 19 B B K W 18 S E 12

HERK)
13 1% % B2 /K (2 10mmol/L 7. B %) | WLE 18 Hi%F 13
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20 % 423 TIC MAM CF=0000 DF=0000 CIDE™ [~ > =) APME-HE-1000per01 4 l
5 == .
103 4251 TIC MAM CR=0003 DE=00M) CIDg™ [ -» ) APMS-HE-1000pph-02d

-

f'-l-
x1d 3 4ESI TIC MAW CF=0000 DF=0.000 CIg™ (% -» =) APME-HE-1000pot-034 3
o
xin SES TIC MAM CF=0.000 DF=000 CIg™ (% -» =) APME-HE-1000po-044 4
THE0E 1.8 43
|:|-
10 425 TIC MAM CF=0000 DF=000 CIDE™ (= -» =) APMS-HE-1000ppb-05.4 5
£ ]
Ej%\ G4 O
17042 13361
o
210+ S TIC MAM CF=(0.000 DF=000 CIDg™ % -» ) APME-HE-1000pob-134
s25. 6
T4 TES
! b S 15536

x1] 7 +E5 TIC MRM CF=0.000 DF=0.000 CIDE™ [ -» ) APMS-HE-1000ppb-244

xi0 ¥ 4ES TIC MAM CP=0000 DF=0000 CIDE™ (= -» =) APME-HE-100pst- 184

#0425 TIC MAM CP=0000 DF=0000 CIDE™ (= -» =) APME-HE-1000pst- 204

4 T
1z 1 87 9
B 8L
u-

x1] " +EE TIC MRM CF=0000 DF=0000 CIDE™ (= -» ) APME-HE-1000ppt-23d

<041 TES 10
0T
A
0% 458 TIC MAM CF=0000 DF=0000 CIDE™ (= -+ =) APME-HE-100psk- 124
74 BT Il
1%
u-
xi0 Y 4550 TIC MAM CF-0000 DF-0000 CIDE™ (= -» =) APMSHE-100pr15d
4
Tk g B0 12
| LS oo
i - Ealred -
o 2
;{0 455 TIC MAM CF=0000 DF=0000 CIDE™ (= -+ =) APME-HE- 10 184
3% 13
TN plese

G 1 15 2 25 3 3 4 45 5 8 & 4 7 75 & & & &5 0 05 # 65
Courtts vs, Acquisition Time (min]
B 18 ARSI T ZEZERBEAAEER (1000 ng/mL) B
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B E S EER T HEERE, EREH, EANAENLE
(4 1% %8, 2 mmol/L Z.E %) , KA K 1% F B (4 2 mmol/L
LB B, REBRMNRE. BRI, KA E T AR
TN BT, B/NET ., RipFeitiE, 204, s tHIwT:
FiE: 35°C
W3 : 0.3 mL/min
HHEE: 10Ul
MM AM: ZH (& 1%%FE, 2mmol/L 2B %) ;

BAd: 1%FBRER (4 2mmol/L ZR¥E) .

¥R F L& 14
= 14 RIAEE- BRI EARIER

B[] (min) A M (%) B4 (%)
0.0 80 20
2.5 80 20
3.5 35 65
5.5 10 90
6.7 10 90
7.5 80 20
12.0 80 20

W IR B AR Bk AR At T2 B R R AR A LA 19,

x10 4 [+ESI TIC MRM CF=0.000 DF=0.000 CID@** (** -> **) 8T-0.8-250-1000.d
1.641 1

1.4 |
1.2
! I
0.8
0.6 “
0.4
021 ‘

(1] — D e _
1 2 3 4 5 6 7 8 9 10 1
Counts vs. Acquisition Time (min)

19 BEARTREERESMERKEIE (1000 ng/mL)
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3.2.3 s E

WZEBERZREERMEAR (ZEEE-D) HEBRETR

W kAT — Boh R R L, BT A = 5k L 20 A 21

x103 +ESI Product lon:3 (: 0.83 min) Frag=92 0V CF=0.000 DF=0.000 CID@20.0 (540.10 -> ) APMS_2QJBCJ-SCAN..

3/6. 10

3-

2+ 217.20

T 6250 19880 27080 34420 s
0.70 : 311.80 39760 44290 48650 539.80

04 . gt s (S v | i L : , ¢

x10 ¥ +ESI Product lon:5 (rt: 0.80 min) Frag=92.0V CF=0.000 DF=0.000 CID@40.0 (540.10 > ") APMS_2QJBCJ-SCAN

254

| . L5 3 = 390 g 2134

0- Y T . | ..'I; el . i —_ *

100 120 140 160 130 200 220 240 260 280 300 320 340 360 380 400 420 440 460 430 500 520 540
Counts vs. Mass-to-Charge (m/z)

20 ZEERWERBR_RRIEE

x10? +ESI Preduct lon:2 (rt: 1.58 min) Frag=154.0% CF=0.000 DF=0.000 CID@&10.0 (547.30 -»=) APM3-D7_20JBCJ-SCAN_P3.d
1.2+ 24730

0.8
0.6
0.41 380.90
0.2 115.80 164.00 216.40 27520 31580 4800
0- i
x10% +ES| Product lon:3 (rt: 1.59 min) Frag=154.0% CF=0.000 DF=0.000 CID@&20.0 (547.30 -=**) APMS-D7_20QJBCJ-SCAN_P3.d
2.5 380.90

L 43240 4639048910 529.90

217.00

15 200.00
167.10 34780
547.20

405.80 44730 430.00 S‘IS.SEIl *

0.5 128.00 i 24570 27350 9170 I

ol = 4 L | il st 1 | _L_

100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 480 480 500 520 540 560
Counts vs. Mass-to-Charge (m/z)

& 21 REBZ-D7 inERR_RFRIEE
HEMNERES. THRDWEEFREENTNE F o0 71EH

REBTNMEEE TN, #BTFTHBEX S R EN, HHtE
*®

=
mEWRE, MEREF LS, RERERESZ KM

e
4
S5
iy
pi
28
e
N
S
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A 77
el 7 K

IE & ¥ s
% RORL s

FHERE, HEREFSANRMERERHE

RUEBTXN. REBTNESHNLL 15, AERUAGETHORLESE T

3 L E 22,

* 15 REBEREAGHES. TEEBTHSEE

2 FWEE FA (m/z) FEEFA (m/z)
\ 540.1/216.9

ZEEF 540.1/378.0
540.1/378.0
‘ 547.3/217.0

ZEEZ-D; 547.3/381.1
547.3/381.1

<10 2_ -_i-ESI MRM Frag=134.0v CF=0.000 DF=0.000 CID&@28.0 (347.30 -» 217.00) ST-0.8-250-1000.d

3.5

2.59

1.54

0.5

=10 =

3.54

2.9

1.5

0.91

x10 =

~J
L

m
it

+ESlI MRM Frag=134.0v CF=0.000 DF=0.000 CID&16.0 (347.30 -» 321.10) ST-0.8-250-1000.d
i 4 34
|
Il
+ESlI MRM Frag=92.0v CF=0.000 DF=0.000 CID@28.0 (540.10 -= 216.90) 5T-0.3-250-1000.d
4.93
|
|
|
f\
e — —

el e

i

+ESI MRM Frag=52.0v CF=0.000 DF=0.000 CID@16.0 (340.10 -> 378.00) ST-0.8-250-1000.d

1 2 2 4 5 By —id o B ) 10 11
Counts vs. Acquisition Time (min)

22 REBHEMENG (REEH-D7) ERRFHES T RIEE
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3.2.4 $REUACFAT I T

3.2.4.1 RGO E

HTHEMERESR, BEXPFES MY RN TH, BERIIAE
B EK, TR LR ER, HLELRIREFEBER NS R
ZLEEZ-D], URBHEEKE,

FRA A E, REREBUNMER & F R, KT U 6 M
BUR :

(1) 5% =8 LBRER;

(2) 10% =R 8% % 18 mL+10 mmoL/L Z B8 % VA7 2 mL;

(3) BEBR L VAR : EFMNE 1.36 g %8 — 247, A 980m
L K%, JtF 1.0 mol/L Wy B % R+ pH £ 4.0, Ao Al
0.15¢ 2N _4Ff20g Z AT, BEMEAFEEE 1000
mL;

(4) TERHEER: BB 077 g ZE %, A 900 mL A&, A
1 mol /L R AW A pH % 4.0£0.05, B A 0.15g Z W%
ZH. Sg A 20 Z AR, BA, WMAZEZE, BE;

(5) 5% FBREE;

(6) 0.1 mol/L 3B &

B 20mL #RI ., FNE LEBEAEEE- B FR LN, 6 iR
B ZEBERNAMERE RN KL 16, B ELE 23, EREE
46 EWERER, RIARIUE (3) BERH & B R AR IR (6)
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0.1 mol/L #h BRVE R B e R BAF, N T 5 & BB €3 ik nya AL E

ARG —, HAEE 0.1 mol/L ThFLIE TR A A 77 i B2 BUR .
% 16 6 IR REEZNAMEINER GRIEEIS- BEERILEE)

B

THERE (HAFETE, %)

5% = BRER

35.12

10% =2 ZFR % # 18 mL
+10 mmoL/L 7, % V& #& 2 mL

56.23

BRTR 3 2% U TR

80.51

LB E IR

40.23

5% B R VR

36.20

0.1 mol/L # B & &

95.45

i 3 +E8 TIC MAM CF-0000 DF-0000 GG % -+ %) 624

aw s
e 1281
w0 45 T MRN CP-L00 DF-LO DG [+ ) 424
15
ke
15 e
.
03 ey 000 C0F
4
. Mo
o WA/
VA
o,
\_
o) B IS e ! = — T —
o
03 00 05 2
B
B
1 [
i
Carm vz izt

& 23 6 MIBERXN ZEEZ/IARM
MEFTHRE: S%A=8 A %;

Bl EE GREBIE- B EKEIEE)
10% =R LBim R+ CBRSZiAiR; WHERELEE

AR CERIREMRIR; S%PERIE; 0.1 mol/L RERAER.
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3.2.4.2 [EAHAREUAE % #%

TR AI, EEET R FNAES EE Cis. HLB. MCX =
Fi, RTA Cis A ALET £ VB, Wik, BT B TR ImERT R,
F ok, ATHELET HLB. MCX A xt %% & £ 2 LR,

HLB #&: K WE. K& 5mLEN, BE&AREE, KRAAK,
5%FEAKERALSmLME, BT HAER20mL FIR:7F
£7:0.002 mol/L Z.ER %% ik (B W EL 20 mL. 7B 10 mL 7 170 mL
0.002 mol/L Z.BR %/, s, R FERFET pH £ 0.80) %,

MCX #: A WE., A% 5mL &N, BE&ARTAHE, A S5mL K
ik, FT; A SmL S%EKFEEREN, 60 CAKRET, B 1mL
PRER 5% o i ELE

MCX #: A WE., A% 5mL &N, BE&ARTAHE, A S5mL K
ik, T Al SmLS%E A FEEREM, 60 CRAKET, B 1 mL
L R 7 82:0.002 mol/L 7.BE % V5 ik B V5 .

HLB. MCX A4 %% & & o9 i B 2 3o B 3% LI 24, & B
HEE A, F FER: S E:0.002 mol/L 7. BR %A M VR R K B B
AT, HLB fr MCX EAFZEBAEM B R XA, AT 5E5RRMEE
WENAMAEIRG —, FHlRLEE MCX N AT ErEAEZER
.
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| MCX x5 :0.002 mol L
\ Ly forte VT Y g
\ R B

HLB #F: -5 7 f:0.002 mol/L
LRI E

o e

& 24 HLB. MCX HXT# E%E’Jm\\ﬂu@%ﬂﬁlm

3.2.5 [EMRERUE AR RS

% 8B MCX # AR iy 3 RIE,
HEE ¥ B AR HAT E R,

% B 60 mg/3mL #1561y I8 A
NEEEFNEARE, iEHE R

IERfAARATIBEHALIERN S, RATAEAMERI I RENE

e il

TRELEAN, BRELX17T. ERKH, HFa

B &4 & & AE 2 000 mg/kg LA, 2 B E A 2 BUE S EE L,

x 17 ERFEREAREERER

S HHE (%)
ek | memn | s | ewsies | 00000
500 98.32 92.53 84.69 88.93
800 86.59 91.28 87.69 101.36
1000 92.36 84.59 91.52 87.39
1500 89.37 90.13 88.59 94.10
2 000 86.51 89.10 93.21 91.14
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3.2.6 WhpvE g &l € FIHf €

ERMBUE I A 1R HIRGE R R A TR A B 2 BUR

AR, B . Ak, %, #1F 20ng/mL. 50 ng/mL.

100 ng/mL. 250 ng/mL. 500 ng/mL. 1000 ng/mL 3£ i IE FeARvE 2 7|

W, 4N,

Nk 14, BTHERERRE, FESHHRNT

., AT E KR 56.34~70.19%. F AT E £ 581342 Pk e

TR R ER-DT, U EERE,

B R B, FAL T B RE S Fu T T B AR v a4k 4% B0 ST A ST A1
R - B R, B e B G LA 25, EIRERLZEN,
& 18, MIMHFRIEFEWEAKAIRE, H 88.49~9524%., [H I,

AIUH mAH R KR WATE R E .

x10 3 [*ESI TIC MRM CF=0.000 DF=0.000 CID&@™ (" > "") 1-2.d

3.5 s
=
2.5
2
1.5
=
0.5
o
1 2 = s 7
Counts vs. Acquisition Time {mi
w03 [FES| TIC MRM CF=0. DF: CIDE (= =) 7-2.d
- | seREE
.54 ||
1 |
.5
o
2 = 4
Counts vs. Acquisition Time (mi
x1g 3 [FES| TIC MRM CF=0.000 DF=0.000 CID&@™ {~ -> ") 12-2.d
2 i EELFEHE
1.5 |
1 |
|I\
.54
- e ST .
o4
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& 18 AEIMARBYEFHRS AfRR RS R XS

ks A W IR GE AR HEAT
o0 3% Ak aE H 7Rt B R
e
U (%) 59.34 63.51 65.98 70.19
WATIT A
R (%) 89.52 91.57 88.49 95.24
3.2.7 TTEFHER
3.2.7.1 K i BR AT E 2R
ERRBRFET, EZ AT AT ARENZLEZRAT
BHER, ZRINE, REF R (SIN) >3 #y e i & 04 & w4

BEOmBEEN, FHANTZEEZLERY 0.04 mgke, REESE
e (S/ND >10 #ylgms pr Efnfe gl LB B4, BHAR T L
LTERXWEERA 0.10 mg/kg.

3.2.7.2 L& MEVEH

BT E AT BE R AR TSR T 10mL RFE A
AR, AR R A RATE RPN, WRE
50 ng/mL. 100 ng/mL. 250 ng/mL. 500 ng/mL. 1000 ng/mL. W #F
W H 250 ng/mL, $EEAEEE-EFHRFUEN ., LZEERROTE
RBVB IR E A& LA, FY S AR e EE R E N LT, 4
HlArEdh &, & A K y=0.0033x+0.0295, R2 4 0.9992. % £ %9,
%% F F A g TAER A 20~1 000 ng/mL ¥ Z 38 Bl /9 &t X R RIF.

2 A #7:20 ng/mL .
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3.2.7.3 J7 iR P ARG 25 B

AT EETEREREMGE E, MERAER. SREFER. &
REEFRE, GRAEFR, PR TR, BRARETRAFEL. B8
Fi 4 F TR A AR 2 BIEEAT T A dr BGR T, & FP R R R, o
BmATFHANE, FOCFFATMNES o, ER 3K, #HN. #EAME
AT AR Z 4 R IR 19 ~3% 25 FL X R By AR 6 3 - 8 AR B = g
BRI R E A R ERA 10 FRERKERONFES T8 LE

27'\'@ 33 o
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* 19 BESMRIRIEEIE-RBBIE G ARRRIRELER

. | ﬁg o ﬁ; B
(mgke) B (%) s RSD s RSD
(%) OO gy |
83.52 | 102.69 | 90.30 | 82.59 | 95.52 | 90.92 | 9.27
0.1 84.59 | 82.59 | 100.58 | 90.18 | 9435 | 90.46 | 8.09 | 91.19 | 7.82
86.95 | 93.52 | 103.58 | 91.45 | 85.46 | 92.19 | 7.76
89.52 | 91.23 | 94.52 | 84.51 | 102.49 | 92.45 | 7.22
1 86.98 | 81.49 | 103.52 | 89.63 | 85.49 | 89.42 | 9.41 | 89.98 | 7.78
86.52 | 81.49 | 83.57 | 9821 | 90.58 | 88.07 | 7.51
87.59 | 82.29 | 93.58 | 102.57 | 85.40 | 90.29 | 8.87
10 89.61 | 87.95 | 84.56 | 101.25 | 94.51 | 91.58 | 7.09 | 90.71 | 7.89
103.46 | 86.52 | 92.78 | 81.05 | 87.56 | 90.27 | 9.38
& 20 BESFANGHEHEIE- FRAIEHZERBERREER
it | ﬁg e ﬁfﬁj i
(mg/kg) ELECE (%) [E] 4 RSD IE] 4 RSD
Z (%) %) (%) %)
82.56 | 88.63 | 94.52 | 86.52 | 91.05 | 88.66 | 5.10
0.1 82.59 | 93.20 | 90.12 | 91.05 | 102.34 | 91.86 | 7.72 | 8937 | 6.25
90.51 | 94.85 | 82.49 | 83.57 | 86.52 | 87.59 | 5.84
84.59 | 101.36 | 93.52 | 92.54 | 87.41 | 91.88 | 7.01
1 82.52 | 96.58 | 90.00 | 87.40 | 92.45 | 89.79 | 589 | 90.70 | 6.30
86.52 | 94.85 | 98.74 | 89.52 | 8248 | 9042 | 7.17
83.51 | 87.52 | 103.52 | 85.56 | 93.52 | 90.73 | 8.90
10 95.52 | 84.52 | 98.52 | 81.45 | 94.05 | 90.81 | 8.15 | 90.66 | 7.44
94.81 | 86.59 | 82.49 | 9820 | 90.11 | 90.44 | 6.94
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21 BRGEARIRE G- RIS S A RIS

o A | ﬁg e ﬁg i
(mgke) B E (%) s RSD s RSD
F(%) %) (%) %)
82.59 | 85.45 | 82.52| 93.52 | 91.10 | 87.04 | 5.78
0.1 83.52 | 92.52 | 94.52 | 82.45 | 84.52| 87.51 | 6.38 | 88.15 | 6.70
100.20 | 94.10 | 85.63 | 80.10 |89.52 | 89.91 | 8.58
95.52 | 91.52 | 85.95 | 86.96 | 95.82 | 91.15 | 5.08
1 85.49 | 80.49 | 89.61 | 85.49 | 98.41 | 87.90 | 7.63 | 88.98 | 6.40
93.51 | 95.52 | 82.51 | 82.50 | 85.45 | 87.90 | 7.05
82.78 | 101.21 | 87.52 | 83.20 | 93.52 | 89.65 | 8.68
20 96.52 | 84.52 | 92.63 | 100.02 | 94.50 | 93.64 | 6.18 | 91.16 | 6.95
82.49 | 93.52 | 95.52 | 94.15 | 8528 | 90.19 | 6.53
F* 22 BRAERARLEEEIE- RIS A AR ISR
i B | T | R0 |5 | #R
(mgke) B E (%) Bk RSD s RSD
£ (%) %) (%) %)
82.52 | 89.61 | 82.49 | 81.49 | 93.58 | 86.80 | 6.66
0.1 81.47 | 101.45 | 86.52 | 93.52 | 96.68 | 91.93 | 8.68 | 84.15 | 7.31
89.63 | 82.49 | 94.85 | 90.08 | 98.40 | 91.09 | 6.60
84.52 | 86.52 | 93.52 | 93.52 | 10049 | 91.71 | 6.94
1 94.52 | 87.89 | 98.41 | 86.52 | 86.52 | 90.77 | 5.95 | 91.02 | 6.93
81.59 | 89.52 | 102.32 | 94.85 | 84.52 | 90.56 | 9.15
86.52 | 85.46 | 86.52 | 87.85 | 94.52 | 88.17 | 4.14
20 87.52 | 93.52 | 103.20 | 84.56 | 82.15 | 90.19 | 9.34 | 89.06 | 6.49
93.52 | 82.59 | 92.41 | 92.52 | 83.10 | 88.83 | 6.17
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* 23 RN FERLRE R IE- B EUE S AR IR

A 4]

o 4 b 18]
A Y S 45 S 34
IR EUE (%) A RSD A RSD
(mg/kg) [E] 4% (%) 1 (%)
(%) ° (%) °

82.56 | 100.47 | 89.52 | 96.52 | 103.20 | 94.45 8.90

0.1 86.52 | 82.48 | 80.19 | 82.49 | 9148 | 84.63 5.26 89.47 8.17

89.63 | 96.64 | 82.24 | 93.52 | 84.52 | 89.31 6.73

8542 | 89.61 | 95.52 | 82.49 | 95.82 | 89.77 6.63

1 84.56 | 82.29 | 95.54 | 92.52 | 89.31 | 88.84 6.16 89.50 6.23

89.63 | 93.58 | 98.63 | 85.49 | 82.10 | 89.89 7.26

87.52 | 85.52 | 85.26 | 97.63 | 83.59 | 87.90 6.39

10 89.61 | 94.85 | 90.26 | 81.59 | 86.58 | 88.58 5.53 87.55 6.98

82.59 | 82.15 | 82.40 | 101.28 | 82.45 | 86.17 9.80

* 24 BRHEATRSEMRBGIE-BHREIEHARNRR IS

# b, 18] X
s # | b 18]
AR ¥z (%) A RSD 4 RSD
(mg/kg) ] 4 (%) [E] 4 %)
% (%) ° (%) °

96.63 | 93.52 | 8541 | 89.64 | 80.15 | 89.07 7.32

0.1 85.62 | 81.49 | 86.95 | 86.52 | 93.52 | 86.82 4.98 88.97 6.38

89.25 | 81.59 | 94.82 | 91.05 | 98.41 | 91.02 6.97

87.52 | 87.96 | 93.52| 10249 | 82.48 | 90.79 8.39

1 85.49 | 83.52 | 98.41 | 82.10 | 86.52 | 87.21 7.44 90.29 7.96

89.63 | 98.85 | 8547 | 87.20 | 103.20 | 92.87 8.34

92.15 | 84.59 | 94.50 | 89.85 | 80.24 | 88.27 6.57

50 84.15 | 97.25 | 8248 | 86.63 | 90.12 | 88.13 6.64 | 90.31 7.79

93.52 | 106.52 | 97.08 | 92.58 | 83.02 | 94.54 8.97
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* 25 BERHERRAARLRERIE- RHKEEF AR R

#A e E AL
A E ‘ T4 74

= (% RSD
(mg/kg) Bl (%) =] Y (%) =] Y
(%) ’ (%)

18]
RSD
(%)

86.59 | 82.59 | 105.23 | 96.63 | 90.87 | 92.38 9.60

0.1 96.52 | 84.86 | 80.10 | 103.49 | 92.58 | 91.51 | 10.14 | 91.90

84.36 | 99.36 | 94.85 | 100.43 | 80.04 | 91.81 9.96

9.18

89.63 | 96.85 | 105.63 | 93.56 | 81.49 | 93.43 9.54

1 102.56 | 94.85 | 84.59 | 82.45 | 86.59 | 90.21 9.26 | 90.89

94.82 | 86.53 | 80.59 | 99.57 | 83.59 | 8&9.02 8.91

8.82

96.85 | 95.82 | 87.92 | 83.52 | 102.59 | 93.34 8.12

50 85.49 | 103.20 | 84.52 | 89.61 | 86.52 | 89.87 8.56 | 91.61

86.95 | 94.85 | 86.59 | 98.46 | 91.25 | 91.62 5.58
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4R R, 15 O W R 4R BT AR R A R U D AR
A E AR, R IR ER . A R B A AT
BAFH. BERAELEZTRAFANNAMER, CEELZNREE
W B B v T2 B R A 80.04%~106.52%, 77 3k B A 4 AR X AT
TR Z & 4.14%~10.14%, #8484 A7 (R = £ 6.23%~9.18%. & i Bk
ARMNNETE REESETENE, MANERMAESL, ERA
Z, TRWMAEIBRYHER S, Hita%F—F5HHNERER
TERENRE. REAZLBNE RO RmEE, F5BENMHE
KRBT, REEATEEERAFREAZHLTAT

20%.

33 tREARIAE M

ZEEEREREER (1mg/mL) £ 2C~8CEHETHRAE, 4
ATOR.1E. 2. 3A. 4 AR M#E&EAEZE 1.00 pg/mL, 7
B TR B R AR i BT AR RV R, DA AR A o R A
AR E, BERNE 26, AR EMEEREZLAGETHE, 1 MA

MARE, THEREMEE N,
% 26 RESFERSRIRIEEN

ZEEF &% (1 mg/mL)
Bt CED 0 1 2 3 4
% £ (ug/mL) 1.00 0.96 0.98 0.97 0.94
RSD (%) 2.30
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¥ E A AR (100 pg/mL) £ 2~8 CE& B TR %E 1 /A,
AATOR. 1 R.3AR.SK., TRBRHFELEBEHBEZE 1.00 ug/mL,
MEEEmH, FR K27, AR EFEBEREZLAHETHE, 1 A

AARE, THEREMEME A,
= 27 RESFEFERRIREN

ZLEFAEF EER (1.00 pg/mL)
Bt E (KD 0 1 3 5 7
14 T AR 16864 16298 15896 15463 14998
RSD (%) 4.54

7YX EE-DFAEREER (0.02mg/mL) #E 2C~8CE& M TH#
B, 07T 0 BlL1 B2 B3 L4 BB i A& B £ 0.25 pg/mL,
It E TR B AT O i B AT R A R, AT I R A AR R A
BRAIRE, ERNEK28, WA EHEBEREZET THRE, 141

ANRRE, THIREMEMEA,
& 28 ZEEFR-DT inERERRREM

2L EF-D AT EER (0.02 mg/mL)
B CRD 0 1 2 3 4
% E (ug/mL) 0.25 0.24 0.23 0.23 0.24
RSD (%) 3.51

T ER-DAFETEER (10 ug/mL) 7 2~8 CE TR 2
B, #ATFTO0OKR.3K. TR, 10K, 14 REHEZLEEZEEZ-D 5 &%
BHRBEZE 025 pg/mL, N FETmH, EXNLE29, RHALZEEZ-D;

mETEEREZA T T A, 2 ANKRE, THEEBFAEN,
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* 29 REBZR-D7 wnETLIERRIREM
ZEEF-D A ETAEER (025 pg/mL)
BHE (KD 0 3 7 10 14
I T AR 5984 5906 5829 5749 5603
RSD (%) 2.52

3.4 SERRAE AR

REFELORN T ENTELRAXRBNARFERATZLE
FRE RN, WREAMMERARER AN, SEaEN. AR AH
B BRGEE R R F R R B IR R R A A A S
BAER., EEFTRASFAAMME TR IR AR, KT 48 4,
o A% OB AR B kAR AR e - R B B R A T A E G £
AR B, 3 DA R A A BB R B DU, AR FL I AR A B AT,

2 R L% 30,
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oy RS R
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SR VR 48 R 2 K Ao
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F 4 R 48 A R 2 KA A
LR R GG A 1 K K

FLAF 48 VR 48 A 2 K Ao
AR GE A 1 KA K

P R 4 1A A 2 KA A

A4 IR 4 R L K Ao

A4 P 3 R 4 A R 2 K Ao

4 VR4 A AL 1 KA A

4 A R 48 1A A 2 KA K
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A FAERA A ] K K
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K &4 4 A & TIGR & R 2 A A
A& METE IR & HERA ] K Ao
A& METFE TR &2 K Ao
R & o191 R ik & 0 & BUR & 14 1 K K
R & 51 Rl % & 0 BUR &1 4 2 A K

3.5 FF A EE B E L

AT HEAB TR 7 =R R AR B, SR A R HAT
T AT B, SAACEFATIE S, ER 3K, #A. #LEAE
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MR EREE RN K3, HERFY, WA FENERELEE 70% ~
110%z 8], #LA . B A ARERELZ /DT 10%, &R TEFZ

LTEZWNE,
= 31 AT EMBE AAREAMER RN ER
. #A X
Ayl b 14] X
S . T | HA | 18]
WE | ME R T3
. EE (%) E 4 | RSD RSD
(mg/k | 7k S [E] 4%
) = (%) (%) (%)
& (%) °
s | 89.56 | 91.54 | 81.47 | 93.85 | 78.91 | 87.07 | 7.49
A
% 79.85 | 86.51 | 91.47 | 98.32 | 84.57 | 88.14 | 8.00 | 87.87 | 6.85
Ta
% | 8359 | 9452 | 81.23 | 89.90 | 92.76 | 88.40 | 6.53
10
i 84.59 | 90.74 | 94.72 | 89.63 | 81.10 | 88.16 | 6.07
A
& B
3| 10253 | 93.84 | 86.75 | 82.75 | 9651 | 92.48 | 849 | 90.14 | 6.90
B 89.52 | 81.74 | 93.52 | 96.71 | 87.39 | 89.78 | 6.41
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