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3.1 &8

R GRESRH SN W L 2R LcE
PEZRS (LAF, 77 730D M, hEICT
Byt U 73k 2 B 3B = T L 7.

3.2. BMRE

PR GREOFCRHBNT LT T =B L
VCINARRA T F U OREMEIZHEE TS 0.2 mgkg
(LT, WEE) BXOZD0 105D 112h125
0.02mgkg (LAF, NRE) O2REL L.
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DOMAFERESL 2 Z N ENHEH L.

BRAIEER: A VT ABIO 7= BT
IVETE NS, TOMOMKEERET | =
MU ZENENIRMR LT 500 ng/mL OFEAELR
WERRS%L, NHERAL, 20 pgmL E703
LXOo7Er=FIULTHRL.

RN E1IS B A2 Y R d X OV i R AR e
WROROEREREZ T b= P Y L THEERR LT
TR 7=,

4.2, HE

7 b= MUV GRBEERBRT B L ORR
o~ 77 7EESHE (LCMS) A, TR
vO(BHBEERRA) , My (BRI
), n-~FHr GRERIEABRA) , Ax
—v (ks o~ ~ 77 7EBS5HE (LC/MS)
), e MY vs GREREIERABRA) , Vv
MeARFEZ VL (Ffk) , VB KELY D
A (Fpfk) , MOKRRERT N U oA (R Rt
A, Bifg7 =0 AEIR (FERIE7 v~ b
777 4— (HPLC) H) BL O A4 Y v+ (k&
T A 1545) B Uiz, KRk Sl
(Merck Milliporef) -CHdik U 7= Bk F 721388
fliZk (LC/MSH) ZEH L.

4.3, PANEE

0.5mol/L U FefEME K (pH 7.0) : V U fe/ksE
HIVDTL 527 g BEOV U BIAKFELY U A
302 g R VED, KK 500 mL (ZIEME L, 1 mol/L
KERLT B Y T AETE 1 mol/L HEEEE VT
pH 7.0 [IZFRI L 72t%, KEMATIL & Liz.
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LC #B : Waters # ACQUITY UPLC System
UM, #F, Bk
MS #B : Waters #{  Premier XE /N, #7)
: Waters 8 ACQUITY TQD (k%)
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6.1. #iH
1 DHTET B —F % — MW, 3EN S
BIA 7 b= N UL THIE L, iR b
U DA EUN0.5mol/L U U ERRRETR (pHT.0)
EMxTiRE S LIzDb, KExoBirE L.
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L 72 RUBHT N E I R R P e 2 R L 30 29
HglE Lo I 2 BAss L7,
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MK P oAz HNTALETE
=NINVEZETTT7A4 NI—AR U I=HhT A
THRL, 7 by s n~FH 2 (1:1) RIEIC
WL b OERBRIREE L.
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LC-MS/MS (2 X DHIEA A L OWIESRML

X, B10DHRIOEREY L LT
& 1. LC-MS/MS AlEA #+ >
AIE 241y -4ty
BEA = (E2) ()
m/z m/z
AYESHL + 360 > 340 360 > 320
UNE - )
360 > 244
(k)
SINALTIY + 465 > 173 465 > 249
EYRVALT + 362 > 207 362 > 239
EYRDAILTREY + 362 > 207 362 > 239
JIVESHIY + 332 > 230 332 > 189
ILFTZIL + 427 > 411 427 > 192
UNE - ®F) (N - 85
427 > 192 427 > 132
(1#iR) (k)
SAAATFUMN + 546 > 511 511 > 113
UNE - )
546 > 113
(k)
SARATFUM + 560 > 525 525 > 109
UM - 40F)
560 > 507
(1K)
AR TNV E) - 505 > 302 505 > 117
N - )
505 > 285
(1K)
ARITNIVLQ) - 505 > 302 505 > 117
UM - 40F)
505 > 285
(1)
AR TSV UREY - 288 > 142 288 > 145
UNE - 3 F)
288 > 273
(1K)

# 2. LC-MS/MS AIE &M

LCHB
MS#S

Waters# ACQUITY UPLC System

Waters&! Premier XE (#F),

ACQUITY TQD (/NE, 1K)
Wako# Wakopak Ultra C18-2 %
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BEER :

1A VRRE

Bt E A R R

BAEARRE

mm, £&100 mm, 2 pm
0.2 mL/min UNE, 1K)
0.353 mL/min(#F)

40 °C

2 uL

5 mmol/LEFER 7 > =9 LIKBK

S5mmol/LEFEE7 VEZ I LAB ) —IL
BE (TICITYREE R
ILY hARTL—AF 1% (ESI

ZERISE=2Y VTE (MRM)

120 °C
250 C
900 L/hr
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) A& Bi& AR B&

B (min) (th) ()

INE 0 ~ 0.51 85:15 - 60:40
ik ~ 217 60:40
~ 3.85 60:40 d 50:50

~ 517 50:50 e 45:55

~11.51 45:55 - 5:95

~17.65 5:95

wE 0 ~ 0.29 85:15 s 60:40
~ 1.23 60:40

~ 218 60:40 - 50:50

~ 293 50:50 - 45:55

~ 6.52 45:55 - 5:95

~ 8.52 5:95

8. RLUMETE
8.1. BabhEAER

HA RTA NRENT-FERHNZFES &, KRk
BREICB O TEREE R X OB EOTMEIG
BrETnEh 2 0MTC, B D EM A £ /213 E
FHTS AR LT,

8.2. BIRMEDORER

77 7B E 6. RILERGIEICHE - CRARLL
7-RBRIAIR (LAF, 77 v 7 #BHATR) 1[2oW\W T,
LC-MS/MS THEIE L, Frllxt R EIEWoOE &2 1E
THE—7 OFBEHER L.

8.3. REROERMEDOTEZ

B SRR ARG U2 R R
(0.0005, 0.001, 0.002, 0.005, 0.01, 0.02, 0.05
BLO0.1 pg/mL) % LC-MS/MS IZIEAL, 55
nNi=zua~< 920 — 7 HENOBRERE
PERR L7z, SRIGUEIROREBRICOWVT, FHER
() 20995 LETHDHZELE2L-T, B
OB Z R L7z,

8.4 BMHBRABIUEEBRADOHESR

TERIRF O BHEME % 0.02 mg/kg (Friisi g3k
DOFCELIENTIALF T2 ABLRIARR Y
F o DFYENE 0.2ppm D 10 430 1 IZFY) , K
FRA O BEEfEA 0.01 mgkg & L7z,
FHRBREICB VT, IEERKEZWE L THE LN
= ORIQ)E—7EHFHED ) A4 XAWN)D
FEE D SN L3 FHY IS LUV 10 FHY OB % 3K
B, WEHHREBRE L2 b 0% TN E R
BIOEERRE L.

8.5. EELSLUREDHER

HA RTA AZPE, (RREITEE (BU=R)
2 70~120 %, OHTEEEDY 15 %A, ZENRBE
2320 %A, FIREIXEEN 70~120 %, OHMT
FEEEDS 10 YoAim, EPFRBEED 15 Y%l 2 B ARE



(F4H) L LI

R4 AAFFAVITRENT-EES L UHEED BIFE

= E B E BHTRE ENRE
(ppm) (%) (RSD %) (RSD %)
=0.001 70~120 30> 35>
0.001 < ~ =0.01 70~120 25> 30>
0.01 <~ =01 70~120 15> 20>
01 < 70~120 10> 15>
HERBLUER

9. RUMFIMEER

IR BEIZHONT, HA RTA VITEDS
AU BV, MERROERRE, BHRRR L OE
BRAICI 2, BEREB X OHEOFM AT 72,

9.1. Btk

77 TRABOGEAT AT L 25, RO
FHR G BN CTHOEROYE & 25 E—
Z R HAVT, BRSNS R0 T & A R
Liz.

9.2. RERDERNK

FARBRE TR L - REROMBIRE () 11X
FSITTRTEBY THY, 2 TOHETREIRIC
DUV, 0.0005~0.1 pg/mL OHFFH CEMRM: (HH
BIfRE () 230995 LLE) 3RSz,

9.3. BHRAELUEERRER

KHBEOMRHBRE LI ONERERFOFEE
6 ITR LT, FHREEIEICOWT, BEEE
Wz LTWzZ Enh, BHRA% 0.01 mg/kg,
EERAE 0.02 mgkg & L7-.

9.4 REBLURE

R EIICONT, FRBREOEE (AL
) OB L ORE (BHTRER K OENKE
BE) OfFEERTIORLEZ. VIAA M7= K
VRAZ TN 2R S FOFHGEIKIC
DOWTUE, HA RT A TR ST B J O
OB E w7z L.

9.5. EFERYE (&%)

HHIRBIZIZONT, 2 TORE 3 RE=E
FNENUIZEBWT 1 EIH7Z0 2 (7, Bp 5
HEIZRERDFEMET 5 [ IR LORS )
HRER) 2> B3RO EJE (BINER) B L OREE (B
TR KOS 2K 8IR L. 2ok
BIZHOWTHLV TN AN T2V A Z TV
VU EERS 5 EOFHRBEIETHA KT v
OHEM (F4) ZW-L7-.

5 ERMEOEHREEAERE

e EfREOEHH R ()
BEL : —
(ug/mL) INE - pid mF
A1YVESH LA 0.0005-0.1 0.9992 0.9997 1.0000
INWA LTIV 0.0005-0.1 0.9988 0.9998 0.9997
EURVALTD 0.0005-0.1 0.9999 0.9999 0.9999
EURDAIILITREY 0.0005-0.1 0.9999 1.0000 0.9999
JIVESYIY 0.0005-0.1 0.9991 0.9997 1.0000
TILF7Z=IL 0.0005-0.1 0.9996 1.0000 0.9998
SIRADFUN 0.0005-0.1 0.9992 0.9999 0.9994
SIRAVFUM 0.0005-0.1 0.9992 0.9999 0.9996
AR )LV (E) 0.0005-0.1 0.9990 0.9990 0.9994
AZINETID) 0.0005-0.1 0.9999 0.9999 1.0000
AR TV KB 0.0005-0.1 0.9984 0.9997 0.9999
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®6. RHERASLUEERRF

BEA BHERHR (mg/kg) EERF (mg/kg)

INE TR WA INE i pid W

(BZ{E) 0.01 0.01 0.01 0.02 0.02 0.02
1VESHLA 0.00023 0.00032 0.00019 0.00075 0.00105 0.00063
IWA LTIV 0.00013 0.00013 0.00008 0.00044 0.00043 0.00028
EURVALT 0.00030 0.00011 0.00025 0.00101 0.00036 0.00084
EURDAIILTREY 0.00067 0.00025 0.00054 0.00224 0.00084 0.00182
JxVESHIY 0.00037 0.00022 0.00019 0.00123 0.00072 0.00063
FIVFF7=IL 0.00142 0.00029 0.00063 0.00473 0.00095 0.00210
SILRAVFUN 0.00238 0.00094 0.00166 0.00792 0.00313 0.00553
SIRADFUM 0.00131 0.00083 0.00133 0.00435 0.00278 0.00445
AR )LV E) 0.00033 0.00022 0.00021 0.00110 0.00074 0.00070
ARINLEVQD 0.00025 0.00012 0.00021 0.00083 0.00041 0.00071
ARV UREY 0.00085 0.00024 0.00079 0.00284 0.00080 0.00263

R FRNREEORIE, HITRESSIUVENRE

BEA ERE (%) n=10 BEHTHEE RSD (%) EWNFEE RSD (%)
BRE EiRE BRE BRE BRE ERE
A VESHL INFE 96.9 96.1 33 3.2 3.6 4.8
TR 98.8 98.7 3.3 1.7 5.6 2.1
A 95.7 97.2 3.0 2.6 6.9 2.9
SINALTIY INE 25.1 30.9 22.3 31.5 66.0 37.6
MR 86.0 90.0 34 7.0 7.5 12.3
HE 89.5 103.3 5.6 3.2 13.7 12.2
EURVALT INE 101.1 97.3 3.1 3.8 4.8 4.6
R 101.8 102.5 2.0 1.3 3.9 3.2
ME 94.3 94.2 3.9 15 6.5 3.6
EYURDAIILITRED INFE 94.0 96.8 3.8 43 4.2 4.3
R 104.0 100.0 6.8 1.6 6.8 2.1
ME 92.2 95.3 3.5 2.8 5.4 4.1
T ESHYIY INE 97.3 93.5 4.1 3.6 4.1 4.6
MR 95.7 101.8 2.1 2.0 4.6 2.3
HE 95.0 96.1 3.4 1.3 6.4 3.7
TILFF=IL INE 96.0 95.3 3.1 3.5 4.4 4.8
R 103.2 98.3 3.2 1.0 3.9 25
ME 93.0 96.2 2.9 1.9 2.9 4.0
SIRAGFUMN INE 93.4 95.4 5.0 4.4 5.0 4.9
R 98.1 96.9 7.9 3.1 9.2 4.9
ME 91.1 94.5 6.4 24 8.0 3.1
SRATFUM INE 93.8 94.7 33 3.9 3.9 4.3
TR 95.2 100.2 5.0 2.4 5.6 2.8
HE 92.9 93.6 5.4 3.4 54 6.1
AB IV UE) INE 91.3 91.9 6.7 1.0 1.2 8.0
R 97.6 98.3 6.9 2.1 6.9 3.0
HE 95.2 97.0 3.7 3.3 5.7 4.4
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ARTNIVUQD) INE 93.7 94.3 2.2 2.5 5.1 3.2
;P 98.2 96.7 3.0 0.9 3.1 238
mE 92.0 98.0 5.3 2.8 7.3 4.8
AR TV R INE 21.5 32.0 55.2 28.7 55.2 28.7
P 89.1 73.7 15.2 16.7 15.2 16.7
wE 74.2 82.1 10.2 6.3 15.0 11.0
xR ADEEEEB-IGH > HEERAHET
8. SHREDEINE, HTHRESSIUVEMBEE
BESR BIRE (%) n=30 HHITHEEE RSD (W) EEFEE RSD (W)
B ERE BiReE ERE B ERE
1VESHL 97.1 97.3 3.2 2.6 5.3 3.4
YINARTIY 66.9 74.7 6.9 9.3 48.9 46.0
EURDALT 99.1 98.0 3.0 2.4 5.9 5.1
EURHILTREM 96.8 97.3 5.1 3.1 7.3 3.8
JTVESHIY 96.0 97.1 33 25 49 5.0
TLFFIL 97.4 96.6 3.1 24 5.8 3.9
IARATF UM 94.2 95.6 6.6 34 7.9 43
IARAIFUM 94.0 96.2 4.7 3.2 4.7 5.3
AR IIITVUE) 94.7 95.7 6.0 2.4 8.0 5.9
ARV Q) 94.6 96.3 3.7 2.2 5.8 3.9
AR TV RSB 61.6 62.6 18.3 15.0 51.5 39.0

K& ADBEBRBERB:-SGN > - HIEZRET

10. F£&6

BB SR 7 fREIC OV T, LC-MS/MS HIlE
WL BT O—FIEZ LT M E2 T o7, ZOFk
BoVINA N T2 BLOAX TNV 2R
SAVETHFL, BURVHILT, 720 ETH
R, TN TFTEABIORINANRRATF D 5
FROEIKIT, &2 CORBRE TR YMFTMD /T £
—HWHA RTA4 O HBEEICEE L. 7L
A N7 = RSB TO T D 2 L R
HENTEY Y, i TRICRIT D50 s
WNEZBND D, BIERIME D - 7 H K ORI 2
IEZE 5 TV,

INHORERNS, 5 EFEIZONTRTO—K
B KD MARECTH 5 Z L BRI Tz,

(#9)

BB, AZTNIV AL, GF4AE12 A 17 H
DABE, A2 70X ARG A ISR D 6 BRI
INDH=H, FORUREE, T O—FEIZED
IINTSATRE T .

BEIM
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JEAE ARG R SR A L R A A A AL R AR

Rl . Rihicks 4 2 BEEICET R
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JEEE (Q&A) 1ITOWT, FRE234E 12 A 8
HATF A2 EE5 1208 26 1 75

4) JISK 0136 : 2015, @miEEEs/ v~ N7 7 4
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