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3. BHBLURMBE

3.1, #
RGBSR S TR WEEZ K (B
T, 790 7@k MW BB A/ NI
THEL, 3RB=ECTHWE

3.2. HMiRE
—HEHETH S 0.0l mgkg (LI, (KEE) B
LXOZD 105128725 0.1 mg/kg (LLF, EiEE)
D2PWEL LT

4. REHLUHRR
4.1. BER

IR, . T T 2 AN F Y R
rev o REw, 7 Ivey, NY LIV —,
MU ZAIY—AREWBLOEZ Y U x— b
AR MRS, o F T r—, AU B R
rovy, YAafYy—v, 7T XML, FF
PIOTIEN, BTV F T BRI TR
B L7 AV AR, v 72 Y N
Dr.Ehrenstorfer =, X v 7 ) 7 = ¥ &
SIGMA-ALDRICH #:8 O RIEHE R % E L E
L.

IRAEHER - S RERELEZ T2 =KV LZ
M LT 500 pg/mL OFEVERIR A FRE, Znb
ERAEL,20ugmL &5 K57 N=KU LT
FHIRL7T=.

ERINELI R RS HE R 35 1 OV Bty A v
i IRAEWERE T2 b= M) L TEEMR LT
AR 7.

4.2, RE

7k b= YL GRBEFEBN B L ORI
n~ 77 7EESHE (LCMS) H) , 7 b
vO(EREERRA) , brxr GRREIGABR
M), n-~FY s GRERERBRA) , A%/ —
(ks v~ N 77 7B &5 HTE (LC/MS) A,
Bk MU os GREEEEBRH) , VomhY
Tx=) (), U UBRAKSE Y 7 L (B,
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VUBEZKRFEDY 7 (Fefk) , HoKEREET RV
v A GRERIGBRT) |, BEBT T = SRR
(Efiikr v~ 777 4— (HPLC) H) B
FOrAa ot (874 8545) AL, K
VB &SR (Merck Milliporefid) THIKE L
To MK E 72 13Kk (LC/MSH) ZfEH L7z,

4.3. FABRE

0.5 mol/L U FiE ik (pH 7.0) : U k3=
HVTALE52TgBEIOY VEEZKES Y T A302
g ZBEVEY, K500 mL IZEMEL, 1 mol/L K
ik MU 7 A FEZIEL 1 mol/L HiEE%E VT pH
70T L%, KEMAZTIL & L.

4.4. B
fil (e — k F A#% No.5A-60

45 EMREHEI=HAIL

T BTN VN Y A FNI =TT A
(LLF, C18 2 =17 A) 1%, Waters 8 Sep-Pak Vac
C18 (1000 mg) %, /7774 NhI—FKRL/T 3
J7a ey YL U A FATEE I =8 T A
LT, 79774 " I—RoI=hT 1) I35,
Sigma-Aldrich & ENVI-Carb/LC-NH2 (500mg/500
mg) ZEAL. C1I8 I =47 2Z7& =1V
AM10mL T, 77774 NI—Rr =77 A%
TEr=FrU - bz (3:1) 10mL TENRE
havsgva=r7LiEbozfniz

b EE
5.1, RESHAY—
AAREHRETTR =—AKREIT A P—

5.2 ®Eo0v 374 0T LEERBS R
LC # : Waters & ACQUITY UPLC System
UNE, M7, Bik)
MS & : Waters 2 Premier XE (/N i)
: Waters 8! ACQUITY TQD (i)
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TLATHRL, Voygh) 7= 1
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BRI LT- b D2 RISk & LTz,
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1. BESEH

LC-MS/MS 2 X & A A2 ¥ L OYRIE 54
X, R1IDLLR3IDEBY L LT
# 1. LC-MS/MS BIEA A+ >
Bl E25-41Y E5-{1Y
B = (£2) (EH)
m/z m/z
ATITTVANNT Y + 427 > 198 427 > 156
IFFAE—L + 397 > 351 397 > 255
FEHSTILEL + 341 > 258 341 > 223
FUHRkoEY + 392 > 205 392 > 116
FUHR MOEUREY + 392 > 205 392 > 170
A= + 303 > 185 303 > 125
ooy + 233 > 12 233 > 46
vAAFY—IL + 294 > 70 294 > 73
FUTLEY—IL + 346 > 278 346 > 73
FUTLSY—LREE  + 295 > 73 295 > 278
EEDE D ESY + 403 > 91 403 > 105
ESVYr—t + 439 > 173 439 > 155
EY2481 K + 319 > 139 319 > 179
254 REL + 334 > 157 334 > 290
RUIZLITTY + 318 > 234 318 > 141
% 2. LC-MS/MS BIFEE#H

Waters® ACQUITY UPLC System
Waters#! Premier XE (/NE, #7F),

Wako#! Wakopak Ultra C18-2 [Rf%

5 mmol/LEFEE 7 > E = LIKIBR

Bi& . SEmmol/LEFBE 7 VEZILAR S —IL

LCER
MSEB
ACQUITY TQD (#&;K)
h3L
21 mm, £&100 mm, 2pum
RE 0.353 mL/min
N LRE 40 °C
EAE 2L
BEHE AR
/ﬁ,& (T3P y &K R
A4 A kiR
+, ESI-)
BIEE
A+ VIRBE 120 °C
AR AREE 400 °C
BRBEARRE 800 L/hr

ILY rARTL—AF itk (ESI

ZERGE=S2Y VTE (MRM)

®3 ISPV REH

iS5 AR Bi& AR Bi&

(min) (k) (k)

0 ~ 0.29 85:15 e 60:40
~ 1.23 60:40
~ 218 60:40 e 50:50
~ 293 50:50 - 45:55
~ 6.52 45:55 - 5:95
~ 10 5:95

8. TLMEFTE

1. BESHhhRER

HA RTA NIRSNTEERFIICESE, KR
BREIZB W CRIRE B X OEIRE O RINEIGR
BaznZh 2 0T, Brs %A £ 723 %E
FHTSEFEYIELE.

8.2. BERMtOmMR

7T @B E 6. RITALBEITIEICHE - TR L
ToREBRRIR (LT, 77 > 7 8 BHARK) 122\ T
LC-MS/MS THIE L, HFRXMREEOEEZIHE
THE—7 OFEAE R L.

8.3 HMEROERKRMEOER
LR G R IR A RS U T M 2R A VYR TR
(0.002, 0.005, 0.01, 0.02, 0.05 3 K T*0.1 pg/mL)

% LC-MS/MS IZHEA L, bz a~ h 7 T A

DY — 7 EEH O EAR A TR L7z, &R RS

DORREFIZONT, MR () 230995 LI ET

HHZEELST, MEROERMELHEZE L.

8.4 BHRARSLUERBROESR

ERRA O B A 0.01 mgkg, MERADH
HEfE% 0.005 mg/kg & L7z,

7 Z 7 REHATRIZ 0.005 ng/mL L7225 L 51
R EZIRMLUIZ 0% 10 B, 7727 3 EHR
a5 BT 2 ACHEL, ERORIEM (T Z
7 REOBEM 2 2 Lo W 2 HIEE) 2 5 Rk
HR IR L - O ERZE 0 23R D 7. FEYE
W7% 012 3.67 ¥ 2R UI-MEERHERA, 10 2%
U7z % EERAR & L.

8.5. EEBLUREDKSE

HA RZA AP, (KIREIIERE ([BIX=R)
2 70~120 %, DHTHEEEDS 25 %A, EPIEEE A
30 Y%ART, A ITEE D 70~120 %, DM THE
215 %A, BNFEED 20 %A 2 HIEME (R
4R L L7

R4 HALESAVICRENEEES S UVREDBZE

= E ' E BHTRE | ERBE
(ppm) ) (RSD %) (RSD %)
=0.001 70~120 30> 35>
0.001 < ~ =0.01 70~120 25> 30>
0.01 <~ =041 70~120 15> 20>
01 < 70~120 10> 15>
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BRELUER

9. RLUMIMEER

FHR BRI ONT, HA RTA VITED D
TSR, ELRE, OREEE, ERMRFUCINZ, i
FRF I Z O AR O BRI ORI A2 1T > 72

9.1. FERHE

T IEBIOS T BT ol 2 A, WO
FHRREFEIIBNTCHLEROGFE LD E—
ZIXRBO DAY, BIRMICRIED 20 T & 2R
L7

9.2. BREROEKN

F B CTIERL L 72 M B AR O BIFR R () 13
ST ERY THY, ETOFBMREKICS
WT, 0.002~0.1 pg/mL O#PHTEME (FHEIR
B (1) 230995 Ll L) DR SN,

9.3 BHBRELUVERRR

SRR OB IS £ OE RIRR O R
RKOIWRLIE, AFFITAFALEBIOAY ¥ X
bR AR AR 12 TSR REIES &

O 1EORHDION UL EIEEZ R 72 LTz,

UEORERNG, IR OTAFLELIOCAY
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P2 b B AGHY OB EHIRA X 0.01 mg/kg, &
ERAIE 0.02 mgkg & L, TDOMOEEDOK L
FRSE 0.005 mg/kg, E=RFMIL0.01 mgkg &
L.

9.4. EEBLURE
HHHRBEIZHONT, FRBREOBEE ([EIY

) OFEER LOREE (PHMTRER L OENE
E) OMRERETIRLE., TV 32— &K
< 12 OFHFAGEIIZONTIE, A KTA
D B AT L.

9.5. EREBERE (%)

R REIRICONT, 2TORE 3 RBR=E
TRENCEBNT L EE D 2 07, B s FEhE
H 72387 5 Eha T 5 Bk 0 R Loy
RER) NORO-EE (BUE) BLOEE (O
ITHEER LOSEMBE) 2R 8IRLZ. Zof
RIZOWTHE T Y U x— bEERS 12 OFHxt
QIRICTHA RTA O BEMBER- L.

9.6. Tt

PR RERD S B, FXHF T AXLBLIY
BTV r— MY, R ORRELZ EMENED S
7.



®5 ERMEOHEEHRRY

- ERMEDEEHE HAEFRE ()
BEA —
(ug/mL) INE K HWE
A T2z hILRNT Y 0.002-0.1 0.9995 0.9999 0.9999
IF7O—) 0.002-0.1 0.9998 0.9998 0.9999
XY TTILEXL 0.002-0.1 0.9992 0.9998 0.9998
FUHRkrOEY 0.002-0.1 0.9995 0.9999 0.9995
AUHR rREREY 0.002-0.1 0.9996 0.9999 0.9993
230y 0.002-0.1 0.9999 0.9996 0.9990
ooy 0.002-0.1 0.9999 0.9992 0.9997
SAaFI—iL 0.002-0.1 0.9998 0.9991 0.9979
kYZILEY—IL 0.002-0.1 0.9999 0.9994 0.9994
FUTILE Y=LK SEY 0.002-0.1 0.9995 0.9998 0.9990
ESVxo oz 0.002-0.1 0.9993 0.9996 0.9996
ESVUR—+ 0.002-0.1 0.9992 0.9991 0.9974
EYI741)F 0.002-0.1 0.9998 0.9994 0.9986
254 REL 0.002-0.1 1.0000 0.9998 0.9996
RUINIzT Y 0.002-0.1 0.9999 0.9999 0.9997
%6 BHBRASLIUEERRA
BEA BRHERR (mg/kg) EERA (mg/kg)
INFE MR ME  REE INE HiR ME BEE

A T2z hLRT Y 0.0023 0.0015 0.0024 0.005 0.0062 0.0041 0.0064 0.01
IF7A—) 0.0015 0.0005 0.0003 0.005 0.0042 0.0014 0.0009 0.01
FTXHOTILEL 0.0038 0.0036 0.0027 0.01 0.0103 0.0098 0.0073 0.02
FUHRkOEY 0.0013 0.0012 0.0007  0.005 0.0036 0.0034 0.0018 0.01
AUHR rREREY 0.0055 0.0010 0.0019 0.01 0.0151 0.0026 0.0052 0.02
gAYy 0.0020 0.0010 0.0015 0.005 0.0054 0.0027 0.0041 0.01
ooy 0.0010 0.0021 0.0016  0.005 0.0027 0.0058 0.0042 0.01
AaFV—L 0.0024 0.0015 0.0011 0.005 0.0066 0.0041 0.0029 0.01
KLY —L 0.0021 0.0011 0.0004 0.005 0.0057 0.0029 0.0010 0.01
FUTILE Y=LK HE 0.0028 0.0026 0.0023 0.005 0.0076 0.0070 0.0063 0.01
ESVXoI7zy 0.0017 0.0023 0.0010  0.005 0.0047 0.0062 0.0028 0.01
ESVUxr—F 0.0028 0.0013 0.0009 0.005 0.0077 0.0035 0.0025 0.01
EUo41YF 0.0009 0.0005 0.0006  0.005 0.0024 0.0013 0.0017 0.01
IS5 A REL 0.0006 0.0004 0.0008 0.005 0.0017 0.0012 0.0022 0.01
RyINLIzTY 0.0016 0.0007 0.0006  0.005 0.0043 0.0020 0.0017 0.01
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R FRMREEORNE, #TRESSLUVERNRE

BEL EURZE (%) n=10 BHTFEE RSD (%) ENFEE RSD %)
BRE EiRE ERE ERE BRE BRE
BiZfE 70~120 70~120 25 > 15 > 30 > 20 >
LTIV ANNIT Y INE 95.1 95.9 1.8 45 12.6 6.0
TR 97.8 99.4 2.4 3.1 8.9 5.8
A 93.0 96.4 4.2 5.2 1.1 5.8
IFFo—)L INE 99.7 97.0 3.6 43 6.2 6.2
MR 99.0 98.8 4.0 3.0 45 4.3
HE 89.9 94.4 2.7 2.6 8.3 5.1
TEXHTTILFL IN 86.2 87.9 8.1 5.6 9.8 7.7
TR 90.3 94.2 6.6 2.6 8.6 5.1
A 88.3 83.4 11.6 10.5 20.2 12.4
FUHRRREY INE 97.8 100.8 47 3.7 5.4 5.0
TR 99.2 102.9 2.9 3.0 3.3 4.8
ME 99.7 102.5 6.9 2.7 7.6 4.4
FUHR FOE U REW N 102.0 92.2 14.2 5.4 14.2 8.6
TR 96.4 100.9 5.0 3.8 5.0 6.5
®E 93.7 97.3 8.1 3.9 9.2 45
Ay =0 INE 104.3 102.3 2.6 5.8 7.0 6.3
TR 99.7 100.9 16 2.7 5.9 5.3
A 96.5 98.5 2.9 2.2 7.8 3.0
oyoy INE 92.3 94.0 3.9 48 8.7 6.3
TR 97.3 98.2 1.4 3.0 2.1 43
ME 99.4 98.1 6.2 53 8.5 7.2
TATFI—IL INE 90.2 97.5 9.0 47 9.0 7.3
1R 89.7 93.5 37 1.5 37 2.9
A 76.0 79.9 4.6 5.9 5.9 5.9
YLV —L IN 88.0 86.2 5.2 6.5 75 7.2
TR 87.9 90.3 2.6 5.3 7.6 6.1
A 80.9 85.6 9.0 9.9 9.0 10.5
U TIILE - LRE N 84.6 91.2 5.7 5.5 9.9 55
TR 99.1 97.9 4.3 3.6 6.7 5.1
A 78.7 83.3 46 8.2 7.7 8.8
= AE S N 100.1 97.0 6.7 5.3 9.2 8.3
1R 98.3 99.2 4.2 33 5.8 6.3
wME 87.8 93.0 5.2 4.6 6.1 55
ESVUR—Fk IN 61.0 74.4 1.8 4.4 27.9 20.1
TR 85.3 95.5 12.7 5.9 12.7 5.9
A 279.5 356.0 4.9 10.5 70.5 39.3
EYI4YFK INE 95.4 100.9 4.2 5.6 6.9 8.1
iR 98.4 101.9 1.7 3.0 45 4.2
A 99.6 99.3 4.0 2.0 4.0 3.8
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TS ARENL INE 94.5 97.3 3.4 3.8 7.2 5.3
TR 96.6 98.9 25 3.6 37 5.5
ME 97.4 98.2 3.9 2.6 5.5 3.4
RUTLTTY INE 91.8 95.1 6.3 5.3 7.8 5.3
iR 97.1 98.6 1.8 3.4 37 6.0
HE 93.1 95.5 2.4 3.7 43 5.5

®8 IHRECERE HTRELIVERBE

RES [E4RZE (%) n=30 HH4THEE RSD (%) ZERFEE RSD (%)
ERE =i EIRE EiRE ERE =i
BiZiE 70~120 70~120 25 > 15> 30 > 20 >
A TTohIINT Y 95.3 97.2 7.3 4.3 10.5 5.8
IFFOo—iL 96.2 96.7 3.5 34 7.7 5.3
TERHOTILFIL 88.3 88.5 9.0 6.8 13.2 9.7
AUHR+AEY 98.9 102.1 5.1 3.1 5.5 4.6
AUHR FOECREY 97.3 96.8 10.1 4.4 101 7.4
A9 = % 100.2 100.6 24 3.9 7.2 5.1
ooy 96.3 96.8 4.4 4.4 7.4 6.1
Aarvy—i 85.3 90.3 6.4 4.3 9.9 101
FUZILEY—IL 85.6 87.4 6.0 7.4 8.1 8.1
FUTILEY—ILREY 87.5 90.8 4.9 5.9 12.7 9.1
ESV¥iTzy 95.4 96.4 5.5 4.5 9.1 7.0
EZVxr—F 142.0 175.3 7.7 12.5 103.2 87.0
EVZ420)F 97.8 100.7 3.5 3.9 5.3 5.5
IS4 RENL 96.2 98.1 3.3 3.4 5.5 4.6
RNz v 94.0 96.4 3.9 4.2 5.8 5.5
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10. £&&

BRI EIE 13 FEEHIZ OV T, LC-MS/MS
EIC L D —FE CRE) OZUMEME T 7.
ZOREE, 7YY x— MEERLS 2 EOBKT,
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EEZHEA LZ. 72120, A2 IT7 XM,
FEHET D22 EME DTN 20, TR ATEE & )
WrL7=.

PEOFRERNS, 11 BEIZOWT—FEIC LD
SPMRTRETH S Z LR SN, (F9)

SEXH
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DS Th 2WEOREBRIEIZOWT, F
B 17 4R 1 A 24 BT RZEHEE 0124001 7.
2) EAFEEEERGLRAEMEEMEBRN &
SR T 5 B IR 2 Bk o %Y
PEFE T A R T A v O—EWEICHONT, F
B% 22 4E 12 A 24 AT AZHE 1224 55 1 .
JEAE G5 il 15 FE A 5 SRy A T e A S T R A AR
FIEEN : BATPICHRE T 5 R REICHT o
BRIEO LRI AT A R Z A BT 2’5
IREEE (Q&A) I2OWT, Fk 23412 A 8

AT 2R 1208 5 1 .
4) JISK 0136 : 2015, miKiEEs/ v~ N7 T 7 4
— B s HriEhl.

3)

RO HROFLDH

REA EIRM

At
T

fRE
(B+17)

TR
(ZM)

BERD

ey | HE

& il
28 fen

ATTTohILNT Y

IFJO—)L

FEXEHTOTILFIL

FUHR rREY

(FUHR bBEUREY)

2=

yooy
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(MY TS Y—ILREW)
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