B BEESITERICRBIT 325 EORE
LC-MS/MS # W= & @ 5 W FOREE RIR—FHRERE D2 Y 43

BeERsudrt, REEFERETY, KpRESET, FmE TR
NEEEGET, BRHBERET, BT, MRS

OMSTATBOE N RMOKETE B 2 i o 7 — RS
T2 OMNTATBOE NRMOKPETE B2 i o 7 — R g
5OMNATBOE NEMOKPEH B L et v 7 —mFE v 7 —

s u~ 7574 0F AAVERESHE (LC-MS/MS) Z W= & W 5 ) R ofsiE Bk — 33 ERyEIC
DWW, 5 EEEMG L L, BEAEFSBEEMO [RAPICHEET 2 RERSICBT 5 R BR L O Z S PERHm 4
ARTA ) ITESE, SERBICEBWTELMTMEIT o7, ZORE, 4 BIEIZOWTE, £2ToRR
BIZBWT, UMM OMEE T A —F BT A R T4 RSN BEEZEICEA LTz,

Keywords : 783K, w5, ZYMERHE, Wiks a~ 7T 7% o7 DRVE RS

]
MSEATBUE N MK EEW B 2 2Bl o 2 —
EIEERHAR (LT, vr2—) TiE, Bk
PEE DIF7RIC S &, ENPEREMICIS T % 3K
D FRDLE KL OFERILUZ DV THRAZ T -
TWD. FREMICHEH S 2 BT, 1EORS:
HC K> TRRD Z 06, FEICBVTIT,
AR IS T D LN EHETH .

2. FRARRE
T O VIS TV D EEELFRTEL,
HREBEOH DD 5 BIREMGR L L.

THRFY L, BURCINT, T2 ETH
Ty, TITFT =), IARRATF

3. HBBLUFMRE

L, SR 3EEICTFESNTNDEE Y H VD 3.1. &
A (B4 EEEm Y O [GCMS + LOMS (T B S RERRE SN TWRWEEZ 9 I
£ % RIS O—FRBE (T3 - LI | (BT, (LUF, 77 738D Wiz, INES TR
—HE)) ICBWTRAMGEIEDOIER & 3o L7z 3 FEEORE 2, £aBRE | BT L
R E KD T8, B Z—DRHxtg s LTn 7=
RS R (BUF, BB BEE) 1oV TRE
EATo7C. 3.2. FHIRE

BRIE IOV TR, it X ORERIT— 1B FHII G IO T TR b AEEOIKNT LF 7
#T, HIEIL LC-MS/MS ([T F L7-. “ABLORIARR Y F o OEAEFEICHY TS

SR TR IR R 2 R I B 53 0.2 mgkg (AT, @EEE) BLOZD 105D 1
BRIE DT A A KT A 220 T2 (B WZH7-5 0.02mgkg (BAF, RHE) 2 gL
T, A R4 0) (o5&, REREmICHHE L L.
7.

MHELUVEE 4 REBLURE
3 0

1. SER= 4.1. BHEL

BIRERESL X R E Y L, EYNRUALT,
BURVALVTRE B, IA_ATF AR
LI NARR T F o A4 TP T 3RS A,
Tz EITYIVBLIOTIATF T VI E LT
AV BFEASE R SR O M RIERESL & T
FIUER LT

LIF 0 3 5Bk THh L7z,

- AT AR AR (BLF, /)

- B HG TR RE AR (LT, MiR)
CtfEE L 2 —REREREB AR (LT, fF)
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RAERER: = XA RS LB LT =BT
IVETE N, EOMOMEEELE T E N =
MU ZENZENIERR L C 500 pg/mL OFEUERR
WREFARL, “NHEREL, 20 pgmL L7 d
Ko7 =MV LTHRL.

TSN (] MR 3k B PR AZE ME R s 2 OV i ) A Y
WROIEREREZ T b= MY L THEEARL T
L7,

4.2 R

7 h= b UL (R RSB S L ORIk
o~ 72 7 EESE (LOMS) H) , Tk R
v (BREERRA) , My (BHEERR
), n-~FHo GEREBRERBAH) , A&/
—v (ks a~< ~ 77 7E&5HE (LC/MS)
M), e MY os GRERIERBRA) , UV
b 7= () , VrBKEZHY UL
k), D UBEkFEAY U A Bk , K
WiEET bV v s GREEIGEBRA) , BERT o E
= LEKR (BEREI e~ N o7 40—
(HPLC) A) BX W74 v vt (74 1545)
A L7z, AKISEMAKRERER (Merck
Milliporefd) THLE U 7= BHiK F 72 13@8 Mk
(LC/MSH) ZfEH LT,

4.3. ERBIEE

0.5mol/L U MRk (pH 7.0) : U Bk 3R
HVDL 527 g BEOY VBEZKELY U A
302 g ZEVERY, KK 500 mL I[Z¥EAE L, 1 mol/L
KEAEFT B Y o AEIT 1 mol/L Hifg%E VT
pH7.0 IR L 7%, KEMZTIL & L7z,

4.4. »ig
fil e — bk F A#% No.5A-60

4.5. EEMHE=HI L

TI3T75A4 NI—R/T7TI ) Fae v
(VBTN EEI=HT L (LT, 77774
M —AR> =57 L) IX, Sigma-Aldrich #
ENVI-Carb/LC-NH2 (500mg/500 mg) %7 & k=
UL Frzy (3:1) 10mL Tavs 4 a=
I LT DR AW

5 FE
5.1. hRESHSH—

HARHERETR A REVF A F—
5.2 &I RT NSOV TLEBRESH
Bt

LC # : Waters 8  ACQUITY UPLC System
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U, #7, ki)
MS B : Waters 8 Premier XE (/NF, #5)
: Waters ! ACQUITY TQD (%)
6. BILEEAE
6.1. ¥
Bl 1 OFHHET v —F v — MIEW, BN S
B¥E 7' b= MU VTHE L, R LT
FU D ABLTN0.5mol/L U kR EE (pHT.0)
EMATIRE D Lizobh, KE%EDBERE L.
VRINENGGRBR 1T, ATV T A P — HAR BRI ER I
L 72 BUBHT AN EN R PR A Y A2 TN L 30 43
HiE Lo i i 2 BRsA L7,

6.2. FAH

MEKEREET Y O LZHWTHAKLZEZT & B
=NINVEEZ T 774 M I—ARI=HT A
THRUL, UVBENY 7=V 1 pg/mL 2587
T by sn~FH 2 (1) BIRICEMLEZLO
ZRBRAIR & L.

6.3. LC-MS/MS I RREBA®R

ABRIRIR 0.125 mL > HIAEAZRE L, HEY
7 RFr=FUALT 5mL ELEZLDO%E
LC-MS/MS & HaBRiaik & L.

Fh=hyps0m
Fehr=pyp20m
FErZRYL

TErZMUL
100mz287523

ERCI00mET 2

100 mLs 45 3+
&+ by L10g

05molLy Y BEER (PH0) 20mL
XERE

JAv+T57E (BKBEET YIL0Q)

FErZMYL RLTY (31) 2m
43774 Mh—Ry3IZhIL

HHEEAR
FERZbYL - by (31) 20mlTHEH

74 bo10n

7 koo
RIEE
YUBM) 7z MIMEEST R Fyin-AF Y (1)

015 ERY&E
ERI5MET R TR ML

E1. LOMSNSI £ 5~ K5igkk (H% - £28) 70-Fr—h



1. RIEEH
LC-MS/MS (2 XD HIEA A >k L OWIIESRMt
X, 1B R3IDEBY L LT

1. LC-MS/MS BlFEA A >

BIE 2411 2441
BEZ = (E2) (E1%)
m/z m/z
IAREH L + 321 > 200 321 > 183
EYRUALT + 362 > 207 362 > 239
EURUAIILTRE + 362 > 207 362 > 239
JxVESHIY + 332 > 230 332 > 189
FIVFT7=IL + 427 > 411 427 > 192
UNE - ®F)  UNE - #@F)
427 > 192 427 > 132
(#iE) (1K)
SIRAYFUA + 546 > 511 511 > 113
UNE - #wF)
546 > 113
(k)
SIRAGFUM + 560 > 525 525 > 507
()
560 > 507
(k)
525 > 109
(#4F)

% 2. LC-MS/MS BIE &4

8. BUMEFTE
8.1. BabhhHR

TA RIA ANTRSNTFRENHES &, 53
BREIZ B W TIRIRE B L ORI O doin R
BRa i 2 T T, 58705 %M A £ 7213 %E
FHTS5 R KL,

8.2. FiRMEDRER

7T RENE 6. BILEEFIEICHE - THARLL
7-REBRIRIE (AT, 75 7 3BBHEIK) 122\ T,
LC-MS/MS CHITE L, Fx RO EREZYE
THE—7 OFEERER LT,

8.3. MEROEMREDTZ

B G REEZ RS L RER A EERT

(0.0005, 0.001, 0.002, 0.005, 0.01, 0.02, 0.05
BELWO0.1 pg/mL) % LC-MS/MS IZHEAL, 5
Ni-rzua~< 7720 — 7 HENORERE
TERL L7e. SR REIEDORERICOWT, FHBIR
() 0995 LETHHZLELHST, &
RO 2 TeRd L7z,

8.4 BRHBARSIUVEERFOHEE
EEIRR O B IEE % 0.02 mg/kg, MHRFOH

LCER Waters® ACQUITY UPLC System
MSH] Waters#  Premier XE (/NE, #F) FEfE% 0.01 mg/kg & L7-.
ACQUITY TQD (1&;E) SREA SR 7 3 WY e 2 Sl A s
N : Wako#! Wakopak Ultra C18-2 A% %}ﬁﬁﬁéﬁj}bb G iiﬁ{g«fz%{ﬁjm LVC{?‘F 57
21 mm, £&100mm, 2pum =7 DOEmsSQ) e —TEFED ) A AN)D
ME 0.2 mL/mm(_/I\EF,_?ﬁ;E) EEAD SN 3 A3 LU0 10 Y 0 s 4 sk
0.353 mL/min(## ) I e N
hSLRE 40 °c O, B PRERRE L 02 TN B R
EAE 2L N N L .
BE}E AR 5 mmol/LEFEE 7 € = LKA BLOERRF & L.
Bi& : 5mmol/LEFEE T VE= D LA R/ —)L
BR (TSP REHE R B N =
A F ULk ILY FARTL—AF ik (ESI 8 5"‘ "%&*U%\gwﬁg .
+) A KT A4 e, IRREIIEE (FUXEE)
i"f{*ﬁﬁr ?f’f_émfls‘ V2T (MRM) 23 70~120 %, PHTIEEDN 15 %Akim, =AREE
~ilRmE N N PR - 4
Bs A R BE 250 °C 2820 Y%A, EREIXEE D 70~120 %, (M7
BiEig A R R 900 L/hr FEEEDY 10 Y%A, =EPHEIEDY 15 %Al 2 B AR E
R3ITSPCITU REHR (F4BH) L LT,
) A& Bi& A& Bi&
BEfE (min) (H) (t)
I 0 ~ 0.51 85115  —  60:40 K4 HAFSAVISREN-EES L UVRENBEIE
R T 0do o e E & H E | BORE | ENRE
' Z i %) (RSD %)
~ 547 50:50  — 4555 (ppm) (k) (RSD b
~11.51 45:55 . 5:95 =0.001 70~120 30> 35>
~17.65 5:95 0.001< ~ =0.01 70~120 25> 30>
#E 0~ 029 85115 — 60140 0.01 < ~ =0.1 70~120 15> 20>
~ 123 60:40 01 < 70~120 10> 15>
~ 218 60:40 - 50:50
~ 293 50:50 — 4555
~ 6.52 45:55 - 5:95
~ 852 5:95
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BRELUEER

9. RLUMTHEE
HHRREIRICONT, A RTA VITED S
EIRME, B, O, EERITINA, MR
FRAE L O B O EARE O Rl %17 - 7.

9.1. FEIR¥

T BB EIT T2 E 2 A, VTR
HHARERIIBW L ERDOEL D E—
TR ST, RIS REN 22V T & TR
L.

9.2. MERDOERM

FRBRE TR L 72 M ERROFBIRE () 13
FSITRTERY THY, ETOHHIEREIRIC
ST, 0.0005~0.1 pg/mL O#IFHTE R (FH
BIfREL (1) 230995 LA k) MRSz,

9.3. REBRBLUEERBRR
ZRBREOMEBBRAL L OTCERAOREE
F 6N LTz, Bt BRIz >\, BREEEE

Wz LTW2Z Enn, BHRA% 0.01 mg/kg,
EREA % 0.02 mg/kg & L7z,

9.4 HEHSIURE

TG EIRICONWT, FHRBREORE ([BY
) OIFEIEF LONEE (PHMTRIE R L=
E) ORERTIORLT., =RV A%<
AFEOBI B EIZHSVTIE, A FIA 2D
BAZfE (F4) &L

9.5. EMFERYE (8%&)

FHU R EIRICONT, 2 TORE 3=
FNFNICBWT L EHETZY 2 M7, 725 5
H & 7213872 2 EhiiE T 5 Bl L O
FURRER) 2D ROT-EE (BUNER) B L ONEE (OF
ITREER I OSMEE) 2R 81K L. 20Ok
BIZOVWTHZ A RFV L ZERLS 4 OB
BREIWTHA FTA L OREME (£4) ZizL
7.

5 EMRUEOHELHEERY

e E#RMEDEEFE HAEFRE o)
BEA —
(ug/mL) INE K HWE
IARFYL 0.0005-0.1 0.9959 0.9993 0.9996
EURVALTD 0.0005-0.1 0.9999 0.9999 0.9993
EVRUAIILTREY 0.0005-0.1 0.9997 0.9999 0.9999
JzVESHIY 0.0005-0.1 0.9998 0.9998 1.0000
ZILFT7ZIL 0.0005-0.1 0.9997 1.0000 0.9999
SIRADF A3 0.0005-0.1 0.9989 0.9999 1.0000
SIRADF UM 0.0005-0.1 0.9991 0.9997 1.0000
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®6. BHRABLUVEERA

BEA BWHEERR (mg/kg) EE2RA (mg/kg)
INE MR R INE MR A
IARFHL 0.00040 0.00007 0.00026 0.00132 0.00023 0.00086
EURVALT 0.00076 0.00010 0.00033 0.00252 0.00032 0.00110
EYURDAIILTHRED 0.00080 0.00032 0.00026 0.00266 0.00106 0.00086
Jr ESHIY 0.00028 0.00019 0.00015 0.00094 0.00064 0.00051
TILFF=I 0.00150 0.00027 0.00037 0.00498 0.00091 0.00123
SIARAGFUAS 0.00208 0.00102 0.00370 0.00693 0.00339 0.01235
SIARAGFUM 0.00145 0.00113 0.00218 0.00483 0.00375 0.00726
&1 FRNKREEORNE, HTRESIUVENRE
EEA ERE %) n=10 BHTHFEE RSD () ERNFEE RSD ()
BERE ERE BERE ERE BRE mRE
IARFYL INE 38.0 37.4 5.1 7.0 50.4 448
P 53.7 41.9 47 7.1 26.7 27.9
WA 70.1 69.1 7.8 9.4 221 16.2
EURVHLT INE 99.6 96.8 3.0 1.3 4.0 5.8
IR 101.1 99.1 3.9 0.6 3.9 2.2
WA 93.8 94.5 55 6.8 5.5 6.8
EURUAILTRED INE 98.0 97.7 3.5 3.1 4.8 6.2
R 102.3 97.2 6.4 2.0 6.4 24
A 95.9 93.5 4.9 5.5 7.0 5.7
TJIVESHIY N 96.8 96.8 27 0.7 5.6 5.7
P 96.6 102.8 37 1.5 4.2 1.6
i 92.7 95.3 2.5 7.5 4.4 7.5
TILFTFZI INE 96.6 97.6 2.9 1.1 6.0 6.2
IR 96.4 96.3 4.0 1.6 4.0 2.1
WA 94.9 94.8 4.2 5.9 4.4 5.9
SIRAYFUA IN 93.0 93.3 2.8 25 12,5 7.0
TR 94.7 87.9 35 2.1 4.0 36
A 90.1 89.6 7.2 6.4 8.4 6.4
SIARAGFUM INE 105.1 93.6 2.1 1.4 8.2 5.9
P 100.9 90.8 5.4 3.0 10.2 3.0
R 93.6 89.9 5.2 6.9 10.9 6.9

KK A4DERBEEB AL > - HIEZBET
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#®8 SHREOERE, HITHESLUVEMBE

RES [E 4R %) n=30 H47H5E RSD (%) EMHEE RSD (%)
EIRE EiRE ERE i EIRE =i

IARFHL 53.9 49.5 6.8 8.9 37.9 38.7
EURVALT 98.2 96.8 4.2 3.9 53 5.2
EURDALTREY 98.7 96.1 5.1 3.8 6.2 5.2
JzvESHYIY 95.3 98.3 3.0 4.3 4.9 5.9
ZILFT7T=IL 96.0 96.3 3.7 3.6 4.5 4.9
SILRAVFUN 92.6 90.2 4.8 4.1 8.7 6.0
SILRAUVFUM 99.9 91.4 4.4 4.3 10.4 5.3

KR ADEFBEEB-SGH > HEZRE T

10. &6

BTG R 5 IOV T, LC-MS/MS Il E
WCED—FE (XY H ) Ol &21T > 72,
ZORE, THARXVLAEHRL 4o B L, £
TORBRECRYMFM DT A —% 23 HEME
LICHA Lz, 2RV AP L O EET S
BINRHD NG SN TEY Y, BIEfES
WG Lo T2 IR & UC, EHER P % 7= 13 4h
HITRICEBT 20RO ENEZDND.
INOLO/RRND, 4 BHEIZONT—HFEICK
DN FHETH D Z LR SNz, (F9)

BEXH

1) JEAZEE ERE SRR AT EERD . &
TR B IR, FREHRINY S B 1=
LD TH DWEORBRIEICHONT,

B 17 451 A 24 BT RZREE 0124001 5.
2) EASEEEERELFHRNZETEBRD &
ST R 4 B BRI B B R BRIE O Y
MEHIE A KT A4 v DO—FLEIZHONWT, F
%22 4E 12 A 24 AAHT 2258 1224 55 1 5.

3) JEAEG YA A R R S A AL SR AR
Bl R TPICERE T 5 RS Il o
BRiE D BRI A R T A BT D e
JNEE (Q&A) 122WT, TRk 234E 12 A 8
HHT 2255 1208 55 1 5.

4) JISK 0136 : 2015, @ik a~ 777 ¢
— & B prEhl.

5) BT 4V AFIEHISE, o= &R AAETE S,
BET—H T —
https://labchem-wako.fujifilm.com/sds/WO1WO01
05-0847JGHEJP.pdf (2021 4F 10 H M 5)

29 HEOTED
# . wE | wE | ==

=4 ' =}
REA BRI BE | | @m| mm | PE
IARRFYL @) X (@) X O x
EURoALT o 0 0 o 0 o
BRI B o 0 o o 0 0
STUES¥EL o 0 0 o 0 0
JILFF7 =)L (@) O O O O O
SARADTF A3 o 0 o o 0 0
SARATF M o o 0 0 0 0
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