XA EFIL, ABRIEPARICB T 2N RZMY £ O b0 TH Y BRIEDFEIZ
BRLTZEBL LTSV, B, MEFEONE LM E 713 ERRERE & OMICEEE) &
AT, B E TS TRABRIENEET O 2 L2 TRHE T SV,

Bl T 0 REFORT TH OWE
DBRIEDHFE S 2 i &

Z A nmmBRIE (FREY)



FAuv RRE (BEY) OREHRR

EE]

1. HHY

A i~vradA4 RRUVEWETHY , fIEO Y R Y — L4508 7 = MNIFE
HLTH U R7EERERE L, HOMMEZNHT L, EIZ, 77 LBERE, ~1 277
A kO HFED 7 7 AEEEICH LA TH D, ENTIE, BWHEEME LT, ¥4
0y RO RO ERA. U B OB K O A AEHR ARG QNI A B 0 4
R O HEOKIRIMBIN AR SN TS, £7o, U VBRI Z xtS@h & U= fEHRm
e LTHRESNTWD, 4TI, BU, Bk, 7V THESICBWT, 4, K, E. 5.
LHBESE%SRE LEEMAERGL E L TRKRENTWD, £, KE, B FHFEIIBW
T, BOIEHEOT AU BFMHIFEOFRIEOT-DIEHENTWD, BB, b NHEKLE
LA ST D,

BRICHE 9 A 20 BAHT T, B&h, NI 5% O KR EUE (TN 34 R4 SRS 370 5)
D—EHNBIEZ I, BEHFOX A 1 OFREEMBENHKE S NN, TOERICONT
T A av 2 ThAEDIChS>TEIF A B ARREA v BEXARY YA
WCHRELZb00fMmE L, ZOMOBRMIIHSTUIX M B A LTDH) L3, 22
TAEIOBRFHZIBWTIL, ZHHDE RS EEMIZOWTITIZ A rT v A%, [THADIC
ONTIEEA BTV ARDE A 1 BEGE LT-RBRIEAZBERE LT,

2. TG A OREE R O E LSRR E
(1) Orsfba® . x4 A

e 0
FEE 1 cH,
J 1" cHo
CT\E,O CHan | A
HO™ \—>—0-, \ N(CHs).
v 9 CH, CH - sk
OordCH TENT G0 J N0 on
CHy o\ AN, __A—CHs
’ o OH CHj \o,]f_,o,_,

CHy

53§30 1 CagH77NO7

4y 1 916.10

IUPAC4 : (10E,12E)-(3R,45,5S,6R,8R,14S,15R)-14-((6-Deoxy-2,3-di-O-methyl- 3 -D-
allopyranosyl)oxymethyl)-5-((3,6-dideoxy-4-O-(2,6-dideoxy-3-C-methyl-L-
ribo-hexopyranosyl)-3-dimethylamino- 3 -D-glucopyranosyl)oxy)-6-
formylmethyl-3-hydroxy-4,8,12-trimethyl-9-oxoheptadeca-10,12-dien-15-olide

CAS#E 5 : 1401-69-0

SBL . A ~E e, MR R~ R

TR ARRT v —b m ATV T by BEELRIEKSE, "By =T
JZHYE, KICEHRZ 2T 25 (25°C : 5mg/mL),

fleL : 128~132°C



(] &7 40t 3E () & — L&~ — 2 (hitps:/labchem-

FeBEYCRE - -46°  (25/D) (=2, A %X J—)L)

wako.fujifilm.com/jp/product/detail/W01W0232-3399 html)

(2)

IHTRIGALEY « A n B

HE, - 2 o

‘ )H\ CHO
g
HO N0 8”3 ? N(CH,)Z

OCHOCHJ \E 0. jo
CHa,

53 F 3 0 C3oHesNO14

Sy 8 771.93

IUPAC4: : 2-((4R,55,6S,7R.9R, 11E,13E,15R,16R)-6-((2R,3R,4S,55,6R)-4-
(Dimethylamino)-3,5-dihydroxy-6-methyloxan-2-yl)oxy-16-ethyl-4-hydroxy-
15-(((2R,3R,AR,5R,6R)-5-hydroxy-3,4-dimethoxy-6-methyloxan-2-
yl)oxymethyl)-5,9,13-trimethyl-2,10-dioxo-1-oxacyclohexadeca-11,13-dien-7-

yl)acetaldehyde
CAS#H 7= : 11032-98-7
SMBL: A~ — D 2 O [

BEEYE © DMSO. A X J — VIR

(1] BOC Sciences 45— AX—7  (https://www.bocsci.com/product/tylosin-b-cas-11032-
98-7-476988.html7nid=1335)

3. HEUEfH
AL, IEZbBOIChoTUIF A uLy A RRF A ul vy BEEA Ly A
WICHE LI ool L, ZOMOBRBICHSTEXA BT A LT D,
B ih4 FEYEE (ppm)

DA 0.1

& D 55 A 0.1

Z OO B ILEIC BT 28 O A 0.1

=D HEN 0.1

izl 0.1

Z Ot O PEBEEH FLIEIC B/ T 2 B O IERE 0.1

A0 i 0.1

& D T fik 0.1

Z O o R FLEIZ & 9 2 B O P 0.1

20D R fliek 0.1

J D S fie 0.1

Z OAth O R FLIE I R T 2 B O Bk 0.1




DRy 0.1
RO Ry 0.1
Z OO FEFEILAICE T 28 OB 2 0.1
FL 0.1
ORI 0.1
DN, 0.1
& D [Tk 0.1
5 D B ik 0.1
%5 DR 5 0.1
B DY 0.3
THHD 0.7

%1 [ZofoEEEALEICET 28 &3, BEWABEICET 28005 b, FEO)
LS D b DA NS

%2 TERHE) &, BRIt o055, AL TG, IR OB gL O
FEVD,

[HSL] JEA @A KEE BARGEE - RO EEFET BN B, IINYE OB L1
D ELIET DT HONT” SFICEE9 H 20 A, AERFE 0920 552 =

[FEB ]
1. &k
LOTHA, AORE. O, FH. BINKNTEAD (BEE) X, fLifino/h
FEJE THEA LTz,
(1) FofmA
IR CERsR) REECTHRIEEZRBR Y IEMIE A MY br& . K5 mm ALLTICHIE] L 7250k
ZIEREICEY  BEEILTEHEEOKG LIz X /) — L LT 20 vol%lERE (1: 1) JRIKZ I Z
T, 77— 7ty —T¥ kLT,
(2) 4ofEl
iR CERsR) REETHEEZRBR Y MINE AT BrE . &5 mm ALLTICHIE] L 72508
ZIEREIZEY | BRI THEREOKG Lz X /2 — L LT 20 vol%lERE (1: 1) JRIEZ N Z
T, 7—R7atwyH—T¥H—bLT,
(3) ORI
iR CEAZE) REETH S mm ALLTICHID) L7230k 2 EfEIC &Y . ERETEHEED
KmLlzx & ) — )V TR 20 vol%lElE (1:1) RikZMZ T, 7— K7 mt vy —TH—
kL7,
(4) 43
Rl OKST) REOREIZ EfEICEY | HEIETHEEOKG LI Z / — L KTD20
vol%lEfE (1 :1) RikxZIMz T, I<EE LT,
(5) I
Rl OKST) REOREIZ EfEICEY | EEIETHEEOKG LI Z / — L KTD20
vol%ElE (1 :1) JRikZEMZ CREY AP —THbL LT,
(6) ITHbHD



IR Ok T) WRREDOREZ IEMEIZEDY . BEELTEEOKG LTI 7 — /L KT20
vol%PEfE (1 : 1) IRikEMz2 <, L<BA L

2. R¥E - K
A m s AREHER  MIEE 97.2% [EB L7 A LV AFDEHEE (k) Y]
A A m s BEEYES, - FE 97.2% [MpiER T2 (K ]
TRy, X)) p-nFH U AZ )b R BB (BRI () ]
T hr=hUL:LOMS A [BEE(LS (BR) Y]
e - Atk (BRI (k) ]
X : LOMS Hl [ L7 A Vv AFEHEE () ]
X7 =0 L Kk [BE7 AV AFDEMEE (k) Y]
Wele - Btk (8 L7 A VARG (BF) ]
el 7 = A Rk DRE RS (BR) B
AROK LOMS [ (BRI LT (%) ®] kOmEikiks v~ 77 70— 8 [BREF
(BR) #]
UV Rk [BEE7 AV 2000 (BR) ]
F 7 2T YA Y AV =H T A (500mg) : Bond Elut C18 [500 mg, 6 mL,
Agilent technologies tE#] (LLF CI18 S =07 A LT %)
BEHEIRR © A m s ABEYERL 10mg ZREE IS & L, 7 & by 50mL ([Z3FE LT 200
mg/L iRz L7, # A4y BEEEN 10 mg ZRHEICHEL, 7 M 50mL 12
AR L C 200 mg/L A 2 RS U 7=,
WIMAIEER 2 A vy ABEEREZEE 7 2 o CTHIR L, 0.1mg/L, 2mg/L, 6
mg/L Y 14 mg/L DIFMERIKZ T LN LTz, Z A v BIREERKAZ T &
T BEAR L, 0.08 mg/L &N 14 mg/L OAEMEVRIE = Z - Eh il L=,
Fon B AR YRR« NN R YRS IR A R . KON A Z 7 — L (1:29 :70) IRIK CHEH
FRL, XA 132 AT 0.000025~0.021 mg/L, %1 2> BiZ 0.00002~0.021 mg/L O
FEHEPRUR A L U 7=,

3. ALE
7— K7 oty —: MK-KSOP [N Y=y (F) #]
RESFAY— 1OV ETET I AT TIVHNL (%7 bY =R b—H—|% S25N-
18G) (IKA tL#)
OB - o= S — YL EE DB 5930 [AREPBEE (FF) 8]

LC-MS/MS
% E A = fh
MS LCMS-8050 (BR) EHRUERT
LC Prominence =)/£27 7 V= h v
AN
Ko7 LC-20AD (FR) EE BT




T I H— DGU-20A3R (FR) EE R ERT
PPV E SIL-20AC (FR) EE R ERT
VAF A3y ha—F | CBM-20A (FR) EE R ERT
BT LI —T CTO-20AC (BR) R ERT
T — A HLE LabSolution (FR) SEsERr

4. MERM

LC-MS/MS
LC &Mt
25 Inertsil ODS-4 [ANfR 2.1 mm, £ 150mm, K 1£%3
um : V=LA A (Bf) B
B A iR 0.20 mL/min
EANE 5uL
BT AR 40°C
A :0.1vol%XHEEA 5mmol/L FERT T =17 LVE
BEhteE 53
B#Z : 0.1 vol% X - 7t b= KU LAWK
il (43) | AW (%) | B (%)
0.0 80 20
5.0 80 20
VAV s 15.0 5 95
25.0 5 95
25.01 80 20
35.0 80 20
MS &1t
HWEE—F SRM GEIRISE=H Y 7))
A+ AbE—FR ESI (+)
A UH =T > — AEE 1 kV
A (DL) R 150°C
A B —T x— ARE 300°C
t— 7 ay 7iRE 500°C
27 TA V=& 3.0 L/min
RIAA 27T AR 10.0 L/min
t—7 4 7 A& | 10.0 L/min
alva A =%
i . X Am A :+9164—174.1 (CE38V)
ERAXY (mk) 24y B 477231741 (CE30V)
s . ZAmi A +9164—7723 (CE31V)
REREA A () ZA4my B:+7723— 88.1 (CE55V)
. A A 1245
PREFRFTH . (min) ZArL B 11.84

5. &




IR AR & RS, KB ONA X 7 — b (1:29 :70) JRIETHIRL T, LLTFOEED
e ot PR HERS IR A AR L 7,

- ERIRFURE [# /a2 A:0.005mgke XA B2 B:0.004mgkg (XA mT Y
A #UR 0.0047 mg/kg) 1 AW L 72556 O R i RR

H A A 0.000025, 0.00005, 0.000075, 0.0001, 0.000125 & TX0.00015 mg/L
H A 12 B 0.00002, 0.00004, 0.00006, 0.00008, 0.0001, 0.00012 mg/L
 FEYEEIRIE 2SN L7255 OB SR g

FOMmAL ol ok, 4 GEHE(HE 0.1 mg/kg)

0.0005, 0.001, 0.0015, 0.002, 0.0025 & T} 0.003 mg/L

N (FEYE(HE 0.3 mg/kg)

0.0015, 0.003, 0.0045, 0.006, 0.0075 & T} 0.009 mg/L

b Ao (FEYEfHE 0.7 mg/ke)

0.0035, 0.007, 0.0105, 0.014, 0.0175 &% 0.021 mg/L

Z O 5 uL & LC-MS/MS IZHEAL T, bt —2mEaz T e A K
WH Ay BORBEREIER LT, RBRIAIL S uL 2 LC-MS/MS (2 A L, #akh i S
BIZLV Ay ARDE AR U BOEEEZREI L., (XM rd B ry v
A ~DOHFAREIE 1.187)

6. WEElOFHR

DAL EONEIE, FORFIE M QS (X A v v A TRINEEE - 8RR 0.005 mg/kg,
FEMEME 0.1 mg/kg) : ATALER L, ok L7238k 10.0 g AR Y S E IR R E TSI O %413 0.1
mg/L N ENEVASTZ 0.5 mL, FEYEER RN OS5 A1E 2 mg/L TIMAEYERRR 0.5 mL % i
MU, BE L%, K& LIIRRE T 30 45 M & Lz,

BN (H A v APSINRE  EREIRAR 0.005 mg/kg, FEHEME 0.3 mg/kg) : BTALEE L, ok
7 L7230k 10.0 g A8 B E EIRAIEE RN OSA 1T 0.1 mg/L TN ERSHE 0.5 mL, J&
WSRO A1 6 mg/L INIMAAEMERRIR 0.5 mL 28N L, IRG L=, ke L7tk
REC 30 43R ki L7,

EbHo (XA v ARINRE © E&RS 0.005 mgke, AYEE 0.7 mgkg, ¥ A w2
v B ININIREE BB 0.004 mg/kg, FLHEMH 0.7 mg/kg) : BTALEE L, OK& L72ilEl 10.0 g
\ZE BBRFREARINOEGA 1 0.1 mg/L IINAEMERK (X4 v A) 0.5mL £7213 0.08
mg/L IRINAERERR (XA 2 2 B) 0.5mL, FEVEMEEETMNOEE T 14 mg/L RN
YRR (XA 13 A) 0.5mL £721% 14 mg/L IRINAEREREKE (X4 2> B) 0.5mL %
TINL, IBA L%, ki L72IREET 30 Zy MkE L7z,

7. BRI O TR
e

AABYUARDE A vy U BEEETEREOTY ) — /L L U20 vol %l (1:1) 1RIK
EMZ CERE L LT B o 7' b THIH L, n-~F TR (136220841
BWE) Licth, A7 2T Vb Y B AV =07 ATHEL L, LC-MS/MST/E &



OERE L7z,

(1)

O M. BN R ORFIERO 54
IR CEARE) REOFEZ /S mmMALLFICHE) L=, Eflc&Y, EET%
BOZH ) — )L KO0 vol%iilE (1:1) RIREMZ, B —{b L%, 3800 ¢
YT A2 EA RV T2, ZHIZTE Fo50 mLEMZ THREDF A X L%, 55
3,000[E]#: TS R OB L. B Z -T2, BBRWICT & F 25 mLENZ THRE
A X LTt%, ERERBRICELDBEL, o EERE G DY, TR R UEINZ
TIEMIZ100 mLE L7z, ZOEWENHIEMIZ2 mLE5R L, fFRKE F TR mLIZ
g L=t%., K10 mLEMZ T2, Z3uuln-~FH 10 mLE2INz TR E 5 Lz, &5
3,000[R1#5 CT555 ] oy L, n-~F Y @2 i CHOBEAR 2RIV IR LT, 5% > Ton-~
XY URBIXEREREAT TBRE L,

@ HEOIFOHE

iR OKG ) IREEORELZ Efglc &Y | HEILTEHEREOZ X /) —/LKTU20 vol%IHE
fe (1:1) BiKZMA, H—b L%, #BH0.0 giTHY T @2 &V RS, ZHZ
T h50 mLEMATHRE DT A XL, 8573,000[0085 TS5 im0 B L, B
a1, BEWIZT 7 25 mLENMA THEY A A LT2tk, Bt & RERIZE O
SEEL. Bz BRIk ES DY, T M2 TIEMIZI00 mLE Lz, Z DRk
N IEMEIZ2 mLEE L, R F TR mLICEME L7z%, K10 mLZNxiz, =
Zn-~FH 10 mLEIMZ TR E 9 L2t 853,000 5 TSoy il om B L, -~
XYV UBAEBTCOHERELZ2EM Y K LT, Eolon-~FV U ITEHE LR E T THRE
L7,

® IIbHODYEE

IR OkmF) REEORE 2 EfEICEY | HELTHEEOZZ /) —/L LU0 vol%HEE
fe (1:1) IBKZMA, B—b L7k, 30BH0.0 giciS T 2EZEV R 72, Z4UZ
7 RS0 mLEMA THRE DT A XL, 8593,00000085 TS50 B L, B3
a1, BEWIZKS mLEMZ THENML, 7T 25 mLEMZ THREY A X
L7zt%, Bt L ARICEODDEEL . B on - EBiEEAbE, 7% b2 IZ TIEMIC
100 mLE L7z, ZO@WENHIEMEIZ2 mLA0 L, ERE505E F 1 mLIZENE L=
#%. K10 mLEINZ 7,

(2) K

G BTNV T ) ATV =T A (500 mg) IZA K ) — IV KROUKES mLE A
WEAL, FIMHIRIZE T, 207 A2 (1) THELONZERETEAN LR, Bist K
5 mLTHeW, Bk E T 7 JMIFEAL, SHIZKLRAHX 7 —/b (1:1) {BHES mLEFEAL,
BTEHRITIEC-, HiEE, KK OAZ 27— (1:29:70) JRIEI0 mLAEEAL., K%
O, HEEE, KEOA KX 7 — (1:29:70) {B#REMA CTIEMEIZI0 mLE L2 b O %R
iR E Lz,



MBFHE 7 m—F 4 — k]

TR

L FOmAE, ORI KOOI : R L7250 20K T CHAREUIRIE & L CHlY)
I L, BB TEBEOKG LIz X ) — /L K20 vol%HElE (1:1) IRIRAMZ, Bk
L kL2, 20.0g GUEF10.0g4HY) Z&VED

L, BINEONE B A0 ok LB, BRI TEEOKG Lic=¥ /) — 1 Kk
L 20 vol%lERE (1:1) BkREZMx, H—{b L7k, 20.0g GUE}10.0g 1Y) % &
I Vg

it

l 7EbhrS0mLZMZ, FEDFA X
Lo, ERIRAERD
L BEY (13bARO08E813K 5 mL 242 CEME) (278 hr25mL 21z, &E
AR
L O EEE, BB ERY, o Bk EAbE, 7T F T 100 mL ICER
I o 2 mL 20 L, EEXKFF TR ImL ETEMK L. K10mL 2Nz 5
[ Biflg (ZHH-oL) |
I on~FH o 10ml 2Nz TIRE 9
L mL R e~ U EEETD
L KBIZ n-~FH o 10mL 2 M2 TR E 5
L mELDEER. i~ U EEE TS
I BEolon-~Fh U BEEREL FCRE
[ H 27 2T s Db VA FAI=AF 5 (500 mg) sl |
AKX —)5mL, KSmL Carsrq4ra=r7
FRTHELNEEREEAL, HHEREHTS
K SmL CHREI|ELE, YEiRE D 7 MMTEAL, FHREHETS
KEORALZ 7 —v (1:1) JRIKSmL ZFEAL, MHKEZRETS
WEfz, KEOAZ 7 — (1:29:70) {B#K 10mL ZFEA L, BEHIKEZERD
BEfg, KEOA X /— (1:29:70) {BE CIEMEIZ 10mL &35

AR IA
l

LC-MS/MS JIE |

8. ¥ R~V w7 AUSHIEEAERHR O 7 H

BRI SRENLDO T T o 7 RBRIEIEN S 02mL 240 E L, EEK F CIaftaRrE L
% WINENGRERIZ 35T 2 [EIER 100 % FH 2 2 58 O fR S A YEVA IR 0.2 mL &0 2 CE iR
LizbDaE~ Y v 7 AYHIMERERK & LT,

[EREUEE]

1. MIESIFOREG

(1) MSZAFDMES

AT ARDE A 1y Bt A% v VREIZEB W T3 7R S B AL7ZESI (+)



T—RFTHETDHZLEE LT, A0V ADAF Y VAIEICBIT D~ A AT ML EH
I-UCR LTz, /7 A4Y MY Z7EENISSZTHDLIXA Y ADT v kAN
(m/z 916.4 [M+H]") WM< BEINTZTO, KA 2TV I—H— A F TR LT,
K12k O 13122 A a v A7 a s A7 (m/z 916.4 [M+H]Y) &7V 1—H—A
FELESEOT eI A F AR MVEIR LT, TR M AT, BRED
RS Tm/Z1TAI R OTINRIZZBIRL . 2N A DH B L YREDMRI > T-m/z916.4
—1741 % B A A2, IRIZREDFED > Tom/z 916.4—T123% EMEA A2 & LTz,

Inten.(x10, 000, 000)

3.0
2.5
2.04 916.4
1.5
1.0
0.5
0 oll 1 A RN
250 500 750 1000 m/z
M1-1 #A2L P ADYAANRY FL
A%y UHIPH 0 50~1100 amu, I & S5 ESI(+)
4 A4 m A1 mg/L
Inten. (x1, 000, 000) Inten. (x1, 000, 000)
2.5 1,50
20 1.25-
151 1741 MO 14
1 0.75 ]
104 ] 916.4
1 0.507
E ] 772.3
0.5 0.25 ‘
0_0:“\\‘\‘\““““\““\““ 0'00:“”““‘\“‘“““““
250 500 750 m/z 250 500 750 m/z

K1-2 Xy A F AT MLV (ER) K13 7YuX 7 bAoA 4 A7 bL (EME)

TV T ——A A miz916.4 TV =Y —AF > mz916.4
RE S - ESI(+) B E S - ESI(+)

CE=38V (CE : collision energy) CE=31V (CE : collision energy)
A A 0.2 mg/lL A A 0.2 mg/L

ATV UBOAF Y SEICBIT AT AANRY NVERR-UCRLTE, £/ 7 A4 Y MY
v JEENITNAMTHDLI XA 0 BOTa AT (m/z 772.3 [M+H]Y) 2358 < B182
SN, RAF U ET Y I—H— A FNGRIN LU T2, K22K X234 1 1y BO
7'a NI (/27723 [M+H)Y) =7 ) h—Y—A F L LI a0 T a X s M A

_10_



VAN MVEIR LT, Ta X7 M AR, BEDORD o Tom/z 1741 K 0088.1 % EIR
L. mz7723—=174 1% EEBA 4. mkzT123—-88 12 EMA A4 L LT,

Inten. (x10, 000, 000)
3. 04

z.é 772.3
s
Lo

05

0.0 I
100 200 300 400 500 600 700 800 900 m/z

X2-1 A2 2BDOYAARYT KL
AKX ¥ UHPH 0 50~1000 amu, ] E &4 0 ESI(+)
241 B: 1 mg/L

Inten._(x1. 000 000 Inten. (x100.000)
3_0—: |
] 5.0
20{ 174.1 i 88.1
] 2.5
1.0 1
oottt 0.0- e
250 500 750 n/z 250 500 750 m/z
M2-2 Tw s N F AR MV (ERE) K23 FuF T A A AT bv GENE)
TV =Y —AF m/z772.3 TV =Y —AF  mizT772.3
BIE S - ESI(+) HESAE  ESI(+)
CE=30V (CE : collision energy) CE=55V (CE : collision energy)
Z A1 B:02mg/L 2 A4 v B :0.2mgL

Fim, Tu—A Ve a i ERWT, £ v F—T7 = — ZEE, B (DL)
BEELOt— 7oy ZlEL2RE LI, A% —7 x2—AFEFIT 1~5kV., DL {REIX

150~

300C, E— 72 v ZIREIL 100~500°C D#HiJH T/ T A —Z 2 Bb S/ xDXF

Aav AR Aryr BOE—VREAZIR LR, A 0 —T7=2—REFET 1
kV. DLIEEIX 150°C, b — b7 v ZiEEIZ 500 CIZRTETHZ & & L,

(2)

LC §&M o fast

IXUDIT, 7u—A P v a rioirad B CREE O & ORI OFEEIZ >

_11_



THFH LTz, 7 h= R U KOUK (1) JRIRE 7KL A X 7 —v (1:1) BIEE AW
THA T AR A ayryBOY—7@EErZNENRKR LA T F=FY
SROUK (1:1) JRIETIE, KB OAZ 7 —L (1:1) BIRICENTHE A v ALK 4145,
24y BIFK3IFoMEOY—sRn GO, 2T, 7 =M AKUUK (1:
1) BIRIZEEE (0.02~0.2 vol%). 7 »E=72. (2.5~10 mmol/L). F# (0.02~0.2
vol%) F7-IFEEET =7 L (2.5~10mmol/L) ZHML T, A av v ARDOZ A1
VUBOE—ZMEAER LT, EORRE, WbEMmE bITXBT E=T A KR, BE
e, Wil 7 o E=v ADJRICE — 7 38ENE N -T2, Fo. T U E= T LAORMEE
DFEWVZ LD E— 7 EZTITEAERD LN -T2, UL EOKRGHERNS, BEfE L
LCS5mmol/L FT LT A& WMLIZT 2 b= h VU LVRIEEZZERL T,

WIZ, T 7 D WGt a2 1T o 72, BEIFE A Rl 5 mmol/L T =1 A
W, BIHIZT 2 h=KVY ), 55 H T HI20DSA Y 7 H F 2 (Inertsil ODS-4) %
NWTHA BV ARRE AV BOY— 7 BIREHR LI ZA BERY—T 17
DRD BN, BEHICEBARNT S 2L TE—ZBRAUE LI b, THEERE
(0.02~0.2vol%) ZHaEt L7z, ZOFER, ©— 7 IR LK O RS BAF CTd o 7o TR
JE 0.1 vol% Z 3R L, BEHHIL, A% 0.1 vol%XEEE 4 5 mmol/L FEET > & =17 AR
W, Bitix 0.1vol% X - 7 h=hUMEIKETHZ L LT,

AT T 20, WS TWD ODS b U A7 vk T A TS Atrantis T3 (Waters £
B AN 2.1 mm, £ 150 mm, K278 3 um) . Inertsil ODS-4, Inertsustain AQ-C18 [ & %
WY —x A =R (BR) 8, AR 2.1 mm, K& 150 mm, F7 1% 3 um], L-cloumn2 ODS
[(—8) AL B mAr et f. N 2.0 mm, B & 150 mm, KiF£% 3 um]. Mightysil
RP-18 PA, MightysilRP-18 GPAqua [ & & ICBIR L (BR) 4, W 2.1 mm, & & 150 mm,
BiF#8 3 um] ZHEHRE Lo, TORR, B — 27 RB &S B4F T - 7 Inertsil ODS-4
IR L T2,

VL EoO®EHER S HPLC 1%, 085 7 412 Inertsil ODS-4, A i 0.1 vol % ¥ i
EA Smmol/L XEET =0 AR, BIURIZ 0.1vol% XHE - 7 b=~ U LRI E WD
ZElL, BEARICOWTITAKRKDBIR (4:1) RIETS olRFLZEZ, @01
N5 (1:19) EFTOREAEZ 10 5 TITH> 2 & & L,

(3) 1

AT ARDEA vy B ORBEHROBIZ ] 3-1~3-4 [T LT, FIREHPE (¥
A1 ATIL0.025 png/L~0.15 pg/L T35 pg/L~21 pg/L, # A 2 B Ti0.02
~0.12 pg/L T 3.5 pg/L~21 pg/L) THERR L7 EMOWREREL R? 13 0.998 UL ETH
D, BAFREMREE TR LT,
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160000 1 20000000 A

cps

140000 4
“20000 4 15000000 4
00000 4
2 80000 &, 10000000
° 60000 - °
40000 4 5000000 4
20000 4
0+ 0 A+
0 0.05 0.1 0.15 0.2 0 5 10 15 20 25
ng/L ng/L
3-1 AT ADRBRERROH 3-2 ZA T A DOBREROE
JEFEHPE : 0.025~0.15 pg/L TEERPE - 3.5~21 pg/L
y=923046.9x—73.6 y=874592.8x —334353
R2=0.9997 R2=0.9980
160000 - 25000000 -
140000 4
20000000 A
(20000 4
{00000 4 w 15000000 A
80000 - 5
60000 4 10000000 A
40000 + 5000000 -
20000 A
o+ - 0
0 0.05 0.1 0.15 0 5 10 1520 25
ng/L ng/L
3-3 A A1 B OREROH 3-4 A A1 B OKEROH
REEFDE 0 0.02~0.12 ng/L TRFEHDE ¢ 3.5~21 pg/L
y=1184543x —474 y=1070262x —323957.2
R2=0.9998 R2=0.9990

(4) EERS
E R OF R R Z LI TITR Lz,
A A A 0005 mgke [FRERAERE 10 (mL) / BRBRIEE T OREHE 0.2 (2)]
X [ZA v ADFERRIEYE 0.0005 (ng) / FEARS (uL)]
A B:0.004mgke [FREBRARE 10 (mL) / RBRIEERH OREE 0.2 (g) ]
X [ZA v B OERRIAEY & 0.0004 (ng) / HEAES (uL) ]
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2. WBRIEEIENE ORRET

(1) RTALER K O H Ot

Ofh HIE B Dt

S S LT, A n v VB EEOSINETHW LN TWD T F= KU LKA
&= (1:1) JRIEDIEN, TR no~FVUHFETFTT 2 = RIALEORAH ) —
NOBATEICOWTHRET Lo, ARET Tl BRIC L D0 OB ZRET 5 BT, 1%
EMAETI L%, 3 IR 2N 2 % HiETiTo 7, FOlfig10.0glc¥ A mv v
A (5.0mg/L A%/ —)UIEHEVRIR % 1 mL) ZiI0, IRE L, ERICEERE S0mL %1%
T XY FETTE =NV VOEGAEE n-~F Y 50mL bIZ7) AEDFA X
L. mOoBER, BB -~V UFETFTTE F= NI LVOHEIETE =V LE)
BERo T, BRI LR CIREE 25 mL 2 M2 THREVFA AL, mOnBik, Bk (F
7IETE = MU VE) BERD . O E A%, iHES T 100mL ICER L,
~ N w7 AUHMERERR Z O CEIERZ RO T2, ZORE, K 1-1IRLZEEBD,
T R TIEIN% E BAFREUGENRG LN Z 0, 7T b2 tEgEic Hng = &
L7,

£ 1-1 BFEEEC L DTFOENO D2 A v A OBEICREL

TR FAuar A BIE (%)
TER=RIAVKORAH 7= (1:1) (RIK 15
TE b 91
XY FETT R =R U v 40
AL ) =) 34

ATy AINE :5.0pg

QF DRI L DX A 1y A KDOHER

AREHZZ A B2 A ZWIN L T30 3 AE LTz 6 ORIIGER 2 sl L 7o, AF O AT 10.0
glzZA4mav > A (5.0mg/L 7 b Eik%E 1mL) ZUsH, AL, 30 ofiE L7z, 7
TR 50mL ZMAX THERETFA XL, wmLolitg, EBRZR-T-, BEWIZT 2 N
25 mL Z M2 THREDFTA AL, WOHEEE. EBREZRY, Lo EBREADLE, Tk
FoT100mLIZERL, ¥ MY v 7 ZARIERERK 2 O CEIEREZ RO 1=, £ DR H,
ZAmy s A OEIERIT 14% LIEFITIEWMVEEL 20 . XA v A OBERBRIHER
i,

O DOIFIIZI T 5 2 A 1L A DS RENHHE O

FERBFHCBNTE A By v A OFKARD HRE & LT, g ofgEz Lic k
DRFENEZ SN2 D, Z 412y A DOENEITEIC OV TRF L,

T U DI, SfEIEIAZ B E LCRBHZI T Z ) — L L RFEBOIREEZ N Z 5 2 & 2 Et
U7, 40T 10.0 g |2 & RN CHB L7 IR (3 1-2) 10.0 g 22 TH—{L L7
%, A4 uT A (5.0mg/l 7 bR E ImL) 2RI BA L. 30 AfkE Lz, =
ST RUEMZCHIEL, ~ MY v 7 RIS G A I C X A 1 A DREILE
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RO, o, 3bHADODTIEXA R ANTAR Y Y BIZORETDHZ ENRMBILTH
HZNZ i, XAy BIZOWTHHEIE L, ¥4 avy B EhizgGa, ¥4
Ny BOEREERD, ThiedAnsy AGRICHEL Ty A RNEICHT
L (BIULER) (%) ZRdiz, ZOERER121R LT, BEMZ TV ) —
AROK (1:1) B TIEZ A v A DENERIT 52% Th o 7223, o fiF L 217 -
TWARWES ((QFDRFEICE D2 A ny v ABKOHER] TOEINER 14%) (ZH~T
IR A B LTz, KO VI 10 vol % lElE, 10 vol% F e & Y 10 vol% Y gz v iz
LA TG 8 BIDEUTENG B AL, BRI L D 0 imslZh AR Hiviz, Lol

W LA TIZZ A as v A b A A ayy B ~DERNED bNT-, =% ) —/L K10
vol%Ififis (1:1) JRIETCIX, A4 ADRIEGBILLS | KB ¥ A a2 BICEH
LTWDDORHEERINT, UEDORERND, XA a > ADSRIMEIODIZ, =% ) —
VR OWFRRIRIR 2 3B M2 5 Z & & LT,

# 12 BFERINGEHR 2 T2 RTLEIC K 5 BEIRCR T

o [FIE (%)

NIINERTE BATnT o A ZAui B
=X ) AROK (1:1) il 52 0
T LN 10 vol%lEie (1 : 1) IRk 78 0
TH LN 10 vol%XTE (1: 1) Rl 79 1
TH =LK 10vol% U Ve (1: 1) IR 79 5
T & ) — KRN0 vol%Halg (1:1) 1Bk 12 103

AL - D TR
ATy AFINE : 5.0 g

A4 a v BB EEOSIETIE, K OB TIEZ A v BNaEICORT 52 &
N, RELEH S TRIETHH T2 L LTnd, 22 T®IC, B2 kmT sz tickd
”%m%%%_omf@ﬂbto#@ﬁ%umg%m%Tfls rHKE LD, D
WIEA DR 10.0g 12 % 2 — /L RTR 10 vol % lERE (1:1) JRIK 10.0g Z Nz TH—1k L,
m%Tfls THBE LTI A A (5.0 mg/L 7& b UREEZ 1 mL) &R0,
BA L, KW T T30 glE L, TNENORNRENN XA as > AT T
%mb\VF)V7XﬁW%EE@%%PTEW¢%*®KO%@ﬁ%\54E//A®
ECRIL, =& 7 — LN 10 vol%ElE (1: 1) IBIREMNZ TWOZRWREN T 29%, —

-w&@uwm%ﬂ%(rl)ﬁﬁ%mztﬁﬂ@@m%@%b\wa®ﬁﬂT%*

X BEINER ENFRD SN, =X ) — R OEERIRIRE N2 TH—(b L, kmL
tﬁﬂ BWT, A vy ADRREN RIS ETH D Z L nbhroT,

RZIZ, =& 7 — VK OERERIRIR O BRI IOV TREF L7z, 2Ol 10.0 g Il =4

J =V RTR2, 51ozoitiawm%ﬁ&<11)@mumg%mKTﬂ fbL. ks
L7ctk, #A4uv A (5.0 mg/L 7 k%A 1 mL) ZWINES L, K& F T 30 4
W%Lto::k??F/%szﬁﬁL\Vh)yﬁxﬁM%EQ@%%MT&4D/
v A DEINERZRDZ, 2, FAas v ARSMRLTERLEZZA 2y BIZHOWT
HHEEL, ATy AICHRBE LZBELEH L, ZOEER 1318 L, Hifg
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TEEMN2~10vol% & ENDIH-TH A v A DRIER T EF L. 10~30 vol% D#ilH
TEHEZ A vy ADEIERITZIIN% TEERoTz, £, TRTORIEIZBWNTH A 1
¥ BAOEMEERD bR oo, LLEORRERE RO Gl FEE LT ML
Oz KG T CRMREIREE L LTl L2, K Lic=4 / — /L KON 20 vol % lEfE
(1:1) BEAEELTEEMATH L, MBEEOKGTIZE L LT,

# 13 FREEIIER 2 FIZBILEIC X 5 BRI

N EER (%)

ik Finso A | FAnooB
=X ) — )L K2 vol%lERE (1 :1) JRIK 86 0
& ) — VN5 vol%lElE (1: 1) IR 88 0
TH =) RTN10 vol%lEfE (1 :1) Rk 91 0
TH ) =)L TN 20 vol%lEfE (1 :1) Rk 91 0
T X ) —)L KT 30 vol%lEfE (1:1) 1Rk 91 0

EF - 4R ik
Ay ATINE ;5.0 ug
IR T C 30 sy E

@D DAFIELISNC I 1T B 53 flr I B E O BN E O RRGE
HFRBLAS DFEHT 31T 2 53 fiR I A E D L BEHEIZ O W THIBT T 5 729012, O LD
X HHOE RN TRE 1T 72,

XD, FOHAZBAWTUTORNEIT> 72,

a. FOHWI00gicZ A 1A 5.0mgLT & U ERE1mL) 26N, AL, 304
[ AE L 7=,

b. FOFHA0.0glc= % ) —/L KTU20 vol%FERE (1:1) 1R#K10.0 gZ N2 TH—{k L TK
ml, A4 A G.0mg/LT & iR a1mL) 23N, BS L%, JKm T T30
SrRTRE LT,

ENENOFRNE NS XA a0 U AZ T2 N Tl L, ~ R Y v 7 ARIIEERTR & H
WTCEI R AR DT, TOFRER, XA 02 CADENLERT, S HENHEBREE L OF O T
1385% CH > 7223, I EZIT > T2 OB TIFI7% TH -7,

WiZ, ZHBH2EHNTLLTF OGS 21T > 72,

a. [IHAHD100 glcZ A By AFITZAA 1B (5.0 mg/L7 & N %1 mL) %
W, EA L. 300 E L7cf, K10 mL&E N Z 72,

b. 1 IHHAHD10.0 gic=% 7 —/L K TU20 vol %Kiz (1:1) JR#K10.0 gZ2 Mz TH—{kL7
Bk L, ZA Y AERITE A 0B (5.0mg/LT & bR Z 1 mL) ZEIN,
BEA Lo, Okin T C300 fliE L7z,

INENOEMAEN S X A a7 b THHL, < b v 7 AUIEAREETR % H
WTERERZ R DT, TORER, XA 0 VARDE A 1L BOEILERT, 45 i e
L DIXHADTIEZNZILE9% K TN0% T > 7228, fRIEIEEE 1T 121X H A DT
IXZAZEHL100% } DM03% Td o 72, LI OFEHZ I W T | TR & FIER O R 217
D LX) BUEROM EARD b L, &2 TOREHI R L Tkl EEE 1T
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) ke LT,

(2) BifsOREt

IXHHDLUANDOREHZONTIE, 7' N AHHEFICIES b SN TnD Z &b
FRBEZAITH) 2L & L, n-nX T U ROKZE AWK IR EIC L0, IREZFRET D 5L
ZiRat L7z,

XU, KRBTSRI DT OB AHRT 5720, LTOEREZIT-72, K
50gs & 7 — /LK TUR0vol% MR (1:1) {B#K10.0gZEML, A 1 A (200mg/LT
T b VR AZ0.25 mL) ZUSIL7=%, 7 FTl00 mLIZEARL, 7k hRiRE Lz,
T R UEE2mL (a) , T2 P2 mLAE EREGE F CRHImLETEMLZLO (b) |
FET bR mLAE ERELE FCRNOSmLE TEME L7ZH O (¢) 12K10mLEZ k-~
FHN0mLEMZATIEE D L, w0 L72%, -~V U EBaRoT, HoTlo/KElTn-
AFFN0mMLE M TIRE 5 L, BODEEL7ZR, n-~F T U BEERD , FEoTloKBEKO
Bn-~X T UEIZBIT XA 0y CADRINEZRD T, TORER, BATRLIEEBD W
TNOERLETHr-~F VB A 0 VAR NT, £, KElckiTosx /v
ADEILES BAFCTh o7z,

WIZ, BRI FAZ DWW THDIEN 2 W TREET L7c, FORENO 7 & b k2 mLIC
AKI0mLE M Z 721, n-~F P 10mL X 2B CHAE L7 oKfE (1) & FHHE2 mLAE )
1 mLIZEAE L CTKRI0 mLEM 2 721%, n-~F 4210 mL X 2[8 CRIAREAIEZ 1T - -tk DK B
(I1) DIVBRA IR LT, ZOFEE, WTFROBAETYH., 78 b KIS K Z N2 72 B %
OB - T B LB IR EIC L v BRE SN T\ e, — . 7 & b ok mLE R
fEETICBAEZ1T S (1) L0 £ mLICEM L7 %ICBiiE21To72 (1) SR KEDOH
BOWE Y BDIR I TN T &b | FHER T DBREZNRITE W & B 2 T, UL RO
Es ., BUREEZX, 78 b AR mLE 1 mLE CRME L. K1I0mLEI X 72%%. n-~
10 mLCEIBEFT D2 TELA M Lc, 7236, 7& b R OERME X, = KL —
HCIRZEESE U CHRAEME N EN -T2 2 LD BRKR T TIT-o 7,

#2 KB KO-~ P BT B [EICIRTL

B (%)
~X YU E ~F Y
(1 R) QER) K
a 0 0 98
b 0 0 99
c 0 0 97
A48 ARG 50 ug
a: OO TE M E2mL., b F7E M2 mL A I mLE CEELZH D, ¢

A7 & b P2 mLZ#90.5 mL 3 THHE L 72 & O
(3) CI8I =47 Al kDKM

WAEERE A AT » - OHHIKIZ. BRAROGHEIC LD ECCREMIC L 5B 5630
DONTZZ END, I=DTACEDBUERTI LIz, A4 a v AR A 12 UBix3fk
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TIVEEAETHZENS AZUDIT, A F N T LT D AR CEREEM Y © =1
RBU-N-E=arrn ) RUOEESEERI=FF L [OasisMCX  (500mg, 6mL, Watersft:
) ] RORB oA LR= v Fa ey Uy ) B4 2 =% 7 A [InertSep SCX (500
mg, 6mL, Y—T/LHh AR (BF) &) ] oW THEIL7Z, LinL, £I=07 Al
REFENTX AR U AZT BT AKEORTE F= P VBRERST U E=T KK DA Z
J = VIR TS D Z LM TERD TN D, A F oI L DERIINEETH
L&Y Lz, 22T, ODSIb> U BV =% T A Téd %HBond Elut C18 (500 mg, 6 mL)
Z WL OWTHE LT,
DCI18 = T KTkl B AR M OBk Ot

XU I, AMRECISS = T AMIHFEALIZEZDXA BV UV ARDS A 1 ¥ VBOMR
FRHZOWTIRET L7c, ARHRIZT & b k2 mL A2 #91 mLICHEAME L, K10 mLA 12 728
WTHDHZ D, AMIRTOT & b & EITN10%, =4 /7 —/L %020 vol % ez (1:1)
IR E BIIH2% EFtRTE 5, £2C, A¥ /— /LR UUKES mLC T Hded L7-C183 =
T LZEA T AR DS A 1y UBA0Sugam KO I mL TR L%, T M, =& )
— KO0 vol %S (1:1) IBAOK 2:1:17) . @:1:15 . (6:1:13) kO
(8:1:11) IBIKAI0mLANERIEAN LIz & & ORHIR I 2 MR Uiz, FERITFE3-1TR LI
EBY. TERP20%, =F 7 — L KO0 vol%FERE (1: 1) IR S%E £ 5 KIBIK T
I LEWITEE LW Z LR S, AMIKIEARIC Y A 1o VAR ONZ A 1y VB
CI8I =N T LMBIEHT D Z LT EXT,

#3-1 7k b =F = KO20 vol%lEEE (1:1) IRIK. KOIBIKIZ X2 HRN
EIER (%)
(e, Tﬁhy\I&/-»&p%ﬁd%ﬂ@(hl)@ﬁ\ﬁ
DIRWEA10 mL
2:1:17 4:1:15 6:1:13 8:1:11
ZAvT A 0 0 0 78
240 B 0 0 36 67

Bond Elut C18 (500 mg, 6 mL, Agilent technologiesfl:#4)
A AROE A vy UBOYIE 0.5 ug

W, AR ZEAN LT DCI8 = 7 A RIIZ OV TG LTz, A%/ — /L KD
KRS mLTPEEH L7CI8I = T AIX A v VAR DX A 12 VB&0.5 ng% /K0.1
mLCEfM L7k, KEOAZ /7—1 (1:1) . (2:3), B:7) . (1:4) KO (1:9)
RBIRA10mL, A% =10 mLZNERFEAN L7z & & ORI 2 $#K3-21r LT, WibEY
IFAKENA Z =)L (2:3) {BIEE TIEHE Lo 722 &0 RBRIE TII R 2 Rt
KEORA L )= (1:1) BIES mLE YR RIEICHND Z & & Lz,
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32 KEOALZ ) —)v (1:1) JRIKIZ L DEEHRRD

IR (%)
fea4 KBOA & 7 — /IR 10 mL AB )=
11 2:3 3.7 14 1:9 10 mL "
XAaT oA | 0 0 1 40 56 1 98
%40 B 0 0 17 59 23 0 99

Bond Elut C18 (500 mg, 6 mL, Agilent technologiesfl:#4)
A AROE A vy UBOYIE 0.5 ug

P bEoBGHERZ S L2, 7' bR OARTD D ITREHRIEE TEITo T2 B A DR
Wiz el Uiz, KS5.0glz=% /7 — /LK TU20vol%EERE (1:1) Ri#K10.0gZMx T, 7k
> T100 mLIZER L7-ER2 mLA BRI L, 32500 FCA1 mLIZHRME L2k, #Maes
AR DE A 02 B&05 pg (5.0 mg/L7 & b Rik0.1 mL) 2L, /K10 mLZ Nz 7=,
RO E L A B ) — )V R OKES mL T TRIES L72CI8I = 7 MZALM LIk, Bes
ZIKSmL TV, ZOWREFEA LTz, KERAHZ 7 —/ (1:1) {RIESmL X 2[a 2 EA L,
BIRHIEICRBIT DA 0 AROE A 1y BOEHRIL A 331K Lz, ZOFEEND,
AN LTS E TOREICBW T A 0y VARDZ A vy UBIRAEH LRV 2 & 2R
i,

#3-3 7% b HIEO AR b UREHRIE E TOE RN

FEIEE (%)
{b&m4 §=Viinlia Bk AKERAZ 2 — (1:1) Bk
#I11 mL #J5 mL 0~5mL 5~10 mL
A Aa A 0 0 0 0
2 A a2 B 0 0 0 0

Bond Elut C18 (500 mg, 6 mL, Agilent technologiesfl:#4)

B : K5.0glZT % 7 — /L D20 vol%lElE (1:1) JR#%10.0gZ Mz T, 7 & k> T100
mLIZER L7imik2 mLA BRI L, #1 mLIZHR#E L7k, 24 m v VARV A 1 B
0.5 ugZ ML, /K10 mL%& 0 Z 7= ¥Rk

ViR - ARTREREUE O R ERI1TKS mLZ& Il 2 CTHeo 7214 ORI

QCI8 =71 7 LD MBI D IRFT

CI8I =W T IMBAA YV ARDH A 0 v UBEIRIH S E AR B OW TR L=,
FI2TOMPIFERN S, KEOAK 7 —v (1:9) RIE, ETEFAX /) —LTHEA Y
AR A 1L VBE SRR B2 MR L8 2 A, £ 430mLEXU20mLTH
ST, I T, ELITHEHBEBIZOWTRE LTz, ZOREER, KEOA Z 7 — VIRIRIZEEE
EUWINT A2 L8 0 X0 DRWEEE CH LA AR ST Z LN ThH T, £
2T, FEE. KKEOAZ ) — BRI OS TR RIZ OV TRET LT,

X LOIZAH ) = ILDRIZONWTHRR Lz, A%/ —/L K OUKES5 mLC ks Lz
CI8I =W T AIZHA BV ARDHZ A 1Y BE0.5 ugZ /KO I mLTAR L, KEOAZ
—L (1:1) BESmLAEA L%, B, KEOAZ 7 —/ (1:49:50) . (1:39:60)
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F720% (1:29:70) {BIEA10mLEZ FILEHEA LT & & ORI 2 F3-41R LTz, R
WD A X ) — VR IT, 60% L ETIRIE T BN E LAY % [BII AT HE T o 7273, ANiRBRYE
TR EE-ETI0%E LT,

#3-4 WER, KROA L ) — VIRIRIZ K DRI (B EER1%)

[ER (%)
Us=7ES FERE, KL VA & ) — VIR 4510 mL
1:49:50 1:39:60 1:29:70
AT UA 7 99 101
XA a3 B 88 101 101

Bond Elut C18 (500 mg, 6 mL, Agilent technologiesfl:#4)
AT UARDY A vy U BOWRMNE : 0.5 pg

WIZ, BEROLRIZOWTHRE LTz, A%/ — /LR UUKES mL T b L7-C18 =
THIEAA T AR DS A 7Y BA0.S pgZa K0l mLTEM L, KEORAZ 7 —v (1:
1) JBIESmLAEEAN LT, BEfE, KEOAX J— (0.1:299:70) . (0.5:29.5:70) .

(1:29:70) F7=iE (2:28:70) JRIEASmLE TNENEA LR & & OEHIRILE #K3-5
R LTz, B OBERELERIE, 0.5%LL ECTHli{b& Y% 1 ZIEERMIZEILAEETH - 7223,
ARHBRE TIIRB 2R T1% & L,

#$3-5 WElR. KRR Z ) — )VIRIRIZ X DRI (R & 2 — L EERT70%)

B (%)
fb&m4 WefE, KEONRA X 7 — RIS mL
0.1 :299:70 0.5:29.5:70 1:29:70 2:28:70
AT A 61 97 99 99
ZAna B 95 101 100 101

Bond Elut C18 (500 mg, 6 mL, Agilent technologiesfl:#4)
AT UARDY A vy U BORMNE : 0.5 ug

BB, FEg, KR OAZ 7= (1:29:70) IBIEDOIEABIZOWTHR Lz, A%/
— VR OUKES mL TP L7-CISS = T A XA v v VAR A v v VBA0.5 pg
ZKOImLTAM L, KEOAZ 7 —/L (1:1) {BIESmLEZEAN L=k, Bilg, KEOA X
J =V (1:29:70) JRIRIOmLAEEA LTz & & ORHPRIE 23-6127R L2, 6—8mLEj/yF
TILAAB T ARDZ A By UBIFEEEH L TWA Z ERMREINTZ b, AiER
ETIESRM AR, BiR, KR OAH J—)L (1:29:70) JRIFIOmLE FNTH A a
AJRRIA 0 VBEEHSELZ L L LT,
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#£3-6 Wi, KEOAZ J—L (1:29:70) {BIKIZ X DEEHRI
IR (%)

) .
v (15 ' IL)L i 0-2mL | 2-4mL | 4-6 mL | 6-8mL | 8-10 mL G

A A 0 21 75 3 1 0 100

XA B 0 60 40 1 0 0 101

Bond Elut C18 (500 mg, 6 mL, Agilent technologiesfl:#4)
AT UARDY A vy U BOWRMNE : 0.5 pg

P EDORKFHERMNS, CI8 =h T A& HWIREELE LT, 78 b Uik mLE
I mLIZJRAME L CRIOmLZ N R 72k (X B DS ORE Tl n-~F VU BifEE1T o 72
%“OKIE) ZCI8I =AW T LZAM LIcth, Bz /KSmLTHEF L, ZOWEEEAL, K
KA LZ 7= (1:1) RIS mLTHEHF L%, BEiE, KEXOA % 7 —L (1:29:70) i
IO mLTH A By AROZ A 0 v UBEEH S5 HEEZHRM Uiz, REMFIZED B0
AKX T HEHOOT & AR EZRER L, Gone7 7 o7 BRERZ Wi L
7o~ b U w7 APHIMERERT (A4 22 A :0.000l mg/L, %1 2B :0.0008 mg/L) O
TR HVABECRR S U 7Y ERIR IS T o B — 7 Il 2 R Lo L 2 A, ¥4 B v AT,
FOFHRIZEVNT0.99, 1ZHADIZEBNTLOL, ¥4 BT BTIE, 1T HAHEDIZBWTIL2T
HY . HEICKHTDI~ M) v 7 ZAORBIIEAERD N>, £, CI8X=Hh T
LRI X 0 B RELBRE SN, I IFEOEHRBIRR L o T,

4. EINENGERER

FEBRGED 7. RBRIBROPFHENGE > TEA 0 v AR DS A 13 L BOUSHIEINGRER %
FEhi L7z, Mab S, 24 vy AT EOBA, FolEl, &0, . HBIp
BENEIHbHD, A0 BTIRIEERDE Ui, TN 13 E BRI B K O
DARFEL LT, EEBRBFREOLEILZ A v U A%0.005 mgkg, ¥ A 1 B%0.004
mg/kg (¥ A 172 A T0.0047 mg/kg) . R HEIEMFRE OLA IXW LG & &~ FLUEE
BIE TN U7z, WNEIGRERIZ BT 5% 7 7 v 7 30k, IRINEEH & ONENIX ER100% 4024
RIERERIR D 7 v~ N 7T D aXa-1~K4-141ZR LT, Fo, K77 v 7 o 2% v
VHIEIZ L DR EN R b= A F v a~ 8T T A EKS-1 OS2 LT,

(1) ZRME

TRIRME D TR A F4-1 ISR LTz, et LW hoiHoBWTHEH A 2o VAR
ALY U BDEREHETHE—2ZITRO LT, BRMEIIBG TH-T-,
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#4-1  BIRPEOREAM

- ] BEE—) OHBIED E—VEHES) " ,
No. | sEHRIEAN RAE ff;fjf iﬁf Prym—" me | TR e TR A EMBERR. | mE(ES o’iﬁﬁa W =
(ppm) BEOR | n=1 n=2 F(a) | n=1 n=2 Fi(b) | L (@)(b)
1 |240 VA Lol 0.005 0.1 R | 01 < 0.100 & 0 0 0 1787326 | 1789836 | 1788581 0.000 [e)
4+ DR 0.005 0.1 FITEEX <0100 | @ 0 0 0 1809391 | 1774242 | 1791817 | 0.000 o
DR 0.005 0.1 R | 01 < 0.100 & 0 0 0 1761865 | 1755767 | 1758816 0.000 O
E3) 0.005 0.1 ERM | 01 < 0.100 L 0 0 0 1761053 | 1769023 | 1765038 0.000 e}
850 0.005 03 &2 | 03 <0100 | @ 0 0 0 5221032 | 5382093 | 5301563 | 0.000 o
FE#H2 0.005 0.7 ERME 0.7 < 0.100 i 0 0 0 11837008 | 11872625 | 11854817 0.000 [e]
2 |#4ovB ri‘eam 0.004 07 gm! 0.7 < 0.100 & 0 0 0 15623031 | 15645945 [ 15634488 |  0.000 o)

1 IT UM RS

ﬁ&l‘ﬁﬁél 7‘.;64:—)[» 7'7/ s
—OEBRENEATIBEICIE
*3 EH () A HEE—H O B EE O I (< 5E

E!ﬁ‘&&f;ﬂ&bf* ‘&&(7|~'JJ']Xiiﬁ?)ﬂ?ﬁiﬁ%‘%ﬁ)’éﬁﬁt\ée
HEBBROE—VER (B [EBROETHEL,

BTHHBIFIOL HELBWMEEITEN x 1ZRBT 2.

(2) B, FEE R OVE &R

B, HEROERBPROFMASEREZEL 42T/ LT, XA 020 A TE, EERAE
JECEFE 84.3~93.3% MK M THIEE 0.8~3.8% , FEVEMEIR L CEHE 83.1~92.1% &K O THS
JE0.7~43%MB G 6NT-, £72. IEbHOICBITA2X A 0y B Tk, TERAEECHE
J*mz%&oﬁﬁﬁf7v%\%Eﬁ%ﬁfﬁﬁ%4%&@ﬁﬁ#$@6%ﬁ%%nto:
NWODOEE K OREEIIZYYETMTA R4 2O BEEA2EZ L TEBY ., BHRHERT
bol, T, EERFEEORMBEEIN OB/ OLNT-E—7 D SNIZ, XA a2 AL 646
~1279, XA B2 BIX607~1199 THV ., Wb SN=10 55 NT-,

# 42 HE, FEROEERA O

_ : - _ 24 = uE PE— 2
No| smmian | mes | TARR | KR @mRE | RLRA i - il o L SN o
iz o i n=1 n=2 n=3 n=4 n=5 (%) (RSD%) | Max. | Min. | Fi9fl
1 [s(asUA F DA 0.005 0.1 0.005 SIN 932876000 | -1448 0.9998 84.9 90.3 87.9 91.1 85.9 88.0 3.0 673.8 | 822.2 | 748.0
F DA 0.005 0.1 0.1 - 877236229 | 18909 0.9989 87.6 858 78.7 81.0 826 83.1 43 =
4+ D RE R 0.005 0.1 0.005 SIN |otsis000 | 519 | 0.9996 | 89.1 935 | 936 | 929 | 908 92.0 21 |1115.2| 892.2 | 1003.7
4 DREH 0.005 0.1 0.1 — 885185829 | 1837 | 1.0000 | 88.6 91.7 92.1 935 94.6 921 25 =
Ea2lis.] 0.005 0.1 0.005 SIN  |913268000 | 4730 1.0000 83.2 85.1 84.3 84.7 84.3 84.3 0.8 695.0 | 736.1 | 7156
E2lin. ] 0.005 0.1 0.1 - 876396229 | 5632 0.9997 88.4 884 86.9 88.0 87.8 87.9 0.7 =
23 0.005 0.1 0.005 SIN | osseorasz | 8246 | 0.9972 | 88.1 864 | 89.1 91.2 89.7 88.9 20 |1067.9] 6463 | 857.1
49 0.005 0.1 0.1 — 889432620 | -25003 | 0.9933 91.0 90.1 89.8 93.1 928 914 17 -
50 0.005 03 0.005 SIN | 867016000 | 1196 0.9972 94.7 96.8 91.6 92.8 90.7 93.3 26 1278.5|1217.9| 1248.2
# 50 0.005 03 0.3 - 908079771 | -55857 | 0.9998 86.9 87.7 874 86.1 87.0 87.0 07 =
F5#2 0.005 07 0.005 SIN | oss1771a | 1806 | 0.9976 | 84.0 848 | 922 894 | 880 87.7 38  [1248.8(1046.0| 1147.4
FH5#2 0.005 07 0.7 — 874502784 | -334353 | 0.9980 86.8 89.3 92.0 89.3 884 892 21 -
2 |54BLuB FH#2 0.004 07 0.004 SIN 1184542857 | 474 0.9998 793 86.5 91.5 83.6 95.0 87.2 71 1199.4| 606.9 | 903.1
F5#2 0.004 0.7 0.7 — 1070261780 | 323957 | 0.9991 99.4 932 95.0 93.6 959 954 26 -

"1 SINERDHDBENHDHBICEISNIERTE S,
2 BohEREOHTRAMESZHE—Y (Max) RUBMEZS X HE—Y (Mn.) DTRZThDSINERHS.

(3) @Bt~ bV v 7 ZDHIE~D

Wkt~ Y v 7 ZAORE~DEEIZ OV T L2 R 2 2 4-3 [2r L, BSNEIGR
BRIZH T D AR 100% A0SR/ D IO Lz~ b Y v 7 AT HERRIR O PR
FEHERIR X T D B — 7 gl 2 RD7I- LA, XM a3y A TIE097~1.01, Ao
VBT@LMNMDT%D HENCKT D3k~ NV v 7 ZAOBEREEITRD Hi/en
STz, WNENLEER %QMtEF%LﬁK%¢H~7ﬁ%m?%bfﬁmbtgﬁ
%%44_TLKO@E%®EFi Z Ay ATIE, EREBFURE T 85~94%, HLiE
EPRE T 83~94%, ¥ A 1 v B TIEE @ﬁ%ﬁf%%\ﬁﬁﬁﬁffw%kﬁﬁ@
FERNELNT,
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# 43 HEl~ FVU v 7 ZOWE~DFE

. _. g | FEEE E—VER @D
No.| sinsmian EEE I ool macl Kt IEY SO ey IO IRETOZ Y e T EREERR E—omh | # %
(mgl) | H&o31 | 77~ n=1 n=2 1 n=1 n=2 iy | @EOR®
1 |#MBEIVA FOHA 0.005 0.1 0.005 0.0001 i 0 89076 87742 88409 87426 91156 89291 0.99
HDHA 0.005 0.1 0.1 0.002 ki 0 1787326 | 1789836 | 1788581 1770442 1791662 1781052 1.00
4 DR 0.005 0.1 0.005 0.0001 kg 0 90335 90827 90581 93055 93038 93047 0.97
Ex2litl 0.005 0.1 0.1 0.002 kg 0 1809391 1774242 | 1791817 | 1774384 1758924 1766654 1.01
Ex2lii:] 0.005 0.1 0.005 0.0001 iy 0 91059 91036 91048 90995 91531 91263 1.00
el 0.005 0.1 0.1 0.002 i 0 1761865 | 1755767 | 1758816 | 1763690 | 1745525 | 1754608 1.00
45 0.005 0.1 0.005 0.0001 i 0 86521 87819 87170 87628 88353 87991 0.99
43, 0.005 0.1 0.1 0.002 kg 0 1761053 | 1769023 | 1765038 | 1802694 1811974 1807334 0.98
R0 0.005 0.3 0.005 0.0001 kg 0 85475 87058 86267 86671 87058 86865 0.99
R0 0.005 0.3 0.3 0.006 [ 0 5221032 | 5382093 | 5301563 | 5311912 | 5329953 | 5320933 1.00
IF5H#2 0.005 0.7 0.005 0.0001 i 0 90715 92157 91436 89304 91536 90420 1.01
F5#2 0.005 0.7 0.7 0.014 i 0 11837008 | 11872625 | 11854817 | 11971939 | 11829964 | 11900952 1.00
2 |[#qOiB F5HD 0.004 0.7 0.004 0.00008 ki 0 98187 99008 98598 96991 96202 96597 1.02

IFH5H#2 0.004 0.7 0.7 0.014 ki 0 15623031 | 15645945 | 15634488 | 15372383 | 15573444 | 15472914 1.01

T AMEREIRI= A7 SEIE 008 BRI (3 B3I, 75 TR DB R B LR (<) D A B M) RO CHRLI- AT (B SRR EAFT 5,

2 FROIBIXEI 2B EHEL BRI FET 5, (BEIUTRIBEAERS, )

3 TR A B O T5 YRR A5,

4 AR 0T SHHOHRS AR TR S

5 RIS REBEB RO BB BT BE—EH (RIEES OHER DD,

#4-4 MHIEESE

ERRR | o
#f5 AR .
No. |  #FRZILAN ane  |Cewmm)| EO0 | BNRE ggon | cosmm |mEmmos| # %
(mglkg) ppm ppm
1 |[24B VA DA 0.005 0.1 0.005 88 0.99 89
DA 0.005 0.1 0.1 83 1.00 83
F DR 0.005 0.1 0.005 92 0.97 94
ES0) ;] 0.005 0.1 0.1 92 1.01 91
) BFig: 0.005 0.1 0.005 84 1.00 85
) BFig: 0.005 0.1 0.1 88 1.00 88
43 0.005 0.1 0.005 89 0.99 90
43 0.005 0.1 0.1 91 0.98 94
5 0.005 0.3 0.005 93 0.99 94
2R 0.005 0.3 0.3 87 1.00 87
[EB5#D 0.005 0.7 0.005 88 1.01 87
[EH#D 0.005 0.7 0.7 89 1.00 90
2 (4B UB [EH#D 0.004 0.7 0.004 87 1.02 85
[EH#D 0.004 0.7 0.7 95 1.01 94

*1 EEEC—VEELLTRUE

5. ZOMORBRIERFHIBE T 2 FIH
7 b= KU ATV RIS X DG
BfEHFEE LT, 7 =M AN BEIZOWTHRF LTz, #AMri A
D S5mg/L 7t b= KU /MEHERFRK 0.1 mL % n-~FH 2 10mL 2%, n-~FH AgfnT
Ehr=FU L 10mLx3 EITHIRE SHIH L, EOOBEROST 2 h= M) VEEZHRL -
&:5\54DVVA®EW$@NW6UEE:%%\N]EQ%\3EENM)T
botz, o, T bR E RN LI RICRIEERIEEIT) LA BEL T, XMy
YADSmgL 7 F= kY VERERTK 100 L 7% F 2 0.5mL, 7K 025 mL (VT
J =V TR 20 vol % g (1 : 1) R 0.25 mL OIRIRICHIN 2 72, n-~F > 10 mL %l
Zy n-NFH U7 2 h= R UL 10mLx3 B TIRE S L, @b oBE% o T 2 b
=NV NVEERRLZ, TOME, X403y ADORIEIL103% (1EH :102%, 28]
1%, 3[HH : 0%) THYH, ¥4/ ADTE =k U VE~OEIUZOWTITE
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WChole, —Ji, BINTBWTIX, n-~FH 0 LOKICE DK — K57l CTIEBrRE R EET
Ho Tl BWBEOEBRGN, 7T h=FI L/ ~FH RIS K A BIERETIEIT & b=
FUNVBIZERE LT Y . KM DBREZRIZ OV T n-~F 4 0 ROKIZ L DK — K
DELD T BEILTND Z &R S LT,

R EES D C18 I =1 7 AEHRIZEB N T, ¥/ BV ARF A a2 B % CI8 2
=T MRS D 0IE, TER= MU A AR U GBRICERLEZTE =1
UV Z R DB ERLECh oo, — ., n-~F U ROKIZ L D — KT
X, KBZZOFEECISI=NTLTHEATDHIENAMRETHY | ZDORITHB W TELE
PEREN TV, 2010, KRBRIEICBONTE, 7 = UL/ AFFUSEICLD
RGBT Le o 7z,

EXal:)

AEBHICHB T DX A v A DREIEIT 2 72 OICFE & fat Lo R, IRIRIRE O
BHZ BB DT ) — L O 20 vol%lERE (1 :1) JRIEEMZ TH—(b L., fH#EMEE TK
WTHZ L e Lz, MHBEEIZOWTIE, 7T F=FIAKRRAZ 7 —b (1:1) RIK.
TR AN UGFETTE b= MU VETIIA X 7 — v OmEFVEZ SRR L 72 5
T b ERIR U, 1 ZHHOUSAORETIET & b R OBEEZIT ) 2 & L. Bl
HEHEE LTt RUOKE AWK — ke 28 Lz, FIZ>\W i, C18
=T sV FiEERE LI E 2 A, BBk~ MY v 7 2T K HWEE~O BT
FEAEROONT, FEICRIZIRLF ThH o7,

Ay AIFOFHA, FOREN. O, 4. BINERNIHA S, FAmri v
B X B A DI EEE IR L K OVE &R RE (¥ A 2 A:0.005mgkg, ¥4 2 B:
0.004 mg/kg) THIM L, BEZE L= HiEE AW TR Z1T/-72L 24, WTEh otk
2B W T H BRI e < | B 83~95%., JHMTREEIX 1~7% D BAFfER B S0
Too F7z. BREHIB T 2~ MU v 7 AR EAIRIZ )T 2 IR YRR IR O v — 7 HfH
1% 0.97~1.02 TH Y . LC-MS/MS JIEIZEB W CTEHE 2~ Y v 7 ZAOEEITRD L7
Mol EERFIZHOVTIE, #1422 AlL0.005mgkg, A 173 B it 0.004 mgkg
(XA a3 AT 0.005 mgkg) Z#HETDHIENAHRETH -T2,

(]

BHEDERNGE LT XA uv R BRIEE LT, [ evr ARONY A rny B AEE
TEEOT X ) — KON 20 vol%KEEE (1:1) IRIKZ I CTEBRE—bL LT N s 7k
FoTHIB L, X T TR (X6 HODGEITEN) Lictk, 2272730 U
B VBTN =0T ATHE L, LC-MS/MS CTEEKL MR T 575 2R LT, B
¥ LTRBRIEEZ AW THOmE, FolEh. Ao, . BIRLRNIE DD 6 30k
THIEINGRER 21T o 7o & 2 A, BARERME DRI T20, RIEITEEY O R RERE
ELTHEMAMEETHDL EE X DL,

ESSUN
1) 5 - SRR RS PR - SRR RS RS
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- B E LA IS oW TR 29 4E 2 H 26 H, http://www.mhlw.go.jp/file/06-
Seisakujouhou-11130500-Shokuhinanzenbu/0000150589.pdf
2) EAEGIEE ERE AR B R R @R PR T S R I BT S BRiE D %
BRI AT A KT A4 2 O—EBIEIZ DWW TR 22 4 12 A 24 H, BLH 1224 5 1 5
(2010)
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OFMEIGRERIZ B T 2REN R v~ N 7T L

[# 14 a2 Al
x10)
75i 916.4>174.1 AL v
] 916457723
5.0 i
2.5-
bl . ]
0.0 LI [T
75 100 125 150  min
(x10, 000)
20 IR
1.5- i
1.0
0.5
0_0’ k
L L T T T T
15 10.0 12.5 50  min
(x10,000)
25 VA
2.0 i
15
.04
0.5
001 N
L L T T T T
75 10.0 12.5 50  min

4-1 FOREAD SRM Za~h7T 5
(ZAmsr A RINIEE 0.005 mg/kg)

,26,

(5

oAl

x10)

6.0

4.0
3.0
2.0
1.0-
0.0-

1 916.4>174.1
1 916.4>772.3

AL N

I

-5‘ — ‘10.0‘ —

‘12-5‘ —

150  min

4.0
3.0
2.0-

1.0-

x100, 000)

UNIIERv s

0.0

1.

5‘ — ‘10.0‘ —

(x100, 000)

12.5

15.0 min

5.0-
4.0°
3.0
2.0

1.0-

TR YRR

0.0-

-

1.

5‘ — ‘10.0‘ —

‘12-5‘ —

150  min

4-2 FDOFAO SRM Z7ua~ T
(ZAair AR 0.1 mg/kg)




[# 14 a2 Al

x10)
7.5 N
1 916.4>174.1 A4 v
916.4>772.3
2.5
11 | Iy |
0oL i1 N
75 100 125 150  min
(x10, 000)
2.5 e
1 wohnEEr
2.0 i
1.54
1.0
0.5-
00 N
L L T T T T
7.5 10.0 12.5 15.0  min
x10, 000)
257 HEER
2.0+
1.5-
1.0-
0.5-
0_0%_,_ ﬂ_
L L T T T T
7.5 10.0 12.5 15.0  min

[# 14 a2 Al

x10)
1 916.4>174.1 75 sk
504 916.4>772.3
25- |
| | |
0.0 ll M_l “A lm
75 100 125 150  min
(x100, 000)
vl TR
3.0- i
20
1.0-
0_0’ L
T T T T L L L L
75 10.0 12.5 50  min
(x100, 000)
>0 BRI
4.0-
3.0
2.0-
1.0
00] .
T T T T L L L L
75 10.0 12.5 50  min

4-3 FONEND SRM 7~ h7Z
(ZAmsw AR 0.005 mg/kg)

4-4 DN SRM 7~ 7T A
(ZAas v AR 0.1 mg/kg)



[# 14 a2 Al

x100)
1.004 916.4>174.1 75k
o7 916427723
0.50 i
0.25-
] A . |
0. 00’ A A l ”
75 10.0 12.5 50  min
%10, 000)
2.0 WA
1.5 i
1.0
0.5-
0_0’ A_
T T T T L L L L
75 10.0 12.5 50  min
(x10,000)
2.5 R
] TR EVR IR
2.0-
1.5-
1.0
0.5
00] e
75 10.0 12.5 50  min

4-5 FORFED SRM Za~h7Z A
(ZAmsw AR 0.005 mg/kg)

[# 14 a2 Al
x10)
1 916.4>174.1 7T TR
757 916.4>772.3
5.0 i
2.5 |
87 v v e
75 100 125 150  min
(x100, 000)
‘0. TR
3.0
2.0-
1.0-
0_0’ L
L L N L L D
7.5 10.0 12.5 150  min
(x100, 000)
>0 BRI
4.0 i
3.0
20
1.0
00] g
L L N L L D
7.5 10.0 12.5 150  min

4-6 ORI SRM Za~h7Z A
(ZAas v AR 0.1 mg/kg)

,28,




[# 1 e A) [# 14 a2 Al

(x100) x100)

"B 916401741 7T IR 1_005 916.4>174.1 7T IRk

1003 916457723 | 916.4>772.3

0,751 0.757 i

050 050

0_005_]_“.”_ 0_00: ﬂ“u f IIK \ A |
75 100 125 150 min 75 100 125 150  min
(x10, 000) (x100, 000)

20- VSIS . Oj VSIS

1.5 30 i

1-0é 2.0—%
0.55 1.0§

0.0 0.0
—T T — ——

75 100 25 50  min 75 10.0 125 150  min

T

—_

x10, 000) (x100, 000)
PRI 5.0~ PRI

2.0 4.0- i

1.57 3.0+
1.0 2.0-
0.5 1.0-

0.0 =

2.5

0.0 .
75 10.0 12.5 50  min 75 10.0 12.5 50  min
4-7 43O SRM Z7a~<h7 T 4-8 430> SRM Z7ua~<h7T 5

(ZAm v AR 0.005 mg/kg) (ZAm v AR 0.1 mg/kg)

,29,



[# 14 a2 Al
x100)
1004 916.4>174.1 7T IR
1 916.4>772.3
0.75- i
0. 50
0.25 |
1 | l| )
0.00 A lh h“lM A
75 100 125 150  min
(x10, 000)
2_05 wInEE
1.5- i
1.04
0.5-
0_0’ ,L
L L N L L D
15 10.0 12.5 5.0  min
5 5 X10.000
] FEUEVRIR
204
1.5
1.04
0.5-
00] i
L L N L L D
15 10.0 12.5 5.0  min

4-9 FEHID SRM 71~ 7T
(ZAmsr A RINIEE 0.005 mg/kg)

,30,

[# 14 a2 Al
x10)
754 916.4>174.1 7T iRk
916.4>772.3
5.0~ i
2.5{ 'l
0.01 \ \ l I l ln l |
75 100 125 150  min
x1, 000, 000)
1.25- TnEEH
1.00- i
0.75-
0.50-
0.25-
0.00- JR_
L L T T T T
7.5 10.0 12.5 15.0  min
x1,000, 000)
1.5 FEUEVRIR
1.0 i
0.5
ool 1
L L T T T T
7.5 10.0 12.5 5.0  min

4-10 YR SRM 72~ ~75 4
(FAasr ARIIREE 0.3 mg/kg)



[# 1 e A) [# 1 a3 B]

| o x100) (x10)
1 916.4>174.1 AN 4w 1 772.3>174.1 A
b 3.0
M0 916457723 1 772.3>88.1
0.75 i 0]
0.50- ]
Ll J[ |
0'253 | L ] | L]
0_00;A_|M 1 AAI l Al ! 0.0 k
75 100 125 150  min 75 100 125 150  min
(x10, 000) (x100)
2.0+ SIS 751 SIS
1.5- i ]
] 5.0-
1.0- |
] 2.5
0.5 ]
0.0 L 0_07 A R "
U AL S B S S S B L L B ) B B
75 10.0 12.5 150  min 7.5 10.0 125 50  min
(x10,000) x1.000)
2.5- FEUEVRIR A 07 FEUEVRIR
2.0 i
] 3.0
1.5- ]
o] 2.0-
0.5- 1.0
0.05 JL— o_of A
U L A S S B S S BN S L B B B B
75 10.0 12.5 50  min 7.5 10.0 12.5 5.0 min

4-11 FHHHOD SRM 7~ k7T A
(Z A A RN 0.005 mg/kg)




[# 1> A [# 1 a3 B]
125 (X100) (x100)
100: 916.4>174.1 A 1,004 772.3>174.1 77
"1 916.4>772.3 o751 772.3>88.1
0.75- i M
0.50] 0.50
] 0.255
0.25 ]
] l ] I .A A A k 1 MIJ llhl
o_oogMJ_MJd_ﬁMMM_LI_MLA_LN_ 0.00- A |
15 100 125 150 min 7.5 10.0 125 50  min
x1, 000, 000) (x10, 000)
3.0~ o 4.07 T
] NI ] Nl
2-5*5 3.0
2.0—; ]
1.5 2.0~
1.0- ]
] 1-0f
0.5 ]
0.0- J\— 0.0 J N
25 00 195 50 min 7.5 10,0 125 50  min
x1,000, 000) (x10,000)
3 07? FEUEVRIR 4_05 FEAEYA R
] i 3.0
2.0j ]
] 2.0
1.07: o]
0.0- = 0.0 AN
U A L L U L AL A S e R A L L R L B
75 10.0 12.5 150  min 7.5 10.0 125 50  min

4-12 1ZHHHOD SRM V0~ 754
(ZAmsr A RIREE 0.7 mg/kg)

,32,




[# 4w B] [# A4 Al

1,50 X100 5.0 K10
| s 772.3>174.1 TS5 K 6ol 916.4>174.1 Tk
Lo 77237881 ro] 916427723
0.75- l 3_0%
0.50é 2_0%
N o
0. 00— Y ST PV o_oé_AL 1 1L
75 100 125 150  min 7.5 10.0 125 150  min
x10, 000) (x10)
) 07 WANEEH | IANEEE
5 | 50
1.5- ]
104 o]
0.5
| J{ e
o_of R 0.0 W4 ce b
75 100 125 150  min 7.5 10.0 125 150  min
3 07X10, 000) (X100)
)5 FRYETRI 1.00 YR
2.0- l 0.75
aé 0.50
1.0 ]
1 0. 25
0.5 ] | |
O_Of _A_ 0_00"1 l u ll AA | I A
75 100 125 150  min 7.5 10.0 125 5.0  min

4-13 [ IBHHDOD SRM 7u~ 7T A
(A B WM 0.004 mg/ke)

,33,



[# 112> B] [#1m Al
(x100) (x10)
1 7723>174.1 75k 1 916.4>174.1 75 R
3.0- ]
772.3>88.1 757 916.4>772.3
2.0- l 5.0
1.0{ ‘r\l 2_5{
] f A 2 1 0w ] I ﬁl\ A \ l l I
0_07 ) l'u . N I 0_07 u l " A lu ‘ I
75 100 125 150  min 75 100 125 150  min
(x1.000, 000) (x10, 000)
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