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5. NUFAET FRBREE, RRIEET5
FEIE, fREHRIM 3B KSR Oy TH D
WEDOTERIEIZ OV TY 5 3 EEBIRBRIER T
FET NREBRE (BEY) (LT, @k 12
LCIMS 12 X AW EFER R STV DA,
LC/MSIMS 12 & BIEHFIEDORGEE FM LT, R
AR, TR AICERRE T D RS T BT D R BE
DEZEMFHHAT A FFA 2o T) CERL22 4
12 H 24 BT RZ36 1224 551 5. (BLF, A4
KZ4 ) (cHiS%, 3HBREICBWVCH—RBR
HICEDZUMMER TV TRNRNY F =g
V) EiFore.

HHRBEEUAE
1. BEEZE{T o RER=E
LUF @ 37 CIRGEA 1T > 72,
- R EEIEERAR CUF, /)
© KESRRIEF B ITRRERER AR (BLF, BiE)
- fRE R 2 —REEERETAER (LUT, MF)

2. BEBLURMRE
2.1, &H
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BEHE, VXA, B—~r, RTRBIOCEARR
Lo 4FEE L, Yopk 25 ERE IR L ana e
L LTHERBREICBWTEZHELZb D L L.

2.2. RINRE

IR L, EENE RSN EERIRE T
&5 0.01 ppm (LLF, KRE) BXOZED 1044
IZH72% 01 ppm (LLF, ®RE) O2RELL
7o BOMEINGRERIE, FURHZ B SRR 2 TN
L7, 30 /B biE LB E2 1T o 72

3. BES
1. RUFHES FIEEHK

NRUFAET NEES (BRI bR, M
99.0%) 12.5 mg % IEfEIZ R~ T 25 mL DERET
T AN, ERETTE R=hYLEMZT
WL, 500 ug/mL DL FF T NHEHER K %
FRELL 7.

AR VB SRR, T4 e T FEYER
W 1mL % 25 mL OeE 7 7 A ZIEFEIZAN,
s E CRIVABEZ N % 20 pg/mL O F4ET
NHEEYERL Z B L=, Z O 1 mL %2 20 mL @
ERTIAICIEMIZEY, BREEFEo THFL
7BIZTE =R ULk (7:3) CTERRCHR
L, 1pg/mL O F AT NERER & ER L=,
IhEEE, TER=RU K (7:3) THR
Ui @R e R R & L.

FOMENGRBE Y 1, o F 4T N
W1imL % 25 mL OeE T 7 A 2ZIEFEIZAN,



EREESOTHEBELERBIZTE N2 20
ug/mL O FAE T NEEERZER LTZ. Zh
PHE, 71 b TR LESIEIGGRERAE #Ei &
L.

322 4yt
B L2l Z A - 545 & L7z,

3.3. 7Y
PR B 2 L 7.

34 7E+=FUML
KoL, R ZER L.
LC/MSIMS # @48 1%, HPLC A (/F),
LC/MS/IMS i (i, #7) M L7,

3.5. K
KRGS E (I U ARTHR) A L7,

3.6. WK AT IS4 T LEERSIE

LC %P : Waters ! ACQUITY UPLC System (/)»
S, AR

LC &P : Waters 5 Alliance2795 (i)

MS %5 - Waters $ Premier XE (/NF, #EiE, 4
F), TQD ()

3.7. O—4&)—T/\KRL—4—
BUCHI #! R-200

38. S5 I774 bA—RUS=hFL
SUPELCO % Envi-Carb 500 mg

3.9 FVATFIUNLIIMED AT LE=HT
L
Waters ! Sep-Pak Vac 6cc C18

4. HILEAE
4.1. #id

K1o7a—EB0, @EECENTE h
THIH LIEREIC 200mL & L7z,

4.2. &R
IDHILOSMLETFHTER5mLTary T

4 a= I LT 77 A NI —R I =0

Z L (500mg) IZAM L, 7% b 15mL TEH
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SEVAEHICK 10 mL 2z T, 40°CLLF TR
10 mL & TR L7,
TER=MILBLOKELEE ML CTarT 4
a=v T LA 2T U ALy U B v
2 =472 (1,000 mg) (ZHEDBEHEKREEAN L
%, 7 br=hFUBLUOUK (2:3) RE 10 mL
FEANLURERIZIE TS, RWT, 7 =R
NFRIOUK (7:3) JRIZ 10 mL 27 EAL, 7E& b
= FUABIOK (7:3) 1BIKTIEMIZ 10 mL &
L7cb D& BRIEIKR & L7z,

| H¥20g |
|<— 7tk2100 mL

| RESHAX |
I

| %3558 |
@&

7thk50 ml

%5158
]

[ #et& (P E MR EREIT200 mL) |
I

| 1t %5 mLERER |

I
| muoor-kvizhin |

C— Fh5 mLTaVT a3z
M REA

E—— 715 mLTEH

[ K10 mLZEFHMN

[ AEBB@®HIOMEFD |

[
[ 5 957 I ISR ihib) |

—— 75 mL, K5 mLTaAYT4azZy
—— i iRE B (BEE)

[ —— 7 H=r)JL:7K(2:3)10 mLTki% (BE)
—— 7 H=k)JL:7K(7:3)10 mLTAEH

[ #®ar(ERCIOmLETD) |
I
| LC/MS/MS3HIZE |

B1. RUFFESFHERL (REY ORBRAETO—



5. RIESEH

LC/MSIMS |12 X DHIESIFIL, TERLBIOT
F2moLEBh L L.

z1.
ho L4 : Waters & UPLC HSS T3 2.1x30 mm, 1.8 pm
(INE)
: Waters & Atlantis T3 2.1x100 mm, 3 pm
(R)
: Waters & UPLC HSS T3 2.1x50 mm, 1.8 pm
(#F)
RE : 0.4 mL/min (N, fF),
0.2 nlL/min  (#EK)
hSLBE . 40°C
AR c2ul UBE, WF), 10 )b (ERE)
BEE c 2mmol BFEE7 VE=ZILKBR TR A=
k1L (40:60)
A F ek . ILY bORTL—AF bk
(ESI+, ESI—)
BIEE D BERIGE=ZYUYE (MRM)
1+ ViRBRE . 120°C
RIS ARBE - 400°C (NE, ), 350°C (HEik)
A ARFE 800 L/hr (/NE, #F), 600L/hr (#iE)
=2
ROTF 4 TE—F (ESI+)

HER 74 7 E.?,Eﬂ ’ E.?, " Cone  Collision
=2 wp R EH (eV)
(m/2) (m/2)

INE 360 177 - 27 36
- 276 27 14
iR 360 177 - 31 35
- 236 31 35
e 360 177 - 27 36
- 256 27 20
FHT4 TE—F (ESI—) %

HER 74 7 E.?,Eﬂ ’ E.?, " Cone  Collision
=2 wp =R EH (eV)
(m/2) (m/2)

INE 358 149 — 39 24
- 109 39 44
ik 358 149 - 40 25
- 109 40 30
wWE 358 149 — 39 24
- 208 39 24

¥ R AT1TE—FHRAKAE LT

6. RERZDRUEFESE
6.1. oM NEER
HA RTA ANTRSNIFRBNIES S, £

BREEIT 3V TR BE o 2 OV il BE oD TR ] A Rk
BRa NN 20T TEBL, TR E2ZEZ DX
TR DERHEICL D 5 HO#Y K LRBREZT
9.
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6.2. FIREDFER

HOEMWUORTFAET ReEGERrNI L%
MR LUI-3B CUF, 75738 oRBRAER
AL, LC/IMSIMS CHIEE L CEBZIHET D
v —7 OF A HERT 5.

6.3. REROEREDORER

TR BRI YERE 1 po/mL 275K L, 0.0002,
0.0005, 0.001, 0.002, 0.005 334 Tr0.01 pg/mL @
WK EERT 5. 2B ORI %= LCIMSIMS 121
AL, &bhizrzn~ I A0—7 EEND
MR 2B L, 0.0002 pg/mL 7> SIIEVK, &
ExaRK&EL LT, 001 ug/mL £ CHEHEE r 28
0.995 DL FAHERF L CWA Z L ZRERT 5.

6.4 RUEBRSIUEERROMESR
EBRAUINF AT FRBRIEIORSNT
0.01 mg/kg % HAEME & L, & HBRFZ 0.003 mg/kg
FEHEME TS, WEIXZ a~ NS T 500 %%
BIHRE—7 OF S L E—7 Ol (B—27 OYE
gD 10 (5RO O/ A XOEHSIHh 5 SIN
b 3 A Y DT &SRO THRIIFRR O FERIE & L,
[FBRIC SIN bt 10 FH4 O % SR o> CE B IRA D
FRUE L T 5. WL b AT ML Tl
ZIRHRARB L OERIRER LT 5.

CBRHRR=3X (/A XOEK L F/IOIE X 1/2)
X FEHER IR T REHENE B — 7 | & X 1 RBRE
BT DR

SEBRR=10X (/ A ADOHKK & H/INDONE X 1/2)
X FEHER IR T/ REHENE B — 7 | & X 1 RBRIE
BT B IRMEREF

6.5. EERLUREDORESR

A RZA AP, RBEIFEE (EUER)
2 70~120%, OFFTHEEEDS 25% A, ZEPVREEE A3
30% AT, EHREITEE (BINE) A 70~120%,
DHTREBE DS 15% K1, SEPIRSED 20% K % B
HE L LRI ZAT S .
£33 HARESAVICRENEEESLUREDBEE

= E E E | BHTRE | ERRE
(ppm) %) (RSD%) (RSD%)
=0.001 | 70~120 30 > 35 >
0.001 < ~ =0.01 | 70~120 25 > 30 >
0.01 < ~ =0.1 70~120 15 > 20 >
0.1< 70~120 10 > 15>




1. #RELUSBE

1. RUHFHOER
7.1.1. ERHE

TI RN ONWT O & T ol 2 A, »
THOEMIBNTHRUTFAET ROERED
PBELRDE—7 IR LT, BIREICRIED
TN AR LT

1.1.2. REROERHE

3RERE DR EMDOEMEDR R AR 4 1R L
7203 0.0002~0.01 ppm O HIPH T, VO ERR
P FEBIRE r=0999 L k) #FLCnWHZ L%
R

% 4. ERMEOHE S EEREK
BEL EfRMEDEHE AR ()
(GRIEE-F) (ppm) INE R HWE
N UFRET I
&Y 747 F4) 0. 0002-0. 01 1.0000 1.0000 0. 9998
#0747 %) 0. 0002-0. 01 0.9996 0.9999 1. 0000
INEE

Positive Mode
y=2E+06x-0.9533
R?=1

Negative Mode
y=718163x+1.3584

Response
= = N
o vl o
8 8 8
o o o
o 4

R2=0.9991
5000 -7
0 : : : ‘ ‘
0002 0004 0006 0008 001
ppm
iR

60000
Positive Mode
50000 y = 6E+06x - 66.384
@ 40000 R?=1
& 30000 B
2 -
& 20000 -
_w= - ~ Negative Mode
10000 - y = 3E+06x - 46.263
2=
0 4 ‘ ‘ ‘ R?=09999
0 0.002 0.004 0.006 0.008 0.01
ppm
HE
20000 Positive Mode
y = 2E+06x + 137.67
g 15000 R?=0.9996 B
& _-"
g 10000 -7
~ Negative Mode
5000 y = 1E+06x + 9.3789
. R2=0.9999
0 - r r r r ,
0 0.002 0.004 0.006 0.008 001
ppm
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1.1.3. RHBRE L UERRBRF
3 RBMEORBIBAL L NERBRAOERE R
SITRLIZW g BAEE L VIRWEZ R L.
ZORERNDERRRE —HREETH D 0.01

mg/kg & L, fHLRAEZED 3 550 1 @ 0.003

mg/kg & L7-.

®5 RUEBABLUVEERFA

HREL R A (mg/ke) 2RA (mg/ke)

BIE B BiZlE BIE B BiZlE

INE 0. 0003 0.003 0. 0009 0.0
i 0. 0001 0.003 0. 0003 0. 01
#E 0. 0003 0.003 0. 0009 0. 01

1.1.4 REBLURE
IRBREOEMRIOEE (FIUN=R) I LUWEE
(PHTHER LOEPRE) OfRE2E 6~F 9
IZRLTz.

B, EERNTNHTA KT A4 RS

N7 HIEME 70~120% DO FEFAN TH - 7=,
PHMTRES LOEARER, WIhb s KZ

A ARSI BAEE AT LT

%6, LARIZBITHEIE, #HTHERESLUVENREE
ROT4 TE—F

Heg  ENE ) =10 GHIME RSDY  EAME (RSDW
=4 EiRE iR EiRE BiRE ERE BiRE
MNE 985 989 49 2.7 49 33
MR 991 97.2 54 27 55 3.4
WE 943 950 32 20 59 27
FAT4TE—F
Hex  ENE D) =10 GHIME RSDY  E=AME (RSDW
=4 EiRE BiRE BRE BiRE ERE BiRE
NE 1000 100.2 2.3 3.8 6.6 3.8
#E 1002 955 3.9 2.1 59 35
WE 925 940 50 26 50 29

K1 E—XUICHITHERE, HTHRESELVENRE

ROT4TE—F

HEx  EIGE () n=10  BHTHE RSDW)  EPOREE (RSDW
=4 ERE BRE BRE BRE BERE BRE
INE 98.7  101.0 6.1 2.6 6.1 3.2
BE 971 937 1.7 3.1 5.3 3.1
WE 947 9.8 42 3.4 1.5 3.8

FAT4TE—F

SHEx  EWRE (W) =10 HAWE RDY  EREE RSDD
=4 EIRE BiRE ERE BiRE EIRE BiRE
NE - 97.0 99 6 39 27 63 28
fE 9.1 9.8 2.1 4.1 54 42
WE 951 936 39 26 39 45




£8 BTICHTHEIE, FHIBES L CEREE
RSF 1 TE—K

HEx  EIGE () n=10  PHOME RSDW) UM (RSDW)

=4 ERE  mRE  EBRE  BRE

k|
&
A
i
b
A
i

INE 97.1 102.0 5.7
#E 1020 99.5 3.2
ilal 93.9 96. 1 4.8

N NN

.8 5.7 3.4
.5 4.8 2.5
.3 4.8 2.3

2AF4TE—R

e EIE (W) =10 GIRE RSDW)  ERME (RSDW

E4 ERE BiRE BiRE BiRE ERE BiRE

INE 99.9 98.9 4.9
iR 99.1 96.2 3.6
ilal 93.9 97.8 5.0

£9. BARLICETZERE, HTHES S CERME
KOF4TE—K

HEx  EIE () =10 PIOHE RSN ERHE (RSDW

=4 ERE BiRE BRE BiRE ERE BiRE

INE 99.1 98.6 5.3 3.0 5.4 3.
ik 98.3 93.2 1.7 3.0 3.4 4.
ilal 95.4 96.0 4.7 2.7 4.8 3

*HF1 TE—F

HEx  EIGE () n=10  PHOHE RSDW)  EPOREE (RSDW)

FH O OBRE ARE  ERE  BRE  ERE  BRE
MNE101.2 98.2 5.0 3.0 5.0 5.4
#®iE 97.9 973 2.6 2.1 5.6 2.4
MFE 942 974 1.4 2.9 1.1 4.5

1.2. EFBRBEORR

ZEL L CARBR=EICRIT 2 500 K L ojk
ITRERROEE (FRBRES HOT—#) I
DWT, EWRNOERE (BX=E) B L ORE (fF
ITHER L OEMEE) ORER 101TR L.
ZOFRERIZONWTHTRTHA FTA DB
&2 LTz,

10, SHBZOMEHE (DIE FHTHES L UZMBE
RSF 1 TE—K

ERE () n=15  GFTHEE (RSDh) ERFEE (RSDY)

i EiRE BiRE BRE BiRE ERE BiRE
La R 97.3 97.0 4.0 2.6 4.4 3.1

£ - 96.8 97.5 5.2 2.4 5.2 4.3
i 97.7 99.2 3.5 1.9 5.2 3.4

BAGZL 97.6 95.9 3.5 2.8 3.7 3.8

2HF1TE—F

EYRE (h) n=15 BHTHEEE (RSDY)  ZEMIFEEE (RSDh)

i BRE BiRE BRE BiRE BRE BiRE
La R 97.6 96.6 5.3 2.5 6.5 4.0
£ - 96.1 96.7 4.7 3.1 4.7 4.2
i 97.7 97.7 4.8 4.9 5.4 4.9
BAGZL 91.7 97.6 4.7 3.8 5.5 3.8

8. F&o

WEEDON Y F AT FREBREZ LCIMS/IMS
WX DHETEZONTHA RTA TS &x
LM E T 72 2 A, Alalxtg E Lizilkt
WZOWTHE, TR TORBREICHEWT, YR
D HTHERE ST A —2 08, o BiEfEs
A LTS Z L afER LT

BhYIZ
PLEDFER NS, T _XRTORBRET T4 Y
Z FRBREL LCIMSIMS 12 L AHIENBEATE
hlEZLN.
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1) BAZEEEEENRDELTENEEN, &
5 0124001 556 3 FEBIFERE (EEIRER
) IR FAE T NEBRE) (BEY)

2) JEAEGEE EERMN RN AT EEN, %
FEH 12241 BRI FIERE T 5 BEREICHET D
HRERIE DO ZLHEFMM T A R T4 > O—HkIE
22\ T

3) JEAETEA EEKA MR R LTS SRR
Fln, 725 1208 55 1 SRATFIEE TS
B T T 2RI OZ YR A KT
A VBT AERIGEE (QRA) ITDOWT





