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]l

A

ARSI GB/T 1.1—2020 (hrdEdl TAE N 25— 8800 ARAEALSCPRI0 R 45 F RS E RN g
SEHLEL

THE ARSI IR 2 Y T REI B Ao S B R AT WL AN AR FHAR Bl B R 5 4E

AR A N RS AT AR AR B s S R R R

A i A E AR TR SR Z 2 (SAC/TC 76) JHH.

AR B AL TR A 2R T

A EEREN: RTWS. Kby BEER. KEEL W, &E. B BRI REY. 53
W S
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AR IR RN E
1 SEH

ARSI E T ARDR A B PR R 1 i A € R AR AR € - B I R W s T vk

ARSCAE B T HC A RE RAFDRE . R IERD 78 RS0 77 TRV & Pl A P SR PR E

AR ST TR O VR A H PR 0.5 me/kg, AE PR 1.0 mg/kgs YRR (R - B BB R KA HE PR Ay
0.05mg/kg, &R N0.1mg/ke.

2 MuMsIAxH

B SO r R P A I SO BRI T R TS AR SCA I AN R 2 B 2 e, v R 51 R SCAE
A% H AR R RRA TS B T AR SO AR I IR SO, Hsolhios CRUIFE A g el ) & H T4
A

GB/T 6682 43 #1 S 58 & FH /K KRS R 56 7772

GB/T 20195 Zh¥bakl  CRER &%

3 ARIBFEX
ARSI AREFE S

4 SRHKHEEIEE (HPLC)

4.1 JRIB

AP AN ERL OE- =R ORISR IR RGNS 7Stk 4k, I OB T A

WE, FbriER.
4.2 WAFHA R

B RE sh, i RIS R A 4l
42.1 7JK: GB/T 6682, —%.
422 Ll (ks
423 WEE: Mika.
424 1% = LIRER: BN =ALK 1.0g, MMKEMFIFEEE 100 mL.
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425 PREGKE: B 1% =HOBREW (42.4) 15mL, INLMEEAE 100 mL.

42.6 0.1 mol/L M : BHEHME 9mL, II/KEZRZE 1000 mL.

427 S%EIKMEER: BEK SmL, NZMEEAE 100 mL.

42.8 THERERZZP: VERAFREN 3.72 ¢ BHIRE 41, 6.48 g IR &M, FH 930 mL /KA, TR
429 RBEHMH: BRI (42.8) + HEE + 285 =93+5+2, idjE.

4210 HHRAEIREMSIR (1 mg/mL) « FREFAH G (CAS: 66215-27-8, & =95%) 10
mg KA 0.0l mg) T 10 mL &MY, HFBBHEES. —18CLL NI, AR0H N8N H.
4211 HHNRAGEIRE AR (10 pg/mL) « AEFIES DA I AR PRAEAE %AW (4.2.100 1 mL J~ 100 mL
wEMT, FAFEE (423 BRER. 0°C~4 CHRIAE, AN 24MH.

4212 IR MERRIE RV KR BUE B AR TAER (4.2.1D)F 10 mL 2, Fishi (4.2.9)
TR 2 R C AR vE R AR, R IZ 23518 0.05 pg/mL. 0.1 ug/mL. 0.5 pg/mL. 1.0 pg/mL. 5.0 pg/mL.
10.0 ug/mL. L FHILAC .

42.13 REIPHE T AR A AL : 60 mg/3 mL.

42.14 FRFLIEME: 022 pm, AHLR.

4.3 UZEFE

43.1  ERCHAE G B M I A B AR R AR 2%
432 HTRY: &E 0.1 mg M1 0.01 mg.

433 JEIRIEE A

434 iwliedRz 4.

435 B FEAMKT 10 000 r/min.

43.6 [HIAHZEICRE

43.7 FWAL.

4.4t
% GB/T 20195 il &5, 2/ 200 g, Frirfi 2 EN 0.42 mm fLRB i, E0HES, %
NERERT, &H.
4.5 HIGHE
4.5.1 $2HL

AT P IREE . FRBGARE 2 g (MEFIZE 0.001 g) T 50 mL S0, I 10 mL $2EUR (4.2.5),
WHER2], PRFHIE 10 min, T 10 000 r/min &> 10 min, BE ERZES — 50 mL #0758 5
10 mL $EHUHE S IRE—K, AIHFMR ISR, R, &H.

452 ik
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TR MY PH B T A e AH AR IORE (4.2.13) AR IR, AKAHREGR (4.2.5) % 3 mL Whift. #E#FE
AW (4.5.1) 1TmL a4, H 3mL 7K. 3 mL FEEA 3 mL 0. 1mol/L EhMRVATR (4.2.6) MKk, Hih
Fo 5 mL 5%ZK Z VR (4.2.7) Vel , SRR, T 40°C R R+ ERIFEE 1 mL RshHH (4.2.9)
R, REESMALIERL, TENREI, &M .

453 E

4.53.1 WAHEE S %A
tBEAE: Cis#E, MK 250 mm, P& 4.6 mm, K% 5um, BRHEREAH M
FEiE: 30 Co
R : 214 nm.
ViiE: 1.0 mL/min.
BEFERE: 20 pL.
nshi: 4.2.9,

4.5.3.2 i R INE RS B 2

FEACIR I IRAE AT T, 2 BIBPRUE RFIIET (4.2.12) ANRFEEW (4.52) EHUNGE. 76 EikfniE
FAFT, PR GG AR AL VAR 1 DB S A
4533 &t

AR BRI (8] 2 12, R VA R 20 D 20 O B I T I S5 AR R SV IR IR FEAR ) BRI 2 1) DR B
A —3, HAHNMmZETE £2.5% 2 ).
4534 E&E

PAFR TR MR 1R FE R A, DA B i T AR (MR SAED) Ak, il bmitk M2k, Atk ith 22 1 AH
R FRBAMET0.99 0 TUREVE VB A T S0 8 14 i) I AL IS 2 o 74 fET 28 0 5 1) 2 P 9 TR A o il R P Y
ROEARE R EARRE (nfif) 5, EHHERE T, SRR, BREVA S b v A T AR DA F e
(B35 AR AT MR 2R G N (HHZE A IE30%) -

4.6 RIEHIEAIE

BAER A RN & B LR ED B wit, BUEDZR T (mgke) Rom. £ rEHZ A (1D
T B RRER A (2) T

pxV xV2x1000
W= XN
Vixmx1000

VR
p ——MFRUERT R A 13 R R R R R IR E . PN N ROE =t (ug/mL);
V— SRR S AR, BN =T (mL);

Vi AR B A AR SR OB AR AR, 22T (mL);
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Vr—RMRET G ERE RS AR, A 82T (mL);

m——RFEHIBUE, AN ()
n—— FALIGE PR 2 Ve LR, 23— PR A 4L

X XV X X

T »

EivESE
Y R P A R 2 e T U THT AL
As——FRHE A P R AR VA TR
pr—— N AR HEI ORI, AN RETE (ug/ml);
4 BRI SRR, A= (mL);
Vi——1# AL B ARG A AR, AN =T (mL);

V83T R R, A8 ZTH (mL);
R R, AT (g);

m
DE S5 R FAT I E WA ER R, SRR 30 A

4.7 HBEE

FEERVERAET, PRSI GE 45 R 5 AP S E I 40 ZEAR T2 EATEMERN 15%.

5 ‘HEGE-RHKRILEE (LC-MS/MS)

51 JRiE

AP NERE - =R ORI SRR, TR R T futk i b, FBOR - 53 5T
PRI, L ST UG O AR e AL I, AMREE & .

5.2 kg

B A eSS 4 a7 .
52.1 7/K: GB/T 6682, —%.
522 OB k.
523 HIEE: fhpfag,
524 1%=RLBHEN: M=K 1.0g, MKEMFERZE 100 mL.
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52.5 REEIRBUAT: B 1% =8 LMER (52.4) 15mL, MK (5.22) EAZE 100 mL.

52.6 0.1 mol/L FRMVAW: MR 9 mL, HI/KEZZE 1000 mL,

52.7 S%RKIEHER: WEK SmL, LK (5.22) EAZE 100 mL.

52.8 0.1%FRRER: HEFEI 1 mL FER, FI/KMBEZRZE 1000 mL.

52.9 0.1%FRRZHEHER: WO (522) SmL, H 0.1%HERAER (5.2.8) EAZE 100 mL.

52.10 HNEGEIRHEM AR (1 mg/mL) : FREBGAHZ B (CAS: 66215-27-8, & HE=95%) 10
mg KA 0.0l mg) T 10 mL &MY, HFBBHEES. —18CLL NI, AR0H N8N H.
5211 NI HE AR (10 pg/mL) = AERAR B N 2 MR FR itk i 4 7 (5.2.10) 1 mL 100 mL
HEMT, HPERRER. 0°C~4 CHRIE, AN 2MH

52,12 HWNERERIER: FEWBUEEARME TR (52,11 T 10 mL FEHSP, M 0.1%H 8 L5
TR 8 B R AE RPIEW, WRIEZ 278 10 ng/mL. 20ng/mL+ 50 ng/mL. 100 ng/mL. 200 ng/mL
1500 ng/mL. HLFHILAC .

5213 IRABHE T A EAHZERUMME (MCX #E) ¢ 60 mg/3 mL.

5214 FFLIERL: 0.22 um, FAHLR

5.3 U&F&E

5.3.1 RAHERE-ARIBCTREA: O FLE 55 B TR
532 HFRP: J&E 0.1 mg f 0.01 mg.
533 JEimIEE S

534 IRIEIRY A

53.5 B0l FEAMKT 10 000 r/min.

53.6 [EIAHFEIEE.
53.7 FEWRAL.

54

1% GB/T 20195 | & FEd, 20 200 g, Fyfdfd 45t 0.42 mm fLAETI s, 78RS, 3
NFE R, & EBCEAME, X5 —3. HAERRMYRE R AL, AR RAE N T 738 B IR
30%HITAREE S, E N AR .

5.5 RIGHE
5.5.1 $2EL

[ 4.5.1,

552 At
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RATIPHE TR HE (5.2.13) RUJHHFEE. 3 mL K FREEHREUR (5.2.5) % 3 mL iffb. WEFR
BCEWE® (5.5.1) 2mL 4, H 3mL /K. 3 mL HEEAT 3 mL 0.1 mol/L FhERVA (5.2.6) MKk,
. M 5 mL 5%ZK CHEER (5.2.7) Wlli, BERWERE, T 40CEREF. HEFFE 1 mL 0.1%H
B2 FEWE (5.2.9) WEfEsRE, i3 0.22 pm JERE, £,

553 EERILECARERZAIHI&

B 5.4 28 FAFE, 4% 5.5.1 A1 5.5.2 AbFRAG B0 1078 LS5, 23 70 HUPR 79 20 3R 0V (5.2.12)
% 1.0 mL V&R AW, BECHIEE 10 ng/mL. 20 ng/mL. 50 ng/mL. 100 ng/mL. 200 ng/mL 1 500 ng/mL
LR VCEC AR R BV, A5l

554 ME
5541 HEGBESELYG

ighE: DAREIR B U A Cos IR B A, K 150 mm, A% 3.0 mm, FLfE 2.1 pm, B
PEBEAE 2
HE: 35 °C;
HEFEE: 5L
WA A: O (5.2.2) 5 B: 0.1%HERIEMH (52.8) , BAEEVEBAET W& 1.
x1 BERXRER

I (A ik A B
(min) (mL/min) (%) (%)
0.0 0.3 5 95
1.0 0.3 5 95
3.0 0.3 85 15
5.0 0.3 5 95
7.0 0.3 5 95

5542 RiESEEHE

BFUR: WIS, FEE AR (BSIH)
R 77 RS (SRMD
BRI SHE: 3.5kV;

BT AR ATRE: 333 C

i %5 ailn . 300 C;

=
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TEVER TS 8 B0 SO I RS L AN AR e LR 2.
2 NARENZREENEFX. SMBERMEEENSEE

ek WIEFX (m/z) SHEE (V) MEfERER (eV)
BN 167.2>85.1 19
Cyromazine 167.2>125.12 43 18

a NERE T,

5543 ERIEFRERIB RIS BN E

FEAE MR AT T, 70 A HOA A G2 S UL BCAR HE R BITER (5.5.3) KRR (5.5.2) EALI
SE o IR UG S DL S A AR TR Il 85 - €3 1B LB > B

5544 TEM

FEARI IS T, BRI 2L UL RC AR R BITE (5.5.3) FAp il o () O B ek 1] (RO AH X i 22
FIAE+2.5% 2 W o MRHIER 2 EFEMIA R GRE IR TX],  BUBCURE BT o A3 I 52 1 2 1 R A 1 1
8 5 R P2 P P i O b A VR X 2 PR 5 P 2 RO RN B 1 R, A D 22 AN ISR 3 HE Y L U
R E A PR R R o

*3 EMUNERENBEFEENRKRITRE

AN EFEE (%) >50 20~50 10~20 =10
BARRE (%) +20 £25 +30 +50
5545 TETE

CAFR YRR AR B N AT, VT AR (I NEARDD D RARRR, 2Rl bofl 2, Fn il il 22 O 2 A
KABAMET 0.99 0 FEIE S bn AR A T4 (1 0 2R 22 LA O A A U (R 2 PR BB P, il H ek
Vi EE, N T R R VA VRO S5 VL BC AR HE R 0.1% FHIR CEVA L (5.2.9) FEMINIAGRE (n )
JE ERTIN E o B OB HE RE BRI R VA T A5 DD 1R P 5 s A P OO AT 22 AN I 30%

5.6 RBHIELIE
BRI ERE R & LR R A M wit, MEUEEET R (mgkg) For. ZAKEEAR (3)
P R AT (4) T

w2V
V, xmx1000

VR
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p——HIFRHE I 245 2R FE R TP A R EE, AN e B2 T (ng/mL)
V——SBOE AR, AT (mL)
Vi—— AL BT AR RS BOR BAIAA AR, 82T (mL)
Vr—R AT R B, A2 (ml)
R E, AT (g) s

m
n—— AL E PP B R YEVa S, i — D RRE AR 4L
yo AXCXVXV, (4
A xV, xmx1000
X

A—— TR P A A UG (R T I T A

As—FE R VT FC bR rh A P U8R 1 D T A

ps—IE VL FEAREE R IA N R R IIRIE, A EREZ Tt (ng/mL)
V— PR BRI S AR, AN ZETE (mL)

Vi—— AL BT SR B AR, SR8 20T (mL)

Vr—R AT R BIEBKAR, R8T (ml)
m——RFERE, AN () o

AT E SRR IERIR, SRR 3 AA 8T

57 WEER

FEEGVERMT, PRSI IS RS AR I 280 ZE AR T EATBME R 20%.
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MiRA

(FERHEBTF)
RRERIRERREE

TASRRERRNEIEERLE A1

0,020

0016+

0016

0014

0012

0010+

0,008

0,006

0,004

0002+

T T T
400 500 600 700 200 900 10,00 11.00 12.00

EA1 FRASRRERR (1.0 pg/mL) NSBEEEIEE

T
13.00

T
14.00

1500

10
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MR B
(BRMEMIR)
IHRERRERRNEMEES TaIEE

FASBRERLEAERRBESTFEEERLE B.1.

RT: 0.00 - 4.00

1004 221 NL: 4.84E5
E miz=84.61-85.61 F: + c ESI
E SRM ms2 167.152
90 85.110-85.112,
3 108.110-108.112,
80 125.110-125.112] MS
E a ZPSTD_50PPB
704
8 1
e 4
S 60
g "
2 ]
< 507
2 3
5 40
s
r 3
30
20
103
E 123 145 153 164 179 1.92 205 2.50 257 2,68 2.85 304 3146 3.33 340 351 379 387
1037 221 NL: 3.07E5
| f miz= 124.61-125.61 F: + ¢
3 Il ESISRM ms2 167.152
905 il [85.110-85.112,
] [ 108.110-108.112,
80 [ 125.110-125.112] MS
El ‘ | ZPSTD_50PPB
704 “ b
60 “ ‘
505 | \
3 ‘ |
= |
40E ‘ “
309 ‘\ |
3 |
207 “ ‘\
E |\
103 [\
| |
E 1.37 149 166 1.80 202 ) \\\ 254 265 277 287 294 318 332 348 357 388 399
L L e e L LA L B B e B e e e e e e B B L B i
00 02 04 06 08 1.0 12 14 16 18 20 22 24 26 28 30 32 34 36 38 4.0

Time (min)

EB.1 ’FASHRERLTEIRERHE (0.05 ng/mL) HEMEEEFEIEE
(aEEBETFHiEE, bEMBEFIEE)




A AR e B R AT AR A

(FIH F 2R &R 02 )

bl 5t AR
(AFHERE WA

ARFEE: FARAEHEALERAN

12



HN% % (Cyromazine) , M4 KMk, KR, KigZsiwasss, &—F1, 3, 5-
SRR AR, XA AFTRN2- AN R -4, 6- & HE-S- =%, CASSH
66125-27-8, 43§ ACsHNe, 737166, PN ILEL. PR B0 H
R oy B H R R R E AR EIER, FEIeR g KR E, IR
ANTEFIE, AR HARER, 2 H At 5 - AN BB 6 36 PN B e 55 R 2571

HN__ _N_ _NH

K
\1/
NH,
S RINSEAUStE e AR

VAR, IR 2 TN B3P el v B Tk S P e & IR A KR E 2
HEBFREAAE DA 20020 RN HK I RGN =K 8 2. Hil, FREHER
R GEATENRIFAIE A . 2017R0CE 25 s bRt (22D e, 17 2 TR 77
NRERZ, FTAEHI P & N b 4l U BB, R 1000kg RN, XS S R ySg (BARR
R o VF 2 FR5H 7 HOR T8 0GR B F 7 S0 el A IE & 8% Tk o i S A ARk 2
W, ATRE S I O AN A S T AR . BRI, (R e E AR B
BRI E) (GB 31650-2019) #E TH N EIESNIA. AEWT BI7= &b i =
BB PR B 950 pug/kg o 136 [ AR 199 LAERUIT 4R 1 30 P 288 BRI J7 VAN B B 2 8 XU 1P
fBIRFFT, IFE T R TR IR B R sh L ) i R ik B IR . BT, BARIR
R BEVER)N, (B RAESIYA N AR =85UR M, AT RE 2 S 3B e R .

HAG, XERE. Wkl &7 s A ARE bt R T R A, [ P 4k S 1 F 1 3
R RGRR BEE (HPLC) AU SIS - BT (GC-MS) + BUAH C i - 53 P 32
(LC-MS/MS)  BEBLGeikZ k. o, HPLCL. BRELik AL ik, SAMAHENE
SRR RS VA R — B TR ORI TV, R B E R TR & g, HPLC
2. LC-MS/MSJ7 ik LB 7E DRLRI & 72 SR I HR BN R, TN S8 5 A AR v R R
FESE. 00 HATER AR R AT AR R T, (MR EE R E S
il R P e AR = SR 2 TR B I e ROBUE - R BT ) (GB

S



29704-2013) FI CAMATARAE RS2 K ML B B IIE =i ity (NY/T
1725-2009) 73 AIHE 1RSI B IE. SRS /RS R I e vk, HEr, EW
v A LA R 20 E AR P B R 7 VR bR . DRI, A B N R AR = i R P R 1
Rl 7k, DB FREAE F AT B s, ARk EORIE & a2 4

AARAETE AT BRI AH 5 SCRRES I 7 ¥ (R At b, SR FH v R € s S DRk H R T S
PRI 777 Y5 R v SRR € - RO R A I 7 92 s v 0 o R X A 5 9 T A 3 7 VR AR
FAFATREAT TG, BE] TR

20174F10 4, W Fg4E B2 iR ST e i 1 hRE RS . I H G AR HE U I 545 4
THATRE, 14 EARDRL AR HEA BORZR R B A . ASHRAE I i) i A 55 SR VR T ARl AR A
FRSTAT AR K [2018146°5 3L CRAVARAT BT SCAT 201 84F 4% 7 il o 1 22 4 W i 1 T4 2
ELHRSREE) , BHRMS4375, EELRA R ENE S 8o
W) o ARRUERIFAR A D AL A E R T ARE R R T 1 2, B E AL R
YRR ST I, FRAVKIE201 7R 25 LR bniE (228 BE RS2 E N SME
KA T73%, 245G ke 45 AT FL AR

= FETEiIFE

TARRAE: SEI—RL A —5 [ 5] P Ah RIS A i S AT 00— R AR T ST
AR —IE SR = W — T % At

20184E6 H, FREATERIbRMEREAT45 5, B R A S A MR SR AT RO T AR f
PEARHER AR AR . R bR B TAEREAT 0 T, WS AT S AER BT, LARRARIRE 1)
U SE i o

20184E7THEISH, il fE A 20Tk S AT SRR N Bl 5 K 25 ) [ A /o 532
BR, TSR IR R AR BRI SR . FERLERAE b, 20184E9  $I20194E3 1,
S OHEWSCIRTORE, xR p BRI SUB RTI 2 AR SR iR REBEA
FEH SR TIR R, ISR AT T 2 UGS, S5 KL, A J7VERBAR I i & el K rh 24
PR OGN R, @ BLARRIS %2, 20194E3 H B4 4, 43 ) i i T 8 2 0 b AS 0 BT
V9148 PRk} A sl PO VAR 5 25 PRk s 58 Pl = R BN A D7 VR T T B kilde, &5 R
W, 2070506 R S R E R, RAHE T ZITEIRATYE, S8R T AR SCAR AR SR =
TR o

14



20194E4 ), 1) o [ LAV RFE B AR BT 2 5 bR R B R B ST BT R E R 5
2550 S EN R, He AVE B A AU A R BRI 2R . TR AER N AR E W, ¥
PP} A PR T R PRI 5 ) AE SR R R i o 0 B NI SRORE IR RO 8 & A R AL AT B 5K
20194F5 H, Sefa B 700 R W IFHEHATIC B R & R AL R ILR H 6954 B L,
AL E /NN IR WLIE AT SR, B AR R BRI, XA 4
) 03 3 P 1 AR PR BRSO A SRR R KA B R NIE e, =
LG AE H B AR FE R I R4 AR A HE . B S B e R (LR LS H L) |, JRgl
BIL63%%, A RIMNI%, ARMSHK.

20194F12 27 H , 7T re 48 54 24 TaDRE R 22 i 2 23 SO0 ARV AT Ml br i Chalhel v 20 P 22
FsE) (WD T TWENEE. TRAHPRE. FEY. B0 mA5E. &
AN THRFE KR LA ERAR, S2LFIN: bRlERIR TS, FREBERRTAT.
LRMBE DB E N LERMELRREON AR IR REERIE) , FFEmE
VORI s 2 R ST R I dE T AR TR G R i 3.4%GB/T1.1-2009
HIGB/T2000 1. AR TEFRAESCAFN Gl Ui I o DRI, 42 P o WL BRI B it — B 5838 1
FORSEI HHE ,  MUVEAR DAL

=\ tESRFIR A EZR AR S HE KT

FEASKRE R 1 5 S A o AR [ 5 ST B BUR S VARV, AR ) 2 55 A0 0
LR BIEIRGB/T 1.1-2009 (hrAEAl TAF SN 5813870 . ARt i 45 R A 9 5500 0] B 225K ) T
GB/T 5009.1-2003 (& & DAL 7% B S0) PIFIGB/T 20001.4-2015 (g
HROM AT IR P ER S . EARHER SRR R RN AR
BTG R SCFRIAAER . . BN PRERASTSE S AR R BRI
G5 HE .

1. RREMER

SR R O €S - S8 AR I AT AR e MR, e 2R A

ik : Waters XBridge C184F 5 tuill#s: SRAMaIEE  AWIEK: 214 nm 5 3R
e 20 pls ViBhAH: BERRERGEMR + HEE + OFE =93+ 5+2, FHEEN . HRNE G
HEAE &R (Img/mL) A1 TAEM(10pg/mL) IR I AHFRE 2 1ug/mL_EALIE o 3070 2 MR bt



fiti 2 R T B2 B, BRI 2 A AR AR e i B3 o 25 G Fe e B 52 4G
HMGB 29704-20134, AR 2R ARHEME AR (1.0mg/mL) 1A ZUHE NN H . Fiw
HETAEW (10 pg/mL) A RUH E 24 H .

300000
g 250000 f
= 200000 |
150000 |
100000 |
50000 t

0

AR ERIE

1 5 10 20 30 40 50 60 120 180 240
NEVES
K 2. PR ARAE G % AR 1

300000 r
Eé 250000 t
200000 t

by
#% 150000

I
100000 f

&
k& 50000 |
0

TP e
By fa)/ X

K 3. ARG AR E AR E T
2. FERBA B ER R R HIB
2.1 RFK AL

FUAT, ARYE B N A SCRRIRIE,  TARHRI B 4 44 b 2R P 2 BRI 77 325 o B P G
SR R AME I g, HIE R EE Y 214 nm, R EFE 230 nmlle Y E BAER B,
AT G AN O EE T Y AR Spg/mL PR R EATIIE ,  FLERAME A
WL 40 SRR, SRATERIMNER A A BRI, AR 214 nm 20 R, £ 230nm
AEWRSAE AR AT 5055, DRI, 364 214 nm A3 TR S0 19 fo R 55 VM i

16



1.990
214nm
1.490
2
0.990
<
0. 490 \
e
—0.010
200 10 220 230 240 250 250 770 280 90 300

W (nm)

K 4. AR RINEOLTE
2.2 BTSN %

TR TA e AR MR o, SCHRIRIE R C18 MEFI AR A, AT H 495 51
KX PR A TEAE AT 7 B A BT . R Agilent ZORBAX NH, 4354 (5.0 pm,
250 mmx4.6 mm) ik, FEAHANAHE + K =97+3, WEIY 1.0 mL/min, el
214 nm, BEFEEIN 20 uL; AUl SERIRW], PR DR B I AR S A B 5 R A
B 4R 1

C18 tuifi Al FVa ), HIE. M BRCEREw, (B HEmE) M
FICHERARAE TP 4 1 C18 E il g Ph I = e B N FH o A6 70 ) B AL T B A it
CAPCELL PAK C18 (5.0 um, 250 mmx4.6 mm) . Waters XBridge C18 (5.0 um, 150 mmx4.6
mm) . Waters Symmetry C18 (5.0 um, 250 mmx4.6 mm) F1 Waters =93+5+2 it sl AH %%
BEWeit. 45R% M, LL CAPCELL PAK C18 it g5y, HARMELEHTE 15.6~17.6 min
H L, NEEEEIE 255 LL Waters Symmetry C18 (il #7351, H LA YIE 10.6
min /A7 HIL LG, EEUREHmREIG, AREHCXFRIESFESEER: P 150 mm Waters
XBridge C18 itk sy B0, HAMbLEWAE 5.5 min /245 g, {H HARIETICIE S HoAh 4% i 0
SEL R A 053 BL 250 mm Waters XBridge C18 (il A2 0, HARML AR E I
[ASEAC, 7E 9 min 224 HBLEIE, IEIRELY, F S8 BUEE 8, BORRVEE,

BT AR AL i 44, LA 250 mm Waters XBridge C18 4 B a4t , HiE A 30 C,
WL Sh G + WE + OHBF =93 +5+2, s, SEREUeM, #EMEEDY 20 pL KI5
fE, RIEER TS FERIRGTEL, B A RHATTIUR & RS AR R TR 2 R 5 70 B



B EERRY], IR, ANEERA R TI, (H AR5 2% 5 g a] S
BUFH . SR E RN 5 ng/g AT R BRI ik B ACR LA 5.

A A -9.775

nnnnn

nnnnn

IR - 9.794

K5 SRS R EEE C18 A L m RO A e

AFRETAEM GKREEN 500 ng/mL) B EHFES C.2BEMREES GIRINZKE 5 ng/g)
2.3 ATAbEKFHERE

NN R IEAE R R, AT ES% T EEARMES FSIS B 7 W58 774 DL FHoAth i FH 5
SCRRLO TR I T ykI8-101, 2 LR BH,  RDRLAN & P2 S A A T R 32 U K 2 N 20% = K+
LGN 1% =R O+ 3% =R OREHNE, HITHURBRHEEAS [F] 5 B FH [ A A B A
[l KL, FRATEBFEFEBORA A RN . B0, FRATEEE T A: 20% %= /K L f5+HLB
. B: 20%Z /K ZHE+ Prime HLB # GHiZR) « C: 20%Z /K ZIEMCX #. D: 1% =

18



HLFRICHE (15/85, viv) + MCX . E: 3% =R ZM+MCX H A4, B 1mL 32
WO EAE. 85 RRN, A AERIWCREAS, X 14%4 4 E A& RICE 85%K H: B, C
D =ANEA I EICRA B, A 87~92%. IR AE, 78R & bkl 2 5 rF R A
T B ARIERT G A T30, HARER AR THIE, 8% B, C M D =4
He, DFRMFTRFETIRAXNEN, FHi, 1% =8/ 28 (15/85, viv) +MCX
TR A R B FAR (VAT AL B AL

AARIGIE LU 7RI K $RE =R, HR%HREL 10 min, 20 min A1 30 min Z%4F F IR
IR R, RIEMAE .. RAHEH 1% =8 ZR/CE (15/85, v/v) HK 10 mL
P%3% 10 min, FEEFK. BTSRRI RIEZ &M FE R, B HARgEE R
FEEA A5 T80, BT ARATT X A A B iAo R R AR BB AT T iR 45
RO, WG 3 mL 0.1%h RV AT G R TGS 5

Rk, BT RRf A FREGREE 2 ¢ (HEFIZE 0.002 g) FEET 50 mL 2505
B, BN 10 mL 1% =R LMR: LHF (15: 85) ¥, g ST, Rz HEHL 10 min, - 10000
r/min &0 10 min, FH EERER— S0 mL B0 . RBESRI—IK, &HMIR
W RS, B EMIFERBUMER U 3 mL FEE. 3 mL KR 3mL AR EURIE AL . HER
AL 35 1 mL A, EARYH 3 mL /K. 3 mL FFEEAT 3 mL 0. 1mol/L R EE, Hih
To H S%ZOKZIEEH 5 mL Yeit, WOEBEHE, T 40CERET, #EMFZE 1.0 mL i
AR, i 0.22 um JEME, £,

2.4 THRAK

FEUE CI8 Mk AF AT, ALY N R T E Tt N ERAE &
BRI E AU YN =R EUE, B, =R EUR BT TR . ARYEI R BR
2k, BATERERTLE R R FEMERA. SEOKE . HTCERAl. ERER A eI . SR R
FOM R AT SRS AR SR B SR I P G AT T 0. RIS, R T 5 S A L
TR « R SRUM R o e P M e, B SRR IR L e PP R SRR SR 254 DA K
TER. DM REIIARIEY), PEE YT TIs . R I3 o8 2% 10k
FAEN, DOARE. = REWA LA fR i, HERS 1R 25009 9.9 miny 3.1 min A
6.3 min. HIMRW, =& AHFLIEEAYIS A AGR RIS T AR
ot T HU25 Wi BB G B L] 6.

= W
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6. Tt Kk

2.5 HE¥EE (HPLC)

2.5.1 it

KRS OSBRI AR, PSR E R, IR 707008 0.05 pg/mL. 0.1
pug/mL. 0.5ug/mL. 1.0 ug/mL. 5.0 ug/mL. 10.0 ug/mL WFR#ERFER (HIEDS) » H
IR B2 21 A B i BSOS o DB I T AR N AR bR, WRFE AR AANR, 2l b5
HEMZR . SRIFINAE R B A 772 Y=2.84e5X+3.76e2, R2 KT 0.9999, Lt RA4f, LA

7o

20



Fe1E dh£EE

3.0x10%]

2.5x108 ]

2.0x10% ]

1.5x10% ]

[k

1.0x10% ]

5.0x10% ]

0.0+

-5 0m10% ]

Bl 7. BRPA SR b vt i £k
2.5.2 FEKIREE

7 AR A FDE AL B, e 25 SRR, (EAE R OR BT (a4, 2 sk xd il
4T T

IR (LOD) = ¥h0 1.0 pg PR T 2 ¢ D HALA R Wggtakl, A hnsf e
E ARV BN SR, ZBRBUSIE, RIEERLL SIN>3 (3% PP D, BN AR
TERCATRL . IRAETRRE . WA DRI TR A TR RV R R 7Rk A IR > 0.5 mg/kg o

ERMR (LOQ) = NN 2.0 pg PR T 2 g Bo & ik, IRARTARL. W07 TR & 1)
BHRRE RN 7R, 4R BUE M, RAE(E 1L SIN>10 (3% PP 5D, #iE R AR R
FCETRE, IRAETRRL . TR TOR & TR R b 78R 1 € &R A 1.0 mg/kg.

2.5.3 FEHHERENREZEEE (HPLC-UV)

ARTTVER PR (k-5 ANE G2 T IR G e A I C & Pkl iRkl W
NG TIR & P RERT 2F IR R SRk B I RIS L o SR AIARHETR IS, 728 At Rl i
o3 ANAREZKF 1.0 mg/kg. 10 mg/kg. 50 mg/kg (FUREHA I E N 1.0 mg/kg. 10 mg/kg.
50 mg/kg A1 100 mg/kg, FCERHRIKRE N 1.0 mg/kg. 5 mg/kg. 25 mg/kg) IR P & ik
AT HER BE RS 3 BE RS0, S IRBEHEAT 5 MR PAT ISR, HE 3, KA. HEEAEX AR
#ifmz, THES R WE 1~3K 8.

R ERCE TR A YRR I [ R e 45 R



BN E ERE (%) SFHyEYRE #Epy RSD  #LjA] RSD

(mg/kg) HEHR 1 2 3 4 5 (%) (%) (%)
I 103.0 103.0 108.0 99.8 111.8 105.1 4.5
1 I 100.7 106.1 97.8 115.6 102.0 104.4 6.6 5.1
1 109.7 110.5 105.9 108.7 97.2 106.4 5.1
I 95.6 89.0 91.3 85.0 87.5 89.7 4.5
5 I 92.8 94.2 88.4 91.5 923 91.8 23 3.6
il 85.6 88.6 88.2 86.2 92.1 88.1 2.9
I 87.7 95.9 93.3 86.2 95.1 91.6 4.8
25 11 100.7 95.7 94.5 100.8 97.1 97.8 3.0 4.7
1 94.4 91.0 95.9 102.8 94.3 95.7 4.6
R 2 ARG RRL A P R R I [l i e A R
BINWRE . EE (%) FHEE  #EA RSD  #itiA] RSD
(mg/kg) HEHR 1 2 3 4 5 (%) (%) (%)
I 76.9 76.4 74.1 77.4 78.7 76.7 2.2
1 11 79.5 86.9 84.1 81.5 77.3 81.9 4.6 5.0
1 74.9 84.5 81.8 78.6 73.3 78.6 59
1 82.2 84.6 97.0 80.9 94.0 87.7 8.3
10 11 81.0 94.5 88.7 88.3 92.9 89.1 59 6.5
1 89.1 97.3 85.1 87.7 81.4 88.1 6.7
1 92.6 91.2 88.8 82.5 82.9 87.6 5.4
50 1I 96.1 90.7 83.6 943 84.3 89.8 6.3 5.1
I 91.0 91.9 92.8 84.4 92.2 90.5 3.8

R 3 OEE SR G TR AR R AN R e 2R

BIWE . EZ (%) S ElE  #tp RSD  HE[A] RSD
(mg/kg) HEHR 1 2 3 4 5 (%) (%) (%)
I 78.2 74.7 66.1 76.9 79.8 75.1 72
1 I 71.6 88.4 88.2 87.5 67.7 80.7 12.6 10.3
I 67.9 73.0 88.8 78.0 71.8 75.9 10.6
[ 91.5 85.2 80.8 93.3 86.7 87.5 5.7
10 I 84.7 84.0 81.2 82.4 97.2 85.9 7.5 6.6
i 98.6 95.0 91.1 89.7 93.4 93.6 3.7
I 98.6  103.8 943 83.9 83.1 92.7 9.8
50 1l 982 1022 965 90.5 87.8 95.0 6.2 8.3
I 927 1044  86.8 103.3 83.4 94.1 10.1
I 89.8 76.2 96.7 90.5 92.2 89.1 8.6
100 1l 93.6 88.4 94.0 86.1 97.0 91.8 4.8 5.8
I 91.4 89.7 92.6 94.8 85.6 90.8 3.8

22



R 4 JOEC A DR 0 P S I RS e 45 R

BIRE . EIKE (%) FigEYE  # RSD  HiklE] RSD
(mg/kg) HEHR 1 2 3 4 5 (%) (%) (%)
I 96.0 92.9 98.7 107.5 96.2 98.3 5.6
1 1l 95.1 1054 972 1032 103.1 100.8 4.4 53
I 1020 897 1072 1037 1012 100.8 6.6
I 92.6 97.5 89.7 98.6 93.2 94.3 39
5 1l 91.2 94.3 89.1 99.1 94.6 93.7 4.1 4.7
il 101.8 987 1009 1012 89.8 98.4 5.1
[ 86.4 95.0 95.4 99.9 89.2 93.2 5.8
25 I 925 95.6 95.2 925 90.6 93.3 22 4.1
il 93.2 91.5 89.0 100.5 92.7 93.4 4.6

5 RGHeda alRE IR T RS I e W e 4 R
BIRE . EZ (%) S ElgE  H#tp RSD LAl RSD

(mg/kg) HEHR 1 2 3 4 5 (%) (%) (%)
I 958  100.1 94.5 93.4 91.8 95.1 33

1 I 97.1 1006 987 90.6 94.5 96.3 4.1 3.7
il 94.3 95.3 89.3 89.2 93.6 92.3 3.1
I 95.5 89.5 98.9 86.0 85.1 91.0 6.6

10 I 91.8 87.7 91.6 95.3 85.3 90.3 43 53
i 93.4 96.5 96.3 943 90.5 94.2 2.6
I 1041 927 98.8 103.4 81.3 96.1 9.8

50 1l 1045  87.0 86.4 83.9 90.0 90.3 9.1 8.0
I 90.9 89.6 98.6 88.9 94.3 92.4 43
F 6 GRS AR IR T R I el W 2R 5 45

WIRE . EE (%) SFEgEE  #t RSD  #itlA] RSD

(mg/kg) sk 2 3 4 5 (%) (%) (%)
I 82.3 63.9 77.4 65.4 75.1 72.8 10.8

1 11 76.6 64.1 62.6 67.5 61.5 66.4 9.2 11.6
111 71.9 85.2 84.5 64.3 68.4 74.9 12.7
I 98.5 84.7 95.8 86.5 92.1 91.5 6.4

10 11 88.9 89.3 88.9 81.1 88.7 87.4 4.0 6.2
111 98.2 80.5 92.9 94.2 94.4 92.0 73
I 948 1025  103.0 1049 88.4 98.7 7.0

50 11 98.4 94.5 1044 911 88.4 95.4 6.6 7.2
il 89.2 90.9 84.9 103.0 1025 94.1 8.7
100 I 1056  90.4 89.6 1042 935 96.6 7.9

11 90.7  108.6 82.8 1009 954 95.7 10.2 8.3




il 105.8 95.8 97.7 84.5 90.3 94.8 8.4

R T ERE RN FE R A Y &I IN SR e 45

IR E . EE (%) P ERE  f#ty RSD  #ik[A] RSD
(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 927 948 93.9 80.8 90.4 90.5 6.3
1 11 93.6  80.6 83.3 84.9 91.5 86.8 6.4 6.0
I 920 923 81.6 88.2 83.1 87.4 5.7
I 96.5  99.6 90.9 91.5 96.6 95.0 3.9
10 11 988  84.6 84.6 88.7 90.5 89.4 6.5 5.7
il 983  97.1 96.1 95.2 85.8 94.5 53
I 893 967 918 1049 885 94.3 72
50 11 978  90.8 90.1 852 87.8 90.3 52 5.9
il 859 996 94.6 92.0 90.2 92.5 55

R 8 YA F IR A TR A A R AN [ SR e £ 2R

BIWE . EZ (%) S ElE #tp RSD LAl RSD
(mg/kg) HEHR 1 2 3 4 5 (%) (%) (%)
I 76.3 79.2 78.5 82.1 80.6 79.3 2.8
1 11 80.5 80.5 79.8 85.9 78.4 81.0 35 3.0
il 783 76.9 81.7 79.5 77.9 78.9 23
[ 92.7 92.1 94.2 91.7 93.9 92.9 12
10 I 93.9 93.4 90.8 89.6 92.6 92.1 2.0 17
il 90.2 92.8 92.7 95.0 94.1 93.0 2.0
I 80.5 78.9 81.4 81.2 79.2 80.2 1.4
50 I 81.6 85.1 79.5 775 78.9 80.5 3.7 2.3
I 79.6 79.6 82.6 80.6 82.4 81.0 1.8
I 83.6 81.1 84.2 83.9 85.5 83.7 1.9
100 1l 88.1 79.4 80.6 79.4 83.4 82.2 45 38
I 89.6 80.6 79.4 81.6 84.9 83.2 4.9

MEFTLIEE, AFEEZ AFEAIN 1 mg/kg~100 mg/kg KN, “FHHE
WE N 61.5%~115.6%, fLWN. fLIEAIXTFRERZ/NT 12.7% . BEZ T IEX AN E AR
FES R, ARSI & R 1 E YA B R . L] 8~ 24,
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K24 ZEERTURATRSBMEREE ¢ 50 ug/g)

3. VBURH R - BB R B WA RRIR AR A IR L

3.1 A BB RR R AR E

AR Hh T LB 55 VR i ) A R
(R RRSEAN LL AN B R AL AP0 ) R B I (] R TR, 38
2, N RBUE . AL NFER T ONE-K. B KEERREIAE, KL CHE-K
NTRENAEI, WA SR, B SUREE, WUk CE-KVE NN LB AR E
SERERER, FERCTATHE RS, MINHER T LHE-0.1%FRACH TSI, SERER, P
0, WETEARBINHR, R &% 2 E-0.1% F BR/KME NN . S Bk T

i dC18 #F, MK 150 mm, W 3.0 mm, FifF 2.1 um, SiPEAEA2SE,

FEIR: 35 °C.

Hizhl: A: Ol B: 0.1%FERVEWL POEEUEML, VeliReyr Wk 9.

Viid: 0.30 mL/min.

BEAEE: SuL.

AEY
=

HbsE SRS M s, Bk, wahi
i 1) H AL & V& 1A

R 9 UANARAE R Sk A

i8] (min) A (%) B (%)
0.0 5 95
1.0 5 95
3.0 85 15
5.0 5 95
7.0 5 95




3.2 Gk aIe 2 AR A E

HNEGE S TIK, RIS TROE, RGBT, RIS i T Hme 55 v s B 1
(ESD Z BRAEMNYES, A7 ikik$E ESTHEAT 704

K H Thermo Scientific /2] TSQ Quantiva AR 3E-H BRI, L ZME/0.1% F IR
W(5:95, V/IVYNRERSR, $HEh%E (10 uL/min) S PR & R0 5 3 25 PE AT 004k, 78 ESIY
BT . SRR BTEBREZHEE: 35k, B ERHRE:
333 °C; WAL 300 C; 9. &S 30 Arbs HENS: EA 5 Arb. EPEFEE AR
R B TAE N ERE T, KRR B TR EES 7, WK 25, M TXt. 88
TR Jnt LI BE B 2 HAE WK 10,

TEAREAESE B, AT 598 C18 Bilshk kAT 7 H 5. (HIEIZIE &0, N E%
HUE S, RINRUE. SRR, DARERIE SO E S C18 NIRH) C18 /1 (dC18) ,
pH i IR 5358 C18 AfH, X TG ie Bk g 25 . Nz G i i 3R 7
S H SRR R i, WO R dC18 it At

STD_S0ppb #103 RT: 222 AV: 1 NL: 907E5
+c 2 167.152 [85.110-85.112, 108.110-108.112, 125.110-125.112]

K25 PhPERET T RE A
R 10 M. EEE THIORE I A HESL T AL S AE

5E MBS Nt SE BB TR HEFLFELIE | Rl RS
m/z m/z V eV
167.2 > 85.1 19
BN 167.2 > 85.1 43
167.2>125.1 18

3.3 WA IR E

30



T2 SR I b0 B8 R 7 i AR — B DRV D5 12 P (0 TR VBN R
HRZ MR O (93/5/25 viviv) S REZMEL, A& TR L, R
PERAL IS PG S A, K O R TR B AR R 2 J5/0.1% R I (5/95, VIV). 4
EAUNE, BRI, R E RN, WETRLE, BRI, R 2 H/0.1% HT BRI
(5/95, VIV )T TTVE R R 77
3.4 J 5 UL EC AR v b 22

EEREAS [F) PR T 00 B TR RS AT 58, 25 R, S [ PR o 250 ) A 1A 2 e 11 U
SEAFTEANRIFE BE (IR RN, . Forkr, FEE G TR A RE, J A TRl 5 S5 410 ]35SR T
10%, M§EGTREG R, 3G G RHKHE FHAN 2 20%, 3G, R4S R R 2508 24
N 30%. BRI, BRATIR S T VT A AR o 20 4 AT IR IE B ST L

FETR UG EARE TR T 10 mL 2=, B 0.1% FH R £ G V50070 e 58 2 T b Vi
RHVVEI W 4 )°A: 10 ng/mL+ 20 ng/mL. 50 ng/mL- 100 ng/mL+200 ng/mL 1 500 ng/mL .
HUHIIN . BB A FREE, $RFRMESIA 4.5.1 M1 452 fbBERI RSN TS AR, 4
A R RAETR ImL BE2 A5, EAl% 10 ng/mL. 20 ng/mL. 50 ng/mL. 100
ng/mL. 200 ng/mL 1 500 ng/mL J&J5 VEECARVE RPNV, ISIENE S, FRARH R 21 ik FE it
YRR €2 1% - H BT U I 5 o DURFAIE 25 - i e T AR A AR AR, 68 o D TG 1V R0k P i

AR, Rt AE 2 o A ARDIE I T A TR R 1Y) 2 S UG BC P A Hl 28 A SR AR MUK 11
KA1 PR A5 UL T b v 2k R AR 5% R 30

iy LRVt TR FHRZE (RD
FEBL A Rk Y=7.336e4X+6.325e4 0.9987
FERAR AR Y=6.63e4X+7.284e4 0.9978
2 A TR A AR Y=7.411e4X+1.277e5 0.9974
KL ) Y=5.768e4X+3.994e4 0.9997
KGR Ag v ) Y=4.834e4X-6.75€3 0.9998
X85 A TR A Rk Y=6.909e4X+5.539e4 0.9982
AR R 7R Y=4.019e4X+3.098e4 0.9981
Ye b X PR A AR Y=1.777e4X+2.147e5 0.9978
3.5 KR

ATT R il i- tR R BEE 82 1 2 FA R D R AR B s, 45 SRR -
FEAR DL OR B IR 1E), 22 EaORERT B A A B T3



IR (LOD) : #0100 ng FrtEAEW T 2 ¢ A HEA TR, Wda ikl A hnsf e
E ARV BN SRR, ZIRBUSIE, KIEERLL SIN>3 (3% PP D, HiE AR
FERC G TR, WRAEDRE, WS TIR & PR RURS RN 70RE R AR 0.05 mg/ke.

SRR (LOQ)D : ¥ 200 ng ARUEIATR T 2 ¢ 25 ARLATRL. IRAETARL. RINF 7R
SRR R, ZRIBUSIE, KIEERRE SIN>10 (3% PP &), #iE IR
GRTERCA TR IRARTRL, W07 TR A DR RURE R R 70k R ARSI BR 0.1 mg/kgo
3.6 HERHRENFREREEE (LC-MS)

A7 R A il - R B BUEVE B 5% T I R R AE R ARG IO BC & kL TOR KL IR 45
B RSB R R R N SO e SR RIS, 7225 BV R s n 3 SRR
0.1 mg/kg. 10 mg/kg. 50 mg/kg (FREHAMAKEL N 0.1 mg/kg. 10 mg/kg. 50 mg/kg 1 100
mg/kg, FLARRRINIREE N 0.1 mg/kg. 5 mg/kg. 25mg/kg) HIFR P R R AT THEAf B ARG 25
FERE, SIREEEAT 5 MFEMTAT IR, HE 3K, Kt MM bR R 2, TR
B 12~£ 19,

12 REC A TR PR TN R SN R R e A AR

BIRE . B (%) EHEYE  HA RSD  #HLiA] RSD
(mg/kg) sk 1 2 3 4 5 (%) (%) (%)
I 852 920 90.4 1035 998 94.2 7.8
0.1 I 93.0 1004  97.0 89.7 102.7 96.6 55 6.1
i 89.4 1034 908 94.2 93.3 94.2 58
I 97.3 91.0 100.0  87.1 88.1 92.7 6.1
5 I 90.1 86.8 85.8 91.0 88.9 88.5 25 6.1
I 99.7 989 85.5 87.1 99.0 94.0 75
I 89.8 92.9 97.7 95.3 88.0 92.7 42
25 1l 90.5 89.2 92.4 98.8 94.6 93.1 4.1 42
I 87.3 89.7 98.4 90.0 88.2 90.7 49

R 13 ERGE R A &I IN SR e 45

BINWRE . EE (%) FHEEE  #EA RSD  #itiA] RSD
(mg/kg) HEHR 1 2 3 4 5 (%) (%) (%)
I 93.2 92.9 97.2 101.5 95.7 96.1 3.6
0.1 I 103.2 103.8 95.3 99.0 92.0 98.6 5.1 4.6
il 103.5 102.9 105.8 101.7 103.1 103.4 1.4
I 101.9 98.8 94.0 95.9 89.4 96.0 5.0
10 11 94.3 88.8 94.3 85.4 99.3 92.4 5.9 5.9
1 88.4 91.0 86.2 100.5 101.0 93.4 7.4
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85.1 95.0 94.8 96.7 98.2 94.0 55

50 1l 96.8 90.1 85.7 90.7 82.6 89.2 6.1 5.6
I 94.5 90.3 85.7 88.7 84.7 88.8 4.4
K 14 JEE G TURE AR IR T 2 s I el W 3R 5 45
WIRE . EIKE (%) SFHEE  #A RSD  #itiR) RSD
(mg/kg) HEHR 1 2 3 4 5 (%) (%) (%)
[ 83.7 81.8 78.0 78.8 84.0 81.3 3.4
0.1 I 79.8 66.6 74.5 74.0 775 74.5 6.7 8.1
I 82.1 88.4 72.8 68.5 86.7 79.7 10.9
I 85.3 75.9 89.0 92.1 91.1 86.7 7.6
10 I 97.1 79.4 922 79.4 733 84.3 11.8 9.4
I 75.6 71.6 89.2 71.5 91.1 79.8 12.1
[ 84.5 96.9 923 68.7 80.6 84.6 12.9
50 I 79.3 95.6 94.0 79.7 87.1 87.1 8.8 11.3
I 70.5 86.1 68.5 91.7 85.1 80.4 12.8
I 83.7 81.8 78.0 78.8 84.0 81.3 3.4
100 1l 79.8 66.6 74.5 74.0 775 74.5 6.7 8.1
i 82.1 88.4 72.8 68.5 86.7 79.7 10.9
15 AGHCE TRPRE IR P 2 s I el Y AR i e 4
BIRE . EZ (%) S ElgE  H#tp RSD LAl RSD
(mg/kg) HEHR 1 2 3 4 5 (%) (%) (%)
I 983 1048 1065  109.7 983 103.5 4.9
0.1 1l 1140 1085 1092 998 110.8 108.4 4.9 4.9
il 1141 1133 1087 1111 107.7 111.0 25
I 100.5 945 97.1 94.6 89.4 95.2 42
5 1l 914 1024 895 100.1 91.1 94.9 6.2 5.8
I 98.1 97.9 98.8 85.6 85.1 93.1 7.6
I 88.9 90.4 88.4 87.5 100.5 91.1 59
25 1l 94.2 86.4 95.0 93.0 86.8 91.1 4.6 53
I 90.6 88.6 98.4 101.3 90.0 93.8 6.1
16 AGHAg ALt Y 2R N Bl R e 4
WIRE . EIKE (%) FiyEYE  # RSD  #itlE] RSD
(mg/kg) HEHR 1 2 3 4 5 (%) (%) (%)
I 91.9 96.4 112.1 93.4 105.0 99.8 8.6
0.1 1l 1022 956 1073 1119 1127 105.9 6.7 7.7
I 994 1102 1136 1000 1159 107.8 7.1
I 89.8 1056 927 93.2 91.1 94.5 6.7
10 1l 1052 989 92.2 1062 995 100.4 5.6 6.4



1 92.1 98.2 104.4 99.0 107.8 100.3 6.0
I 100.0 86.9 103.6 83.6 96.2 94.1 9.1
50 11 81.5 92.0 99.9 98.3 102.2 94.8 8.8 8.0
I 94.9 99.9 84.7 104.4 91.4 95.1 8.0
x 17 BE SRS R g R R 45
BIRE . EZ (%) S ElgE  H#tp RSD LAl RSD
mg/kg Mtk 1 2 3 4 5 (%) (%) (%)
1 91.2 94.6 79.6 83.7 87.5 87.3 6.8
0.1 I 83.1 88.8 89.7 88.1 84.5 86.8 33 5.8
I 87.8 79.6 78.0 82.1 92.5 84.0 7.2
I 98.0 87.5 95.6 87.3 83.0 90.3 7.0
10 I 953 98.4 88.4 94.6 94.7 94.3 3.9 6.0
1 86.7 88.6 95.7 84.3 99.5 91.0 7.0
1 84.0 94.2 87.5 87.9 84.7 87.7 4.6
50 I 95.7 96.1 91.0 101.0 101.9 97.1 4.6 6.6
il 101.3 91.9 88.1 87.9 98.4 93.5 6.5
I 88.2 84.8 82.6 95.1 84.4 87.0 5.7
100 I 97.2 89.8 86.3 88.3 98.0 91.9 5.8 5.7
il 92.2 91.6 97.6 94.4 96.7 94.5 2.8
K18 FREEb s B I RGN R IR 4 2R
BINWRE . EE (%) FHEEE  #EA RSD  #itiE] RSD
(mg/kg) HEHR 2 3 4 5 (%) (%) (%)
I 92.6 82.4 80.6 89.4 83.3 85.6 6.0
0.1 I 83.3 923 78.3 81.1 94.7 86.0 8.4 6.7
il 88.3 93.4 83.4 90.9 78.1 86.8 7.1
I 86.4 97.9 95.0 92.5 86.3 91.6 5.6
10 I 94.6 98.6 95.9 95.5 87.1 94.3 4.6 4.8
il 89.9 85.0 92.0 93.5 96.2 91.3 4.6
I 101.9 83.4 97.9 83.3 87.9 90.9 9.4
50 11 90.0 84.3 83.1 85.0 96.1 87.7 6.1 7.9
I 90.2 86.1 103.3 96.5 83.6 91.9 8.7
* 19 AEAERPUR SR P AR i 45 R
BINWRE . EE (%) FHEE  #EA RSD  fitiA] RSD
mg/kg Mtk 2 3 4 5 (%) (%) (%)
I 96.2 89.4 99.5 91.3 94.3 94.1 4.2
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0.1 II 95.3 88.6 92.7 93.4 89.7 91.9 3.0 3.4

111 98.1 90.6 94.1 92.5 91.6 93.4 3.1
I 102.5 96.7 101.7 99.4 100.8 100.2 23

10 I 99.5 94.6 100.5 103.4 98.7 99.3 32 55
111 91.6 100.6 98.6 87.6 85.6 92.8 7.1
I 82.4 83.8 89.6 80.5 84.5 84.2 4.0

50 I 89.6 84.6 85.7 90.6 87.4 87.6 2.9 4.4
111 92.1 89.6 80.5 86.9 914 88.1 53
I 100.9 87.9 95.8 99.3 94.7 95.7 53

100 I 89.4 98.6 92.7 97.6 95.7 94.8 4.0 4.3
111 95.6 94.8 89.6 88.7 92.6 923 33

MEFAT LA H, AEAES AR 0.1 mg/kg~100 mg/kg FIAHEE, T
[P 66.6%~115.9%, LA SRS bREEm 2229/ T 12.9% . Ui BIZ 7GR AN R 1A
R, ANTR] B B R T G S 357 Ll RO HE R BE o AN [R) Bk PR i o DT FC B VA AR
7S [ S 7S R IIRE S R 25 7 35 L ] 26~ 5] 49,

RT: 0.00-4.00
10

221

304 316 333 340 351 379 387

lesw::};f 12,

- B
.

:

.

:

) : 254‘265 277 287,2_‘94 31‘5 3.32 : 348 3‘5‘7 B‘EB 399‘

Tine
Bl 26, G A TR A T S R 2 I b T UK (I B 7 € P P (50 ng/mL)

miz=84.61-85.61F: + c

397 NL:350E3
miz= 124.61-125.61 F: + ¢
ESISRM ms2 167.152
[85.110-85.112,
108.110-108.112,
125.110-125.112) MS

UL B L L L L L L 0 B L S L WA S
00 02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40
Time (min)

K27, FEBCE TR 5 A R B T Tk 1A



RT: 0.00-4.00
o
o
8
7
2

5

«

Relatve Abundance

NL:1.06E5
miz=B4.61-8561 F: +c
ESISRM ms2 167.152
85.110-85.112,
108.110-108.112,
125.110-125.412] MS

333 340 350 362

383 302

1
1

3
2
o
o
8
7
6
E
a
3
2
Il

NL:6.62E4
miz= 1246112561 F: +
ESISRM ms2 167.152

125110-125.112] MS
55

336 348 363 379 394

l
1

] 28.

4T R Tl S

IR N 2 AL B T i & (5 mg/kg)

RT: 000-4.00
o 223 NL: 16268
miz=84.61-8561 1+ CESI
M ms2 167.1
o 85.110-85.112,
108.110-108.112,
5 125110425112] MS
JPSTD_1005p0
7
£ s
2 s
5
4
3
2
1
123 140 159 1.83 202 258 267 277 287 298 311 333 348 358 382 391
" 77 NL: 1.07€8
miz= 1246112561 Fi v
£S1SRM ms2 167.152
9 85.11085.112,
108.110-108.112.
o 125110425112] S
JPSTD_1005pb
7
o
5
P
E
2 279
1
132 139 151 169 179 185 204 507 322 332 330 354 370 383 395
} T y T v T T y T T v T 7 y v v 7 7 T ’
00 0z 04 08 08 10 12 14 16 18 22 24 26 28 30 sz a4 36 38 40

K 29.

RT: 0.00-4.00
106

o

Relative Abundance

20
Time (mi)

6 220 235 243

140 159

191 204 21

249 577 5

R FC B PP R A R R 2 AR BV VR TR =S T 53 B (100 ng/mL)

NL:9.74E3
miz=84.61-8561F: +c
ESISRM ms2 167.152
85.110-85.112,

108.110-108.112,
125.110-125.112] MS

NL:1.38E4
miz= 1246112
E:

11
t T
00 02

B 30. XSHCE TR i A R R

CERAE



RT: 0.00-4.00
100 222 NL: 11265

miz= 84.61-85.61 F: + ¢
ESISRMms2 167.152
903 [85.11085.112,
108.110-108.112,
803 125110-125112] MS
5
703
g
5 603
£ 503
5 40
&
303
203
o] 253 261 278 291 304 312 334 344 353
221 NL: 6.68E4
1003 miz=124.61-12561 F: +c
ESISRMms2 167.152
903 [85.11085.112,
108.110-108.112,
s0d 125110-125.112] MS
P55
703
603
503
403
303
203
103
396
154 167 178 106 206 287
T T T T T T T T T T T T T T T T T T T 1
00 02 04 08 08 10 12 14 16 18 22 24 26 28 30 32 34 36 38 40

Time (min)

K 31, SR E AR S IR N Z R RHE & Tt B (5 mg/kg)

RT:000-4.00
o 223 NL: 8.08E5
miz= 84.61-85.61 F: + C ESI
SRM ms2 167.152
o 85.110.85.112,
108.110-108.1 12,
2 125.110-125112] MS
ZNSTD_50ppb
7
£
2 s
8
3
3
2
1
124144 152 165 180 194 206 261 274 286 293 310 316 333 342 351 379 387
o 722 NL: 53165
miz= 1246112561 F:+c
ESISRM ms2 167.152
9 85.110-85.112,
5.110-108.1 12,
2 125.110.125112] MS
ZNSTD_50ppt
7
2
5
4
3
2
1
125 144 152 167 183 190 207 250 277 286 296 307 332 346 358 368 385 398
1 T T T T T T T T T T T T T T T T T T J
00 0z 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40
Time (min)
\ o =1 — Ve Vo = N
32 WY TRR N I NV ik = EE (50 ng/mL)
) Hilm F bR T R AE W ng/m
RT:000-4.00
o NL: 12084
miz= 84618561 F: +
ESISRM ms2 167.152
9 [65.110-85.112,
108.110-108.112,
2 125.110425.112] MS
7

197_

138 150 161 202 210220 234 240 247 557 76

294 308 318

Relaiive Abundance

3

2

1

o TN 34663
miz= 1246112561 F: +c
ESISRM ms2 167.152

9 [85.110-85.112
108.110-108.112,

5 125110-125.112] MS
2NBK2

K

o

5

222 533 246

4

3

2

1

} T v v T T T T T T T T T T T T T T v T 1
00 02 o4 o6 08 10 12 1a 16 18 22 24 25 28 30 32 34 38 a8 40

20
Time (min)

K33, FEIRAE DRI i A R B T e 1A



RT: 0.00-4.00

1o 223 NL: 1.94E5
miz= 84.61-85.61F: + ¢
ESISRM ms2 167.152
85.110-85.112,

o

108.110-108.112,
125.110-125.112] MS.
3

Relative Abundance

4

a

2

1

353 364 380

1o NL: 1.22E5
miz= 124.61-12561 F: + ¢
ESISRM ms2 167.152

o [85.110-85.112,
108.110-108.112,

£l 125110-125112] MS
ZN103

7

6

El

4

a

2

1

132 144 168 175 204 253 263 279 202 305 320 332 355 378 389
R T e R
00 02 04 06 08 10 12 14 16 18 24 28 32 34 36 38 40

e (mm

Kl 34, JEAa RN QUSRI 2R RHE B T Aig B (10 mg/kg)

RT 000-400
o 221 NL:7.90E5
miz=84.61-85.61 F: + c ESI
SRM ms2 167.152
9 BE11088112
108.110-
5 12511042117 s
INSTD_50ppb
K
5 o
2 s
8
3
3
2
1
123 142 151 168 184 196 207 252 271277 302300 333 342 as7 383 307
o 237 NL:5.26E5
miz= 1246112561 F: v
ESISRM ms2 167.152
9 85.110-85.112,
108.110-108.112,
5 125110-125.112) MS
INSTD_50ppb
K
o
5
4
3
2
1
124 142 155 168 178 188 202 257 278 295 308318 332 348 361 384 305
} v v v v T T y T T T 7 7 v T v v J
00 02 04 06 08 10 12 14 15 18 20 22 24 26 28 30 32 34 36 38 a0
Time (min)

K 35, XSGR TARL oA Y MR I b v P VRUCRFALL 1 T i &1 (50 ng/mL)

RT: 000400
o NL: 1274
Vo= 84.61-85.61 F: + 0
ESISRM ms2 167.152
o [85.110-85.112,
101
. 128 1251101251121 S
INBK1
7
3 o
] 2
§5 146 155 161,189 201 213 30 249 2862 287 300 319 360
£ 4
2
B
2
I
" 775 NL:430E3
395 M= 1266112561 F: 4
ESISRM ms2 167 152
9« [&;11085112
106.110-108.
E 195110125 113 s
7
o
. ;.
A 204
223 231 257 267
3
P
I

e A A B
04 06 08 10 12 14 16 18 20 22 40
Time (min)

1 36. XU GIRIAL IR % EVRFF 35 T (0



RT: 0.00-4.00

1o 221 NL: 2.06E5
miz= 84.61-85.61F: +c
ESISRM ms2 167.152

o [85.110-85.112,
108.110-108.112

& 125110-125.112] S

7

Relative Abundance

247 263 279289 315 337 348 363

382

220 NL: 12785
miz= 124.61-12561 F: + ¢
ESISRM ms2 167.152
[85.110-85.112,

108.110-108.112,
£l 125110-125112] MS

136 141 167 178 204 246 264 279 201 308 332 354 38395
R L L L BB O aL
00 o2 o4 o5 o8 10 | 12 14 15 18 20 22 24 26 28 a0 sz a4 35 a8 40

Time (min)

K37, JGIRAERLE A IR A R R AR IE T g & (10 mg/kg)

RT: 0.00-4.00
231 NL:1.65E5
1o miz= 84.61-8561 F: + CESI
SRMms2 167.152
e 85.1085.112,
108.10-108.112,
803 125:10-125.112] MS
2YSTD_S0ppd>
L™
§ o0]
2 s0]
5 0]
£
303
203
109 146 158 180 187 203 212 370 300
31 L9614
1o0g miz= 1266112561 F: +
ESISRMms2 167.152
°0g [85.110-85.112,
108.10-108.112,
803 125:10425.112] M3
2YSTD_S0ppb
703
603
503
403
303
203
105
v T v T T
00 02 04 08 08 10

25
(98]
0
o
X
op
=
S
op
i
++
RSy
!
]
o
it
=
2
o
P
&
B
o)
_H
&
jiif=9
25
a
()
=
Q.
8
C

RT. 0.00-4.00
10 344 348 NL:1.77E4
miz= 84618561 F: + ¢
ESISRM ms2 167.152
o [85.110-85.112,
213 216 108.110-108.112,
& R 240 283, 0 301 31 125.110-125.112] MS.
; 360 2K
5 6
2 s
B 4
3
3
2
1
100 390 NL: 3.98E3
miz= 1246112561 F: +.c
364 ESISRM ms2 167.152
o 308 [85.110-85.112,
108.110-108.1 12,
2 125.110-125412] MS
2K
7
2
5
207
4 127 141 162 'R0 178 195 AT 210 240 259 260 207 304 320
3
2
1

L L B L L L L L 0 A L S L WA S
00 02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40
Time (min)



K39, FEE GRS R A R B T g 1A

RT: 0.00-4.00
1o 232 NL:1.77E5
miz=84.61-85.61 F: + ¢
ESISRM ms2 167.152
o [85.110-85.112,
E

108.110-108.112,
125.110-125.112] MS.
.4

Relative Abundance

4

3

2

1 125 144 156 170 1.88 202 263 279 299 314 334 343 353 364 579

0 237 NL: 1.07E5
miz= 1246112561 F: + ¢
ESISRM ms2 167.152

o« (85.110-85.112
108.110-108.112,

8 125110125112 MS

4

7

e

5

4

3

2

140 157 170 185 202 267 274 294 302 320 333 355 368 393

A s Y B B B B S UL B B D e

00 02 04 08 08 10 12 14 15 18 20 22 24 26 28 30 32 34 36 38 40
Time (min)

Kl 40. JEE G TR SRS BV IR N 2 R RHIE B Tt & (10 mg/kg)

RT: 000-400
230 NL: 16485
003 miz= 84.61-8561 F: + CESI
M ms2 167.1
903 85.110.85.112,
108.110-108.112,
805 125110125112 MS
¥STD_S0ppb
L 703
§ o]
2 503
£ 4]
&
305
205
109 1.25 142 150 166 1.78 1.93 202 211 271279 292 308 349 333 339 378 288
730 NL: 0.89E4
1003 miz= 1246112561 F: o
ESISRM ms2 167.152
03 [85.11085.112,
108.10-108.112,
805 125.110-125.112] MS
J¥STD_50ppb
705
605
503
405
305
205
10]
126 141 159
T T T T ) T T
00 02 04 06 08 10 12 14 16 40

RT: 0.00-4.00

10 340 NL: 1.44E4

124 1gp 205299 219

204 252 25

$ 271 585

o

108.110- 3
125.110-125.112] MS.
2

Relative Abundance

miz= 1246112561 F: + ¢
ESISRM ms2 167.152
85.110-85.112,
108.110-108.112,
125.110125.112] MS
JYBK2

y T T T T T T T T T
04 06 08 10 12 14 16 18 20 22 2

“Time (min)

42. YA R A TR B R T i

-3 297 NL: 4.49E3
t T
00 02

26 28 30 32 34 36 38 40



RT: 0.00-4.00

230 NL: 16085
1003 miz= B4.61-85.61 F: + ¢
ESISRM ms2 167.152
903 (85.110-85.112,
108.110-108.112,
805 125110.125112] MS
705
g
§ oo
2 o]
5 40
4
305
205
o] 125 144 155 182 191 201 241 254 264 276 292 301 314 M 34T 352 377 4,
730 NL: 0.43E4
1007 miz= 1246112561 F: +c
ESISRM ms2 167.152
907 85.110-85.112,
108.110-108.112,
0] 125110-125.112] MS
2¥50-1
705
605
505
403
303
205
10
124146 161 175 187 206
T T T T T t T T T
00 02 04 05 08 10 12 14 16 18

20
“Time (min)

K 43, 39E S TR SR 2 B IR N 2R B T (50 mg/kg)

RT: 155-260
226 N4 48E5
1o0g miz=84.61-8561 F: + c ESI
SRM ms2 167.152
o0 [85.11085.112,
108.110-108:112,
a0 125110-125112] MS
NIL_20pp0_ 1907
L 703
5 o]
2 s0]
£ 4]
£
0]
20]
103
164 168 173 180 185 191 196 200 208
5% NL: 2735
1003 miz= 124.61-12561F: +¢
ESISRM ms2 167.152
04 85.110-85.112,
108.110-108.112,
a0 125110-125.112] MS
NIL_20ppo_ 1907
0]
60
50
40
0]
20]
103
170 177 183 189 193 199 204 208 211
T T T T T T T T T ) J
6 7 18 1o 20 21 22 25 24 25 26
Time (min)

B 44, AFRPRLAN TERE A A R GRE F AR ARV URAE B T (i B (20 ng/mL)

RT. 0.00-260
226 NL: 1.80E4
1003 miz=84.61-8561 F: + c ESI
M ms2 167.1
904 85.110-85.112,
257 108.10-108.112,
803 125110125112 MS
L]
5 o0]
2 50
3 4]
&
303
203
105
NL:374E4
1003 miz= 124.61-12561 F: +¢
ESISRMms2 167.1
°04 85.110-85.112,
108.110-108.112,
803 125110125112 MS
NIL_BKO1
703
603
503
403
303
203
105
00 02 04 05 08 10 16 18 20 22 24 26

2 14
Time (min)

45, KRR TR A FURR IR R T i 1



RT: 000-260

2 14
Time (mi)

K 46.

FORLAN FERE A AN I A R R R B 1 3 1

o 224 NL: 4.08E5
miz= 84.61-8561 F: + CESI
4 ms2 167.1
o 85.1085.112,
108.110-108.112
5 125110-425.112] MS
K
5 6
2 s
5 4
&
3
2
1
o ) NL: 25265
miz= 126 61-12561 F: +c
ESISRMms2 167.152
9 [85.110-85.112,
108.10-108.112,
o 125110-425.112] MS
NiL_10.9
K
o
5
4
3
2
1
169 182 186 193 203
00 02 04 06 08 1o 16 18 20 22 24 26

(10 mg/

RT: 1.25-367
0 235 NL: 2.56E5
miz= 84.61-85.61 F: + CESI
SRMms2 167.152
o [85.110-85.112,
108.110-108.112,
8 125110-125.112] MS
MSTD_50ppb_
7
g
5
2 5
5 4
3
3
2
1
139 143 148 154 162 173 189 201 214 218 263 260 278 295 304 317 325 334 344 355 364
o 73 NL: 1.69E5
miz= 1246112561 F: 4.0
ESISRM ms2 167.152
o [85.110-85.112
108.10-108.112,
8 126.110-125.112] MS
MSTD_50ppb_
ke
2
5
4
3
2
1
145 158 291
135 171 167 193 203 213 220 267278 507 313 325 334 340 348 357
2% o
14 16 18 20 22 4 28 30 32 34 36
Time (min)
Ny
SN N,

B 47, YiAd R TR G GRPRL T IR P Z R 5 i b

RT: 124-369
10

236

Relative Abundance

302309 315 55

BT T

NL:3.16E3
miz=84.61-85.61 F: +c.

192 196 207 211 259 264 272

NL: 8.80E3
miz=124.61-12561 F: + ¢
ESISRM ms2 167.152
[85.110-85.112,

108.110-108.112,
125110-125112] MS
YBK

24 26
Time (min)

P 48. et 2 R O BRI 52 (B T

kg)

(50 ng/mL)

42



RT: 125-367
1o 237 N
m
o
&
Y.
7
g
S
2
E «
3
El
2
1
140 145 153 164 172 189 197 210 215 294301 314 326 335 347 35 365
10 236
o
El
7
6
5
«
a
El
1
131139 145 158 168 172 181190 203 209 218 276 294 301 318 322 334 34
L L B B R A R R A L AR R R R R AR AR R
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