MAHE T, WMREMABICB T IR ZZLOLLDOTHY , WRIEDOHE
MICERL TEZH L LTTEFaW, B, MEEONR L BMELTERRBREL O
FHCHRES 23 2 5 A3, @A E IS mlBUENELR T 5 L2 THELIES
U,

REREFOLTHRERED-HDBKE
(ZRE9 % e =

Welfg A L o 77 A7 o — Lk BriE
D B %



—FRBIEICBT B A LU S 2T v — Loy O 8 R EE

[EM]

Mg A Lo A AT r— L, BT e XA N—7 0 Thy, RAOKkLETEEELAT
%o
WA TIE, MORFOEREIZROSE, REREROEEMHZ BN E LTHERS
NTHEY, ARSNEZEEGREIT 0.25~0.50 mg/8H/H T, IBF R OEE L LT HIZ)
FCL T 90~150 FIRAEFR G- S D, ARFNTEM IO R AR ER & OFH L T
b, e, B PHEIREML L LTEIEHI L TH RN,

AARIZEWTIE, BiAERLE O NAEREDLE L TARB IR TR,

S, BEEA L U S AT e — LI OWTHELEFEO RE L3 TNzl &b,
Bl EE COMRBICKHISATRERRBRIE L RAICEHE T oL EMER A U,

ZZTHT. THPLCIZ X 28 HEIGED —FHRBRIE T (BKEY) - RBIE)
DA DWW THEE L T2,

Wilig A L o 7 AT o — )L FEUEfE

FEYEE (ppm)
B E S ME AFEMEE R
FORA 0.03 0.001
D fEN; 0.03 0.02
=D ik 0.03 0.01
O N 0.03 0.002
RS poE YA 10k il

Wefie A L > 7 AT 1 — )b

()\}: /CH\ /CH] éj\%it . C25H3204

cw| o,  1UPAC# :
; [/;*\\ g ‘\]=:CH: (17R)-17-acetyl-17-hydroxy-6,10,13-trimethyl-16-
CH,y
~ ’,\'/ methylidene-1,2,8,9,11,12,14,15-
l 3 H octahydrocyclopenta[a]phenanthren-3-one
o7 NFNF CAS %5 : 2919-66-6
CH, 17-(Acetyloxy)-6-methyl-16-methylenepregna-4,6-

diene-3,20-dione



[EBRT71k]

1. 3

TR DOFDFHR - JENG - ITHE - Blgz iz, BUN ISRt OB EZ R Lz,
1) FAE, FTREZRIR Y BN 2 R & . 8IS —fk L 72,

2) MEMIIE, FTREZRIR Y Wi JE 2 R & . Y1 —fb L7z,

3) NPl O i, A% —fe L7,

2. AFE, RK
1) A K& OE AR
LT, LTob0E i,
B A L o7 AT v — b 0 REEE T3 WR) R, M 99.4%
HEf A L S A7 a— VEREG 27 & h= b U VI LT 1 mg/mL ORI %
L7,
VAT RO EE MR M OV SR A il AR ME R oD G B v 22 Sl L 72
WS FH AR HE VIR
MEfg A Lo P AT o — WSR2 7 & F o THEAR LT,
- fgn B AR AR A YE VA R
W A Lo AT o — VBRI Z 72 F = F UL KT 0.1 vol% =& (1:3)
IR CHEm AR L7,
2) Z D R H L
T =RV BEAE®ER)R, R RS - PCB BB (300 £ IR i i E i)
n-~F Yo B (RR) B, FRRE R - PCB BB (300 fi5 e 1 i i)
TERRREE T N U o A FOGMSE T3 RL, R 3K - PCB Bz H
FERR « FOoEHlide TR R, IRk
A& =) R LSRR, LC-MS
0.1 vol% X% : AR L7 (k). HPLC H
0.1 vol%¥ M « 7 b= kU VKR : BEAZ®E)R, HPLC H
FIEZTINT I Y AT (ODS) R =0T L V=Y A T A(KR)
#l . InertSep C18 FF (1,000 mg)

3. EE
Willk7 m~ 25 7 : Nexera X2 ¥ U — X UHPLC ((¥k)& S fEpr i)
X T WBVE By HTEE ¢ AP14000 (SCIEX )
BfEEE o—4% ) —x R L — % —NVC-2100 (i FRAL 2508 (k) L)

4. JESRME

717 I Inertsil ODS-4 HP (K. 7% 3.0 pm, W 3 mm, £ & 150 mm, ¥ —=x /L4
A T A (BR)E)

717 KEFE : 40°C

B 0.1 vol%X e (AR) KT0.1vol%XHe « 7 b=k VU LiEKE (BiK)

VAV 2=l R = 3



e (99) AR B &
0 99 1
5 99 1
35 1 99
40 1 99
40.1 99 1
50 99 1
BEfHEE © 0.4 mL/min
PREFREM : 28 4
A A AbET—F : ESI (+)

HEH/XT A—4
A A AT L—3EBE SS5kV. RIEBEE 700C. A 4> VY —AH A 1 ii&E 60,

A F AT VL —HA2WE 70, I—TFT U HAWE 30, 2V a2 HA (Ny)

i 6
1 WEAL (ml)

PA=E /N CE AT AN CE

T —H— DP

A A (EfH A A CEMERM.

A A (V)
(E=H) eV) (EMEH) eV)
B A LY 7 AT B— 397 76 279 27 337 21

DP : Declustering Potential (V)

CE : Collision Energy (eV)

5. E&

KU FE DRI EE 25%F0 S IR [BIULR S0%FH Y I, BN 75%M SR, [0
IR 100%FH 2 3= B, [N R 125%H 29 9 B2 2 ONENIER 150%4H 24 IR FE oD #f s i A Rl
BEEREE (72 F=FU L KED0.1vol%XEE (1:3) BiRK) 2 L7z, 2 Fi 5uL
Z LC-MS/MS |[ZIEA L, EV— 7 mEEIC L D RERZIER LT,

BRI (0.5 g #UEH1 mL 3ABRIEH) 5 L % LC-MS/MS IZVEA L. #ast B EfRiEIC

FOEIBA LV F AT o —LDOEREZRDT-,




112, IR 0.001 mg/kg DA OMREMR 2R &R, BRI O ERE (R?
) 2Lz (E: &AM A, A : EEAAY)

4500 7000

4000 | Y =5202914 X+ 193 6000 b Y =7.012571 X+493
A 3500 b RI=09982 a R2=0.9989
B B 5000
g 3000 i
¥ 500 ¥ 1000
@ fm
% 2000 % 3000
'R 1500 B s
3 1000 2

500 1000

0 ; i i i 0 \ . \ ,
0 0.0002 0.0004 0.0006 0.0008 0 0.0002 0.0004 0.0006 0.0008
BEES AL o 2F0—)( mgL) BEES AL A 2F0—)( mgL)

X 1 JEfgA L T AT r—LOmERO—F (&£ B84, 0 EEAAV)



6. REREROFH

1) i

AWEF10.0g # BV -T2, ZHUZ n-~F Y 7 & b= 1 UL 50 mL,n-~F 4> 50 mL
FOWERE 1 mL 2012 C 1 0BETY A ALK, AR FY 72520 g2z T2
DRRET T A X LT, 57 3,000 [BIHET 5 ol DBl L7tz n-~F VU @aitc, 7
T h=hNINVEER ST, BEWICTE =YL 50 mL Z#MMx T2 oMAETTA XL
Tet, bRt ERERICEODBELTZ, 7 = U AVEEERY, T M= I AVG LA
¥, 72 b=h UL TEMIZ100mL & L7z, 2D 5SmL GREH0.5 g Y &) 281V, 40C
DIFCEML, IWBEZRE LT, ZOFEEWIZ 01 vol% XL AKX 7 —/L (1:4) R 1
mL 2Nz TH® LT,

2) HEHd
ODS 2 =#h7 A& (1,000 mg) \ZAX /—/L5mL, 0.1 vol%FERAK /—/L (1:4)
IR 5 mL ZIEREAL, KR T, 20h T 52, 1) TEONZEKRETEALRZ

%, 0.1 vol% XL AKX 7 —)L (1:4) B2 mL 35T 3 [EIFwRE TV, FHRZIARK
717 MIEA LT, BIZ 01 vol% XA NAZ 7 —v (1:4) BRiK9mL ZiFEAL, 2
REERY , A0CLLTF CIgME L, It FRE L, ZoEEWE T 7 b= KU ILERU0.1 vol%
XWe (1:3) RIS L, EMIC ImL & L7zb0a2RBRIEKE Lz,



7ue—F¥—Fh

BINGE OBEITIE, IINAEEE R Z 3 - %, =T 30 o MkiE

fih

n-~FFUBMT e b= R UL 50mL, n-~F Y2 50 mL K OVEEEE I mL 20X, 14
BAEYFA X

MAMEET N UL 20g M C2H0MAEY ST A X

5455 3,000 [E1#5 T 5 4y fm OO EER ., -~ U EEEB T, T b= MU AVEERR
BEWMICTE =M A 50mL 2%, 20BAREYFA X

47 3,000 [EBRC 5 MmO oS, T b= VB AR
TEhr=brIUABEEDLE, T F=FU/LTI00mL IZER

ZO5mL (FREH05gtHY) ZIEMICERY ., 40CLL T TRM L., BEbRE

B %E 0.1 vol% XKk O A ¥ / — b (1:4) &K | mL CHEM GhHEird®)

ODS X =% 7 2 (1,000 mg) |

BT EETHAZ ) —/5mL, 0.1 vol%F¥BKERA L /—/b (1:4) RIS mL TIE
W BEE

HH SR O % AT

KEZE 01 vol% XL NAK J—/L (1:4) {BIE2mL T3 EPEVIAALTEA

I 5T, 0.1 vol%F¥EERA L /—/b (1:4) B 9mL A

AR EELREERERY . 40°CLL T TR L. WA KRE

HBEMETE M= ARKRO0.1 vol%¥Be (1:3) RIRICHEML, EMICL mL &§
%

LC-MS/MS | (0.5 g #&#t/mL)




7. v bV w7 RAEIMELEREO AR

[6. MBS OFRK ) ITHE L FELHENWT T 7 B 248 L7 ODS 2 =
T T LS ORI & A - IR E L CEON BB Y& . R E R R HE AR
(B 100%MH L) I mLICEMEL7Zb0ZE~ N v 7 RARIMEERKR E Lz,

[EREVOE L]
1. BIESRMHFEOBF
) 2T DEESIICBTD2MMEA A ERRE T A —F OFR

T, FUT AREESTEHIB T AEIBA L 7 AT v — LOJIEA 7 2 DR
K OWESEEOKELERA T, T72bL, iR A LY 7 A7 o — VEEHERKR (100
ng/mL) % % 7 LABUE ESHTEHIEA (B 0.02 mL/min TA 72— 3 U HEAN)
L. MEASFY (FVI—H—AF L RORTaX T b AFr) OFER, WESED R
WL ZAT > 7,

Tl v AT b—AF b s KV T 4 7E—F (BSI (+) ) IZBWT, FEEEA
VAT = DT a hAIING A A Ay (MHH]Y) SHESR SN DA A B &
nic, —J., mv 7 bhux7Fr—AF b - x A7 4 7%F— K (BSI (—) ) B
TIT#EO 72 EA A I Sz o7z, Liedo> T, A A ABILIXEST (+) %
BINL7Z, £72, SRMUIEIZBIT DTV h—H—A A ITiF, BEA LV F 2T a—
nNo7Ta N MG FAF L EBZONHMHH] OA A (m/z397 DA F ) %
WL,

BIRLE T =V — A F o BmEFEMEIZLD 77 7 A ML, r &7 b
AFEERIR LT, BoNDV 7 FIVBERGWTa X7 hAF %2 OB L, &
NENEEA T U ROVEMEA A L Ui, 7 T ABET m/z397-279 DA 4 LD
b m/z397-33T DA F L DI N E o Ten, Rk~ N v 7 ZAfFE T CRIEEIT- 72
LA, mz397279 DA FT L DFHFBEBA L T AT a0 — )LD — 7 TGO RMEE
— I WND IR NI ZE NS, mz39T-279 DA F U EERA . m/z39T-337 DA
FrEEEA A E LT,

K212, BFEFBA L U A AT H— DT ARANXT NV RNTa X7 N F 2 AT K
VER LT,



X2 FEAL U TF AT — LD AARYT MUVRORTa X7 A F U AFy o AR

7 v

Fi~227 bV (DP76V) . F:m/z397T D77 A F 2 A~<7 kL (CE

27 eV)

900000
800000
700000
600000
500000
400000
300000

-
&

100000

50000

i — m/z397
350 360 370 380 390 400 410 420 430 440
m/z 279

m/z 337

v




2) HPLC (28T 2 #E K IZDN T
HPLC &S5 1%, &9, [HPLCIC X 2EWHEEKLSED —FikBRiE T (BK
FEW) - kB CERALEStomEAEERA T,
FUEOFMELL IR LT,
S3AT 17 A : Inertsil ODS-4 HP (V' — T b3 A =0 A (BB, 3 X150 mm, K2

3 um)
BEIFE : 0.1 vol% X (AR) LK V0.1vol%X - 7t b= F U /LEIK
HEAE : 5uL
VA= N I
R (47) AR (%) B ik (%)
0 99 1
5 99 1
35 1 99
40 1 99
40.1 99 1
50 99 1

312, EREOBESRBICB T AHEA LV AT 0 — VIRHERRO I a~ T T
LER LT,

600 800
a 3 600
gt! 400 t g}g
H H
P B 400
2 z
iy 200 R
H o~ 200 f
Pt A
0 MQJL&AQN 0 ML&@
26 28 30 26 28 30
BFRI(7) BFRI()

3 WA L AT m— VEEMEESHE (0.0005 mg/L) D7 m~ k27T A
£ T'mA Ay (m/z397—279)
FoEMA A (m/z397—337)



2. —FRREOBEAMEIZONT

HoH B #7 HiECTHIR A L > 7 AT 10— L& STl THIZ R R B
KHl 2L TE D&M, 89, THPLCIC X 28 ER NS0 —FRRIET (B
KPEYD) - Sk Bk o M A REE L7z,

1) ¥BRAH T L5 OEIRIZOWT

HPLC IZ L 2B HER MO —FREBE T (BKEY) - &REiE] OmEANEY
BAET HI2d=0, T, K—FRBIETRASA WL ERY Z 4 (ODS =07
2, 1,000 mg) 25 DAL RS L7z,

Thbb, TOAX ) —/5mL, 0.1 vol%FXEENENAX J—/ (1:4) RIS mL
Z AR EHE L C Ffi{k L 7= InertSep C18 FF (1,000 mg) (2. EEEA A L > 7 AT 1 —/L
S5ng (Sng/mLIEK%Z 1 mL) HEA%K, FIZ 0.1 vol%XMERAX /7 —/ (1:4) BRI
I5mLAZEALLE, AMKREZGZORENREZERY . 40°CUL T CEM L, BEE2REL
7o BB Z T h=1F U LKT0.1vol%¥Ee (1:3) {E# 1 mL I[ZIFfR L, LC-MS/MS
THIE L 7=,

ZORER, BT LEUERITZ 8% THY | A—FRBIETHHIN TV DR T T A
NHDOEEA L P AT a— LORIUIRGFTH D I L BRI,

2) EAnEIE R

B MIE, MR A Lo A AT 0 — LOREEAFRESNTWDHEORE - BT -
JFRgE - B g2 T
FRROBMEHAWCT 7 7R EORMRAEZHR L 7=, 28, FOIEHIZON
T, 40°COEGIE T CTHNR L CRliR S, WA HEVS IR 2 0 2 THER#% . -30°C T
30 M L CHEE L o2 mnaE s L,

TR L 723 EHZ DWW T, THPLC IZ X 2B I ES3R S 0 — B BRiE | (BKEY) -
BRIE] ICHEWERIEL, RBIEKEFAR L7,

TR L 7oA 2 LC-MS/MS THIlE L, iEINME, BEKORE, E&BRAERD
77,

O =|RE
Btz 4 BMICBWT, BEA TV RONEMEA A & bic, BRVEICHEIT RN
ZENHRINT (F2)
© BEEKROKEE (FEYEMAR Y IRE 2B L 72 IRINE0E o #5 5%)
BEKOOHMTREE (1 y aNICERE®) X, UTOEY Tholz, £7-. fFMzEER3
2R LTz,
cEEA A (m/z397—279)
DA 89% (1.6 RSD%)
DR : 93% (1.6 RSD%)
£ DR - 95% (5.4 RSD%)
DO - 96% (1.8 RSD%)
- EMEA A (m/z397—337)

- 10 -



DA 87% (4.1 RSD%)
DN+ 93% (1.4 RSD%)
£ DR - 95% (5.2 RSD%)
DO - 95% (2.5 RSD%)
FROMENL, RETORFREMIZEBNT, BEEOHEME (70%~120%D i)
KOG TR E o BEME (CFOfBIE 30 RSD% AR, 4 DAEN 1L 15 RSDY% AR, 40
JH N B OV iU 25 RSD% oA ) 2 i/ 3 5 2 & D3 fEsd S 47,

@ EEIRES (0.001 mg/kg FHY4 8 E 2 RN L 72 IRINEE O #5 5)
BIE, PHMTEE (1 aRNICitil) ROS/NIZ, LFo@y Thote, £/, FEM
FFE IR LT,
cEEA A (m/z397—279)
EDORIA : 89% (1.6 RSD%) . S/N 107 (n=5 ® Max. & Min.? F-#){iE)
DN © 100% (4.1 RSD%) . S/N 143 (n=5 ® Max. & Min. D F¥JE)
DO : 96% (2.9 RSD%) . S/N 127 (n=5 ® Max. & Min. D F-#){i)
DB - 90% (3.7 RSD%) . S/N 115 (n=5 ® Max. & Min.? %))
- EMEA A (m/z397—337)
DR - 87% (4.1 RSD%) . S/N 67 (n=5 ® Max. & Min.? F-#){i)
EDfEN £ 106% (7.3 RSD%) . S/N 85 (n=5 ® Max. & Min. O -¥JE)
DR : 99% (4.6 RSD%) . S/N 62 (n=5 ® Max. & Min.?D i)
OB - 91% (1.8 RSD%) . S/N 62 (n=5 ® Max. & Min.? F-#)Mi)
EFROBENL, 2TORFRMICBW T, OBRMEINGRER AR (BRI E 0.001
mg/kg) FTOFEA LV ZF AT 0 — LD —27 L S/NZ10 D BEEEHELTEY .,
QEEO HEM (70%~120%DFHN) LK OFHTHE O BEME (30 RSD%ATM) %
T 52 ENMmERINZZENS, 0001 mgkg DEERMAEZREANETHDL Z &
MRS NT,

3) MIEDOBEORE~ Y v 7 2D RE
MEBRFIEIT. = Y > 7 AUIEEERE OB ) ISR L7z FIEICEW, &M
RGO~ MY v 7 ARIMERERIRZ R L, LC-MS/MS THIE L7,
FER AR AR LT,
ERMCBTI D=7 HBE (7 MY v 7 ARIMMERERKICB T D E— 7 b/
WA RERRICB T 58— 7 mfdE) (X, UTOEY Thol,
cEEA A (m/z397—279)
O 0 0.98 (FEYEME AR Y IR )
FORENT 0 1.00 CGEYEMEM M IRE) KO 1.02 (F&RAAHE S EE)
O 0 1.00 CGEAEMEA Y IRE) KT 0.99 (& &RAAH YR E)
OB - 1.02 CEUEMEMA M IRE) KT 0.99 (F&RAAH S IRE)
< EMEA AV (m/z397—-337)
O 0 0.97 (FEYEMAR )
FORENT 0 0.99 CEUEMEM M IRE) KT 1.08 (& &RAAH S IRE)

-11 -



O : 1.00 CGEAEMEA Y IEE) KO 1.04 (F&RASAH S IEE)

FOBNE - 1.16 CGEUEMEAM M IRE) KT 1.05 (F&RAAHE S IRE)
UEDORERNS, WEOEOREI~ N v 7 20 BICL Y ERENSKE S LEHT
HAREMEIT D EZ BT,

3. HEw

DR BT O A L A AT a— LR ERELE LT, [HPLC I X A8 HAE
LSO —FRBRE 1 (SKEY) - &BE) O@HAEERGEL7Z, 7238, [HPLC
Wk B AERL S —FRBRIET (BAKEW) - WRBIE] X, O dg8{badm%.

HERREAPE T, n-~F4 0 R OMEKRREE T R Y o AfEE T, 7& b= UL THIH L,
FIBFUNT )L ) BN = H T A TRB%, LC-MS/MS THIET % LT
b5,

EEMEARE SN 4 &0 (oA - iGN - TN - B 2t Gz iRinEH e ER
(UM B2 0 L VA AR Y R B & Of 0.001 mg/kg) % S0 L 7= b 51,
- PR
2 TORMEMICIB VTR RIBRENSG DT,
© BB K OVORAT A B
ETORFEMICIBWT, BEKOOHMTRE O BAEME 46 L7,
- EERAR
0.001 mg/kg HMFELZ H W2 IRNENGERERIC B T 2 5 E | JHMTRER O —2
@ S/N 225, 0.001 mgkg DERERHREZFREFAIRERTH D EEZ DN,

VU EDRERNG | O kR OFFRA L 7 A7 v — L 3ljkik L LT, THPLC IZ &

% B 3 i 55 D — FrakiRiE T (/K PEN) - S ik ) 2 8 M T RE (B &R 0.001 mg/kg)
Tho LW,

- 12 -



# 2-1

BE /N

D

A (EEA A2 m/z 397—279)

B I Rl et e _EJMRED RN
No.| ##isgiLat 288 Coom | o) | Copemd FEARAE | o0 [@HRE | Fo 0k | megn (@0 o
(ppm) BSORI @ () H (a)/(b)
1 £0 /R 0001|0001 | 0001 (g | 0001 | <] 0.100 |mik 0 2883 0,000 o
2| +0 i 0001|002 | o002 mimfa | 002 | <[ 0100 [mik 0 44175 | 0000 [
EN 0 F i 0001|001 | oot =®@ | 001 |<| 0100 |@H 0 21276 | 0000 o
"4 | e rasool [FOB 0001|0002 | 0002 2@ | 0002 <[ 0100 [mH 0 4619 0.000 o
(RBAF)
5 | MR (LOQ) | 0001 0.001 ERIAR| 0001 | <[ 0333 |mi 0 2184 0.000 o
"6 | FORE(LOD) | 0.001 0.001 ERIAR| 0001 | <[ 0333 |mi 0 2252 0.000 9
(7] FOE&ELo | 0.001 0.001 ERIAR| 0001 | <[ 0333 [m 0 2204 0.000 [
R =
# 22 BRPEOFE CEMEA A > m/z397—337)
_ ) BE —HOHERE ¥ - EmHED .
No. | #HFHRILE] E8S fﬁfﬁ? ﬁfrf FEIRBE | e |DHRE | F5008H | Eagn [@HED §§§}§
(ppm) HEEE | 5z08 | @ ® [ tao |
1 0 F 0001|0001 | 0001 EE(g [ 0001 <[ 0.100 | 0 4047 0,000 o
[2 | 0 B 0001|002 | o002 Zug [ 002 |<[ o100 [mH 0 61802 | 0000 o
EN 0 Hik 0001|001 |00t =@ | 001 |<| 0100 @ik 0 29614 | 0000 o
"4 | maozr0-n [FOE 0001|0002 | 0002 (g | 0002 |<| 0100 |mik 0 6512 0,000 o
— @)
5 | F0RERR(LoQ) | 0.001 0.001 ERIAK| 0001 | <[ 0333 |mi 0 3114 0.000 9
6 | oL | 0001 0.001 ERIRR| 0001 |<| 0333 @ 0 3073 0,000 9
7 FOBRE(LOQ | 0001 0.001 FEIRE| 0001 | <] 0333 [mm 0 219 0,000 o
. N
£3-1 HE, BELOERRRN (E&A A m=z397-279)
No. | sist&itat BB E(ipfoﬁ (pfr:)l ﬁ?zupﬂi e e ?}iﬁ 7 | ot [ n2 @Mifa(% w4 | s ZE I(#Fgf"g Viax n?u:“ T
[ Eackigl 0.001 0.001 0.001 5202014 | 193 | 0.9982 88 90 89 87 89 89 L 16 125 89 107
2 40 Rl 0.001 0.02 0.02 % 4469166 | -202 | 0.9996 94 95 93 93 92 93 16 2542 | 2263 | 2403
T3 O 0.001 0.01 001 % |z | 301 | 09995 | 95 100 | 99 93 87 9% 54 | 1570 | 1170 | 1370
_4 | maayasnoy [FOH 0001 | 0002 | 0002 % |w2wi| 18 |09 | 9% 94 94 o7 9 % 18 | 296 | 171 | 234
(RBAAL)
T I4DReif(LOQ | 0.001 0.001 4284331 | 17 0.9996 101 103 99 93 102 100 4.1 162 123 143
I FORFE(LOQ | 0.001 0.001 4335440 | 59 0.9997 92 97 99 98 95 9% 29 150 104 127
7 FOEEWLOQ | 0.001 0.001 asaaa91 | 15 0.9994 86 90 95 92 90 90 37 127 102 115
. N
#£3-2 HE, REROCERRR GEVEA A2 m/z397-337)
- sei | y = (o " T SIN
No. | »#tsiicats Ll E(iﬁ;ﬁ i;ﬁ? fﬁlfo'g Ered = zim c | n=1 | n=2 @uxzrfam n=4 | n5 (5 ‘(;g;:i: Max_| Min o Tl
1 O B 0.001 0.001 0.001 7012571 [ 493 0.9989 92 84 85 85 89 87 41 17 17 67
Z 0 RERS 0.001 0.02 0.02 # 6122743 | 779 | 0.9997 94 95 92 93 93 93 14 2269 | 830 1550
3 Eaolii 0.001 0.01 0.01 * 5923886 | 24 0.9999 96 100 97 94 87 95 52 790 134 462
I BrEsA 20— |[FOE 0.001 0.002 0.002 * 6456571 | 60 0.9989 98 94 92 93 97 95 25 200 67 134
(e
I FORsRs(LOQ) | 0.001 0.001 se74937 | 119 | 0.9983 97 114 11 99 110 106 73 142 27 85
_6 | FORFE(LOQ | 0.001 0.001 6182023 | -18 | 0.9997 102 100 94 96 105 929 46 86 38 62
T FOEIRLOQ) | 0.001 0.001 6670229 | -128 | 0.9992 92 89 92 93 91 91 18 67 57 82

#* 4-1

HEDERORE~ b U v 7 2D %

(EEA A m/iz397—-279)

- e | s ¢ —OEH(ED
No | pirsRian 284 EMIR| Bo0 | RanE mRe | S, | TR EnEER 7 pr——
EEDRI w1 | o2 | FH | o wHH
X FO AR 0.001 0.001 0.001 0.0005 mHE 0 2837 2411 2624 2883 2449 2666 0.98
z 40 B 0.001 0.02 0.02 0.01 mHE 0 44726 43425 44076 44175 43938 44057 1.00
3 FO T ik 0.001 0.01 0.01 0.005 @ 0 21681 19973 20827 21276 20273 20775 1.00
"4 | i oyas0on [FORR 0001 | 0002 | 0002 0001 | @ 0 4800 | 4512 | 4856 | 4619 | 4516 | 4568 1.02
(BB
z 40 fig 5 (LOQ) 0.001 0.001 0.0005 mh 0 2182 2381 2281 2184 2288 2236 1.02
L £ JiR(LOQ) 0.001 0.001 0.0005 @ 0 2239 2167 2203 2252 2217 2235 0.99
i 0 B & (LOQ) 0.001 0.001 0.0005 mH 0 2247 2365 2306 2294 2384 2339 0.99
3 e .
# 42 WEOEOREI~ NV v 7 2D (EVEA A m/z397—337)
ey | B )
No. | $istgicam #5% E(ﬁﬁf“ iﬁr’s ’fgm)’g (wgﬁ wRE | o, | T XA EAEEER [
mgL | FE0 51 n=1 n=2 [ ¥ | n=t n=2 | ¥y | @DH
; D AR 0.001 0.001 0.001 0.0005 @mH 0 3950 3626 3788 4047 3750 3898 0.97
2 kil 0.001 0.02 0.02 0.01 @ 0 61862 60822 | 61342 61802 62412 | 62107 0.99
T Rl 0.001 0.01 0.01 0.005 @ 0 29711 27962 28837 29614 27791 28703 1.00
4 | BESA VY 2F0- |[FOE 0.001 0.002 0.002 0.001 @ 0 7479 7236 7358 6512 6136 6324 1.16
— A
I 0 fgf (LOQ) 0.001 0.001 0.0005 @i 0 3504 3498 3501 3114 3394 3254 1.08
i 4O FFiE(LOQ) 0.001 0.001 0.0005 @ 0 3244 3111 3177 3073 3046 3059 1.04
7 F0 BE(LOQ) 0.001 0.001 0.0005 i d 0 3180 3776 3478 3219 3386 | 3302 | 105 |
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X 4-1 EEAFL (m/z397-279) O~ 7 I35 (FOBHA)

BT TSR THI O FINEE SR hoshEt
{0.0005 mg/L) (0.0005 mo/L18 ) GFho;RE0.001 mg/kg)
600 600 600 600
400 400 400 400
200 200 200 200
0 MLM 0 bemAveatre Ay 0 0
26 28 30 26 28 30 26 28 30 26 28 30
W /= =, N S — =
X 4-2 EEA AL (n/z397—279) O ua< b7 75 (OB
EHETTE TSR Ty O AFIEEETE hosiEt
{0.0005 mg/L) {0.0005 mg/LtBXRE) GFh0iR~E0.001 mg/kg)
600 [ 600 600 600
400 400 400 400
200 200 200 200
0 0 losctius o mdan A A 0 0
26 28 30 26 28 30 26 28 30 26 28 30
IV === S — e
X 4-3 EEA AL (m/z397-279) O a~< 7T A (ORI
BT IS0 T SRFIAEE SR hostE
{0.0005 mg/L) (0.0005 mo/L{B ) GFDORR0.001 mg/kg)
600 600 600 600
400 400 400 400
200 200 200 200
26 28 30 26 28 30 26 28 30 26 28 30
IV === S — he
X 4-4 TEA L (m/z397-279) O~ 7T 5 (OB
BT TSR THI O FINEE SR hoshEt
{0.0005 mg/L) (0.0005 mo/L18 ) GFho;RE0.001 mg/kg)
600 600 600 600
400 400 400 400
200 200 200 200
0 0 Aotres M 0 0
26 28 30 26 28 30 26 28 30 26 28 30
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X 5-1

RETR

EMEA A (m/z397—337) O a~<w 7T 5 (BFOfA)

THIY DTSR

€0.0005 mg/Ly

800

600

X| 5-2

EEER

28

EMEA A

{0.0005 mg/Ly

800

600

400

200

x| 5-3

EMEA A

(0.0005 mg/L)

800

600

400

200

% 5-4

RER

EMEA A

{0.0005 mg/L)

800

600

200

26

28

I

800
600
400 r

200 r

o M

26 28 30

(m/z 397—337)

IS0

€0.0005 mo/LIgHREY

800

600

400

200

DE/ =0 al /TN

26 28 30

T D RFIMRAESR

0.0005 mo/LIgHRE)
800 800
600 600
400 r 400
200 200
0 0
26 28 30 26 28 30

(m/z397—337) O~ ~7 7 A

TSR

800

600

400

200

26 28 30

<

)y ZFIRLER

(0.0005 mg/L8 &% )

800

600

400

200

26 28 30

Eh0ER

25

GRN0RRE0.001 ma/kg)

800

600

400

200

0
2

6 28 3

0

(ZEDfglA)

st
CFhOARRE0.001 mglkg)
800
600
400 r
200
0
26 28 3
s
(A= D T igl)
SRR
(FMN;ARE0.001 mg/kg)
800
600
400 r
200
0
26 28 3

(m/z397—337) 7~ 775 (OB

EhosREt
CFN0ARE0.001 mg/kg)

IR IO ZFNIREER
€0.0005 mg/LABHRE)
800 800
600 600
400 400 |
200 200 |
0 ) 0 1 ]
26 28 30 26 28 30
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BEER A L v 7 2T a— L H PR L L TO LC-MS/MS #ll & & D st

EdRo@EY . oA BT OFE A L S AT e — L aricxt LT, THPLC I
ié@%%[%m#@ FRBRIET (BKEYD) - &BIE] OBEHRAIETH > 7,
LL7ens, x—ﬁﬁ%ﬁ’ﬁwfi Z< OEPAEIRLEEZN G L LTND
72, LC-MS/MS I EIZ R 2 27 5,

HEfE A L P AT a— VDR ESNTHHAICIE, LCRUHEZEFTFT L2 L1CXY
FIZhE A2 B afE T EEZEZ LN NG, BIlEA LV AT 0 — )L
DFHZEFHT D5E O LC &M (B8 LC &MF) DOfESLIZ DWW CEIMRF % £
L7z,

HHEZRBRIE L7 —FRBRIECTERASIN TS 77 Vv MBI D R FE
Mos, FiRA LY P AT a— A RNEHT527 =1 U LHEREZTHL, LTOX
972 LC £ a i E Lz,

i () AR (%) B itk (%)
0 25 75
5 10 90
5.1 1 99
10 1 99
10.1 25 75
15 25 75

e Lz BRI LC etk W TCTHIER A L o 7 AT 1 — LS HERR R (0.0005
mg/L) ZHE LR, K6l BiF2BRENIEREELFTHE—7 NELN
7=,

600 800 r

600
400 r

400 r

200

DOF I EE(EEED
DOF I EEUEEED

200 r

o ol ol |l

1 3 5 1 3 5
BRI (5 BfEI(5)

Bl 6  fERIHT LC RIEICHITDEEEA L 7 AT v — VR (0.0005 mg/L)
PR/ =Sl NV/ AL AVN
7 EEA A (m/z397—279)
o EMA A (m/z397—337)

- 16 -



I T, BT E LIAEBI BT LC &2 H T, B @R VR R AR VA IR X VIR
INENLER RIS (AR O — FRBE O @ AMEREOBRICH L-b o) Z2HE Lz,
BYPUE, HEROKE, SINIZOWT, BN REU TR L, £, MR
Dt zEFR 5 L6 IR LT,
O =|RE

Bt L7z 4 BMICBWT, BEA TV RONEMEA A & bic, RIRVEICHBEIT RN
ZENWER SN (S
© EBEEKROKEE (FEYEMAR Y IRE 2B L 72 IRINE0E o #5 5%)

cEEA A (m/z397—279)

DR : 100% (5.6 RSD%)
DR 1 97% (0.5 RSD%)
£ DR : 84% (4.0 RSD%)
DB - 82% (4.1 RSD%)
< EMEA AV (m/z397—-337)
DA 95% (4.9 RSD%)
DN+ 98% (1.4 RSD%)
£ DR : 85% (4.3 RSD%)
DO : 78% (2.9 RSD%)

ERROFERERNS . HBISH LCRFETHIE LZEEThoTh, 2 TOMGTREMIZ
BT, BEOHEME (70%~120%0&FHN) &K OGHTRE O BEEME (ZFOfh AL 30
RSD% A . 2FDREHI X 15 RSDY% AT . 4 D JFigi M OV i 1% 25 RSD% A ) % fiis 9
HIZENfERINT,

@ EEIRES (0.001 mg/kg FHY B E 2 RN L 72 IRINFE O #5 5)
cEEA A (m/z397—279)
DA 1 100% (5.6 RSD%) . S/N 121 (n=5 ® Max. & Min. D F¥JfE)
£DOREH 1 111% (6.0 RSD%) . S/N 145 (n=5 ® Max. & Min.?D 1)
DR 0 104% (2.8 RSD%) . S/N 111 (n=5 ® Max. & Min.?D 1)
DB - 78% (7.0 RSD%) . S/N 107 (n=5 ® Max. & Min. D F-#)E)

< EMEA A Y (m/z397—-337)

DA 95% (4.9 RSD%) . S/N 113 (n=5 ® Max. & Min. D i)
DN+ 108% (3.7 RSD%) . S/N 166 (n=5 ® Max. & Min. D F-¥JE)
DR - 97% (1.4 RSD%) . S/N 138 (n=5 ® Max. & Min.?D )
O : 81% (5.4 RSD%) . S/N 85 (n=5 ® Max. & Min. D FE-¥JE)

ERROFERNS . HBISH LC RFETHIE LZEEThoTh, 2 TOMGTREMIZ

BT, OWMEGRERIER (RN 0.001 mg/kg) FOERA L 7P AT 0 —)L
DE—Z71ZSINZ10 D HEMEZHE L TV, QBEEDOBEME (70%~ 120% i
W) K OMHTHREEE O BARME (30 RSD%AG) Wi 32 2 LRI &b,

0.001 mg/kg DEERFZHREFRETHDHZ LRI NT,

. BRBICBT =7 EEL (M vy 7 ARIMERRKRICE T 28— H

-17 -



FEAE AR VERR IR I C 1 D B — 7 mfEE) XL T O#EY Tholo, ek, RO
Mz 7R LT,
cEEA A (m/z397—279)
O 0 1.01 (FEYEMAR 2R )
FOREN 0 1.03 CGEUEMEAM M IRE) KT 1.14 (€ &RAAH S IRE)
O 0 0.95 CGEMEMEA Y IEE) KO 1.00 (F&RASAE S IEE)
OB 0 0.82 CGEYMEMEAM Y IEE) K1 0.80 (& &RAAH Y IEE)
< EMEA A (m/z397—337)
O 0 0.99 (FEYEMAR 2 )
BORENT 0 1.04 CGEYEMEA Y IEE) RO 1.09 (F &RASAHE S IEE)
ORI : 0.97 CGERUEMEA MIRE) KT 0.99 (& &RAAH S IRE)
OB 0.83 CGEMEMEA Y IRE) K1 0.93 (& &RAMAHE YL IEE)
PLEDOFEEN S HBIGHT LC £FETHIE L7ZHEATH o ThH, MEDOEORE~
N w7 ZORBIL) ERENRKE S EBT L REEIIL RN EEZ X BT,

UEDORERMNSG, B A LY AT a— VDR ESIT H55121E,. THPLCIZ &
LEHEIESEO—FRRIE T (BAKEYD) - wBiE] 2 HOCRBRE IR Z R L,
EREO L D AR LCERHETHIET DI LICK Y, BICHERN OB TH D
ECHIBT S T,

- 18 -



# 5-1

BARMEDOFEAN (B8 LC Sk, E&A 4 m/z 397—279)

- ) s BB DO HERE £ —OEH(ED) .

No.| suEsRiLat 2GS E(i'f)’a ifnf ’t’;‘;ﬁ? FEARRE | o |0 [ 952 08H mHES | 271

(ppm) EES | B20 R (a) th@i) |

1 240 FHA 0.001 0.001 0.001 EE(E | 0.001 <| 0.100 |dmiE 0 1994 0.000 O
2| +0 i 0001|002 | o002 mimfa | 002 | <[ 0.100 [ 0 45146 | 0,000 [
3| 50 i 0001|001 | o001 =EE | 001 |<| 0100 [@H 0 24670 | 0000 o
"4 | e rasool [FOB 0001|0002 | 0002 2@ | 0002 <[ 0100 [mH 0 4501 0.000 o

(RBAF)
5 | MR (LOQ) | 0001 0.001 ERIAR| 0001 | <[ 0333 |mi 0 2182 0.000 o
"6 | FORE(LOD) | 0.001 0.001 ERIAR| 0001 | <[ 0333 |mi 0 2205 0.000 9
(7] FOE&ELo | 0.001 0.001 ERIAR| 0001 | <[ 0333 [m 0 2397 0.000 [
# 5.2 BIEORHE (EBI44HT LC &k, EMEA A4 m/z397—-337)
- . s BEE—DOHERE [ 1) .
No. |  HFr&itE ERE fﬁfﬁ? ﬁf,f ”Zg;ﬁ;g FEARAE | o |@HRE | F5O0RN | pEgR | @RED §§§}§,
(ppm) EES | a0 ) (a) (b) bt (a)/(b)

1 4O AR 0.001 0.001 0.001 EE(E | 0.001 <| 0.100 |G 0 2795 0.000 (o}
2 | 40 5 0001 [002 [002 =g [ 002 <[ 0100 [@H 0 63609 | 0000 o
T 40§ i 0.001 0.01 0.01 EEE | 001 <| 0.100 |mﬁ 0 34579 0.000 O
T B Y270 |[FDE 0.001 0.002 0.002 EE{g | 0.002 <| 0.100 |ﬁﬁ 0 6375 0.000 O
— @

5 | F0RERR(LoQ) | 0.001 0.001 ERIAK| 0001 | <[ 0333 |mi 0 3202 0.000 9
6 | FORfiE(LOQ) | 0.001 0.001 ERIRSF| 0001 |<| 0333 |m# 0 3330 0,000 o
7 FOEELOQ) | 0.001 0.001 EERE | 0001 <| 0333 [@mH 0 3178 0.000 e}

# 6-1

B R R OVEBIRSY (R R4 LC S 1,

EEA A m/z397—-279)

= i | AR | E : =% mE | (5 SIN
no| mwimicen | wms | GR | BRN | | T e [ [z e | ot [ | e [(eom e [un | 5w
[ O B 0.001 0.001 0.001 3930775 | 19 | 0.9992 | 102 98 95 109 97 100 56 153 | 88 121
(2] 0 By 0001|002 | o002 % |wwse| 1142 [ 0955 | 98 | 96 | % | 97 | o7 97 [ 05 | 3260 | 2070 | 2665
(3] O R 0001 | 001 001 % |wome| 21 |02 | 86 | &7 | &7 | 8 | 19 84 40 | 1360 | 826 | 1093
"4 | meaiasnon [FOR 0001 | 0002 | 0002 % |some| 26 oo | 83 | &7 | 82 | 77 | & 82 41 | 260 | 177 | 219
(RBAAL)
5 | FoReRs(Loa) | 0.001 0.001 ssovser | 211 | 0ses2 | 102 | 120 | 109 | 110 | 114 [ 111 60 | 179 | 110 | 145
"6 | oL | 0001 0.001 woces| 13 | 09992 | 103 | 109 | 102 | 102 | 104 | 104 28 | 148 | 74 | 1M
7] +oB@Lo | 0001 0.001 s | 72 0999 | 72 75 84 84 76 78 70 | 12 | 102 | 107

# 6-2

B R R OVEBIRSY (ERI 4T LC S 1,

EMEA A m/z 397—337)

55 ERRA | BE@E | FhRE BEig EURZE(%) HE |HTEE SINEE
No.|  HETsRILEN 285 | “oom | G | (oo g W% | oA [ @ | n=1 [ n=2 | n=3 | n=4 | n=5 | (%) [(RSD% | Max | Min | ¥

L4 ] 40 B 0.001 0.001 0.001 s200057 | 76 | 0.9998 99 94 88 100 96 95 49 133 | 92 13

2 4D RE RS 0.001 0.02 0.02 * 6475429 | 859 | 0.9991 99 97 95 98 99 98 14 4580 | 3170 | 3875
3| s 0.001 0.01 001 4  |orories | 42¢ | 099%0 | 86 90 87 82 81 8 43 632 | 468 | 550
_4 | maayasoo [FOH 0001 | 0002 | 0.002 % |eweo| & |09 | 80 | 77 | 79 | 75 | 8t 78 29 | 252 | 120 | 191

R

5 | F om0 | 0001 0001 cses| 6 | 09992 | 109 | 111 | 110 | 101 | 108 | 108 37 | 185 | 146 | 166
"6 | FHiE(L0Q) | 0.001 0.001 s | 27 | 0995 | 96 | 8 | 98 | 95 | o7 o7 14 | 173 | 103 | 138

7 0RO | 0.001 0.001 snoes| 98 | 09998 | 76 | 81 80 | 8 | s 81 54 | 120 | 50 | 85

# 7-1

WEDOBEDORAE <~ v 7 2D

R (ER 8 LC &, E&EA 42 m/z397—279)

o £ —vEHED

No | pinsEican 284 RN BN | munR wRa | S, | THU R EnE RREE prp—

DRI n=1 n=2 iy n=1 n=2 Fy | (@EO
X FO FR 0.001 0.001 0.001 ik 4 0 2053 2085 2069 1994 2095 2044 1.01
z 40 fehs 0.001 0.02 0.02 @ 0 46283 47208 46746 45146 45491 45319 1.03
3 O AT ik 0.001 0.01 0.01 @ 0 22755 | 23298 | 23027 | 24670 | 23734 | 24202 0.95
"4 | maoyasnon [FORR 0001 | 0002 | 0002 @it 0 3701 | a767 | 3734 | 4501 | 4587 | 4544 082

(RBAA)

z 40 fg i (LOQ) 0.001 0.001 0.0005 @mh 0 2531 2470 2501 2182 2216 2199 114
L 0 FFiR(LOQ) 0.001 0.001 0.0005 @ 0 2267 2191 2229 2205 2259 2232 1.00
7 0 B & (LOQ) 0.001 0.001 0.0005 kg 0 1907 1940 1924 2397 2388 2393 0.80

#£72 WEOEORE~ M) v 7 2D

S (1534 LC Zeff

& : pmre | EEER £
No.| #nEfcan #2% EERR | B\ ANRE ) VaE mawe] . Ty DRI, =
oo £ PP maL | wzom | 777 [T | o2 @t

L FO FR 0.001 0.001 0.001 0.0005 mH 0 2764 3009 0.99
L 20 R R 0.001 0.02 0.02 0.01 i3k 3 0 66612 67430 1.04

3 O BBk 0.001 0.01 0.01 0.005 i ] 0 32893 34052 0.97
T BEAL T 2TO-L [5OSR 0.001 0.002 0.002 0.001 i 3 0 5333 5228 0.83
— i
z 40 fig i (LOQ) 0.001 0.001 0.0005 il 0 3474 3630 3552 3202 3288 3245 1.09
—L_ 20 B IR (LOQ) 0.001 0.001 0.0005 @ 0 3341 3306 3323 3330 3368 3349 0.99

7 0 F#®R(LOQ) 0.001 0.001 0.0005 @ 0 2992 2963 2977 3178 3223 3200 0.93
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7-1
BT
€0.0005 mg/L)
600

200

-

X 7-2
EETR
{0.0005 mg/Ly
600

400 -

200

=3

% 7-3  fEBIASHT LC Sof. E8A A2 (m/z397—-279) O 7 v~ k75 L (40O AFR)

IEBTR
€0.0005 mg/L>

600

400

200 +

-

X 7-4  EBISHT LC SoE. E8A A2 (m/z397—-279) 7 a~< k7T 5 (40 E)

FEER
€0.0005 mg/Ly

600

400 r

200

=Y

I S S

o

o

o

o

FIUEE

600

400

200

THIY D AFIMRAESR
(0.0005 mg/LtB R
600
400 r
200
0
1 3 5

FSUUEH IS ORFIEEER
0.0005 mg/L18 2R
600 - l 600 l
400 400
200 200 +
0 M 0 ﬂML«.
1 3 5 1 3

TS0

600

400

200

I

600

400 r

200

T D RFIMEAESTR

5

€0.0005 mg/LtEZ )
600 l
400
200
0
1 3 5

THI DTSR
(0.0005 mg/LABZRE)
600
400
200
0
1 3 5

MBS HT LC &tk A A (m/z397—279) 7 a~ 7 I 5 (FDOFHRA)

BIIEe)
(FNOARAE0.001 mglkgy

600

400

200 ¢

BT LC &k, ©TBA 4> (m/z397—-279) 7 a~< k75 5 (o)

Eh0ERE
GRDRE0.001 ma/kg)
600 - l
400
200
0 AMMAJLM
1 3 5

B e
FRI0RE0.001 molkg)

(&

600

400

200

EN0ERE
CGRNORE0.001 malkg)

600

400 r

200




X 8-1 fEBISHT LC Sk, A F > (m/z397—-337) 7 a~ s 7T 5 (FDOHA)

EETR FITHEE T D RFIHEEER AEhoatE
(0.0005 mg/L) (0.0005 mo/LtBLRE) GRINAREE0.001 mglkg)
800 800 800 800
600 | 600 600 | 600 |
400 | 400 - 400 400 +
200 200 200 200 |
0 0 0 0
1 3 5 1 3 5 1 3 5 1 3 5

X 8-2  fERBISHT LC Sk, EMEA A v (m/z397—337) v a~ k7T 5L (BDEN)

EEER IS0 T D RFIMRAESR FEhnaREd

€0.0005 mg/L> 0.0005 mo/LIgHRE) CFNOAREE0.001 mo/kgy

800 l 800 - l 800 - l 800 l
600 600 - 600 600

400 400 r 400 400 r

200 200 200 + 200

0 0 _M.a 0 M k'\A 0
1 3 5 1 3 5 1 3 5 1 3 5

% 8-3  fEBIASHT LC Soif. EMEA A (m/z397—337) 7 a~ k75 5 (40O AFR)

EEE e TSI REIEEEE ThERE
(0.0005 mg/L) (0.0005 mg/LHBL R GHI0RRE0.001 malkg)
800 l 800 l 800 l 800 l
600 - 600 600 | 600
400 } 400 400 | 400 |
200 200 200 200 M
L e 0 L
1 3 5 1 3 5 1 3 5 1 3 5

X 8-4 fERBIAHT LC Sif. EMEA > (m/z397—337) O 7 a~ k75 5 (40O E)

BT IS0 TGO RFNHEEER Bl se]

€0.0005 mg/Ly €0.0005 mo/LABBE) CRN0RAE0.001 mglkg)

800 l 800 800 l 800 l
600 | 600 | 600 | 600 |

400 400 400 400

200 200 200 200 |

0 { ] 0 0 0
1 3 5 1 3 5 1 3 5 1 3 5
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K9 77 7RBRIEKDO N—2NVA A ra~ T T A
(A% v 8 : m/z350~450, DP: 76 V., A A A7 L —%&EJE : 5.5kV. i
WREEEEE £ 600°C, | : B A L o 7 AT 0 — )L ORI E)

- A

5.E+08

B 4E+08

2}

3E+08

VOFIEE(TEE
mom
+ +
8 8
=

0.E+00

0 1 2 3 4 5
BRl(5)

=1

5.E+08

{iD

FIEEEEE
N w e
m m m
& & &
(5] 0 @

1.E+08

0.E+00 A AN —
0 1 2 3 4 5
BRI(5)

s

- JiTHigk

5E+08

)

if

X 4 E+08 |

i 3.E+08 |

EE

VEFIEEUE
-h N
m m
+ +
g8 8
=

0.E+00

0 1 2 3 4 5
BHfal(5)

- SRk

5E+08

)

if

= 4 E+08

EE

i 3.E+08

DI F BT
- N
m m
+ +
8 &8

0.E+00

1 2 3 4 5
BRI
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EEERERM (FOHNW - I8N - T - B#) A0 RMBICTOWTOBEMRE

MR A L T AT r— Ll OoNT, SfROBmEEEES CER284 12 H) TO
U 27 G238 T ADI 28 0.025 pg/kg/day & fRE SN2 Z LD FEEENRE SN
L0 - J5N - FFig - BRSO RIIE TRt oBEREHShs 2 & &
o,

D, BB TR RAAE S (0.0005 mg/kg) | TOUSIMEIILEER OB NE
M DMEPENE T2 s, . BOBRZ AW T 5 HMToamEIEE (RN
¥ 0.0005 mg/kg) ZBMFEMLZDOT, #ERrREHRET D,

[EBRFG ]

REHZ, #WNDA—R—<—F v FTHALTZKOBGREZ AW, BALZKOH
W B ATREZRER Y BN 2B, MBI —fbL7cboZ/MH L,

MakE, k) . TEE@E ) | THDESME) o E=E) . RBREROmE] | =
FU v 7 ZRIEEEROFAR ) oW TiE, iR Lz k. SV EE
L7, (EEMHIE. BEA LA AT — L HlNRBREE LTRALEY SV
N E W=, )

T, RESND TEDORBERAN 0.0005 mgkg LIEVETHDLZ b, ZhE
TIZfEH L7z LC-MS/MS (Nexera-API14000) TORIEIZMZ ., YaZEFEL D © &Vl
EREZHATDH EEZ BN D Aquity UPLC-Xevo TQ-S (& %12 Waters L) (2 & % |7
L7,

[ 2]
O =|RME

B LR omAEREHC B W T, HIEICH W 2 8 (API 4000 &% O* Xevo TQ-S)
EHIT, BIRMEICHEITENZ &R I, BROFEME R 8 ITR LT,

@ BEFEKROKE (B IR SAE 4 E 0.0005 mg/kg & RN L 72 U MaR ko 5 5)

« AP1 4000, E&A 4> (m/z397—279)
B 94%. OFHTHEE 1.6 RSD%. S/N 49 (n=5 @ Max. & Min. O F-#J{i)

- AP1 4000, EMA 4> (m/z397—337)
ELJE 93%. OFTHEE 3.1 RSD%. S/N 68 (n=5 ® Max. & Min. 0 F-#J{i)

+ Xevo TQ-S., E&mA 4> (m/z397—279)
HJE 87%. OHTHE 1.5 RSD%., S/N 156 (n=5 ® Max. & Min. D F¥JfE)

+ Xevo TQ-S. EMEA 4> (m/z397—337)
EJE 89%. OFHTHEE 2.3 RSD%. S/N 191 (n=5 ® Max. & Min. D E-¥JE)

ERROFRN D, BIEICHW T 2 5, SEMEICRB T IERA A ROEEA A4~

EHiT, BEEOBEME (70%~120%DFFHN) K& OPHTH O B FEME (30 RSD%A i)
EUET D2 ENMER SN, Fo, IRINEIGREBRER (FSIEE 0.0005 mg/kg) (2
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BUIDOEERA LV A AT 0 —)LOE—271L SINZ10 O HEE 2l & L Tz,
LEDFRERNG KOBHARICE WL FERA L 7 A7 v — L E &R % 0.0005
mg/kg ICERERIRE TH H Z L BRI N,
FEROFEMAER 9ITR LT,

o, KOBRICBT 2 —27mfEE (= FY v 7 AWIMERFRICBIT D E—7

B R R BRI IC B 1 A v — 7 mEE) 1ZLA Tl Th o 7o, RO Z2 R
10 1R L7,

« AP14000, F&EA 4> (m/z397—279) 0.96

< AP1 4000, EMEA 4> (m/z397—337) 0.98

+ Xevo TQ-S. E&A 4> (m/z397—279)  0.90

+ Xevo TQ-S., EMEA z“/ (m/z397—337)  0.93

PLEDOFRERNG, BIEICH W 2, SEEICB T2 EEA 4 KOEMEA 4
Bz, MEOEORE~ N v 7 ZAOREIZ LV EEENRKE LT T 5 et
DigntEZ BT,
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7% 8-1 EIRMOFE (API14000., E&A A2 m/z397—279)

- 5 I PEE —HOHEHE E—OmHE(EFS) .
No.| sumgican | ags | Tanr| B FNAR TREHNSAR | yoge D00 | I 0RN | Bfee [ERGED | SR
__ (ppm) B30 R (a) (b) L (a)/(b)
1 LTI 5o mn 00005 |0000s | oooos [ | mum [o0oo0s [<[ 0100 |m 0 115 | 0000 o
N = e
#8-2 BINMEDOFEAN (API14000, EMEA A m/z 397—337)
- ; - WEE —HO HEHE £ —DEH(ED) ;
o TRIRS | BEw | mmpw | oo J0E _t-2 S
No.| #HistgiLath 285 e | Gl | Gy aﬁﬁ&ﬁ;m; prm—— %;Eg; 77/(69),&4 R ﬁféz;) D
1 E'gﬁi"b"’)z"u"" B 00005 | 00005 | 0.0005 I gzsﬁ_[ 0.0005 <|0.1oo @i 0 1743 0.000 o
EE=N
# 8-3 HEIRMEDOFHM (Xevo TQ-S. E&=A 4> m/z397—279)
- ; - WEE —HO HEHE £ —DEH(ED) ;
o TRIRS | BEw | mwpw | DoC JONTEE _t-2 S
No.| #HistgiLath 285 e | Gl | Gy aﬁﬁ&ﬁ;m; prm—— %;Eg; 77/(69),&4 R ﬁféz;) D
E'gf;:';z)z"u"" B 00005 | 00005 | 0.0005 I gzsﬁ_[ 0.0005 <|0.1oo @i 0 1963 0.000 o
P—
7 8-4 SERMEDOFEM (Xevo TQ-S. EMEA A > m/z 397—337)
- ; - WEE —HO HEHE £ —DEH(ED) ;
No.| simEmlam | mea || R R e T ERNE | T oE | BEaE DRG] S
i tepm. | e | epmy " op HERE |on | o [ Hee] OF
1 BRI o mm 00005 | 00005 | 0.0005 I gzsﬁ_[ 0.0005 <|0.1oo @i 0 1991 0.000 o

9-1 JE . RSSOV S/N (API 4000, & & A A > m/z 397—279)

o SRIAR | BE@ | A0AE | ZRRA fT BE) HE | pHIHE SNt
AR LS 258 pm) | (o) | (opm) | O#Ffm | = [ G | P | n=1 | n2 [ n=3 | n=4 | n=5 | (% |(RSD% | Max | Min | &

. WFS&g},z?ZTDﬂL [ 00005 | 00005 | 0.0005 ‘sa,ms[ 31 |1nonn 03 | 92 { 94 [ :e | 94 94 16 | s7 [ w | 4

%&
:

i‘% 9.2 ELJE. RSN OVS/N (AP14000. EVMEA A > m/z 397—337)

P— s | EERE | EEa |moaE |zeme wia BIRE%) BE | wirAE SINEL
! (ppm) | (ppm) | (ppm) | DFfE | @@= | @ | 2@ | n=1 | n=2 | n=3 | n=4 | n=5 (%) | (RSD%) | Max | Min_ | Fiig
7 gi‘!fbﬂhﬂﬂb g, 00005 | 00005 | 00005 e | a9 Josu [ o7 | e [ o7 [0t [ w 93 a1 [ o [ o] e

N = =
i‘% 9-3 FLE, FEK VSN (Xevo TQ-S, E&A 4> m/z397—279)
o ERIRA | EE@ | ARE | EERA BER BRZE(%) HE |HHTHE SINEE
Sl a4 E(ppm) (ppm‘; ‘(pnpm) Eﬂnem W% | 95 | @ | n=1 | n=2 | n=3 | n=4 | n=5 (wj (R‘;D%) Max_| Min_ | Fi9ig
1 ﬁfg‘””huﬂb o i 00005 | 00005 | 00005 o | 31 Josws [ s6 | e [ 88 [ &7 | w0 87 15 |1 [ 16| s

N =3
i‘% 9-4 ELJE RS K OVS/N (Xevo TQ-S. EMEA A m/z397—337)
- E HE FIRE | F BEH BRZE(%) HITHE Jiq
SR a4 E(ﬂigﬂ (g;::rv‘oE ”’im;_ Eﬂ)iﬁ; A {:)]H‘i] 2| n=1 | n=2 | X::z%[ n=4 | n=5 (Evg z;;;ﬁng Max_| Nsh/: [ w9
7 ﬁizwvhﬂﬂb [y 00005 | 00005 | 0.0005 nsan | 21 Josms [ @ | o0 [88 [ o0 | @ 89 23 [ 199 [ 182 [ 191

#10-1 HEDOEOE~ FU v 7 ADE%E (API1 4000, E&EA 4 m/z397—279)

i | s | FEEE o) o)
No.| simstgitam £8% EERR | Ee | AWRE ) Cax (@A ], [ HLoimnEsER EREERE T
PP L PP (mgly_| EEOBI n=1 | n=2 | ¥ | n=t n=2 | ¥5H | @D
1+ LT o mm 00005 | 00005 | 00005 | 000025 | gtk 0 1ot [ rore | oz [ 115 | 1r2e 1119 | ose

#10-2 HEDOEOE~ FU v 7 ADE%E (API 4000, EM:A 4> m/z397—337)

TRRR | mew | mwaE | FaER ESom (s
No.| st iLa #2%8 o | ooy | owe® | e (@R | o, [ THUsosmmEEEE ROEERR v —om
(mg | mamg | 77 0= | n=2 | ¥8 n=1 n=2 | ¥ | (EH
1 5;';»;7)17‘]““/ D AfE 0.0005 0.0005 0.0005 0.00025 i 1 0 1738 ‘ 1682 1710 1743 1745 | 1744 098

#10-3 HIEOBEOREI~ FY v 7 ZDEE (Xevo TQ-S. &= A 4> m/z397—279)

TRRR | mew | mwaE | FaER ESom (s
No.| st iLa #2%8 o | ooy | owe® | e (@R | o, [ THUsosmmEEEE ROEERR v —om
(mg | mamg | 77 0= | n=2 | ¥8 n=1 n=2 | ¥ | (EH
1 (Eﬁr:b/717ﬂ“ll/ D AfE 0.0005 0.0005 0.0005 0.00025 i 1 0 1762 ‘ 1760 1761 1963 1932 | 1947 0.90

# 10-4 HEOBEOEI~ MY v 7 ZDEE (Xevo TQ-S. EMEA 4> m/z397—337)

: o | BEEE - rmHED
P p—
No | HisEIED x2% el ool Rt S P P TPy I TR T EEEEEE ¢ omn
(mg | mamg | 77 0= | n=2 | ¥8 n=1 n=2 | ¥ | (EH
1 (g;q;;Z)ZTD W IR AP 0.0005 0.0005 0.0005 0.00025 o 0 1829 ‘ 1828 1829 1991 1943 | 1967 093
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10-1

Xl 11-1

% 11-2 Xevo TQ-S, EMA A4 (m/z397—337) O

EETR
€0.00025 mg/L)
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200

100

10-2  API 4000,

RER

€0.00025 mg/L)
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o
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BEER
€0.00025 mg/L)
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20000
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API 4000,

EwA A (m/z397—279) OV~ 7T A

IS TS ZEEEER
0.00025 mo/LBLRE)
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200 200
100 100 |
0 0 . 4
1 3 5 1 3 5

AhoEE
(7Rh0RAE0.0005 mg/kg)
300
200
100 | l
0
1 3 5

EMEA A (m/z397—337) O a~x ~7 T A

ISR IO RFNEE R
{0.00025 mg/LiB LAY

500 l 500 l

400 400
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200 200

100 100 |

0 0 :
1 3 5 1 3 5

Xevo TQ-S, E&EA &
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IO RFIEE R
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30000

20000
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T D ZFIRAESR
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40000

30000

20000

10000
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BN RICONT

AR D@y, FEfgA L o F AT 0 —iZon Tk, BEMEARESNDIFD/HA -
RERS - JHT ik - %Muﬂwﬁm TR ) oFRE 238 (B R FNE 0.0005 mg/kg)
SnpZklroi,

RESNTEZHRHBANMEBRBETHLZ D, BRHBEBEICBNT, F0HK

AW BRI (0.0005 mg/kg) OEMENGER 2 EhE L 7= DT, fHR%
WwET D,

[ZE8r 7 15]

BRI OFREIL, SBICEIH L 72 FIEICE VIR L 72,

RIEIX. LC-MS/MS ((#) & BB AEFT# Prominence 3V — X HPLC-SCIEX #! Triple
Quad 5500) % F\ 7=,

HEHIFOHAE AN, WAL L7 OREREHIHER A L v 7 AT 1 — L &R
I (AN EE 0.0005 mg/kg) L. 2 BF(T X5 ANOBINENLGRER & F2hi L 7=,

[ A ]
@O RN

Bt L2 PO NREHC I W T, HERA L S AT o — L OUELET D8 —7
TR ST, BIRMEICRIEII N Z L R S v T,

@ B KON (B IR SR 2 2 FE 0.0005 mg/kg % 0N L 7= s Na0EE o s )
ERA A (m/z397—279)
INEEHZ T 207 (mg/L)
Fhi#rO | FEQ | FuEQ | FE® | FiEG
AEO | 0.000241 | 0.000236 | 0.000243 | 0.000240 | 0.000236
AEHD | 0.000219 | 0.000240 | 0.000235 | 0.000245 | 0.000251

B 95%. (F{THEE 3.8 RSD%. ZE PN 3.8 RSD%

FREOREENS . FOBHA (BRHERAAELEE) ORMEIGERICB W T, 244
Rl A R T A BT DEED BEM (70%~120%DFFHN) | ﬁﬁcﬁﬂf*r“waﬁffﬁ
(30 RSD% AT ) M ONBNAEEE O BAEME (35 RSD% AT ) Z i a3 25 2 & DR S
7,

-27 -



X 12-1 E&A A (m/z397—-279) O~ 7T A

EEEH IS Blis2)

0.00025 mg/L) GRIBRE0.0005 mg/kg)

10000 10000 10000

7500 | 7500 | 7500 |

5000 | 5000 | 5000 |

2500 | 2500 | 2500 |
0 —-——J—L-— 0 ome—tensisasne—ray 0 =m‘,¢“L:
26 28 30 26 28 30 26 28 30

X 12-2 EMEA A2 (m/z397—-337) O/ a~< 7T A

EEE TR RhnaREL
0.00025 mg/L) CGRDDRAZ0.0005 mglkg)
20000 20000 20000
15000 15000 15000
10000 10000 10000

5000 5000 5000

[V AN
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