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[E ]

JZ > 1%, Streptomyces aureofaciens NRRL 8092 Bk B FEAET H KR Y =—TFT LR D
AT 7XxTHAEMETHY, BV T AL AT NI DAL T U708 LIRS
EWEK L., TNOH&E&RA A OO @R RS IZT 5,

FTIE, STV A FTIVUB, IV UD KOV THERE L,
BEERIZTFT T A 96%, T B 1%, T D 2%k OF T 1%
Thd, £lo, 77V DIEMEOKRE S (85%) X, EEERML S THLT 7 A
ka0 Th D,

WHATIE, BOoars VU NEOTHEZERNE LT, EHZRML THEMH ST
B, WABOEEMELEX THICHEHALNS, FTIHRERERE LTHERSR
ol

AARTIE, BIWHERLE L UIARINTEL T, BaEdRL Lizfsmyg
DHEEINTND,

b NHEEMSE L TEIEH S TH 2,

S, TV OWTEHEREBEEORE LA {TONTZ &b, Fifc i AL
(RIEAEME) CTOMAEICIG FTRE 72 3BRE 2 IS L7,

B, TIVUCORERSEMEIX [T A EESREZZENDL, TV
A BT RSb A & L CRBRIEBI S & FE L 7=,

F T OREHEME RBIRSEmEIL T T v A)

AU (ppm)
W FE e LS ES
FORA 0.05 0.02
eR2iE] 0.05 0.05
A= JiF i 0.05 0.05
O g 0.05 0.02
FoRMEY 0.05 0.05
R D A — 0.02
R D fEN — 0.05
JK D Nk — 0.05
K D Nk — 0.02
K DR &5y — 0.05
O 0.1 0.02
DO NENS 0.5 0.05
75 O i 0.3 0.05
5O B i 0.3 0.02
HOEMESY 0.3 0.05
ZDOMDFEE DR 0.1 0.02
Z DM DFE E ADREN 0.1 0.05
Z DD X A DTN 0.3 0.05
Z DD FEE A DEE 0.3 0.02
ZDMDFEE A OBEHESY 0.3 0.05
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[RA R EY O EE]
FIvv

H,CH,C

Structural variants of narasin R1 R2 R3

A OH CHs COOH
B =0 CHs COOH
D OH GCHs COOH
|

OH CHs COOCH;

43+ 3 1 CasH72011

IUPAC4 : « -ethyl-6-[5-[2-(5-ethyltetrahydro-5-hydroxy-6-methyl-2H-pyran-2-yl)-15-
hydroxy-2,10,12-trimethyl-1,6,8-trioxadispiro[4.1.5.3]pentadec-13-en-9-yl]- 2-
hydroxy-1,3-dimethyl-4-oxoheptyl]tetrahydro-3,5-dimethyl-2H-pyran-2-acetic acid

CAS # 75 : 55134-13-9
Salinomycin, 4-methyl-, (45)-

WYESE BT % R

T OMHEFEICETLIERIZE SN0 T,

2B, CASIZBITDF T v d4F (Salinomycin, 4-methyl-, (45)-) "6, F 7 v
YIEHY A LU OEER O EE AT S LRSS, Y
~A 1% log Pow fE 8.53 L IEFITMMENMEVWME THL Z &6, Bl EEZ AT
LT 7 bIEFITHBENMEVETH D LTI,



(BRG]

1. &

HARDEDRER - J515 - B2 AW -, DU BI O iEZ2 R LT,
1) AL, FTEEZ2fR Y MENE # bR . MY —1{b L7z,

2) REMGIE. WREZRBRV A8 & FR& . MBI — (kL 7,

3) BFlgIL. FIREZRBR YV fh/e K& FRE, MEI¥—(L L7,

1) F2EHE L M OV HEPR I
BAEMIT, LTOoObOZHWZ,
T v~ T RY v FH USP Reference Standard
(WifE : 732 1LT98%, 77 AL LTB86.1% (ww) )
FTITUUKERERE T E = MU VIZEMR L, 7 AL LT 1mg/mL OFEHER
AR L7z,
LUF . US0 AR ME VR S OV B AE AR A IR O R VL 2 Fe il L 7.
WS FH AR YE VA R
YK 2 T b T EAR L,
- i B AE R R AR VA IR
EHERREZ 72 = U L THEEMAR LT,
2) Z DAfth R H L
T =Y B AT (RR)RE, FRREE - PCB BB (300 1% I i iR E i)
n-~F4 o R (R R, R REE - PCB BT (300 £ I e 4 &2 i)
HEKBREET NV v A BT AL AFEHSE(RR) R, R SR - PCB Bk A
T hro R R)R, R ESK - PCB BB A (300 {3 IR A6 1 E b
AL =) BEEAL T (R)#, LC-MS H
T X 7 =) B R R . Btk (99.5%)
0.1 vol% = : B A b7 (Hk)%, HPLC H
0.1vol% XM - 7& h= kYU LR : R T (BR)8, HPLC H
D= ARUPUN-E= ) RUoEEAKRI =F 5 L : Oasis HLB (Waters
%! 500 mg/6 mL)
d 7 F VA ) v H T A c Inertsil C8-4 (KL £8 5 um, PNEE 2.1 mm,
£ X150 mm, ¥—x= L¥ A =2 A (KR

3. ¥*E
Wik o~ 2757 : Nexera X2 3 U — X UHPLC ((¥k) R )
X T N ESHTEE ¢ AP14000 (SCIEX )
BAEEE . o—4% U —x K L — % —NVC-2100 (R A Bk 23 bk (1K) L)

4. [ESEHE
# 7 I :Inertsil C8-4 (CKi+#£% 5 um, £ 2.1 mm, £ & 150 mm)
77 KEFE : 40°C
BahiE : 0.1 vol%¥E (AR KON0.1vol%Xf - 7+ h= kU A%EHK (BIK)
7o b T#



I (99) A (%) B i (%)
0.0 20 80
5.0 5 95
10.0 5 95
10.1 20 80
15.0 20 80

BEAR®E © 0.4 mL/min

R FFRER] : 2.5 40

A A 4bE—FK : ESI (—)

HEHT/NT A—H
A A AT L—EE -45kV, BIEEIRE 700C, A 4> Y —AH A L&
70 psig. A A > Y — AN A2 & 70 psig. H—T A Ay E 10 psig. =2 U ¥
g A (N2) Jii& 10

K11 WEAAY (mlz) KOCWERE (RHT 47— FOHE)

Tagy N CE Tag s s CE
7Y = — DP
A A (&= A A (EM
A A (V)
(& =) . ev) (EMER) . ev)
FTI7A 764 -120 87 -80 255 -48
#1-2 WEA ALY (mlz) KOESRM (RYT 4 7F— FOEE)
CE CE
FACE A AT A
TV H—H— DP (& (e
A A A4
A A (V) EER H.
(EEM) (EMER)
eV) ev)
T A 788 121 431 69

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

5. EE

BRI E O EIL R 25%, 50%. 75%. 100%. 125% K% O° 150%+H 24 i B o f B R 1
AR (T =1t U) ZELE,

TR L - ERER IR A T N E N LC-MS/IMS (27 E AN (JEAR SuL) L., B — 7 mfEk
WL FFo v ADKEREIER L,

BRI (0.5 g #BHL mL BBRIATE) 5 uL & LC-MS/MS ([ZTEA L, #axh i &k
XV F I ADEERERD T,

112, REMZBRER (RN 0.005 mg/kg DHA) . BUR XKL O EREK
(R2fE) #x L7z (£ EBEBAAY, £ BEHATY)



16000 35000

14000 | ¥ =3361605 X +837 10000 | YT 7959773 X 42789
. R2 = 0.0004 o 2 R2=0.0083
= L =]
o 12000 S 23000
i 10000 | i
H & 20000
w8000 1@
i #r 15000
m s000 te
& '
i a000 | | 10000
- by
* 2000 5000
0 0 . !
0 0.001 0.002 0.003 0.004 0 0.001 0.002 0.003 0.004
F3Su o AImg L) F3U T AImg L)

M1 F7v ADKREBRO—F (£ EEAA . H: EMEAAY)

6. REREEOFH
1)

k100 g 2BV -T2, ZHUTA KX /=50 mL 2 Z T2 AT Y A ALz,
4y 3,000 [BIHAC 5 Ayl Bt U721k, A¥ /) —VEER-T-, HREWICA X /) — 30
mLAZMZ T2HMARET T A X LTk, LR L RRICEDDBE L7, A%/ — VB EED |
FDOAH ) =g LR, AKX ) —/V &M TEMIZ100mL & L7z, ZOEE S 5mL
(GREL05 g fHY &) & EMEIZ/ER L, AR 1mL 2Nz iz,
2) K

VE=ARUBUN-E= R Y RUOKEAKRI =07 A (500mg) (ZA K ) —/5mL,
KEORAZ 7 —v (1:9) BIESmML ZJEXREA L, MHERIZE TR, 2087 A2 1)TH
SN ZIEAN LIzth, FICAKKROAZ /—/L (1:9) {BIESmML ZiEA L, KT
Tl WWNT, KERAH 7 —)b (1:19) EIK10mL Z3EA L, EHKZHY . 40°CLLF
TEM L, WEAERE L, COBEMET v h=F U VZEML, EMEECImLE LD
D EAERERE LT,



AHXJ—50mLEMAT2HHEEETFAX

it 47 3,000 [H8A T 5 Ayl Ly it . A ¥/ — VB AR

BEMWIZAZ 7 —L30mLEZMXT20MAET T A X

i 4y 3,000 [E84C 5 /M Loy B, A ¥/ — V8 & BRI

BRLEZAY ) —VEEAEDE, A4/ —/L &% T 100 mL 12 &R
-

Zo5mL (RUEH05 g YN E) 28V AK1ImL 2R RO

E=A~VEBY-NE=AEn) FUEEAKI=FT L (500mg) |

BT EETHAX ) —5mL, KEQRAH /7 —)b (1:9) B 5mL TIEKGES
AR O % EA

Rz KEORAE =) (1:9) B 1mL$-2T 3[EIPEV, Poik % EKEA
KERAZ =) (1:9) B 2mL Z2EA L, &K% FEHE

KEOAH 7 —)v (1:19) R 10 mL & EA

R A . 40°CLAF CRMi L. WA BRE

M ET & h= U VICEM L, EMIC ImLICER

(GRBATAWE - 0.5 g st kH 1 mL sBRIRIR)

LC-MS/MS Il &



7. <MY v 7 REIMELRERIK O

(6. REBFEKOFAR) ICRRE L FIELENY, 7707 B 208 L7, Y
ZARVEV-N-E=vr ) RUOREAGERI =F T 500 ORHIKEZ B « SR
ELTHLNTEE Y Z . FIULE 100%4H X4 35 5 o f & E kR R HEVS IR 1 mL 2R
fRL7-bDE~ MU v 7 ARMEERK L L,

[FER KB L]

1. PIESRMEFEOB
1) T LDEEDICB T 2WREA 4 R ORRNE/NT A —2 DFRIR

K. AT AREEBONFIICBIT ST TV ADRIEA A > ORIR L O E S
HogEbZzRk iz, Thbb, 73 ADEERK (10ng/mL) %% v 5 L
FEAOMFHCEAN (K 0.02mL/min TA > 7 a—Ya »EAN) L, 7V —H%—A
T ROT e A F O, WESRMEORELEIT> T2,

B, mv 7 b RxTr—A( A RV T 4 7E—F (ESI (+) ) IZBWVW TR
Xy VHEERITSTRR, IV AT a b AfINSFA 4 ([M+H]Y) & HEZR
ENLA A MBS T, TR U AN A A ([M+Na]*) EHEZIn D A
Fronmt st (K2-1) .

—J, v huRATb—AF b XA HTT 4 T7E—NK (ESI (=) ) DAF v~
HEICBWTIE, 779V AT a b oy+F A4 ([M-H]) EHEZESIND A F
YR ERE (K2-2) .

RNT, ESI (+) OAF ¥ JHAETHOLNTE miz788 DA F 2 ([M+Na]* & #E52 =
nNoHAA ) KOESI (=) ODAXF ¥ VHETHLNT mz764 DA A ([M-H] &
WEINDIAFV) ZENENEEFEMRBE LD 7T 72 ML, v 27 K
A A BIR LT,

ZDORER, ESI (+) TEHEOLNZmIZ2788 DA A 2B W TiX, m/z 431 K545 D
AF TRV T FNBERG NN, 9 7 L&Y 115 T LC-MS/MS Tl
EEITHT2E 2 A, Mz 788545 DA A B W TR RAEKRENG SN0
7o —JF. ESI (=) TEOLNT-MZ764 DA F 2B WTIE, miz87 K1 mlz 255 D
AF L TEWY T FIIVRENRE SN, LC-MS/IMS THIE L7ZHAETHLlA 4 TR
I 70 N E TS EE G BT,

UUEDFRERNS, AREZBICBITDLFT IV ADA A AIEE LTCIL, B8 &
PRICER ARE72 2 oD T e X7 A F U BELNZESI (=) &R L7, /2, 7
Uh—Hh—A A LT, T30 ADIM-H] EHEEL S 7= miz 764 O A 4 %58
R L7,

Tay T M A ATOWNTUL, BB 7 L2 2BMO 0 CTHEZITo & 2
A

m/z 764—87 : > 7 F LR FEIT mlz 764—255 DA A L0 L5 T50 AN, Kk
Bt~ NV w7 A{FIETICBITFLHX—=RAT A4 v BN/
m/z 764—255 : ¥ 7 FIVBRE XN, B~ RY v 7 AFIETFTTOR—R T A
YO EHEBRKE N
ZERHEMNE ST,
L7z o> T, AEETIEH, ESI (—) THOLANZ m/z 76487 ZEEA 4| miz
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764—255 2 EMEA A & LTEA L,
X212, BoNmART My (FAAXRT "V, TaX 7 A F AT F)L)
R LTz,

< 2-1 ESI (+) ICBIFDHT IV ADTAANT AR TaE T M F
AF ¥y AT L
Ei=xAAX7 Fr (DP121V) . F:miz78 D7 Xy A F L AT KL
(CE69eV)

4500000
4000000
1500000 | m/z 787.7 —
3000000
2500000
2000000
1500000 |

1000000 |

300000 - I i
ﬂ | ST L 5 -y

A ] O T R

140000

120000

100000 m/z 431.3 —

30000
< m/z 545.3
60000
40000

20000

0 I III|I I”II | Uil |“

B G N R S NS P PSR S




(22 ESI (=) IZBITFAHFTTVLADTAART NAVRRTa X s A F v
AFx AT FL
k=227 by (DP-120V) | A F :mliz764 D7 a X7 b A F L AT K
)L (CE-80eV) . A F :mliz764 D7 Xy vA F 2 A7 kL (CE -48 eV)

330000
300000 - m/z 763.6 —
230000
200000

150000

100000

30000

0
FRPFPFF S FEIP PP R S

30000 40000
43000 | 35000 — miz255.1
40000 <~ m/z 86.6
30000
33000
30000 - 25000 +
23000 20000
20000 15000 F <~ m/z 399.5
15000
10000 |
10000
0 0
ol i)
SLSSSES SO S S PSS



2) HPLC (281 2 MIELRIEIZ 2\ T

T+ T U EIEEICHE MR E TH D7D, Wi HPLC S Hric BV T —ixmic
AnensAd s 27 Uit U 40 (0DS) FiEH T A (KEEEITHB
Tk, YV—x /¥ oA = 2 (#K)HR InertSustain Swift C18 (K. £ 3 um. PNEE 3 mm,
Fx150mm) A LA, ) ZHWEGAEICIE. 17 A~ORFEPIEFITES
WHIZIZ 7' F=1F UL (100%) OBENRMLETH-7- (K3DAE) , T =1
UNADOIHTEHERET 25121, SEHH Sk ORI R MY & O BENEL b L E X
b2 &b, ODSHEN T AL HRFNRFH, 7 b= KMV VHENMENE
BHTHLT TV ADIEHANARRLEEZ N A7 F LT U ALY Y B AV FE D
7L (AEEFICEBWTIE, Y= b A = 2 (BR) R Inertsil C8-4 (ki+%£5 5 um,
WE 2.1mm, £ 150mm) Z#H L7, ) ozl aT,

ZORER, AT TNV Y BT VFED T 2 EAOTZEAICE. £ 90%0
TEF=RFIUNLNERTTFI U AZEHARETHY (M3 D) | EKmMEIMEY &
DREELARETHDL EBZLNT,

E— 7 ERICOWTIE, BT TIEHH0, ODSTEEHI T L LD A7 F L UL
{C VI TNFEED T 22NV GEOFR Yy —TRIBIRThH -T2, T2, HIE
JEEEIZOWTIZ, ODS KA T L LV A7 FAL UMby VA A VKEED T A%
AW GEDO BRI CTHo7= (K3) .

LEDRERNG, KEFEITBNTIE, ot 76 LTAHIZF ALY Y
ATNVTEA T AN (V—x A = A (BR)HRL, Inertsil C8-4 (K725 um, W
21 mmXx$E & 150 mm) ) A L7,

3000 3000

o
=
=
(=]
o
=
=
(=]

4000

AL EE EEED
.
AL EE (EEED

(=)
=4
=4
=
5%
=
=
=

0 3 10 0 3 10
i e B

X3 F 7y AEMERRK (0.005mg/L) 7 a~ k7T A
72 @ InertSustain Swift C18 (i 7% 3 um, W 3 mm, & & 150 mm)
i Inertsil C8-4 (Chi 755 um, W% 2.1 mm, & & 150 mm)
LC &A1 -
BEIFH 0.1 vol% X (A %)
0.1vol% ¥ - 7& =k U LIEHK (BiK)
77T N 047 B 80%, 547 B itk 99%., 10 47 B % 99%

F7-. BEIMEIZOWTIZ 0.1 vol%xiE (AKR) KOV0.1volnXEE - 7k h=HKU L

-10 -



Wi (BiR) ZHv, WEOHRILEBEL, LTIV FREEZRM LT,

I (99) AR (%) B ik (%)
0.0 20 80
5.0 5 95
10.0 5 95
10.1 20 80
15.0 20 80

-11 -



2. REEDOMANTIZOWVT
1) HhHEEIZ >\ T

HHEHE ORI SOV, FOBEHZHW TR L, Thbb, B—(kL
FOfEM; 10.0g % 40°C OB ECTRlfEL. 7 > > A% 500ng (5,000 ng/mL 7 & k
VYRR A 0.1 mL) AN - IRA L7z, -30°C T 30 AR LE L CHEBME L, BN
BR AR U 7o, S L 2 INEUR 2 S EtE i cHi L, i o T v A D
FUNR A2 RO, B, BRI, 770 7R B 2ZAWTIHB L~ MY v 7 AR
IERERE A LN — 7 mEMEICRT 5, iR Tl o — 7 mEEO
MNHEMH L,

T, T R= MU AT UoMEOBEAEICOWTRF Lz, T72bb, B
B 10.0 g 2 n-~F @7 h= kUL 50 mL, n-~F > 50 mL & OVEE K A
b oA209 M2 THRED A XA LOELTEER., n-~F U @aril.,
T bbbV LVBEHR -, BEWMIZITEF=FUALE0mMLEZMZ CHREYFA X
KL B, 7 =N VEERYD, o7 h=FULELEEDE, 100
MLICER LTZ, ERBORKEZZDEE LC-MSIMS THIELIZMERE, 77V A
DT b=F)ABHF~OEIRIZIR IT%THY ., X n-~FH U BICHEL SN
TWbHZ ERHERIRT,

WNT, AL LTORA Y ) —LOEAEICYWTRI L, T7hbb, Ik
MEEF10.0g 1 A% 7 — L B50mL Z 12 CTHRE VT A ARV LyEER, A% —
WIBEEE ST, FREWICA S ) —130mL 22 THREDFA XK OO .
AB ) —=VBERD, KDAZ ) —NEEGDE, 100mMLIZER LTz, EXZOE
W& %D FEFE LC-MS/IMS THIE LR, A&/ —LgHh~DBEUTERITK 86% T &
-7,

T, =X ) =IOV T, ERROAY )=V DOFELRRICBRFILZE 25,
T )= VR ~OEIHE TR 89% Th - 7=,

U EDFREREMNS, SEEMTOT T ADHIHEL LTI, 72 b= kY[~
X (KRR Y U AFEET) OMAMIKS, A ¥ = LT
)= NVEMHTHZETRERBINENRGOND ATREMEN H W EHER I,

2) MRS OEIIZ SN T

WX, 78 b= R U VIV B A S L, KRSy DR A HE Y % R s
Lizth, S=0 T LM E2TI N, EdomEy, 72 b= AL ERn-~FH %
HAWTHH LZSEICEIRENMET L2 EnE, 7 b= MU VIV Ol E
WHTEXRWATEEMERH D Z ENRBENTE, 22T, 773 AlZo0nTiE, #|
B L%, 7T b= b VNI H U DEEZET DL/, I=HT 4
R ZIT ) MERNH D LB BTz,

FOREM O 7 — L fik A 5mL (BUEF 0.5 g FHY &) RELL ., 40°CLLT TR
L, WiEEZBRE LT Z A, ZROBEBYNHERINT, HONTEEMIZI =
Th (VE=ARCPUN-E=AEr ) RUOLESKI =F T A, Oasis HLB) F#Hl
T T 2 AMRIEEE 2N 2 7265 R, ZRCIREMmE k20> 7-, £7-. HHKE 5mL
WK ImL 22 7235681213 A3 R S 4u, Oasis HLB IZAff L 7285 A 12X T
FIFEALERT Liedo iz,

—J5. AZ 7 —HHIE (oEN) ICR VTR, R A2 < | Oasis

12 -



HLB F R Tl 3 2 AMIRBICIRRATRE Ch o 7o, F7o, MiHE 5mLiZ/K 1 mL %
Mz T=5E0AE S P72 < . OasisHLB [CAM LIS AIC b HETH F45 2 & A
T,

U EORERND, BIEREREEBE L, AREICH T2 MEEEE LA
J—IVEEM L,

3) =T LERIZHONT

RELOHME LT 7 v ADKRIEE LT, S=h 7 2R ZRF LT,

P, FIT ANEmELLEmTHD L, W, FRERABRTHER SN
FriBlcB W TSN TWDZ b, Y UDFNVI =0T LRI OV THRE L
72, InertSep SI (1,000 mg, ¥ — =¥ A4 = A(RR)HL) % v, flix OB (n-~%
. Wi, TN TEIN=RIA, X —b AKX —)V) BB
L7RER, WITNoBEEZAWESEAThO>THET IV ARV I BTN I =N T
LA BEHENR N oTz, KROAZ ) —v (1:4) BiABIELT-SHEI2IE. &
T LD ORI T 80%FEE Td o 7223, o @ik oI MY b FFICR T 572
DIFEH RV EEZ b, UEoZ e, YU BTV =8 T LERITE
HALZenrolz,

Wiz, ODS = =% 7 . (InertSep C18 FF, 1,000 mg, ¥ — =T /LA = Z (Kk)H)
ERRETLIZARESR, 72 b= R U AKROUK (9:1) IBRIRe EOEE CHHNER I N
723, AR A0%FLEE CTH - 7=,

FHWT, RV~ —RWFHI=HI T LA THLYE= LR EV-N-E= LR R
HEAMAKI =7 2 (Oasis HLB, 500 mg, Waters ) ZMatL7=, TORER, A ¥
=, =X =) TR NI NVEORETRGZREINENGOND Z L 03
I,

HARWE FICBIT 2 P EEX, A%/ —nVvEHWESALIV LT =R LA
HAWESGEOHTRETRELS, 78 b= U VEHWDE Z & CTHRELRD T LRERI ]
BETbhboEEXLNT, —FH, KRHREEBIZEBWTIE, i E LAY ) —1 %
BIRLTEBY, A% 7 —HIRICKZINZ TART « 2T BA0 TR LY
B Bl T AR REEEZS 26N, U EOBEENS, U7 AERET
IWINZDONWTH AZ ) — L ZB/IRL, LI, 77 2R OR#EIEITo T,

4) VE=ARCEBUN-E= R FUOKESGERI =0 7 2RO KEE

OasisHLB (500mg) 12 A%/ —/5mL, KEURAX /7 —/ (1:1) RIEKS5mL %
NERIEANL, BT L&t Lz, ZOBTHIZFT T Az 50ng KEDA X J
—b (1:1) IR CHRBL L7 100 ng/mL &% 0.5 mL) RN L 7%, KEOA X
—b (1:1) ik, (2:3) ®iKR., @:7) BK., 1:4) K. (1:9 R,
AR ) —=NEENETNESML T OJAKRIEAN L, SEHERERY, 728 b=V L%
MZTIOMLICER L, ER% DWW % LC-MS/MS THIE L7z, #RE#£ 2-11T7
L7,

K2-LIRENDHEY, T AFKERAH ) — (1:9) BRIETHIHEHS
nNT. A —NEEANLEGAICEH I,

-13 -



#2-1 OasisHLB 725D F 5> v A DBEHMRROD

B s it EICE (%)
AKEOAZ ) —)L (1:1) B S5mL ND
KEOAZ ) —)L (2:3) RHKS5mL ND
KENAK ) —)v (3:7) IR 5mL ND
KEOAHZ ) —) (1:4) JB5mL ND
AKEOAE ) —)L (1:9) 1R S5mL ND

A K J—)L5mL 75%

ND:FJ3 2 ADE— 27 D SINK3
FROENS, AMEOEHREEE LTAERAZ 7 —v (1:9) IBIKAHEH
L, WHEEEE LTAZ 7 — VRERRRTH L Z L NREB I T,
EORFEO A % 7 — A S mLIZAK 1mL 2z (A X 7 — VR ITH
83%) . Oasis HLB [Z7E AL, KEKOAH /—/L (1:9) {RIK5mL THFHZ, A
J =L 10mL THH L, WHKZERE., BERELZE A, TR T T A3 EKEIC
% < O HEEREMNE DN, WHIKE A X ) — AP bKEDORAZ ) —)b
(1:19) BIKICEFEL, FAEORFEZIToT-E 2 A, REWEITHD L, Kie) R
DT DR X 7=,
PLF, Oasis HLB D ¥aif, & HDRILIZ D TR FEHUER 2 550 L 7=,
$ 725, OasisHLB (500mg) (ZA % /—/L5mL, AKORAKX J—b (1:9) &
WE5mMLZEAL, MHEEETEZ, 20O THZ, [ AZ ) —=L5mLictT T
25ng VAR L. AK1mL 22 THRELZER) ZEALEZ, RWT, KERA X
J— (1:9) {BKSmMLZFEALLZ, 62, KERAZ /7 —L (1:19) RIEK%Z 5
mL 3D 3[EEALE, Kk - WHRERY . 72 =K U V& MZT10mL Iz
EREG., ER LR %Z LC-MS/IMS THIE L7z, #EREHE 2-21TR- LT,
K221 NDHEY, TV AIFAMK (AF /7 —5mLIZ/K1ImL Zx
ToVRIR) ROVEEIR OKEOA X 7 —)v (1:9) RiKS5mL) TIXHEHET, KEY
AK =) (1:19) JRIK 10 mL CRAZFEUENG LD Z & BRI,
VL EDORERENS, KEZETERM L7 Oasis HLB 2 = 7 L& RLEE L,
[Ye=Ar_XUEBU-N-tE=rtnrl FOEEAEKI =7 A (500mg) (ZA%
J—5mL, KEQ®AX /7 —/ (1:9) {BES5mL ZAEKREAN L, iR
BCh, Z2ohTric, MHE@ESmLICKImL 2Nz THELZBK) %
HEALTEHE, FICKEOAHX =)L (1:9) BESmL ZEAL, HERETE
ThHe WNT, AERORAZ 7 —/b (1:19) {B#K 10mL ZiEA L., IEHIEZE
%,
BIEL LT,
#2-2 OasisHLB b0 F T2 A DEHRNG

TR [EE (%)
AR (A% 7= 5mLIZK I mL ZNZ 72 ND
i)

Ve OB A Z J— (1:9) i 5mL) ND
WHIHED KRB OAZ 2 —/L (1:19) &k 5mL) 101
EHIHED KB OAZ 7 —)L (1:19) &k 5mL) Tr
WHIERE® OKEORA KX /7 —v (1:19) K 5mL) ND
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ND: 773 ADOE—7? SIN3
Tr:3=F7 73 ADE— 27 @ SINKL0

3. TINENRER

REHREMmIX, T v oEEERFRESNERES (B KB TothoxRx
oy ENENOFA - iGN - Ml - &g - R AL ofrb . Fomi. Folk
Wik MO R 2 IR L THW,
BRLEBEMEZZNENE LI bDET 7078k E LTHW, IRINGE
E. FOBHRA LR FEDORFIEIZOW TR, &7 7 &7 3BHI W AR A K 2 i -
Bk, BB T30 0MMKELLbOZ MW, FOBMHORMEEHT, 77 7&K
B2 40°C OB R CHNE U CRlfR S &, IRIIAEEMER IR 2 N 2 THER% . -30°C T
0 mifE L CHELELDZ W,

ALK RMDOT 7 v 7 3B CWRINGREHZ DWW T, Jelciddi L= ik ([E5
FHiE16 . RBRIFEOREE) it -> THRIEL., MBRRKEZ R L7,

FHEL L 7o SRBRIE K 2 LC-MS/MS THIIE L, SR, JE R OREE, E&RM 4%k
O,

1) AR R R A R
@O RN

At L2 3 /&dn (FofA - BN - BFIED 2BV T, 77 v ADHEZET
LMY — 7 3R ST, RIEICRTBITEW Z LR S e (R 3) .

© BEEKROKE (FEEMARSIREZ M L 2RO R F)
BEKOOHMTREE (U y aRNICERE) X, UTO#®Y Tholz, £/, FFMz K4
IR LTz,
LDRE - 97% (5.8 RSD%)
LDREN © 107% (3.7 RSD%)
LD RN : 106% (4.4 RSD%)
FHROEREND ., RTORIFEMITHBNT, EEO HEHE (70%~120%0 i
W) ROPHTHEE O BFEME (15 RSD%ATH) Zic 325 2 & BNER SNz,

@ E®=BRS (0.005 mg/kg FH 24 B 2 I L 72 W I0EEE O FE 5 )
HE, PHMTHEE (DyaMIZiE#H) KOSINIE, LFTo#EY ThoT-, /2. &
AR 4R LT,
EORFA : 102% (3.3 RSD%) . S/N 1717 (n=5 @ Max. & Min. D FE¥ 1)
LR  100% (8.2 RSD%) . S/N 1374 (n=5 @ Max. & Min. D 1)
D& : 103% (5.5 RSD%) . S/N 1137 (n=5 & Max. & Min.? 1)
FROERENL, RTORBAEMCTBWN T, IRINEIGRBRIER (FSIN#E 0.005
mg/kg) FOF T ADE—ZILSINZI0 D HEEEE L TRBY, /-, BHE
O HAEME (70%~120%D#FHN) K ODHTHE O HIEE (25 RSD%ATM) 4 i & 7
HZENMERINTZZ LD, 0.005mglkg DEERFAZHEARETH D Z ENRE
Nz,
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2) WEDERDORE~ bV v 7 2ADRAE
M[EBRGIE]T. ~ by 7 ZRIIEERROFI R ) R L2 H RIS, &
RO~ by 7 ARIEERE Z AR L LC-MS/MS THIE L7,
fEgL & 2K 5 IR Lz,
HRMICBIT D=7 EBEL (7 bV v 7 ZFIMEEREICE T 5 ©— 2 mE/
ISR ERIIC B U 2 B — 7 HfE{E) 13, BLFO#Y Tho 7,
O 0 0.95 CGRMEMEARSIREL) KO 1.01 (E&RAHHHRE)
FORRNG 1,02 (GEEEARSRE) KO 1.06 (EREIRFHEEHRE)
EORTHR : 1.04 GEMEMEARSHRE) KO 1.04 (GERERFHEEIRE)
PLEofERm s, WEDBORE~ N v 7 AOREIC LY ERMENPKE < LH
THAREES RN EE X bR,

o
BERMPOT T v U RBIEOBRE Z MG Lic, Hx ORFHRERN O, x4
ke <Tchdrr7v A%k, RENDAX ) — L THHL, Y=L EU-N-E
=ntnl) RUVEEAKRI =8 7 A THIE, LC-MSIMS THIET % HikzfMr L
77,
EWENBREINTZRLDO D B, FOMA - J5M « T2 3t G iR B
(AN BT, MG IS 31T 2 SEYEMEAE Y IR B J OY 0.005 mg/kg) % S L 7= #&
PN
- R
E2TORMRMIZBWTRARBIRENSG ST,
- BLE R OVPHTHEEE
ETORMREMIZEBW T, HEROPHMTREE O B % L,
- ERR A
TR FE 0.005 mg/kg O FRMFE 2 W 72 i EIGRERICB W T, B, §HT
BEXLOE—70OSINORBEELZ2THELZZ &b, E&RAIX 0.005
mg/kg IZEXEFRETH D EE 2 LT,

PLEDFEREN NS, SEAELTFTOF TR BREL LT, KREETHBLEFE
ZERHATRE (B =R A1 0.005 mg/kg) TH B & Hr sz,
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*3

TR D

wEER | mEE | nmes e DD == | @Rt
No. DRARLEH BRA tppm) (ppm) “Epp/m)x AR BE e @ﬁﬂ\; mHEED D
(opmt BE | D) H (a)ib)
1 0 A 0005 |02 | o002 Z®E | 002 | <] 0100 |mh 0.000 &)
2 | 0 5 0005|005 | 008 =& | 005 | = 0.100 mi 0.000 &)
3 M AT I 0.005 0.05 0.05 HIE(E 0.05 <| 0.100 |Eﬁ 0.000 o
T FIUUA |
4 4 DFfFR (LoQ) | 0.005 0.02 0.005 FEIRR | 0.005 <| 0333 |Eﬁ 0 9422 0.000 le]
5 4D fshfLoq) | 0.005 0.05 0.005 FEIRR | 0.005 <| 0333 |Eﬁ 0 8619 0.000 le]
5 FOFE(LOD | 0005|005 | 0006 FERR | 0005 | <| 033 o 0 8474 0.000 @)
e S s
K4 HE HEKROEERK
E: ERE | F 3 DR (% HE | HITEE
No. | STHER{EEN BEE I(;%rﬁ? ﬁzgfxr’f;; %%En? = ‘iif @ | =1 | =2 Duynzz( * =t | ns (ﬂ/g ?ggfﬂg Wiax rj\/nN,t T
1 0 BRI 0.005 0.02 #* 3479324 | 1754 | 0.9983 104 99 95 89 97 97 58 4271 | 2054 3163
T O g A 0005 0.05 * 3320008 | 2791 0.9992 110 109 110 105 101 107 37 4854 | 2339 3596
T Ealid 0.005 0.05 * 3021636 | 1030 | 0.9996 99 104 110 106 110 106 44 4846 | 2831 3839
1 FIUUA
T DA (LoQy | 0.005 0.02 0.005 3381685 | 837 0.9994 108 101 101 102 99 102 33 2210 | 1224 1717
T “FDRSAR (LOQ)Y | 0.005 005 0.005 3022561 | 948 09988 110 106 102 92 92 100 82 1725 | 1022 1374
T SFOATE (LoQy | 0.005 0.05 0.005 2982475 | 918 0.9994 101 105 108 106 94 103 55 1549 | 724 1137
SHI = = pan /Y,
#5 WEOKORE~ N v 7 ADEE
- s | s £ OB
No | swinmiLam #58 EERR| Eew | ANAR | Vee (@ | L, | <HlonEnE E A
(g | B0 net | nm2 | B | et | e | FH | (EOR
1 Eackigl 0.005 0.02 0.02 0.01 miE 0 35145 34760 34953 37558 36311 36934 095
T “FO R i 0.005 0.05 0.05 0025 mix 0 89320 88471 88896 86996 86693 86845 1.02
I Eackii -] 0.005 0.05 0.05 0025 miE 0 81474 80454 80964 77275 77938 77606 1.04
FIA
T 0 AP (LOQY 0.005 0.02 0.005 0.0025 miE 0 9625 9366 9496 9422 9366 9394 1.01
I “FO e fRCLOQY 0.005 0.05 0.005 0.0025 miE 0 9257 9072 9185 8619 8671 8645 1.08
6 4O AHE(LOQY 0.005 0.05 0.005 0.0025 ki 0 8691 8591 8641 8474 8081 8277 1.04

-17 -




X 4-1 HOHAEICBITSSRM 7 e~ K7 F A

(BB ARV SR, TEB  ERRAHLRE)

ZREET
_HE3:0.01 maiL
TFEA: 0.0025 moiL
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U S EEE
FE3:0.01 mo/LFRYEE

=

TFEa: 0.0025 mo/L B R
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500 F

X 4-2 AFOfENICETH SRM 7 v~ b7 T A

bl e

_FE3:0.02 malkotd n
TFE8: 0.005 mo/kgtBE R0
10000
8000
6000

4000

2000

2000 -

1500

1000

500 |

(hBe o JEMEMEAR SR, T B - EERFAE S RE)

]
_H§8:0.01 maiL
TER: 0.0025 moiL

20000 -

15000

10000

5000 -

2000 -

1500 ¢

1000 ¢

500

FIeE

20000 -

15000

10000

5000 -
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500 -

T o AR NHELE i
_FER0.01 mo/LFRE EE
TFER: 0.0025 mo/L B R

20000
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_HER: 0.02 mo/kg#BE N0
T#2: 0.005 moikgtBEE

20000 -
15000 +
10000 -

5000 -

2000

1500 ¢

1000

500 |




4-3 FOFIICE TS SRM 7 o~ 27T 4
(B JEYEEAR YR T B o BRI R )

ZREET IR FhU o IS hoEE
_HE3:0.01 maiL HER:0.01 mo/LARSEE _HE8:0.02 mo/koFASE
TR 0.0025 mgiL TE2:0.0025 Mol fB X R TFE8: 0.005 mo/kgtBE R0
20000 20000 ¢ 20000 20000
15000 + 15000 15000 + 15000
10000 - 10000 - 10000 10000 -
5000 5000 5000 5000 |
0 L ] 0
] 2 4 0 2 4 0 2 4 ] 2 4
2000 - 2000 2000 2000 -
1500 + 1500 | 1500 | 1500 +
1000 1000 | 1000 | 1000
500 + 500 500 500 +
0 2 4 0 2 4 0 2 4 0 2 4
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X 5-1 4OHHEICBITD b=V AT~ T T A
2% ¥ v #iH m/z 650~860, DP -120 V

SE+08
2E+08

2E+08

(5]
ik
=
&=

Intensity (cps)

SE+O0T |

0 E+00

X 5-2 4FOEHICBTFL N—2 At rua~ T T A
A% v #iPH m/z 650~860, DP -120 V

4 E+08

4E+08 |

3E+08 |

Intensity (cp
[ =] [ [F5)
M W m
+ o+ o+
2 =2 =

1E+08 |

SE+O0T |

0 E+00

X 5-3 FoOFlEicBiTs k=21 A A Ta~w T T A
2 %y #ilH m/z 650~860, DP -120 V
QE+08

SE+08 |
TE+08 |
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