XA E FIL, HBRIAPI I LMEHRREZELOELOTHY, RBRLEDE
EIZER L TZEZE LTSV, ks, MIEHEONA LB E 2 ITERARIE L O
FHCHIES 23 8 235 A 213, B ELITERRBENELET 22 L2 TRELSKES

RBEREZOLATHEEIRED-ODE
BT oA E

Hefg A L o 7 A7 1 — )L iRk
D B %



—HFRBRECBITOIHRA L 7 RT 0 — V43T O A ERE

[HH]

Wi

Wi A LA AT a—id, A7 e XA =70 Tho, ROk ETiEEs A1

%)o
WAL T
nNTEY,

. MED A D RS 0 ﬁﬁ%L&@%%%ﬁ%E%kaﬁ%é
% L& N7 5 &#1X 0.25~0.50 mg/8E/H T, IMEHECIEE 4 LTI

HT\E%QW4WH&@&QéM50Kﬁi%ﬂﬂi@@&%%ﬁﬁkﬁmbf%

Fans,

B, B PHESESLE L CIERAIR TR,

AARICBOTIR, BIWHERLEOE FAEESE L TERINL TR,
A%, WEBR A L AT a0 —VIZOWTEHEREEO RE LM ThbizZ &b,
Wt I T RE 7R SR BRI 2 A B 9 A B AN R U 7,

i e FEE C OB
HPLC IZ L 2 W HIEERLZEO —FRABRIE 1 (GKEY)

T,

D3 M D W TREE L T2,

Wil X L o 7 AT 1 — )L JEYE(E

W RIE]

JEAEE (ppm)
W E L AFEIEER
FOFA 0.03 0.001
‘FONEN; 0.03 0.02
F OB 0.03 0.01
FOE 0.03 0.002
[BRET RS & O E]

Wifig A L > 7 AT m— )b

ol
4

4y 13 1 CosH304

IUPAC4
(17R)-17-acetyl-17-hydroxy-6,10,13-trimethyl-16-
methylidene-1,2,8,9,11,12,14,15-
octahydrocyclopenta[a]phenanthren-3-one

CAS %75 : 2919-66-6
17-(Acetyloxy)-6-methyl-16-methylenepregna-4,6-
diene-3,20-dione



[EBR ]

1. &

RO - B5H - Tl - Blga Az, LRSI OB EE R~ Lz,
1) AL, FIEEZ2[R Y MENIE bR . MY —1b L7z,

2) EMGIE. WREZRBR VY @ &2 FR& . MBI — (kL 7=,

3) FFlE K OVB R, MIEI%—{k L7,

1) A HE G M O HEPR K
BREMIT, LTOoObOZHWEZ,
HEEE A L > 7 AT m— b o WSR3 (RR) R, M 99.4%
FEf A Lo AT a— VEERE S 2 72 b= 8 U LICERE LT 1 mg/mL o f2 % 5 %
RELL 7,
LUR . RO R R BRI S OV R A Rl A BV IR o0 FR 5 A Fe il L 7,
< WS FH AR YE VAR
M A Lo T AT n— VEEERE 27 & o THEEAR LT,
- TR B AR AT AR AR ME TR IR
W A Lo F AT n— VIERERK 2 72 h =~ UL T 0.1 vol% % (1:3)
IR CH mEAR L7,
2) Z DAt R H L
T b= MU BEEA (RSB, FRRIEIE - PCB BB (300 1% IR A6 192 E )
n-~JF4 o R (R R, TR RSE - PCB BT (300 £ I ffe 1 2 i)
BEOKREEE T N U A FOGHEER T3 k)R, R K - PCB B A
BERE © Fnobplise T3 (k) AU Rr ik
AL =) BEEAL T (BR)#, LC-MS H
0.1 vol% X : B A b7 (Hk)%, HPLC H
0.1 vol%=X{% - 7 b=k U LK : BAsR(LF(HR)#, HPLC H
7 BTNV ) AL (ODS) =T b V=T YA = A (BR)
# InertSep C18 FF (1,000 mg)

3. ¥E
Wik o~ 2757 : Nexera X2 3 U — X UHPLC ((¥k) R /E AT )
BT WRUVE RSy HTEE ¢ APL4000 (SCIEX )
BREEE v — &% ) —x R L —Z —NVC-2100 (T AL 2o bk (K ) L)

4. PEEH
717 I o Inertsil ODS-4 HP (ki 7-£% 3.0 uym, W& 3 mm, £ & 150 mm, ¥ —=x /L
A = A(BR)HR)
717 LR 40°C
BEME : 0.1vol%nX e (AjR) MO 0.1vol%XHEe - 7+ b=k VU LiEiE (Bik)
VAV 2= N N 3



I (29) Ak B i
0 99 1
5 99 1
35 1 99
40 1 99
40.1 99 1
50 99 1

BEMHPEE® 0.4 mL/min

PREFREM : 28 4y

A A MAbE—F : ESI (+)

BESWNT A =5
A F AT L—FEJE 5.5KkV, BLABIRE 700°C, A 4> YV —AH A Ljig 60,
AF VAT L—HA2E 70, h—T o HAWE 30, 2V a3 HA (Ny)
Vi 6

F1 WEAA> (mlz)

) PACP CE PACT A CE
TV A —H— DP ) .
A A (T, A A (EVEA.
AF (V)
(E&M) V) (EMERD) eV)
Wil A Lo 5 AT 1L 397 76 279 27 337 21

DP : Declustering Potential (V)
CE : Collision Energy (eV)

5. EE

KU BE D[R 2R 25%FH 2 i | [E1 3R 50%FH 24 2 B | (B3R 75%FH 24 I B2 | [A]
I 100%F0 24 3 A R =R 125%4H 2 3 FE M OVENIX EE 150940 24 352 BE o 58 i A pl H
PEYERE (72 F=F UL RO0.1vol%XEE (1:3) RiK) 28 L, 22 5l
% LC-MS/MS IZiEA L, E— 7 HHEEIC L D RERZER LT,

BRI (0.5 g #UEHL mL RBRVEW) 5 uL Z LC-MS/IMS IZVEA L. #asxt i R iEIC
LVEEB A L U A AT a— LD E&E RO,



4 112, FRANEESE 0.001 mg/kg D H} A DOAF 22k &R, FIFR L OREREK (R
) 2Lz (E: &84V, A EEALY) .

1500 7000
2000 | v=5200814 X+193 000 | Y =T012571 X+ 403
& 3500 b R2-009%2 e B2 =0.9980
; W 5000 |
ﬁé 3000 gﬁ
H 500 H o000 |
m m
w 2000 w 3000 L
I 1500 I
ﬁ\ ﬁ\ 2000 }
4, 1000 4
so0 | 000
0 \ ) : ) 0 \ ,
0 0.0002 0.0004 0.0006 0.0008 0 0.0002 0.0004 0.0006 0.0008
BrEEAL A A FO—)C mgL) BFEEAL A2 F0O—)1{ mgL)

K1 HEfE A Lo A AT a— LORERO—G (£ E 844 A EVEAFY)



6. REREKDOFM
1)

EH10.0g A&V o 7o, ZHUT n-~F U fafn 7 & =k UL 50 mL,n-~F 42 50 mL
FOWHE 1 mL 2Nz T 1aMARED A X Liztk, AR FY 7420 g &z T2
DHEIARET A X LT, 4y 3,000 [BlH5C 5 s DB L7=%., n-~F VU Eaic, 7
th=RNIVEEE ST, FEEWIZTEF=1FU/L50 mLEZIxT20MARETTA XL
Toth, ERLERIERICELODBELT-, T =N ULEEZRD, BT N=ILELE
O, 7 F=FYLTEMIZI00mL & L7z, ZO5mL GUEL0.5g MY &) 28D . 40°C
PUFCIME L, WA BRE Lz, ZOEREWIZ 0.1 vol%FE A% 7 —L (1:4) {BiR1
mL =z T LT,

2) &

ODS =% 7 A (1,000 mg) (ZA% /—/L5mL, 0.1 VOI%FEKNAY /—/ (1:4)
IBHE 5 mL ZERFEA L, WMHKIIE T, 2007 A2, 1) THELNEKREZEALL
#%. 01 vol% XK A K /—/v (1:4) JRIR 2 mL 35T 3 RIFFEZ VeV, BT A NEX
717 MMIEA LT, BIZ01vol%FFE A X 27—/ (1:4) RKImL ZiEAL, &
WEERD , 40°CLLF T L, WA RE L, ZoEEME 7% b=k U /LK 0.1vo0l%
XWe (1:3) BRI L, EMEIZImL & Lz2b02RBRiEik & L,



7ue—F¥—Fh

WINFEE DA, MR R 2 RN - IR . =RIE C 30 oM A E
il e
n-~fY M7 b=hrYL50mL, n-~FH > 50mL & OFERE 1 mL 2%, 14
MAREY AR
MK R oA 2095 M T2 AEY A X
4y 3,000 [E#5 T 5 7 MELSBER, n-~FV @2 T, 7 b= M) AEERR
BEMICTE =M AS0mMLEZNA, 20 AEYF A X
it 5y 3,000 [E1#5 T 5 7y fliE LB, 72 b= MY AV EEZRI
T r=hUVEZEDLYE, 7 F=FVU LT 100 ML IZEFE
Zo5mL (FEH05gHHY) ZIEMICERD . 40°CLL T CHME L, WS
B E 0.Lvol% XKk A % /7 —)b (1:4) RiK 1mL TEf GhHERO)
ODS < =% 7 2 (1,000 mg) |
NI LEFHAL =L 5mL, 0.1 volwXEeMk A% /—/L (1:4) {E#E 5 mL TIE

R Y
IR O & A f

B 0.1 vol%FMe e A X J—/L (1:4) B 2mL T 3[EPEVIAA THEA

I HIT, 0.1vol%FEmHIR AL /7 —/b (1:4) IBIR9ImL ZEA

AR E SRR EZRY . 40°CLLT THME L. WA kRE

BEWMETE b= FJ A KO0.1 vol%¥EE (1:3) RIEICHEML, EMICL mL &F
va)

LC-MS/MS | (0.5 g st #/mL)




7. v bV v AFIMEERBEOFR

6. REBREROFMH ] IR L2 FIECEWT 7 v 7 B2 B L7- ODS X =
BT B DR 2 I - IWEERE L CTE LN R A | RS ERUTE YRR
(A1 = 100%FH S IEEE) I1mLICEE L7z bDE~ MU v 7 ARNMERERK & LTz,

[(HREOVOEE]
1. PIESRMEOB
1) T LDEEDICE T 2WREA 4 R ORRE/NT A —2 DFEIR

T, T LEELSIFHCB T HEBA L F AT 0 — L ORIEA 4 DR
K OWESREOKELERAT, T772b0L, HiEA L7 AT 0 — LEERER (100
ng/mL) % % 7 AAVEESHTEHCEAN (i 0.02 mL/min TA > 7 22— a Y EA)
L. MEASFY (FIVI—H—AF L KORT a7 b AFr) OBIR, WESMED K
WAL Z1T - 7=,

TVl huRATL—AF A ks RYT 47— FK (ESI (+) ) IZBWT, FHEfg A
Ly ATR— DT e AN A A ([M+H]) S HER SR D A AU A &
nic, —FH, =7 kxS v—AF b - X H T4 7EF—FR (ESI (—) ) BV
TILE Y 2 E A A I3 S e otz, Lizin> T, A4 4 AT ESI (+) %
EIRL7Z, £, SRMMIEBIZBT A7 Y I—H—A F2id, BIiA LV S AT a—
NOTa NG A A EBEZBNDMHH] O A A (mz2397 DA A 2) &%
LT,

BRLLET D —Y— A F B BmEFEMBEI LD 7T 7 A MEL, X7 b
AT EERBIR LT, BoNDV 7 FNVBERGWTaX s MM A% 2 O0%IRNL, &
NENEBEBAFT U ROEMEA AL LTz, V7T AEIT mz397-2719 DA A LD
H m/z397—-337T DA F L DI BEML>Ten, At~ MY v 7 ZAFE T CTHIEEIT- T2
EZA, Mz2397-219 DA F L DI NEERA Vo F AT — )LD — 7 DR
— IRt E B, miz397T-2719 DA A HEREA A 2. mlz 397337 DA
N = B A DY

K212, FEEA LU S AT a— LDV AARYT MV ERTa Xy A F 2 AT K
WVE IR LT,



X2 HERAL VA AT a— )LD AANXT NLVEORTF a7 " F v ZAFXp 2 A

7 hv

Fi~=22X7 hV (DP76V) . F:miz397 D7 a7 hAF o A2~<7 kL (CE

27 eV)
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2) HPLC (281 2 MIE LTS\ T
HPLC M E &M%, &9, THPLCIC X 2EMMAERNLSED —FRBRIETD (B
FEW) - B TR LSO ERRT,
S HEOFEM A LLFIZR Lz,
S5KT 1T I : Inertsil ODS-4 HP (29— L# o = A (BR)HL, 3X 150 mm, Hif-£

3 um)
BaEhtE : 0.1 vol% X/ (A#R) KON0.1vol%xXfE - 7 & h= kU LEK
EAE 5l
7oy MR TR
e (47) AR (%) Bik (%)
0 99 1
5 99 1
35 1 99
40 1 99
40.1 99 1
50 99 1

312, FLREOBESRBICB T AHBA LV VAT e — VRO 7 a~ T T
L Lz,

600 800
= B 600 |
B I B
m 400 i
& &
i & 400 |
3 3
= 200 | =
N 200 |
p N
0 = "“’"“Jl'“"""w 0 W—‘\-MHIL-A—A.N

26 28 30 26 28 30
EF( 570 B0

3 WA LU AT m— VEEYERSHE (0.0005 mg/L) D7 v~ k27T A
e EEA A (mlz 397—279)
+ o EMEA A (mlz 397—337)



2. —FRBREOHEAMEIZOWVWT

TR H 72 HIE TR A L o K AT 0 — L 2S5 Al e TH TR A
K ST CE D b, 89, THPLCIZ L 28 HIERGLZED —FHlBRE T (&
KEW) - WRIE) OWEMAMEZHREEL T2,

1) K8LA 7 A0 5 ORI IZ DOV T

HPLC IC K 2@ IR O —F Bk 1T (BKEY) - dRiE] o@EHE%
BEET 212dh-0, KT, A—FRBRETHEHA SR TV A ER Y Z 5 (DS I =7
2, 1,000 mg) 75 DOEILRZHER LT,

Tihbb, TOAZ = 5mL, 0.1Vol%FXMKLRAZ /—/ (1:4) {BiR5mL
ZEVGEHE L C ik L 7= InertSep C18 FF (1,000 mg) (2. FEfE A L > 7 AT o — L
5ng (5ng/mL AR %A 1mL) EA%Z, HIZ 0.1vol%XmKE A X, —/v (1:4) IR
15mL #FEA LTz, AfMKEELREHIKREZRY . A0CLL T CRM L., WA REL
o, WM AET = F U A KON0.1vol% X2 (1:3) JBHE 1 mL ([Z¥AfiE L. LC-MS/MS
THIE L 7=,

ZTORER, BT AEULERIL BN THY | A—FRBRIETHEHIN TV LR T A
NHOEEA L F AT — VORIUIRIFTH D Z ERER I,

2) WANMEIERER

RETEmIT, FEfEA L P AT e — LOREBENFESINTWDLFOHA - 5 -
Nk - BN A P T,

FROBREHWTT 7 o 7 B L ORIMAB 2 Lz, ek, FOIEMIZON
TIE, 40°CO G THNRE U TRl S, IR 20 2 TH#E% ., -30CTH
30 ol iE L CHEE(E Lz oz isatlel & L,

L 72 BHZ DWW T, THPLC IC K 2 B H RS 0 — KR BE T (BKEW) -
WRE] ITHEWEIEL, RBREREZFHR L7,

AR U 7o BR IS 2 LC-MS/MS THllE L, @M, HEEKORE, ER®RA L RO
7=,

O =|RME
MEt L7z 4 BMICBW T, EEA AV ROVEMEA A & bio, ERMEICHEITED
T ERHEREINTE (F2)
© EEKROWEE (FEEMAHYIREZ I L 2RI O #55)
BEROHMTHE (I y aNIZREE#) X, U To®mbh Thoto, £/, FFEMAER3
=L,
- E'EA A (mlz397—279)
DA 89% (1.6 RSD%)
£ DRER : 93% (1.6 RSD%)
£ DRl - 95% (5.4 RSD%)
E DR - 96% (1.8 RSD%)
- EMEA A (mlz 397—337)

-10 -



EDOFHA : 87% (4.1 RSD%)
L DRER - 93% (1.4 RSD%)
£ O JFlg : 95% (5.2 RSD%)
£ DO : 95% (2.5 RSD%)
FROEREND, ETCORFEMICEB N T, BEEOHEM (70%~120%0 #HHN)
K OVHTHSEE o BEEE (4075 A 30 RSD% AT . F D iEi1E 15 RSD% AT, 4D
JHF g Mo OV ik 1 25 RSD% AT ) A i/~ 25 2 & DN FERl S 4u7z,

@ RS (0.001 mg/kg FH 24 ¥ B 2 RN L 72 IR INEUEF O 5 )
BIE PHMTREE (7 >y amNIZii#ll) ROSINIEZ, LFo@) Thote, £/, 5fil
F#E IR LT,
- EEA A (mlz 397—279)
EDORFA 1 89% (1.6 RSD%) . S/N 107 (n=5 @ Max. & Min. o %))
EOEN  100% (4.1 RSD%) . S/N 143 (n=5 ® Max. & Min.? F-#Ji)
EDO RN - 96% (2.9 RSD%) . S/IN 127 (n=5 @ Max. & Min. o %))
EORBE - 90% (3.7 RSD%) . S/IN 115 (n=5 ¢ Max. & Min. o %))
- EMEA A (mlz 397—337)
EDRA : 87% (4.1 RSD%) . SIN 67 (n=5 ® Max.& Min. D EHJfH)
DR : 106% (7.3 RSD%) . S/N 85 (n=5 ® Max.& Min.? -#{#)
EO & : 99% (4.6 RSD%) . S/N 62 (n=5 ® Max.& Min.?D i)
FOBE - 91% (1.8 RSD%) . S/IN 62 (n=5 ® Max. & Min. o F-#J{i)
FRORENS, 2 TORMNEHICBW T, OFMEIGRERER (FRINEE 0.001
mg/kg) FOEEA L U F AT o — LD — 271X SINZ10 O HEEZE L THBY .
QEEO HIEME (70%~120%0FFHN) & OPHTHE O BEEfE (30 RSD%AM) %
T D ENMERENTZZ LG, 0.001 mg/lkg DEEIRAZHREAETH D Z &
DTz,

3) WMEDEDHE~ NI v 7 ZADRE
MERGET. ~ b)) y 7 ZARIEEEIEOFRR) IZFRE L2 FEIZEy., £
AEMO~ MYy 7 RRIMEERKZ R L . LC-MS/IMS THIE L 7=,
WHRAFAITRLE,
BERMIIBT 2 —7mEEk (= M v 7 AWNMEERRIZEB T 28— 7 mEE/
WIAEEAIRICB T A E— 7 mfdE) X, UTO@EY Thol,
- EwEA A (mlz 397—279)
O 0 0.98 (FEEE AR XY IR )
FOfEN; 0 1.00 CGEUEMEA M IRE) KT 1.02 (E&RAAHESIRE)
O : 1.00 CGERAEMEA M IRE) KT 0.99 (& &RAAHE S IRE)
FOBE 0 1.02 CGEMEMEA Y IRE) K1 0.99 (& &R YN IEE)
- EMEA A (mlz 397—337)
FOFA 0 0.97 (GEUEMEE Y R )
BORENT 0 0.99 CGEYEMEA M IRE) KO 1.08 (& &R M IEE)

11 -



FORFNE 0 1.00 (EYEMEA Y IRE) KT 1.04 (F &R YR E)

OB - 1.16 (GEVEEM L IRE) LU 1.05 (F SR FFE YR E)
UEDOFERNL, MEOEORE~ Y v 7 ZA0RBIZL ) ERMENKE LT
HAREME I D A B X BT,

3. K

DR BT O A L A AT — LR REBEL LT, [THPLCIZ X A8 AE
WSO —FRBRE T (SKEY) - &BE) oEAEEZKRIEL7-, 728, [THPLC
Wk B AERLSED —FRBIET (BAEY) - WBE] X, o 2beeaw %,

FERRRAME T n-~F 4 2 ROVEKREE T B U v AFEF, 72 h=hF UL THi L,
T BTN VAT Y B =T TR, LC-MSIMS THIE T 5 7T
»5,

EEMEARE SN 4RS (O - 5 - T - B st S asomEl e
(TN B 13 JE YE AR X4 2 B & O 0.001 mg/kg) % SEhE L 7= #& 5
-SRI
ETORMRMICBW TR 2BRERE LT,
- B ORI T RS
E2TORFEMICIEBWT, BEEROIMTREO BEEMEZ 2 L,
- E BRI
0.001 mg/kg #INEUEZ W72 BN EIGEER IC B 1T 2 B JHMTRE X e — 7
® SIN 775, 0.001 mg/lkg DEERFZHREFRETH D B2 LV,

PLEDOFERE S . O MM OFE A L o7 2T o —/LikBRiEE LT, THPLCIZ X

2B IR O —FRBRIE T (FB/KPEY) -t B ik ) 20 ] nTRE (E ELFR 54 0.001 mg/kg)
Th D LHErah,

12 -
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LL7anns, K— %%&t%ﬁiﬁ*m\fi Z<OHPHAEELELFRLE L TND
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W A Lo P AT a— VDR e T 556101, LCERHEZEF T2 218D
FICNFE e ELEAIETHI EEZODNT-Z 0D, HFEA L VT AT r— )L
DIt D86 D LC & (R HT LC &:fF) DOMENLIT DV CEBINKE 4 FE i
L7,

WHAEZRAE L —FRBRIETHRA SN TWE 7 7 vy NEMICRT 5 5RFFR
WD, BiA VU F AT — RN EHT57 8 b= ) VHFEZTHL, LFO X
978 LC b &3 E LT,
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RSDY%ATii . “FORENI 1L 15 RSDY%AT i . 4 D TN M OV ik 1 25 RSD% A ) 4 i & 9
HIZENERINT,

@ ERERES (0.001 mg/kg FH 24 ¥ EE 2 IR0 L 72 IR INE0EF O 5 5
EwA A (m/z 397—279)
EORFA : 100% (5.6 RSD%) . S/N 121 (n=5 @ Max. & Min.d F-#J1i)
EDfENG © 111% (6.0 RSD%) . S/N 145 (n=5 @ Max. & Min.o E¥)E)
DRl - 104% (2.8 RSD%) . S/N 111 (n=5 @ Max. & Min.o )
LD iE - 78% (7.0 RSD%) . S/N 107 (n=5 & Max.& Min.? )
EMEA A (m/z 397—337)
EDORFA 1 95% (4.9 RSD%) . S/IN 113 (n=5 @ Max. & Min. o %))
D fERS : 108% (3.7 RSD%) . S/N 166 (n=5 ® Max.& Min.? F-#{#)
LD : 97% (1.4 RSD%) . S/N 138 (n=5 ® Max. & Min. o %))
DB E - 81% (5.4 RSD%) . S/IN 85 (n=5 ¢ Max. & Min. o F-#J{i)
EROBERENS . HBSHT LC R THRIE L7ZEETH->ThH, 2 TOMMAEMIZ
BWT, OFIMENGRERER (FIFEEE 0.001 mg/kg) TOEEEA L 7 AT 0 —)L
DOE—7XSINZ10 D BEEAHE L T, QEE O HIEME (70%~120% O % FH
W) K OMGHTHRE B O HAERE (30 RSD%AT) A Wi/E T2 Z L NfERINTZZ &b,
0.001 mg/kg D EERFZHEFRETH D Z & NRI T,

T2, FEBEMCBITAE—2ZHEE (v M) v 7 ARIMEREREICBIT 5 E— 27 HE
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EEERERMD (FOHA - I5L - g - B UAORMICT OV TOBEMRR

HEfE A LY S AT — LIl HONWT, SEORMEEZES (CF284-12 ) TO
U A7 G2 3T ADI 28 0.025 pg/kg/day & fRE SN Z LD EMEE AR E SR
DHOFA - H5HG - BFiE - BIRUSA OB SIS TR ofErsERSh 2L &
o,

ZOl0, A THRIHRAAEYEE (0.0005mg/kg) | TOEIMMEILER OB INE
FEDOMBEMENAE LT Enb, T, KOFAZ AW T 5 OHTORMIEIGRER (RN
¥ B 0.0005 mg/kg) ZEMFEf L72DT, #EREZHRET D,

(BRG]

AEHE, HNDOA—N—<—F » N TIHALTZEKOGHARZH W=, A LTZKO
WO AREZRIR Y IR E 2 bk, MEI¥—fbLizb D& HER LT,

FakE, k) . TEE@E) . THDESRM) © TEsE)] . RBRERO#ER, | I~
U w7 ARIERERE OB 2oV TR, RIS L2 FiE, RSV ElE
L=, (BIEEMHIE. BEmA LA AT — L lRBREE LTRALEY SV
NeRttEE R W, )

T, BRESIND TEOKRHRAL 0.0005 mg/kg EIKWETH D Z &b, ZnE
TIZfEH L7z LC-MS/IMS (Nexera-AP1 4000) TORIEIZMZ ., YZEFE L D &m0l
EREEZAT D L% 2 b5 Aquity UPLC-Xevo TQ-S (& 1C Waters ) (2 L B HIE
i L7,

B3
O AR

a7 o fmREREHZ B W T, JIEIC AW 2 B6FE (API 4000 & OY Xevo TQ-S)
EHIT, wBIRMEICHETIENZ ERERINTE, BROFEMERBITR LT,

@ FEROKEE O R AR 2 B2 EE 0.0005 mg/kg % WRAN L 7= BNkt oo f 5L)
- API 4000, E&-1 4> (m/z397—279)
B 94%. (FTHSEE 1.6 RSD%. S/IN 49 (n=5 @ Max. & Min. o))
- API 4000, EM:A 4> (m/z397—337)
B 93%. (FfTH5EE 3.1 RSD%., S/N 68 (n=5 ¢ Max. & Min. o))
- Xevo TQ-S, E&A 4> (m/z397—279)
% 87%. (FHTHSE 1.5 RSD%., S/N 156 (n=5 ® Max. & Min.? Y1)
- Xevo TQ-S, EM:A 4> (m/z 397—337)
BLEE 89%. F1THSEE 2.3 RSD%. S/N 191 (n=5 ® Max. & Min.® SEEJf#)

EROFEN D, BB 2 B, SHEEICRT 2ER&A 4 ROEMEA A4~

BT, BEEOHEM (70%~120%D & FHN) K OO T E o B EEME (30 RSDY%A i )
T 5 2 ENMER I N, £ NEIGRER AR (FRIN#E E 0.0005 mg/kg) (2
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BUDHBRA VA AT a0 —LOE—7 X SIN=10 O HEE 2 2 L Tz,

L EDRER D KO RIZE W TIT ERA L > 7 A7 v — /L0 E &R % 0.0005
mg/kg ICREFRETH D Z ENR ST,

MEROFEMAEZR IR LT,

o, KofRICE T A —7mEl (v hY v 7 ARIEERKRICB T 58 —7

AR S AR B IR IS B 1T 2 B — 7 mfdE) XL T ThoTo, #ROFEMAE R
10 (Z/x L7,

- AP1 4000, &A1 4> (m/z397—279) 0.96

- APl 4000, &M+ A4 > (m/z397—337) 0.98

- Xevo TQ-S., T A 4> (m/z397—279) 0.90

- Xevo TQ-S. EM:A 4> (m/z397—337) 0.93

LEDORERNG ., MIEICH W 28, SEEICBS T IEREA AV IONEMEA A
LBz, MIEDEEDORE~ MY v 7 20 BIZ LV ERENSKE S EHT 2 ATaerET
LirnwEEZ BN,
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HIRDEY | HERA L V7 AT 0 LT SN T, HE ST E S 4B R DR -
NERWG « BFIgE - B I LAAh O & i TSR ) o Bk 23386 1 O HH FR 51 0.0005 mg/kg)
Shazblioi.

BESNERIBRSERECHS = s, EhopasrETECH s I
B0 < omma A R R Y (0.0005 mgrkg) o VAN E1I R
FEMLEOT, ERERET S,

[F28r 7 15]

RBREIR O BT, LIS L FEICE VR L 72,

HIEIL, LC-MS/IMS () & B /ERT B Prominence > U — X HPLC-SCIEX # Triple
Quad 5500) % M 7=,
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THERR S, BIRVEICHEIT N Z R S hs,

@ HEKROWREE (BHFRAFE 23R E 0.0005 mg/kg z @00 L 72 IINE0E O #5 5)
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WANEREHZ 31 5 53T (mg/ L)
FhFHEDO | EEQ | FaEG | EE® | FEEG
#AEHD | 0.000241 | 0.000236 | 0.000243 | 0.000240 | 0.000236
EFD | 0.000219 | 0.000240 | 0.000235 | 0.000245 | 0.000251

HJE 95%. (F{Tk; ) 3.8 RSD%. =K 3.8 RSD%
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A R A BT HEEO BEMHE (70%~120%DFFHN) . DT E © B 2Z4E
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