KA E T, RBRIEPEICRB T DA R EZ L LD bOTHY | MBRIEDOERIZE L
TZELLTTSW, 2B, REFONE L8R FE I35 RHBRE & ORIZETED & 5%
AR, B ELITERABRIENMEE T2 2L TRET SV,

BB T A EIEDK Sy ThH 2WE D
ABRVEB R WS &

Fa&P A7) L 3ABRIE (FBKED)



R4 7Y RABRE (BKREY) ORBHER

K=l
1. H®Y
REIH A7V NIT T A 7V ROFAEWETH D, 7 8TV A7 ) ROGUEWEIL, TH#
HBLO R R IRRIZ L > TR SN, 78T 8 IHA 7 VU ROFF T IV A 7 U 32N
¥ Streptomyces aureofaciens K UF Streptomyces rimosus (2 &> CTFEAIND, R¥I VA4 27U 4%, 7
TAVP—HIZLV AT FTHA 7 U U IEFRICER I NI D TH D, XA 27U L
EWSACe NALKUEHERS E LTEHASATWS, BARTIR, $WHERES & LT, HEig Ny
A7V EGIRTET DR, B FEINBZIRS,) ROBIEHZ G U BERRINANE ONC 5 2 5t
L L LTHOKIIMAR KR ST 5,
) AEIESLFHIETIE R 1 7 U o o— BEBEEFFA &% 0.0053 mgkg (AEH/A ERELTWDH Y,
RNYT 47V A MIENMEASHZZ LITED, K, BAORIME (7 BREICRD) T2t
A1 0.05 ppm D FEEEHSGRE STz,
R YA 7 U DOGIHEC OV TR, BEOREEIRA O & =~ U VEORE & ORE T+ 5%
FEOHETH D0, B2 BT 522V TORE T EAERWN2Y, 22T B L BTk
XY A7V EMNT D HEEZRETT D & & bIC—HEYE 0.01 ppm IZiEH TE 2 05T 21T 72,

2. SR E Y OREER R OB M E
IHTRIGALE

me o R¥vHAarY v

4, . Doxycycline
&=

H,C
3\/CH3
HC OH N

T - B -

! ! OH
" NH,

OH
OH O OH O o

7373 0 CaoH24N20s
Sy f-H : 444.43
CAS NO. : 564-25-0

b¥4
CAS 4 : [4S-(4a,4a0,50,5a0,60,12a0)]-4-(dimethylamino)-1,4,4a,5,5a,6,11,12aoctahydro-3,5,10,12,12a-
pentahydroxy-6-methyl-1,11-dioxo-2-naphthacenecarboxamide
IUPAC 4 : (4S,4aR,5S,5aR,6R,12aS)-4-dimethylamino-3,5,10,12,12a-pentahydroxy-6-methyl-1,11-dioxo-
1,4,4a,5,5a,6,11,12a-octahydrotetracene-2-carboxamide



1-# 27 % ) — K5 EdR#C (log Pow)
log Pow =-1.36

CH ]

O BYHERLFME FXo9A 27 U, 2012 4 11 A &R L4e%k B S RIS

@ ¥F - RMHERRSRNRHESRISEE - BiHERLTSRE, 9PHERER R34 27Y
v, 201442 A 3 H

@ WKER, FEF¥A 27U 03T, fEYE, 17, 67- 76(1982)

@ (bFWE LR R 25 R LT E S HTIEB R A . 2014 4 10 H BREE R A BREEUR R
fﬁﬁf%@nmmﬁﬁﬂiu%

3. FLYEE
B4 SEYE(E (ppm)
RO 0.05
& DS 0.05
J D I 0.05
ok 0 i 0.05
KoY 0.05
DA 0.05
B DRI 0.05
55 O T 0.05
O RRAESY 0.05
N (TPEEABICIRS,) 0.05




[(EBHE]

1. B

REhZiX, MOMA, BKOREN . KO, BOMHAR KRS 25kt LTHWZ, Wi s BJaTEl
WNTHER L TWebD&EEA LT,

PUB S OVEERL A DL IZRE# L7,

AEH PEM!
KD Al = pE
K D iR = pE
K D ik [E]pE
DR [E pE

50 [E]pE

FRUBtORIT L2 LU ICRE# L7z,

(1) KofmA

AREZe RV BB bR, BBt EMU L%, 77— ek oy h—2HWTH b LT,
(2) BDREN;

AREZRIR D R E bR, BBt EZMY L%, 77— K ety —Z2HWTH b LTz,
(3) KD i

REFEMY L%, 77— 7ok vy —2HnTH— kL,
(4) HBOFHA

AlREZe RV BB bR E . BBt EMU L%, 77— ek oy —2HWTH b LT,
(5) 5V

B aaGilEEmy L%, 7— Koy —2HN T8 kL,

2. K - Bk

R oA 7 V) MRREKFIEERES, (RE oA 2 Y v e 7 T— MERER (B4 : R Ha 20
ViElRYEA~I =& ) 5 — K 0.5 KF1¥)) CoHaN»Og + HCI » 0.5CoHs0OH « 0.5H,0., 435 : 512.94) : i
FE 98.0% (& L7 A /v AFehisksl)

T R= MUV EREEEEBH (8 L7 AL 2R

T Mo BREEERBRH (BL T AV LRGSR

AL =) FREBEEGERH (8 L7 A4 L AFeisER) ROLC-MS B (B L7 A v ARt HigEE)
g - NEOWTH (B L7 A v AFEHSEER)

Xk : LC-MS ] (& L7 A L AFtise)

TF L TT 2 NEREE S R Y T A - KR - AEREA (FUCARSRRRZE AT

g FER (B L7 A L AFEHSEE)

ULV T RY UL Rk (L7 AL A FeifisEs)

TFL YT IUN-TrELT YT Y BTV =77 & (500 mg) : InertSep PSA (P —x LA
T AHY)

AF LV NARCBUEAIRI =4 T A (265 mg) : InertSep PLS-2 (V—x Lo = A Hl)
FEHEJFR AEUEST 231 mg (R 7 U > & LT 20.0mg) ZHEFE L, A &/ — /L CiafiE L C 1,000 mg/L

WiR 2T Lz,

AR - AR A 0.1 vol% X E A A ¥ / — /L Cil' B4R L. 0.000125~0.00375 mg/L
DEVRIRE TR LT,

FOMAE AR D - R A2 7 & b TR L C 1 mg/L ik 2 R L7z,

MR D - R &2 7 & b o TR L C 5 mg/L ik 2 i U7z,

TFLUUT I UNERE A 7 T BRRRER - 9 1K : 7 =Bk 21.0 g 2 /KIC¥EA LT 1,000 mL &



Lo HB2UL: VVBE T FY DA 716 g ZKICENLTL1000mL & Lz, =F Lo o7 2 U UREE
fe " hU DA 186915 1k 307mL &35 29K 193 mL 2B L7=b D&Mz TR L 7=,
RY 7L filEngE 100mL (AGC T2 7 75 Af)  15mL (a—=1 /1fl)
3. &

RESFAYP—: ER2akr NS5 (w47 uaT v 7 « =FF )

77— K7atv¥—: MK-K81L (/XY = 7l

TEMEIEE © TurboVap® LV (/3o A 4 — Vi)

JRE H#% : TAIYO RECIPRO SHAKER SR-IW (KL% T 3E5H])

TR BERR  AX-321 (b S —k5 )

T A L—H&— : MDA-015 (7 /L Xy 7k T.8))

W B ~=h—/ K :GLSPEWE|~=Fk—/L K (V—x /%A = zH)

LC-MS/MS
¥ E 5 = ft
MS Quattro Premier XE Waters
LC ACQUITY UPLC Waters
T — 2 JLER MassLynx V.4.1 SCN805 Waters
4. MIERME
LC-MS
LC &:fF
25 L-column2 ODS (PyfE 2.1 mm, & 100 mm, HIf-4E Sum : B4
B Rl e )
BEARTOE (mL/min) 0.20
HEAE (uL) 5
717 KR (°C) 40

2L

A% 0.1vol% XTEIRIK
Bik : 0.1vol% [« A ¥ J — VIRIR

el (47) | AR (%) | Bk (%)
0.0 95 5
e 8 5 95
77 vms hRIE 11 5 95
11.1 95 5
15 95 5
MS /4
HEE— R SRM (EIRFUSE=4% VU )
A FAbE—F ESI (+)
Xy 7 VELE kV) 3.00
V—2ZEE (C) 110
FyABLRE (°C) 350
a— 2 H A ZE3&. 50 L/hr
I 7T A %3, 850 L/hr

al) Vg HA

V=

ERA A (mlz)

RES YA 271U MSIMS: +445.4—428.1 [2— > BF 28 (V). =

UYa T x¥—18 (eV)]

ENEA A (mlz)

K% A4 27U : MSIMS: +445.4—154.1 [a2— 2 &EFE 28 (V). =

Yo gz ¥—30 (V)]

LREFIERT (min)

Fs (20> 51




5.

R A 7 U K FIEERES, 283 mg (R¥ A 27 U 20mg #HY) 2L, A ¥ —/
(2R L C 1,000 mo/L ¥R & B L=, Z OV Z 0.1 vol%XFg- A & — WA CAB L C, 0.000125,
0.00025, 0.000375. 0.0005. 0.000625. 0.00075. 0.00125, 0.001875. 0.0025, 0.00315 % U} 0.00375 mg/mL
DIEAEVSIE 2 R U=, T OIS L % LC-MS/MS IZIEA LT, B b iz v — 7 mfs & F 7ot
BERECER LR,

6. WINEELD Y

(1) ROfHA (RN : 0.05 mg/kg)

Ak 10.0 g ICHSIIAEEHEARR@0.1 mL (7 kU ¥IR) 2 L L <IRA L7, 30 sl L7z,

KO (NP : 0.01 mg/kg)

R 10.0 g ISR AEA R D0.1 mL (7 & F ARIR) 2N L X <IREG L7, 30 k& Lz,
(2) KONENE (FAN#EEE : 0.05 mg/kg)

REH10.0g 2RV . £ 40°C THME L CRlfiE S 726 OICRIMAEERIE@0.1 mL (7% F U IEK)
ERIMLUCELSEA L%, RE (FIR) U CHERB SE-1%, 30 oMkE L,

R DORERT (BN EE : 0.01 mg/kg)

AEF10.0g 280 . K 40°C THME L CRlE S 72 6 O REZEKR D01 mL (7% b U AiR)
ERIMLCELSEA L%, RE (FIR) U CHERB SE-1%, 30 oMkE L,
(3) KO (WAL : 0.05 mg/kg)

R 10.0 g ICHSINAEAEA K @0.0 mL (7 & b ARIR) 2L X <IREG L7, 30 k& Lz,

R D Jfige (AN : 0.01 mg/kg)

R 10.0 g ICHSINAEAEAK 0.0 mL (7 & b IARIR) 2N L & <IRE L7-%. 30 o ikE Uiz,
(4) FOMHA (ERINFEEE : 0.05 mg/kg)

R 10.0 g ICHSINAEAEA R @0.0 mL (7 & b ARHR) 2N L X <IREG L7, 30 k& Lz,

FBOMK (BINREE @ 0.01 mg/kg)

FEH10.0 g ICHSINAEEHE AR D0.1 mL (7 & b RHR) 23N L X <JREG L7, 30 o[ ikE L=,
(4) 59 (#INEE - 0.05 mg/kg)

FREF10.0 g ICHSIIAEHEAR 0.1 mL (7% R UARIR) 2L L <IBRA L2, 30 2R s L=,

S0 ORA (FINRE : 0.01 mg/kg)

Ak 10.0 g ICHSIIAEEHEARD0.1 mL (7 kIR 2 L L <IRA L7, 30 sy Rl Lz,

7. RERIEIR OFH R
WS

R¥H A7) R BN LT L U7 I VURERRAFE T T hoTHitHL, 72 =R VUL
XY SR THIEH%, = F Lo T IVN-7TB LSV LS U B AL I =T EARVPAF LU=
NN HEAEKRI =0 7 L CHE%, LC-MS/IMSTE & & OMiEgE L7z,

(1) fht
#8410.0 g£100 mLARY 7o B L UBLEOEICERY . = F LU U7 I U UERE A V7 T B E 10
mLZ Mz 72, Z3UZT7 & 50 mLZ Iz CTHREDFA R L%, 85r3,0000008: Ty OBt L. b
Wiz R ) 7r e L 100 mLA A A7 T A ZERIRUT., FREBMICT ' Fr2smLaz, REVTA
A U714, #4573,000[0085 Ty [ LB L7z, ol BiEREZ &b, 7' b2 Ix TIEMEIZ100
mLE L7,

FHHES mMLZ15 mLA Y 7' m B L U BGEDEIZER Y | 40 CLA N CRERWR X (T RS E TR 4 bk
E LT, BEMIn-~FT o5mLB L Un-~FV 7 =M A5mLZINz., 55FEE 5 Lz,
FE L7 7 b= N AVEEZ SR LT n-~F Y fglon-~F fafi7 ' b=~ A5mLE %,
LR EFRROBIEZ MR VIRL, 7T h=FUVEE GO, 40 CLL TN TERWR E 1T R E TR



L. ZEREMIC0.1Vol%FE « A% ) —VIEiklmL 2z CTEN L,

(2) K5
O=F Loy T7IV-N-7Tae A Vb VDTNV I =T LB LOATF L UV E= bR Bt
HAEERI=hT7Lrua~v NTT77 11—

TF LT IUN-TrEALTY LT U BF VI =5 T A [InertSep PSA (500 mg/3 mL) ] 12,
0.1 mol/L & 10 mL Z{EA L, WMHRIZE T, 0.1 vol%g « A & 7 — /LK 20 mL Zi1EA L,
MHRITEE CTle, AF L PV E= AR B UIEHAIR I = 7 A [InertSep PLS-2 (265 mg/6 mL) ] 12,
0.1 mol/L ¥ 10 mL Z{EA L. FMHKIZE T, 0.1 Vvol%XEE « A % / —/LiRik 20 mL 27 EA L. ¥
HRIIE Tl = F LT I Ny U b U A VI =T LD FICAF LI E=L
NRUBVHEAERI =T LEE R L, 2O T AT (1) THLNWEEKREZFEALTE, F4% 0.1
VOI% L « X & 7 — VK 1 mL 75T 2 [V, BEIRA I T HIZIEAL, S 512 0.1 vol%fE - A
X ) —NWIRIRTmL ZEA L, 2EHIEERY . 0.1vol%XHE « A % J — WKk % FV CTIEfMEZ 10 mL
ELTbOEREBRIERE Lz,

[pTiE7 r—F v — K]

| k1009
il
| =FLUT I CNERRE A 7 o EREER 10 mL
| 7EFr50mML ZMAKREDFA R
| LS
| BEMICTE R 25mL 2N REY AR
LB
| EBHEEEDES
| 7&hFr 100 mL EE

e

(B %) |

R S mL 2 3B L el

n-~FH o 5mLiBELOnA~FH gy h=rJr5mLZMIIEE D
7' b= RFULESE
nA~FH o7 b= LsmL 2R E 5

| 7ER=RNIAESGEL, OTE =R VEGOE, RHEHE

i
)
T R= RIS ~F R (R |
)
)
)

D AR |

| WM ZE 0.1 Vvol%XEEG A A X/ — VIR 1 mL \ZIEfE

\I% LT IVUN-7Tar e Y T Y 1 =57 A [nertSep PSA (500 mg/3 mL) ]l

AF LU= AR B LEARI =5 F 2 [InertSep PLS-2 (265 mg/6 mL) ]|

1 0.1 mol/L DR 10 mL & ON0.1Vol% XIS A A X /) —/WIEIR20mL CTa> 7 4 v a=v7
| FREME 0.1 Vol%X R EA A X ) — VIRIRICVEAR L7V 1 mL 27 A
| BE%E 0.1vol%FXHE - A ¥ J — VA ImL C 2 [N 2 4, A
L 0.1vol%XfE « A% 7 — VUK 7 mL CUaH, (8 HK 2 850

L 0.1vol%FfE « A% 7 — LI CIEREIC 10 mL IZER

CBRVA IR



8. ~ N U v 7 ZERNIME ALK O

7T VBRI 0.5 mL A ER D | ERRIL T CIAE 2 R U721, Saet S5 O i E e ERER |12
BT 5B 100%FH 4 E ORBEERK 05 mL 2z T L= D%~ b w7 RAERIIESERIK
E L7,



(RERE B E]
1. HESMEORE

(1) MSEMFDRER

2% v CHEICBWTIE, ESI (=) E—=FTIERX A7) I Enanotz, 2D,
HEET— R +oREnsbhni ESI (+) E— K& L, REUH A4 2700 ESI (+) £— K|
ERDO~ AANRT ML E 1R LT, ESI (+) E—= R TIE RFT VA 270 o7 a b oAHns+ (mlz
4454 [M+H]") DALY FARESNT,

RELH A7 Vo7 a b oAnsy+ (mlz 4454 [M+H]Y) 270 h—Y—( A L LEEBAED T
0y AT AR MERREOKBI R LT, miz 445.4% 7 ) 1 —Y— A4 F 2 L LTeGa0 7
BT AFrDHIH, A FUBEOR bRV IMiz 428.1% E&HTA 412, WRITA A 2 50 E DRV ym/z

154.1% EMHHA A & Lz,

100 aap-4

=]
ha65
aops AT
ol 114742241817 3038 N h4486 5235 6o 17135 8357 889.6919 79876
160 200 360 | 400 | 560 | 800 | 700 | 806 | ©60 | 1000
M1 FFIHA27UDIRAANRT bV
St .
A% ¢ #iH : 50~1,000 m/z
SHIJ ==
MESME - ESI (+)
CVv=28V (CV : corn voltage)
FE %A 27U 1mg/ll
100 4281 100 4281
1541
3211
= = 3391
2671 | 4102
977
2009
li2s 7
427 5 L 579 lizo s

o .‘25'715‘3'82.67"‘321(14.102‘\1 IAE"E 5963 2276598376 9668988 1, n“(LI AL ﬂu J “ 445551105005 T304 7505 gogg 00 9955
100 200 300 400 500 600 700 800 900 1000 TI00 200 | @00 | 400 800 B0 | 700 | 860 ' 960 ' 1000 |

K2 R¥sHA27Vro7uss vty M3 REIH A2V DFaLs hAF

7Uﬁ~%§j§fk /7 445 .4 A7 v
o < Mz Aso. FYH—H—AF : miz445.4
HIESE - ESI (+) S22 il
CV=28V CE=18 eV (i BLF) HIE S - ESI (+)
oy = g = g ’“;—I% ) CV=28V, CE=30eV (FEMEM)
- com voltage, - COTlISIon energy (CV : corn voltage, CE : collision energy)

R84 271 :0.1mg/lL K& %A 27U :0.1mg/ll



(2) LCSEAEDRFT

ST HE, WHERTWEEZ ZF s Uk ) 40 (0ODS) FHA T b % tlkkat Lz
FEE. L-column2 ODS (W% 2.1 mm, £ & 100 mm, Ki1-£8 5um : (b2 e L 7e s i) 24
HZ LT, RXRIH A7 U OSBER OFERMEICOWTRRERENE NN, =212 —F 4
ITRRONTZ, V=T 4 7IZE KX A2V D h - =) —VAEBRIKOHFENEELTEY
ZOMAEELEMZ DD T MEEZKLS T LW EoHERH D Y, BT LIEE % 40°C, 30C
F O 25°C CHIE ZAT - T NBEE R UGEIT A SN0 o 7=, HIEICHW S ODS B 7 A4 JB AR5k
T2 7 ) —NEOLIRNWT T 205D ERWVEENRH S, L-column2 ODS IZOW Tk, AX /LT —
HTEEHDLTDHEE LT 2 A, ZANEO LN oTe, TDDH, B DN T LE AW TR %
Fht L7z,

BEVASRIEIC OV TIE, FBEOEET =7 ARIRICOWTHRE Lz & 25, 0.1 vol % FFEiAK
Db E—7MENEL, £/, TEM=DMIMRIRE D S A X ) —/VRIKRDIZ 5 B — 7 IR BAT
THo2720, 0.1 vol% FEEIAE K A X J —)v & OIRIRIZ OV TG LT,

LC-MS/MS I7E TiX. /o kGt EWE R ICBEE 2+ 223 L. 2o T LRICERIET D2
RN SELOMEN DD, TAY T TT 47 DFRETIE, AZ )=V ROFERBEK 3: 7 IR TIE R
XIH A7) OE—IENMELS, 1 VIRIE CIIREFREMZ 1.9 0 & Bdvoloizh, 77 V= M
TE DS ARG LT,

0.1vol% Xfig A & / —)L K TR0.1vol% FEEIANE (5:95) 725, 0.1 vol% Xfig A % / —)L K% Tr0.1vol%
FEEVSHE (95: 5) £ TDO 8RO Z V= REMET (95:5) T3 HRFF LGS, FEI¥hAa
7V v ORFFREENIE 5.1 0 Th o 7,

(3) HEfr
[X] 4 1Z 0.000625~0.00375 mg/L D¥EEFPH CTIERR L= R¥ YA 7 ) VBB A2 R LTz, BEROR
EREIT, 0999 UL ETH Y BATF/ il A R LT,

]
e
6000 o
3 _o—“"'-"_‘
@ o
2 4000
5 .
& .
i .
2000_/—/_,;#’,}&‘
-0- T T T T T T T T T T T T T T T ppb
-0.00 0.50 1.00 1.50 200 250 3.00 3.50

M4 RxT A7V mERof
y = 1723.65x + 113.123
r2 = 0.999143

(4) EERS
ERRFROF HFE R A LU TIOR Lz,
R4 27 U [[10(mL),/0.5(g)] x [0.0025 (ng).5(uL)]] =0.01 mg/kg

2. RERIAIGHEE O RET

(1) HhE O

AL LT r=hU, TE RS, TERRD n~FH08E (1: 1), Fig=F LR
A B ) =IO TR L2, K 10mL IZ25mg/l (7% b)) 0.1mL 2§l &AL 50 mL,
25 mL T1 RFAET A Xk, 54 3,000 [EHZT5 oL 7, B o7z EE% 100 mL (12



o i 24

ERM%., 5 mL 3B L, 0.1 vol%XE « A ¥/ — VIR B4
Bl N S A a8/ VAN EI V6 = = S B sl

TR AKDPAE ) —)VT B%DOEINI G LN, 7 =M VROFEEZTFLE 90%LL Eola]
WTIEH-T=0, B Z 020 T U K OA X ) — Vv ERW TR ZITH> 2 & & LT,
Wiz, RO, BROREN ., RO, BOFAKRSRY 28 6t LT, 72 M RORA X ) — L%
FAWTHIH L7722 77 b= R U UIAF T o ofidth, AT Ly PSR BV HESKI =0 T A
THR L, LC-MS/IMS THIE L7z, ZDFER, A X/ — Nk L 0 &7 & b Uil ol 5 235:806kHh
K DIHER Y DBV IR o T2 (K 5), o, AX /— X0 LEERENERBTHL Z L,
7 Mo aMHEEIC NS Z e e LT,

LC-MS/MS THIE L7-, & 1IZ¥m

F 1 BIEEENS D R¥ WA 7 Y ORI R

[F1IY 25 (%)

=X/ 50 mL 25 mL o

(1=1H) (2= H) ol

TE =KV 94 1 95

T M 97 1 98

T Yo n-~F (1) 14 2 16

HEfs— T L 80 12 92

A K ) =) 95 3 98
VRO - 0.05mg/L  (n=1)

-7% A LMRMof 1 Copne 553 A G = LT LMRMof 1 Copne 553
% 50064 o] 50064
= | £] [ |

1 r— ]

A T e ehe 800 1000 1200 e 'm'W Time

5 50 D777 BRIERIZ BT % SHMER Sy D i

(2) HhHLRR o iR O A HE D RS

K ORI AR A S 2 BINtR . B I 0 iR 3 & 2 DR L7z,

FROFFIIZ 5 mg/L (7% F &%) 0.1 mL 22U, #AREREE%, AK10mL 2z, 7+ b
H%, 7B h= MU LA T GETHE L, AT L VARV B UEARI =8 T A THHR
EATo7-%., BMBRIRIEE Lz, 22N LEE KX ¥4 27 U v ORNGERE R LT,

WAL D T0%FREE & 453 2R [EIAME D ie o 7z,

F 2 Fh R HOE R 32 3 AR O fERE

E R (57) [ENIEE (%)
0 79
10 71
20 70
30 71

WONFEEE © 0.05mg/L (n=1)

- 10 -



WIS, BRI K OFBENR NG X D B O 2 i Lz,

RORFIgIZ, 5mg/ll (7= k&) 0.1mL ZHNL, S 10mL Mz, 30 EL, 7% k
%, TE R= MUV AT U GECCHEL, ATF LUV E SRV UEARI = T AT
AT > 72%., LC-MSIMS THIE L7z, HWEEMZT-5E ORIGHERZ3R 3 1R LT,

ZORER, X T FT7HA 7 ) CRERE (BEY) THOWOLATWLZF Lo D7 I USRS A
7 T FRRRETIR 2 N Z T A CBHE R BIR O LR bNTZ e b, = F LoD 7 2 R E A
7 T UBERREIR R T A L L LT,

7% 3 BRVRIR M OFERHRIRINC £ 5 RE A 7 U v O[alEE R
TR ENESC)
0.1 mol/L % 59
0.1 vol% =% 82
0.1vol%n VU % 78
TF LU T I UIEERE S A T = CTRRREIR 99

VRN - 0.05mg/L (n=1)

(3) MWiNEHEAE DM
O 7 bh=FrUNS TP S5HE

K241 27 U d 0.05 mg/L ##7 0.5 mL Z n-~F42 30 mL 2N Z, n-~FHfafi7& h= kK
UL 30 mL XiE 1%=F Lo o7 I CIUFRE A 7 = CEERREIR - n-~F o fafn & =K UL 30
mL T3 &2 To7- L EDFERAEFR 4 IR LT,

TF VLU T R VEEE R 7 T VBRI A N X e WAL, i a— hDOH T ABEIZRE L,
FEAERINDNE SN2 -T2, T F L7 IV IUERE R 7 © U BEER A& AT 5 n-~F P
fafny b= KU LTI, +oBIUESELNTZEOD, EERN T ' b= MU VICERL 2T,
BrifiL. TeBE:A A4 Ue,

x4 T F=FY AT USROS

- LIRAEIE -

i 1 20 3 ot

n-~FHofafmrv h=rU L tr tr tr tr

W%TF LT I U NERGA 7 = ik 99 1 . 100
TRMENR - n-~F V72 h=hKVU L

B R (%), BN - 0.05 mg/L (n=1) , tr: 1% Kiifi

WIZH T Age B W WFEERFI Lz, 15mLAY 7L v Bm Vg RS A 270 0o
0.05 mg/L A% 0.5 mL Nz, AE#EA2RESR, n-~F T 5mL &2 Mz, n-~F V7% b=k
UsvsmL C3EiH AT 7o & T DOfEREZFE 5 IR Lz, 2 FOHIH T 100% ORI A BTz,
WKOREN 272 F o ThiH L, 100 mL ICERHE., €O 5mL 2L, WA RER, RRICHERE
U, W ABRE L& 2 A, BERBOERB TR oS BlEIRS+0Thd Z L 2B LT,
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#£5 AN oL UBREEZHWNETE b= F Y VAF Y U SR ORE
- LIRPNIEIE s
{ﬁ&i 1@ 2@ 3@ = u+
n-~x4V 7 h=rU L 98 2 0 100

[FI (%), FRAMEEEE : 0.05 mg/L (n=1)

(4) ERUERES
O AF LY== AR UEARI =4 7 AllnertSep PLS-2 (265 mg/6 mL) K Y500 mg/6 mL)]
HT Lk AK ) —N20 mLT Pk Lc%k, REo9 427U 005 mgkg (A% /7 —/VIEHK) 0.5
mLEZ AR L, A¥ ) — VTN LI & SO Z RO LTz, R¥ 47 U 3265 mgTlx
25 mLT92%. 500 mgTlE25 mLT58% A H 7z,

F6 AFLUTVENARUCBURESRI =N T LORAL ) — ML DRI

. e R (mL .
R=hT A (L) At
0-5 5-10 10-15 15-20 20-25 25-30
265 m
InertSep PLS-2 g 81 > 3 2 1 0 92
500 mg 49 6 2 1 tr 0 58

[EUHE (%), WRONREE © 0.05mg/L  (n=1), tr: 1%Ai

WIZ, BT 2% 0.1 Vol%FRE « A ¥ ) — LIRIE 20 mL T e L2, RE %A 27 U 0.05 mg/kg
(A% 7 —NEER) 05 mL ZHAf L, 0.1 vol% ¥ « A ¥/ — WIER TR LTz & DR E £ 7
R LT,

RETHA 7Y ANIATF L P8 U ILH AR 265 mg Tid 10 mL T 99% DRI Tl - 7273,
500 mg TiL 15 mL T77% CTh o7, T4 72BN S 72 InertSep PLS-2 265 mg # HWTHeETT % 2
e Lz,

WIZ, RO, KON, KOME, HOHAK RS 23 Eke LT, 7& hofii Lok a7
T h=h UL T H o E %, InertSep PLS-2  (265mg/6 mL) & V> 0.1 vol% g - A % /—)1 10
mL TIEHLIZE 2 A, ROMFEEOSY TOEORENA+HSTHY ., £/, S0 TREEE—7 0
R¥thoa 7 ) oL Tlriishi (X6),

ET AFL UV ARCPUHEARI =T AD01 OI%XE « A X ) —NVIRIKEIZ L AR

_ P R B (mL .
\: :ﬁ 7 N ( ) é\§+
0-5 5-10 10-15 15-20 20-25 25-30
265 m
InertSep PLS-2 ’ %8 L 0 0 0 0 %9
500 mg 67 9 1 0 0 0 77
[ (%), WO : 0.05 mg/L  (n=1)

@ =FLoUTIVNTae U by ) VI =77 A [nertSep PSA (500 mg/3 mL) ]
BEK OB OREDTZDIZZTF LT I VN EALT YL U BV =0T JZDO0

THET L7z,
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717 5% 0.1 Vol% ¥ « A% —/V¥EHR 20 mL T Pibeye L7=%. ¥+ 27 U 0.05mg/kg (A
2 7 —NIIR) 05 mL Z 8% L, 0.1 vol%XHEE « A% /) — VIR CIst L7 & E OFEHRIAE & 8 1R
L7 RE¥THA 7Y 10313% & RIUI A+ Th -7z,

F8 =F LT IVNTFREALLU NS Y B NLI =T D
0.1 VOI%XTR « A & J — WIRIRIZ K DRI

- VA HH i B (mL ]

S=h5 A T iR = (mL) e
0-5 5-10 10-15 15-20 20-25 25-30

InertSep PSA (500 mg/3 mL) tr tr 1 1 4 7 13

YR (%), AN - 0.05mg/L  (n=1), tr: 1% A

TRV A 7 U CRPEMEIL, @R EBHIEEERERT 57D, I=V T LIFEE LT8R
IZED ., WHEMT AN TS EEZ LN, R TI=I 7 L2 HE L THLHANVTOIHRENRD D
TEMB W T =N T A ETE L CERERET DBRIEERET LT,

TF LUV TIVN-TaELT Y UL Y BTN = T MCEREOERRER 10 mL O 0.1
VOI% L « X & 7 — VIR 20 mL T Pl L7ctk, R %142 1U - 005mglkg (A% —/VERIR)
05mL ZAf L, 0.1vol%¥fE « 2% ) — /WK T L7c & & DRI AR 9 IR LTz,

YRR 0.1 mol/L LA THEd L7235 .0.1 vol% X g A % / — LRk 10 mL &£ T T 100% A H L7,
Z 2T, BB O 0.1 mol/L HEFETAK 10mL Th 7 L& WHTHZ L & Lz,

R BB AT F Lo UT I U-N-Fa e )l
BTN =TT B0 ORI

L 0.1 VOl% KR « A ¥ /) — VIR A H i E(mL) .
HARRIREE (mol/L) 0-5 5-10 10-15 15-20 20-25 25-30 R
0.01 0 tr tr 1 3 5 9
0.05 3 4 5 7 15 44 78
0.1 97 3 0 0 0 0 100
0.2 98 2 0 0 0 0 100
0.5 99 1 0 0 0 0 100
1 99 1 0 0 0 0 100

[EUE (%), WIREE : 005 mg/L  (n=1), tr: 1%

@ T LOMAEEOME

RIZZF LTV TIVN-Ta L UL Y BTNV I =T AR PRATF L UV E = LR gt
HEERI =0 7 L&l ArGE T OMREIT > T2,

%717 5% 0.1 mol/L 3% 10 mL & OF 0.1 vol%=FFE « A & / — LIRHE 20 mL CPsdeis L=k, —F
LYy DT IUN-TRELS YIS Y BFAI =N T LD FICAF LY V= AR P U EARS
=0T LEMREE, REHA 27U 0.05mg/mL (2% 7 —/L¥EHk) 0.5 mL Z & L, 0.1 vol% X -
AR — VR T Lz & ORI AR 10 1R LTz,

RE¥ %A 27U 0%, 8mL CIaEH Sz,
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7210 0.1 mol/L Hafaicid 24T > 72358 D 0.1 Vol%FXHE« X % /) —WIKKIZ L D 2 =H T 206 DR

PRI
VA I & (mL) ~
= AN &t
nz 0-5 5-6 6-7 7-8 89 9-10 -
InertSep PSA + PLS 2 97 2 1 tr 0 0 100

[FIUY R (%), WAL : 0.05mg/L  (n=1)

WIHHEE— TN R A 7 ) ANGEEL TRESNZSDIZONT, =2 F L YT I VN7 et
AU Y BFENALI = TEAD FICAF Ly VAR B U EASRI = T A5 AT T
B AT 2 A, hEY—7 ORBZZ T TIHETHZENTE (K6), AFLRETE,

PLS-2 PSA+PLS-2

1:MRM of 1 Cannel ES+
1:MRMof1C |ES
100) o Sy 100 4403828
4.28e3
£ g__ l'
I|"|'/\'|'>'|I LS LAARE LARAS MR RAL | LA RAARI LAMLE LLALY LARLE ML) |ij90- TII'DE
100 200 300 400 500 600 700 800 100 200 300 400 500 600 700 800

6 50 BMIRIMAETRIC B T ©FER R

(5) BRERVAURIH LA BEZ DWW C O

Rt A 70 3%, WRTHEENCL Y, BE—2EIEVRALNTZ, T =K LKTUKT
=7 BEIIELS, A% /=L TE—IMER N~ BIRBEGTHo7- (Z7a~ ST 0%K 7
IR T), I T, RE¥EUH A7V bR S HICEMRTE D A% 7 — a2 v,
DIEHIAE TH D 0.1 Vol%XEE « A% ) —VIRIEZ WD Z & L LT,

T bh=hIw KAL)= (1:1)
S 1:MRM of 1 Cannel ES+
428 7 1:MRM of 1 Cannel ES+
0] Rae 0 4452438

N N

-0

2I.00 ‘;1.00 ’ ”5.60”1 81[.](]' 1 16?00 1I’12.|{'!:] I 4_&0 I 6.60 ! 8.60 I 10?00 ! 12_'50

200
0.1vol% X : A%/ —)L
7K
_ 1:MRM of 1 Cannel ES+ 1:MRM of 1 Cannel ES+
445428 7 445=428
1] 2.84e4 €D 284ed
g_ /j\\ Bg_
'10 L Ll 1 Ll 1 ] 1 L L L T L 1 - T T T T T T T T T T T T 1
200 | 400 | 600 | 800 1000 1200 e T Y P P

7 BEERIR O v — 27 JEHK (0.005 mg/L)
- 14 -




WIZ 01 VOI%XE « A% ) — )LIRIKTO KX %A 7 U v OREMZHR LT,

0.1 VOl%=Xfig « A & J — VIR & AV T 0.0005 mg/L FEWEATR 2B L, -20, 4, 8 M UN20C CIRE
L. LC-MSIMS THIEL T R¥x A7V v OfRBE b E MR LTz, HEOKRAZIEZX8 TR LT,

20CHRELISMNE 2 HEIRE, -20°CH 4 ALIBREARMEAME T L2 2 & n | i AR, AR
I DM ERDDH 2 L iR Lic, RBISIKITIARE, WEZ#HE00I TV, F2, WERICIEA— |k
7T —NE 8CITHRE LT,

FEHEJFRIE-20C TIRAFTAUE, 1 0 ARREIILE L ORERH D O, ERREEAH 00 H, 1o H., 2
B H.5 5 HRKRON12 » AR U YRR A2 0.1 vol% X « A % J — /LIS T LT 0.0005 mg/L #=
YERRIR A VERR L. LC-MSIMS THIE L T RF ¥4 27 U v OmfEE (%X 9 TR Lz,

mAEMEIX 1 H LA L7z, IR OMREIZ-20CT1 s A & LTz,

9000
100 -‘ﬁ\‘\
8000
7000 % 0 _*
% 6000 B
B s000 z
o
4000 4 w0
3000 e
2000 % o
1000
0 . 0 —
1 2 3 4 5 6 7 0 12 3 2 xR
X8 R¥I ¥4 27 U U ARHERIK B9 R¥I ¥4 27U ARHERIK
PRAFIREIZ L 2 AR E O B 21k THREE O A 24l

—— 00 (0 ———il( === _20C

3. WSINENEER

RO, ROREN; ., RO, FBOMRE RS DR ZFEHIHW T, EBRFTEDT. HBRIEK
DFREUHE > CTUINIEIGGRER % 520 L 7=,

IINEINGRERIZ 31T 5 B 100%FH 2 OB IEEERK, SR80 7 7 7 3B R OINEE O 7 1
~ "I L%EK 11~20 IR LT, 2. BEBGOT T 7BEBOZF ¥ VHAEIC LD h—F A F
ra~v N7 L% 21ITR LT,

(1) BRI
BPRPEDOREHE R RIUTR LT, BETLIEWT ORI W TE, RE¥ A7 U U OEREY;
ETLHE—7FROOLNT, BRIEEIRG TH o7,

11 PP OFEM

TERR WEE—5 DR ERE D E—oEH (&)

No. | HFERZILAY a84a | DREER] ﬁfﬁ pp——  |mmxe 55 TV IAEMBEER | BE(SS) ;i;ﬁf;%e
(mghg) (ppm) BEEE | 2208 [ w1 | n2 | 8@ | el | 2 | wEme) | E@o) |
1 |R¥iva9)> BN 0.01 0.05 HAEfE 0.05 < 0.100 i 8 8 8 4715 4649 4682 0.002 (@]
BRBERA 0.01 0.05 HAEfE 0.05 < 0.100 i 17 11 14 4614 5231 4922 0.003 (@)
R AT hi 0.01 0.05 HAEfE 0.05 < 0.100 ki 97 93 95 4925 5019 4972 0.020 O
BEA 0.01 0.05 R4 | 005 <0.100 i 14 9 12 4579 4591 4585 0.003 o
Y 0.01 0.05 HifE 0.05 < 0.100 ki g 31 33 32 5860 4746 5303 0.006 O

*1 TSUURH BEBRBROIBISEALTAELHERINSIFET 2. (REISHLTREEAZTI,)

*2 AHROREMNTFHERE BLITEEELSZ, TS VAMOABRBRTRAULARERR (M IR BMTERR) 2RV S,
TR BEE —IDBERSNEN B A, BEBROE—VER (B (FTROBTHRL,

*3 BR(FE) A EE—VDHFFEEAOTHEREISHETHHEIENOL BELELMERITIET x JZRT|T 5,
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(2) B, RHEE KR OVERERR

B N O TRS B O Fait 2 #1212~k L7, 0.01 mg/kg CIHELE91~103%, G THSH 135~10%.
0.05 mg/kg TITEEL9A~97%, P TREEEIX3~6% (HIEMHE : HEE70~120% Mk OMIMTHEEEL5>) L nvTats
HEEICEA T DR TH o7,

FEMEME K OVE BIR A4 (0.01 mg/kg) TOTMENLGRER 21T - 7=,

0.01 mo/kgisINFREHANR CTOSINEE DO TEIEIZII~14TH YD . &2 TORFH TSIN=10% 7= L=,

#12 B FEE K OVE &R O

No.|  mEHRIA] sna | (mmma | BEE | mwEE EERR il R (o0) RE | HTRE S
(mgkg) | (PP (ppm) | OFE" | ypx | gy | 2@ | n=1t | n=2 | n=3 | n=4 | n=5 | (%) | (RSDW%)| Max | Min. | Fifs
1 [FXxIHa40) BEA 0.01 0.05 0.05 — 1503 82 0.9997 101.0 99.8 94.6 94.4 94.9 97.0 3.3
BEA 0.01 0.05 0.01 SIN 1582 8 09939 | 985 99.0 97.2 953 | 1087 99.7 5.2 134 | 126 | 130
BREsH 0.01 0.05 0.05 - 1848 104 | 09965 | 948 | 1012 | 97.0 94.0 94.2 96.2 3.1
BisH 0.01 0.05 0.01 SIN 1719 17 09906 | 941 | 1183 | 928 | 1084 | 1028 | 1033 10.2 172 | 127 | 149
BIFE 0.01 0.05 0.05 — 1694 109 09994 | 863 97.6 932 | 1007 | 89.4 93.5 6.3
i 0.01 0.05 0.01 SIN 1647 18 09948 | 782 93.7 92.9 97.6 93.6 91.2 8.2 116 | 115 | 115
BHA 0.01 0.05 0.05 — 1723 72 0.9993 95.4 99.1 102.5 92.3 925 96.4 4.6
B 0.01 0.05 0.01 SIN 1708 -13 09916 | 968 | 1014 | 1028 | 1048 | 912 99.4 5.5 126 | 123 | 124
Y 0.01 0.05 0.05 — 1808 134 | 09990 | 984 | 1053 | 96.2 90.1 93.6 96.7 5.9
Y 0.01 0.05 0.01 SIN 1615 62 09958 | 954 | 1054 | 1060 | 965 91.7 99.0 6.4 114 | 113 | 113

*1 SINERDDLENHBHBEICFIISINIERTENS,
*2 BohtzEREDNFTRAMEESZHE—) (Max.) RUR/MEES Z HE—7 (Mn.) DZRERDSINER DD,

(3) &kt~ b U v 7 ZADMIE~D R

et~ U w7 ZADOWPE~DEEIZOWTRF LR EZE 13 1R Lic, IINEIGRERIZ B 5 [F]
IR 100%MH SRS 7222 KO IR Lo~ R Y v 7 ARIEEER IR OV B EA IR O3 2 € — 7 1
Ftb 2RO 7o, HREIIE 0.96~1.05 TH VD . WTNOREHIB W TH, BER~ MY v 7 ZORE~D
RBITRD b o Tz,

IINEGRBRC 31T 5 HE AR 13 TR — 7 mEL TR LU THIEEE 2ZRD, K 14 (TR LT,
MIEREEL 95~103% TH Y . HFRME (HEE 70~120%) ([ZEET SRR TH -7,

#13 RE~ b v 7 ADRE~D PR

-l P I __E—VmH (&) " — -
No. SHIRRILED BRE &) (ppm) (ppm) R @%Xli 55,4 TRV O R RIS BEIEERR t—bﬁfé
(ma/ka) (mglL) | EED3I n=1 n=2 Ty n=1 n=2 Ty | (BOH®
1 [Fxo9490Y  |BEBA 0.01 0.05 0.05 0.0025 i 8 4549 | 4569 | 4551 | 4607 | 4343 | 4475 1.02
BaH 0.01 0.05 0.01 0.0005 & 8 899 816 849 876 798 837 1.01
BRAS S 0.01 0.05 0.05 0.0025 & 11 4614 | 5231 | 4911 | 5461 | 4399 | 4930 1.00
BRAshs 0.01 0.05 0.01 0.0005 [ 17 893 907 884 875 872 873 1.01
BRATR 0.01 0.05 0.05 0.0025 ik 93 4798 | 4725 | 4668 | 4599 4440 4519 1.03
BRRTHR 0.01 0.05 0.01 0.0005 & 97 1025 | 1033 932 872 907 889 1.05
BRI 0.01 0.05 0.05 0.0025 i 9 4579 | 4501 | 4576 | 4530 | 4573 | 4552 1.01
BEA 0.01 0.05 0.01 0.0005 i 20 832 949 871 885 926 906 0.96
2y 0.01 0.05 0.05 0.0025 & 31 5007 | 4746 | 4846 | 4800 | 4959 | 4880 0.99
2Y 0.01 0.05 0.01 0.0005 [ 33 923 967 912 975 896 936 0.97

*1 A IEMRERERIZE (45 BN 1000648 LiREICAE S L512, TV VMO HBBR CRARULARERR (I IR FMZERR) RRE CRBLARERR (RERERR 2R 5,
*2 MY RFIRERRR CBEERERROIAICREC2EU EAIE LR LEHET 5. (BEICELTRIBEAZTS.)

*3 IIVYICE—INBHONIIBEITE. M VIR FIMEERRDEE T VEEELSIVN-EEZRALS.

*4 IM) VYR FIRERREHBRLBOIFUVHMOHBREREAV TR S,

*5 I YIRFIRERROBEFERRIIRTHE—VER (RETEHS) DLLERDD,
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K14 MIEEE

e, g | TR s on) | vesmst | WESE

(mg/kg)

0.05 97 1.02 99

RO 0.01 100 1.01 101

0.05 96 1.00 96

RO 0.01 103 1.00 103

o \ B 0.05 93 1.03 96

REoHA 270 | IROFTFIE o0l ol o5 %

) 0.05 96 1.01 97

HOWA 0.01 99 0.96 95

] 0.05 97 0.99 96

&9 0.01 99 0.97 96

4. FOMOREIEMFHI BT 5 FIH
B L b o et FEHIZ DWW T L FITR T,
(3) Wil LD/
® 74 Y vtHhZ 2L [InertSep K-solute (10 mL ££5) ]
BEOEMEN EX O~ a VX DENRK TEEBEL, 7MY U EhT s~ N7 T77
R Gl (SRR 7 [ i A O
10mL RS 7 202, 0.05mg/ll (7& b=k Y /WAER) 1mLEOT & b omL 2R L, =Eii
2 F-0.02 Mpa C 5 2y R 5 | Hake s . Ava g 30 mL 1 43 i & 08 10 mL9 4y 1 TR L, # e, 0.1
VOI% X A X /) — VKR % N % 10 mMLIZE &A% LC-MSIMS THITE L7z & X OfER 2 FK 151R- LT,
WTAVDOERIE T b+ 72 BN G Lo 72,

#£15 ZHMTr A YV T+ T LD

[0 (%)
e Lo o) i 1vol%=F Lo T I v
e L L ek T S PR
W72 h=RrJ L
0-30 3 tr 1
30- 40 2 tr 2
40- 50 1 tr 2
50- 60 tr tr 4
60- 70 tr tr 3
70- 80 tr tr 2
80- 90 tr tr 3
90-100 tr tr 3
100-110 tr tr 2
110-120 tr tr 1
At 6 i 23

PRONJEEE £ 0.05 mg/L (n=1) , tr: 1%AKii

(4) HEIEORGT
OvbE=L_RoEVNE= LR ROREAAKI =17 L [OasisHLB (200 mg/6 mL) ]
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717 5%0.1 Vol% g - A% —/LEEHR20 mLC Pl L7c#, R¥ o4 27 U 005 mg/ll (A%
J—IVIRHR) 05 mLEERTL, A ¥ ) — /L TIRIH LTz & & DRI AZ #1161k Lz, REoH1 7
U 21310 mLT95% A S,

#£16 YE=AXRUEUN-EvoEr ) RUERBESIERI =0T 205 ORI

_ e i (mL .

S=hT A (L) At
0-5 5-10 10-15 15-20 20-25 25-30

Oasis HLB (200 mg/6 mL) 67 28 0 0 0 0 94

[FIEE (%), WML @ 0.05 mg/L

W, RO, KOREN . KONTNE, BOMHR KOS 23kt LT, 7' b odlith L7eisigka T
Y b= h UL ~FH o E k. Oasis HLB (200 mg/6 mL) X i3 InertSep PLS-2 (265 mg/6 mL) (Z#ff L,
ZNZEI 0.1vol%FEE - A X ) — Vi 10mL T LT L7z, ~ MY v 7 AR ER IR OB
FRERIRICS T 2 B — 7 IR 2R, R 17 (TR LT,

iRk L1 Oasis HLB (200 mg/6 mL) i 0.90~1.08. InertSep PLS-2 (265 mg/6 mL) i 0.93~1.06 & PLS-2
DIFH N, LY LITEWERTH -7, £72. PLS-2 DIF ) AlEMENE < . BEORGEMEDS H HLB
WTEH Leho Tz,

#17 A~ b Y v 2OHE

v — 7 A

B4 Oasis HLB (200 mg/6 mL) InertSep PLS-2(265 mg/6 mL)

0.01 mg/kg HEUEAE 0.01 mg/kg HEVE(E

R D5 A 0.90 1.02 0.93 1.03
KD RN 1.06 0.99 0.99 1.00
R O [Pl 0.90 0.90 1.01 0.94
B O 1.08 1.03 1.06 0.99
N 1.00 1.06 0.99 1.04

*1 < b U v 7 ARNMEAE IR OV AR RIS/ 5 B — 7 O

QAT HTFT N U U A7V =5 T 2 [InertSep Cis (500 mg/6 mL) |

717 5 %0.1 mol/LHEEE10 mL}Z TR0.1 Vol%=XHE « A % ) — /LiEik20 mLC T ibeid Lok, R A
271 20.05 mglkg (A% /—VEEK) 05 mLZzEMm L, 0.1 vol%XMg - A ¥/ — /WIKIK CIsti Lz &
TR HPIRI 2 2 18127R LTz,

K294 7 U 1310 mLTL00%EH ST,

WIZAH T BTN DN Y NI =T AR RAF LU PR P EARI =N T
LA AMAEE TR OMERR 21T T2,

%717 L% 0.1 mol/L HEE2 10 mL & TV 0.1 vol% =g « A &/ —/VERIK 20 mL C msere Lz, 47
AFI NI Y BNV I = AT ADFICAF LU E AR P U LEASRI =0 5 A E A
B, FERI¥ A4 270005 mglkg (A% —/LEiE) 05 mL 2% L, 0.1 vol%FFg « X &% ) — /L
BT L7z & 2ok EZR 19 IR LTz,

K% A7 U id, 8mL TEH SNz,

WICHEE—T B RX A7 ) ANGE#EL TR SNTESDIZONWT, 727y U fbs )
HENIZNTIDFICAF L P E AR PUIEAEI =0 7 L2 TREREZIT- 72 &
A WiEEY—7 (K10) KOBELZFTERIRET 22 LIXTE R o7,
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F18 A7 XTI I NMMET Y ATV =T B OEHIRIL

_ N ARSIy =N L B

S=HI A T i (mL) 2y
0-5 5-10 10-15 15-20 20-25 25-30

InertSep Cis (500 mg/6 mL) 98 2 0 0 0 0 100

BN R (%), WONPEE 0 0.05 mg/L  (n=1)

#19 FIEFIATIMES Y BAEALI =BT AR
AF VLV EZNRCBUIBESKRI =0 T A EMAESEN D ORI

_ VA R & (mL) .

S=hT A &5

05 56 6-7 7-8 89 9-10 et

InertSep Cig + PLS 2 98 1 tr tr 0 0 99

MR (%), WA - 0.05 mg/ll  (n=1), tr: 1%Ai

- 1:MRM of 1 Cannel ES+
1004 Cqg+PLS-2 44455%2%
28e

!

LAt A Al L A Mt MM LA e s s L att s T T
100 200 300 400 500 €00 700 800

B 10 50 ERINARIZEB T 2 Rsh
@ 9774 P =R I=HF 2L DR [InertSep GC (250 mg/3 mL) ]
BT 5 %&0.1 mol/LiEfE10 mL& 0.1 Vol% =Xz « A ¥ J — LiRik20 mLC i L=k, R

A 21U 005 mglkg (7t k8K 0.5 mLzEf L, 0.1 vol%FEE « A% ) — LI Tl L7z &
OB AZR201R LTz, REIYA 7 U ATIE & A ETE S o Tz,

#£20 T 774 NH—RI=H T LS ORI

- Vs iR (mL .

S=h5 VA i R (mL) e
0-5 510 | 10-15 | 15-20 | 20-25 | 25-30

InertSep GC (250 mg/3 mL) 2 0 0 0 0 0 2

[FIEE (%), BAONPEEE : 0.05mg/L (n=1)

5. &%

R A7V 0, @R ERDITEEEREZIER L, T 7 ABEZRAE INOT W), R Fre by
HOMELEHT o MERH T,

RFEIH A7) 25 &It 5720, 7& b aaiitiEsis ez,

RO COMBFERICE Y, FIHOBIC=F Lo O7 I VUFERR S A 7 = o BB 4 0 2 Tl
THEZE LT,

BT LML DB TIE, R =T LN TOERE & DFEAEBG<T29120.1 mol/LEHE CHeif L 217 -
oo Flo, —FEHEON T LOHTIIREUN AR+ THoT=Z &0 s, BRERRIR T OBFR L OIS %
BETHED 2 F LT I-N-Ta s YUt Y B AL I =T AR OAF L P =Ry
BUOKEAERI =T 228 L THW,
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Wt Uitz O C RO, IROIERA, IRORTR, FOFH KOS O5A & Z 3 EHZ VT
BMENGERER 2 FEfi LTz, EORE, RIWEZRF CHTNORBHZBWCHHEEZ Y ET 2 L9 2t
— 7RO B o 7, 0.01 mg/kg TIXEEI1~103%, PFfTHE35~10%, 0.05 mg/kg CILE fE94
~97%. DHMTHEREII3~6%D BAFZRFRERMG DN Z Lhvh | ARBEI, SKEMICERTRETH 2
& S T,

[ 7]

BAKEMHDO R YA 7 ) VRBRIEZRF LIz, FRIHA 27 ) a2 Enb=FLoo7 Il
MR FE R 7B b THIHL, 7 =R A/~ YU SR THIER, =F L Y7 IV-N-7rEL
SUNMES Y BN I = TEARRAF L P AR P U RESKI =N T L TR L%,
LC-MS/MS TE& & O LT-,

ROMA, BROREN ., BRORTIE, BOMHEKLSY 05 A& 5mICEM L-#E 5. 0.01 mg/kg TIXEE 91
~103%, PHTFEEIL 5~10%, 0.05 mg/kg CTIEEE 94~97%, D THEIL 3~6%D BT R13HE H
oo Fio. EERAL LT, 001 mgkg ZZEAHETH H Z & DR SLT-,

(3% 3R]
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2) BEHEGE S, LCIMSIMS IZX D& DT NTH A 7 U U REUEWE D SHTEDORE, KBRIFLA
AW SCTAR SRS, 45 , 77-81 (2007).

3) MhHEELS, MAEHFENIAZ V—=27, HPLC BL U LCIMSIMS IZL D BN OEET k7 VA
7V RIEAE 4 FEFNORGESHT, AN, 49, 37-44(2008).

4) WFEBV 5, LCIMSIMS ZHWZKOMEET D p-7 7 2 LR OT v TH A 7V o RHUEWE DR
Reop T, REARTERBEARSWIFEIT#HR, 16, 43-48 (2009).

5) AHEHES, IV, KATT T %A 7 U U REUEE T O, KIS AT, 48, 25-28
(2010).
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7) BHNIL , HPLC ZHWoKEM T DI T T %A 7 U SR EABRE O 2 MR, FEIR
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8) DE Almeida Marcos Pego, et al, Optimization and validation method to evaluate the residues of p-lactams and
tetracyclines in kidney tissue by UPLC-MS/MS, Talanta, 144, 922-932 (2015).
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@© WINEGRER(C BT HREN R~ b7 T A

T Eit}H 1:MRM of 1 Cannel ES+
100 445>478
& M
O_WWWWWWW
300 350 400 450 6 550 600 650 700

1:MRM of 1 Cannel ES+
4454728
6.83e4

100 FEAIELR)

300 350 400 450 500 550 600 650 7.0

100+ JEvEY l’
BREm 1:MRM of 1 Caﬂflﬁé
-
1.85e4

T T T T T T T T T T T T T T T 1 Time
300 350 400 450 500 550 600 650 7.00
11 KW D SRM 7 n< k77 A
(F* ¥ A2V mlz +445-428)
WSO FE . 0.05 mg/kg

N S l' 1:MRMof1C IES
o 2 2 gk of 1 Cannel £5¢

G T T L T T T L T LA T T T T 1
300 350 400 450 500 550 600 650 7.00

N .4 1:MRM of 1 Cannel ES
1007 i Etft R V1S9 0P

300 350 400 450 500 550 600 650 7.00

T 1:MRM of 1 Cannel ES+
Jdie

1001

300 350 400 450 500 550 600 650

12 BKIENi D SRM 7 u~ ~ 7 5 A
(Fx2% A4 27U > :mlz +445 —428)
WSHNiE FE . 0.05 mg/kg
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o 75 445

0 T T LM T T T LA T T T T LML | T 1
300 350 400 450 500 550 600 650 7.00

1007 VR AT

300 350 400 450 500 550 600 650 7.0

100 fEEseey) !
BREm 1:MRM of 1 Cannel ES+
o 08es
08e

X 13 KAt D SRM 7 v~ k7 7 L

(Rx>H% A4 27U v mlz +445—-428)

WINE FE © 0.05 mg/kg

l' 1:MRM of 1 Cannel ES+
4454728
2.07e4

= Enn 1:MRM of 1 Cannel ES+
WA I 0 uit*“{' 4455428
100 1.64e3

c T 1 L T T I L T LI ) T I LI T 1
300 350 400 450 500 550 600 650 7.00

S, 4 LmvRMof 1 canneles
1007 FELAE ° af{f;gg%

0 T T T T T T T 1 T T T T T T T 1
300 350 400 450 500 550 600 650 7.00

100+
TR

Yo
1

T T T T T T 1 Time

300 350 400 450 500 550 600 650 7.00

X 14 B O SRM 7 a2~ K75 A
(Fx>% A4 27U v :mlz +445-428)
WSHNiE FE . 0.05 mg/kg
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e e 1:MRM of 1 Cannel ES
100 7T EH ! ° aa{lfiﬁg

G T ) L 1 T T LK ) LI T T LI T 1

300 350 400 450 500 550 600 650 7.00
lv 1:MRM of 1 Cannel ES+

100 4455428

EEyIERR Sy

MALARAR RARAE NAAAN UARRS AAMAL RARMS RAMAS NAGRE RASALARAL SASAS AR RASAIAARAR AARMS]
300 350 400 450 500 550 600 650 7.00

100

A Y
e 1:MRM of 1 Cannel ES+
445>428
1.85e4
£
A RAMAE Laas hai ML RS At haah Ranad nanas e aas nasarnanns s a I 011 1 1)
300 350 400 450 500 550 600 650 7.00

(15 5V DSRM 27 a2~ 7 J A
(FR®>H A4 27U :mlz +445-428)
WA FE : 0.05 mg/kg
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QE&ERFICK T LREN 7 v~ M7 T A (EERFRE)

oo g 1:MRM of 1 Cannel ES+ F s Zfals 1:MRM of 1 C 1ES
PATIEE R 445>428 100_7 DR o e

£ -
0 T T T T T T LAARA | T T T T T 1 0 T T LLARAR) T H me LA T T T T 1
300 350 400 450 500 550 600 650 700 300 350 400 450 500 550 600 650 7.00
l' 1:MRM of 1 CBA{T%E_{E ‘
X S . s 1:MRMof1C IES
100 ISR Thel 10 EAELK of 1 Coppeliss
.2be

T T T T T T T L T T T T T T T 1 G T 1 1 1 T L] L} 1 1 1 1 T L 1 1 1
:GS.C() 350 400 450 500 550 6.00 650 7.00 300 350 400 450 500 550 600 650 700
100 AR 1007 e '
- 1:MRM of 1 CBA{T%E_{E s 1:MRM of 1 CBA{T%E_{E
3.88e3 4,393

ERRas s b B o R DA A A S S Aananas ninas sanc o WERTYOT=Y L ARAAY RAAS LASn SaRY LAAAY AnAS Lanan Laand nassy ot sanas sases nana panes s s s I TV
300 350 400 450 500 6550 600 650 700 300 350 400 450 500 550 600 650 7.00
X 16 KA O SRM 7 a~ ~ 7 5 A X 17 BHIENi D SRM 7 u~ 7' A
(R*¥>H A2V :mlz +445—428) (R¥*>H% A4 27U :mlz +445—428)
AN E - 0.01 mg/kg WA FE © 0.01 mg/kg
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Fs S 1:MRM of 1 Cannel ES+ F s Spar 1:MRM of 1 Cannel ES+
ATk 445428 ATy :
1007 A 73563 100+ 4452478

A A A LA A A At L A AL A AR WA M A M AMAMLARAG S LSS AR ALt At LAl AR Al AR b A Rl A Ml
300 350 400 450 500 550 600 650 7.00 00 350 400 450 500 550 600 650 7.00

l' 1:MRM of 1 Cannel ES+ lv
445428 1:MRM of 1 Cannel ES

1007 ot 37663 1000 EEfEE nne

[FL]

G L L L T G T T
300 350 400 450 500 550 600 650 7.0 300 350 400 450 500 550 600 650 7.00
100 BRI ' 1007 : '
= 1:MRM of 1 Cannel ES e 1:MRM of 1 Cannel ES

R ¥1:59 57 SR R ¥159 574

663 43463

T T T T T T T T T T T T T T T 1 Time T T T T T T T T T T T T T 1 Time
300 350 400 450 500 550 600 650 7.00 300 350 400 450 500 550 600 650 7.00
4 18 JKIFI&D SRM 7 @~ k7 Z A 19 HBFHKWO SRM 7 o~ k7 7 5

(R*vHhA 27U miz +445—428) (Ko A2 U2 mliz +445—428)
SN EE : 0.01 mg/kg WA E :© 0.01 mg/kg
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s - = 1:MRM of 1 Cannel ES+
100n 7 7 o EEE 2 445>428

VAYS

G T 1 LA 1 1 1 " T L 1 1 1 Lk T 1

300 350 400 450 500 550 600 650 700

1:MRM of 1 Cannel ES+
445478

100 s ma »98e3

T T T T T T T T T T T T T T T 1
300 350 400 450 500 550 600 650 7.00
1007 smsye i

BREm 1:MRM of 1 Cannel ES+

445478
28e3

LSS RARAR Lndat haahl MAAL RS Mt A BAnA RARMS LAbad A Ranks nna winad I 111
300 350 400 450 500 550 600 650 7.00
X 20 59 SRM 7 v~ K7 7 A

(F¥>% A4 27U :mlz +445—428)
WO © 0.01 mg/kg
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KB OREH S N—F N A A7 a~ N T A

1007 TIC
| ExAERS 4.24¢7

1007 .. Scan ES+

| &Y 71749
T

I e R aaa s s e e ana s nanes naans aanns naans annas Bl 1111

250 500 1% 1000 1250 1500

2077 VB O b =2 A F T mv A
MESM: . Cv=28V (CV : corn voltage)
(A% #ilAH : 50~1,000 m/z)
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