KAMEFIT, RBRIEHBICBTOMFRREZEL OO THY , MBIEOEMICEEL T2E
ELTFEW, B, EFEONAE L@ £ 713 EmalBRYE & ORICHERS S & 5551213, 8%
FITERRBRIENEE T 2 L2 TRESZ SV,

FERR A > HEEE X A v iRk (BKED)

[ =1
1. HBOROGRBRIEDO R E

~7uTA RRHEWME CTHHERA VY EEBY A L 0L, XA uv r Offi( Y SHEBET AT
NTHY, BEOKEDO~A a7 T A~ BYYELIZANOND, Z OB L CH= Il R R ER %
B¥E L7,

Bl SemE
WEfA VSRS A m

2. AL EY ORIE, WEMLEROMEE M O EE S (2B 2
1) fEES N O L 2RI

b5 CogHgzNOyg
5yf-i : 1042.25
k54 (—f%4) : Tylosin, 3-acetate 4B-(3-methylbutanoate)

(IUPAC) : (4R/5S,6S,7R,9R,11E,13E,15R,16R)-15-(((6-Deoxy-2,3-di-O-methyl-beta-D-allopyra
nosyl)oxy)methyl)-6-((3,6-dideoxy-4-O-(2,6-dideoxy-3-C-methyl-4-O-(3-methylbutan
oyl)-alpha-L-ribo-hexopyranosyl)-3-(dimethylamino)-beta-D-glucopyranosyl)oxy)-16-
ethyl-5,9,13-trimethyl-2,10-dioxo-7-(2-oxoethyl)oxacyclohexadeca-11,13-dien-4-yl
acetate

2) FRUE(E
RO 0.04 ppm
JKDHE 0.04 ppm



R DRI 0.04 ppm
RO 0.04 ppm
KD R4y 0.04 ppm
HOMA 0.04 ppm
FORENT 0.04 ppm
H O 0.04 ppm
O N 0.04 ppm
O HERSr 0.04 ppm

[3ZBR 515
1. &k
1) WA
I IR T VIEIENOEEN S LTZ, T OMIZKBIIFND A —r3—<—/4 > MZTHEALL,

2) RE OIS &

OO AL ATREZRBR D BN JE 2 B\ -4, 3000 g% EfElC &Y, EEIETI0REDO =Y / — /1L K&
UK (1:1) BIEAOEELTUIOED Y VEEZNENINZ B —b LT,

OQMRDRIZ ATREZRPR Y AT & B\ =4, kMO0 gZ EfElCE Y, EEILTIYI0ED Y / — 1L &
UK (1:1) BEAOEELTUIOED Y VEE ZNENINZ B —b LT,

MR DAL EI00 gZ IEMEICEY . HELTIYI0EDO=Z J — /LK OVk (1:1) Bk, NERELT
V10ED YV U7 NN B —{b LT,

OFEOTHRIIIENIJE Z bR\ o4, 300 gZ EfElc &Y | HELTI0EDO =X / —/L R UVK (1:1)
IR OVE R TUI08&D Y V% T E VN 2 BRES—{b LTz,

OB OHIEILEI00 g2 EMEICEY ., HELTIYI0EDO=FZ J — /LK OVK (1:1) BikMk NERELT
11080 VU Vg% Z U2 B —{b LTz,

O4FLITFEN00 g& IEMEICEY . EEILTII0ED =X J — LK OUK (1:1) {BRAE O EEL TL/10
B0V URE NN Z B LTz,

DFBINT, BEPREINA LIV EEDOETLIRA L2, #FH00 g% EfEIZ &Y | HEL TY10E
DxTE )=/ KOK (1:1) BREOERLTUI0ED U ViR E2 U2 B —b LT,

DX bAHOITEMEEZMA L, MR (40°CLLT) L7, 300 gz IEfEICEY . BRI TI10ED
T =)V KUK (1:1) R OEELETUIORD Y VA ZNENINZ B — LT,

® ) 72 VLGB A L, B Z RO AI & (NI, B RO Z2ETe) 100 g7 Efelc&EY . Bk
TIN0EDT X /) — /LR OVK (1:1) IR NE &L TUI0ED U VA Z N2V Z B —{b L=,
L Uik, HBZBRO %55 MK 217 - 7230800 g% IEREIC R Y . R TYI08ED =X /)
— AV ROVK (1:1) REKEOERL TUI0ED ) VA TNV Z RS —b LTz,



2. I - Wik

1) FRUEd,

WERG A ) S ERE X A 1 o U REYESL - 996 png (M) /mg (ERMOKPEE  EEIRSRART) MR
D=, 99.6% & RE L=,

2) w3

TR BREERR (BE L)

AK ) —)v BRI (Fnoeptisk T35

7 h=hk U/ LCIMSH (BIsAk22)

EWe : LCIMSH (ol T2 HY)

U Uk RIRRRR (R T35

WAL N U oA BRI (Fnoeiiisk T260)

ATt o T a R L (Rl T 3 )

VE= AR EU—N—E=Aer Y RUOLEGEI =7 A Oasis HLB (F8 TA&200 mg, Watersf)

3) IEVERIE, IR OFRE T
OEEAERIR O PR 15
FEYEIRU - FEfR A Y IR X A 1 L U AERE 20 Mg A KERE L. A ¥/ — /L CIAf# L1000 mg/LiAk
LT,
S EVRIR  WEEE A Y H RS A 0 Y U ERERR A A & — /L Tl E AR L, 0.00025~0.006

m/L D FE DV z i U7,

IR RS UL - WA Y SRR X A v o AEWER 2 A # 7 — /L TR L T, 0.1, 0.4 U6 mg/L
DIRE DR Z T LT,

QIR DRI E
KEOAZ ) —)v (3:2) IRk
/K600 mLE (XA %Z J —)L400 mLEIRE LTz,
T )=V ROK (1:1) RBiK
T4 /—/1500 mLK UVK500 mLZERA Lz,

3. HEE
RETFHA P — : BM-2 (HAKEHEHL)
0—& J—xT /R L—&Z— : N-1000V CREITFR bSg) %5

LC-MS/MS
LLE:N =t
MS L& API-3200 AB SCIEX
LC 4&i& LC-20AD Jes A E T
F— &L | Analyst AB SCIEX




4. HIESRM
LC &4
VIRTAN

Inertsil ODS-4
A XA 21 mm, &S 150 mm, KL F-£E 3 um
=T YA o A

BEFETGE (mL/min) 0.2

HEAE (uL) 5
BT LEE (CC) 40
BEhtH AR : 0.05 vol% FEE/KIE K

BiZ : 0.05 vol% XMa AT h=FrU /L

75T N

e (59) | AR (%) | BiR (%)
0.0 70 30
15.0 0 100
15.01 70 30
MS Z:ft
HEE—F MS/MS, SRM (EIRIGE=X 1 )
A X AE'E—F ESI (+)
A F AT L—HEE (V) | 5500
A A AUIRE (C) 400
J1—T 2 HA (psi) 20
aYva AR (psi) 3
AF ) —AFA (psi) |1:80, 2:70

EgA A (mz) +1043—109[ 2 — > FEJE:96(V), 2 U ¥ 3 =R/ F—:75(eV)]
EMEA A (mlz) +1043—174[=— U EEE:96(V), 2 U ¥ 3 = kL X —:55(eV)]
PrFFRFHE - (min) 9.6

5. &

FEf A V) SRR Y A 0 o B ZREFE L, A ¥/ — VIZEE#E L CT1000 mg/LIFRZ R L=, o
Wik % A % 7 —/LCAFR LT, 0.00025, 0.000375, 0.0005, 0.000625, 0.00075, 0.0015 mg/L % 1*0.001,
0.002, 0.003, 0.004, 0.005, 0.006 mg/LOD i DAFHER IR 2R L7z, T DEHES L% LC-MS/MSIZE
ALT, fBFonio— 7 mfEad O CTRERZER L7, SUBRVAIKS pL & LC-MS/IMSIZIEA L, S
D OAEKHR ERHEIZ L D EER A VS EBR A A v O EEFEH L,

6. WNECEIOFHHRL

KON, BOREN;, KON, BHBOKNEOEONTI (AR : 0.04 ppmFHY)
TR FFEEAHR0.4 mg/Lz L mLsII L X <IREG U721, 304 fhE Uiz,

IRE, LUA, A, BINKEETHAD (SIRE : 0.01ppm)  : 30EH0.0 gFE 4 I 2NN R HERS
#%0.1 mg/lLZ1 mLin L L <{RE L7, 30 FIE L7z,

: #£410.0 gfA

7. ABIEEOTHR
HEfeA Y Gy A s o 23l b U CRRIRYE T T R R o, Y E =B N B
vrl FEEAERI =0T A THR L%, LC-MSIMS T B R OVifR L 7=,

1) fhHy
DI b B DB

1. 2) OFEHNO0.0 giZFYS 25 &4250 mLEOEICEVED . 78 100 mLaENcZ, RAETT
A XL, 7A VT HEEIFL emiZEi 7= A% (BE£540 mm, GA-200, ADVANTECH!) % T

_4_



W5l AL, 200 MLASET 7 A IERRLT-, A EOER-MICT 2 F 50 mLzE Iz CHRETT
A XL, ERREFRRICAB LT, Soni-Aiiaedbt, 718 o 2HWTEMIZ200mLE L, ZD
AU B IEfEIZA mLz 7 H L, K15 mLE Nz 7=,

QX b AHODIFE

1. 2) OiE0.0 gloH Y75 &4 250 mLi OEFICE DY . K0mLa Mz L<B—fkl/, 7
T R 100 mMLEIN X RETTFA R LIt 7 A Y UL EE S emlZ8 O 72 AR (E£240 mm, G-200,
ADVANTECH) #H W\ TS AL, 200 mLEERE Y 7 AR LT, A/ EOEEYIZ/AK10 mL
LT RB0MLEMAZ THREY T A AL, ERREFRERICAB L, BoNnAREELE, 7E
Y ERAWTEMIZ200mLE L, Z OWRIED S EMEIZ4 mLE 0B L, K15 mLE Nz 7=,

2) Fyi

VE= AR EBU—N—E=Aer Y RUOLESERI = 7 A[Oasis HLB (200 mg/6 mL) [lIZ A %/
—10mL, RWTAEIA X J—)b (3:2) {BIFIOmMLZEAL, FMHERITE TR, Z0oh T A1)
TELNWERZIEAN LT E, SHITKKRRAZ 2 —/L (3:2) IBIFIO mLATEA L, iEHRITHEE T,
WNTAZ ) =10 mLEEA L, WK ZRYD , m—% U —x /R b— & — % iV T40°CLL T Tl
L. BIEARE L, ZOEEMAE A Z ) —L2mLICEiE LT b O xR BRisiR s L,



IHTEEZ o —F ¥ — b

Y

| 1 HAHOLSS e gic= &/ —L R OVK (1: 1) JRIK90 gk VY »ER10 gz,
| BEERM—{b%. 20.0 g GGUEI0.0 gflY) Z#EVERD

| I BAo RN gic= X — L KUYk (1:1) JR#R90 gk VY U FR10 gZ& Nz,
B —{bt%, #EH0.0 g4 2 &V EY . K20 mLZ N x A%

| 7k 100 MLEMZAE DT A X

| %5 A

| W7 F 50 mL (X ASOHE, K10 mLEOT & 50 mL) ZHNZ,

| HREDFAR

| 5| A

| AiixSbt, 7k b TEMIZ200 mLe T 5

I R4 musyECL, K15 mLEAIx b

[Oasis HLB (200 mg/6 mL) 5

| AX =110 mL, KEORAK /— (3:2) {B#KI0O mLTav T v a=vF

| IR EEA

| AKROAZ 7 —)v (3:2) JRIKI0 mLTHE4

L A% —10 mLTIEH
|

B (AR ) |
WA, SRR
| BREWE A& ) —L2 mLICHERR L. RBRIEIKE T 5

5 pLiEA

8. = MU v 7 RURNIEEAEY IR O L

1) EERAAYRE (EERAOHEEH)

KRR IEIERG. RO, A& O ORFIRIZ T 7 > 7 SBBRIAIE 2> 505 mLEER Y | R bR
£ L72%. 0.001 mg/LOFEAEERKOS mLICIEE LI=b D&, < N w7 RARIEEMERIR & LTz,

2) WINENGERERIZ 31T 2 BIR 100%AH 4 IRE GUBF~ U v 7 ZAOHRIE~D 8RR )

RARAL IKIERG. RO, BRE OFHEOIIRIL T 7 > 7 RBRIER D 505 mLEER Y | R bR
£ L7214, 0.004 mg/LOFEHEZIKOS mLIZIAEfE L= b 0% BWIN, 43, 1EbAD, LUAKRH 72X
X7 7 o 7 RBRIAH D 5 0.5 mLAyEL LA 2 BR 25 L7= 1%, 0.001 mg/LOFEHERRHR0.5 mLIZYEfR L7 H D
v MYy 7 ARIERERIR L LT,



DR R R VB 22 ]
1. WESMFORE
1) MSE&HORF!

ESI (—) F— RTIEFV I —H—A AU DR TE o727, ESI (+) E— R CTORENATHE
TY, BifA Y HERS A n o7 a h g (mfz 1043 [M+H] 7)) 27U 0 —H—1 %
vELTE, Mz 1043 =) h—Y—A L L LG EOTa X N A OFEEEE LTI miz 109 73
bR, WNT miz 174 BTz, KV IRE DR -7 miz 109 % E &M A 412, miz 174 % EM
HAF &L,

[T S5 (G P T S0 O 7 | T Loty WL 27 BT e 7 O 157 P 1L FES S, o T o, T FraaFe a1 Fad b ad 13- Ty |
10754
2.8eT
.67 10430
24T
2.2e7
2.0eT
1.8e7
16e7 G4

492

1.4e7 =29

Imtensity, cps

L FrrE 10444
1.2e7
1.0e7
§.0e6 38T 0 ST

g.028 )
133 369

+0e6 1573 21 315 | - GI4s 103
7.0e6 i ) A t R # 4 , - 10005 :{T
43 = 781z B4 23 = z
EE |T. ".‘.{.‘f-?‘”u 32 i D b it Y i B

-
100 200 300 400 500 600 Ta0 800 200 10040 1100
m!z, D3

1 FEfRA VY EERBI A v
A% v #EPH : 100~1100 m/z
MESM ESI (+) . CV=40

‘ (CV : =— > BJF)

B \S2 (1042.74) CE (50): 26 MCA scans from Sample 1 (TuneSampleName) of AIV_InitProduct_Pos.wiff (Turbo Spray), Centroided Max. 3.6e6 cps]
1000 &

3.5€e6

3.0e6
[}
o
© 2.5e6-
-
m
I 2.0e6
£
Z
'E 1.5e6
= 1740 &

1.0e6 1

1042.1
5.0e51 229.0
132.1 814.2
0.0 [} \‘ \‘ : : . . . . . i i }
100 200 300 400 500 600 700 800 900 1000
m/z, Da

2 WilisA VEEBEIA L DOTaE YT N F AT ML
Y Jp—HY—A A4 mlz1043
A% i : 100~1050 m/z
BIESM: - ESI (+) . CV=40, CE=50
(CV:a—2EE,. CE: 2 Vg T giL¥—)

2) LC &fFEofst



ST T T 2OV, Inertsil ODS-4 (N£E 2.1 mm, K& 150 mm, Ri 78 3 um) % v, BEnH
(22T, 0.05 vol% FEE/KEEHE K TN0.05 vol % XA 7 & b=~ V2 W TR Z To7c & 2 A,
v — 7 R, B, BEER OVEEOWT NS RIFRERDE N0, B 7 Lidinertsil ODS-4 (N
P& 21mm, £ 150 mm, R FEE 3um) %, BEIHEIZIL0.05 vol % FER/KESHE % 1R0.05 vol % ¥ e & A
TEhr=h ILZHWLZ L L, 0B, BEMMHIZCOWTIEAZ ) — X0 T M= LEHWN
TR TRWE—ZRENME LN, IDICKMEMNZ D2 L TE—7REOBENRI & 7257,

3) B

I3 UMl A Y EHIE S A v > v O EMROHZ 7~ L=, 0.00025 mg/L (0.00125 ng) ~
0.0015 mg/L (0.0075 ng) K 7r0.001 mg/L (0.005 ng) ~0.006 mg/L (0.03 ng) yRJEHLFH CTIERL L 7=
PRERRT, BAF B EE R LT,

7000 +
6000 ‘ . B
| g T 7 B R S D —

“m‘ . F— I T F T =T (A—H—) : Analyst

4000 { o (AB SCIEXH)
= \ . v —7 OERIIE  ©— 7 A
s . BB OREE « F/ 3Rk
M) 2000 4 pod MERIEYE Y — 7 o FEE : 0.00125 ng~0.0075 ng
= ; ffix (a) :a=767749

mw} ¢ Bl (b) : b=79

o4 . —aons ok —herny dane ‘ R? : 0.9982

0.000 0.002 0.004 0.006 0.008
% R(ng)

3 WEEgA Y HEEEX A v o fEff] (0.00125 ng~0.0075 ng) (m/z +1043—109)

20000
18000
:ig_ 7 — S AT S D —
] T—HMEY 7 v =T (A—H—) : Analyst
£ (AB SCIEX#Y)

E 10000 4 Y—7 OERFIE . B — 7wk

~n 8000 WRIRORRE - fo/h ik

_L 8000 A MERELE Y — 7 OEA : 0.005ng~0.03ng
4000 A fH& (a) :a=578526
2000 4 Bk (b) :b=298

0 i ————s R? : 0.9985

0.000 0010 0.020 0.030 0.040

= W (ng)

B4 FeRgA Y E RS A v o o E#HE] (0.005 ng~0.03 ng) (m/z +1043—109)

4) ERIRR

EREEROEHFEREZ LU FITR L,

0.01 mg/kg [ (2mL/0.2g*") X (0.005ng/5 pL) ]
*110.0 g X4 mL/200 mL

2. BRI RGE DR



1) JBERRAE X OVA IR BB E O R

AL )= NERIET T 08BN E L, — T [ 7 e —Fv— b IZit-> T, ROfTlE%E
v NV w7 RE LT T 7 BOMEEEZA L, £ 2110 mLICEERE 1 Y EEEY A 2201
wE Mz, 7—4% U —T/NK L —& —TCTL mLERE & ClRMEth. £F 4 A CTlLE S, A&/ —/110mL
R LT,

72, FHIRMROBRPHIBE RS 2 V5 7RI T ORLE % IIRARE, @305 EiE CE#IC
VR & o T2 RIS X DR b F20E L 7=,

FK1LB~ MY v ZAOFMIZ LD ALY ) —V~DFEfEE

I IR (%)
BRI TR — ; ”
Hz & 1% B RF 30 S EIRL THES
RIKTF 7 ABRIRIR 86 53
KON T Z » 7 BB BR AR 104 91
N @ 0.1 pg

PRI | o I Do 2 (T

VIEDORER LY AT T o 7 B ClIszEIC K 2BENRO 1L, MET 2 Z & TEOHK
BEETH o7, —H T, B~ MU v 7 ZfHET TIBREBIIA BND 2 LHVRR S L7208, JE
T5ZLTHETOBDBPHERES, £, B~ M) v 7 ZAOENNZ K BROBELHH120, K
AREEIC B W TR E B E 2 LB/ MR E T2 2 L & Lie, F7, HEBEDORA X ) — L ~DFHE
R 2 B T leNTAT 9 T & & LT,

2) BITALEL K OMhH IO Rt
Ol HH A
AROHTEIZ B W TIIARZ D& /K ERFREE ORFIMEZ BB LT ' oot ziT- 72,

QWK DT COFElEA V) HFGZ A 1 > KOS

WX O [FIRL0 gl BEfR AV S EER # A 1 3 0.4 pgZ INEA L, WSINEZ I N EE BLE L7256
&L TINRA305 % IR E 2 BlSA L7235 A CORIERDO I 21T - 72, fiRA2F2AR Lz, BN
303 IR E A PR L 72356 CTIXEIERA0 % FREE LRV ME & 72 b | BEfg A Y HHEBE A 1 O
R DHEGE ST T2 OB O RIEE O MET 21795 Z & & LTz,

2 JROATNRIZ 1T 2 il P AR IR oD bLiis

EIER (%)
AR
Frhy HH B A R R Bl T g
VINE & (24 H 97 95 96
RN 30 314 12l 41 42 42

WINE: - 0.4 pg
FHLIBEOEMET [oE T v —F v — M 120> TRBREEIR 2 Fi



QRTALER T VE DT

KON COFEEA YV EHIE X A v OBRNFRO bz, FlEF OREFEIZ L 2 02 f8iE
L. B ORHLHIC L DEERRA Y SR X A 1 3 v ORI 2k AT, B GRS L CUL R D)
EEBE Lz, od, =& 7 — A KOUK (1:1) 1FENE VU VEBRIRA LT < T 5720V,
[ =& 7 —/VRUUK (1:1) {RRER

B, =& = KOUK (1:1) BREZEEEREL, ATV FARZL0 kLT,

M. =% 7 —1LKOUK (1:1) {BIREONY gL

B, =& — L KROUK (1:1) RBiK, V UoBAEREIEI0: 9: I0FIEGTRA L, REVSI A X
Fo¥—fkiL7,

INTIIEERIN & U7, RTLEERE e lBEOBWMENGRE R 2 K3 R LTc, U v BBE X RWGEET
IXRTALERIE U & R DRV ENNER E o7, U EORR L, Fiigl YV EEMY M oL v OEK%
Mz 5 DRz, =% 7 =L KOUK (1:1) BEEORY a2z HRiE A EZ A L,

3 ATAEGEO . (KO TR

[EIER (%)
HITRLEE )5 14
' NGk 2 [l [ )
T )= KUOVK (1:1) {RHRALE 51 51 51
X ) — A RKROK (1:1) JBIEENY L 95 83 89

W& : 0.4 pg
HH LR OBIEX [OTiE 7 v —F v — ] 129t TRBRIEIR & i3

3) BT LEROBG
OH 7 L O

FI BTNV MM Y BTNV I =T AR RV E = AR —N—E = e r U RHEEES
BRI =H 7 LTOHICOWTKORD 77 > 7 50k 2 AW CTRE L7,

BT L AL ) —10mL, KB AL J—L (4:1) {BIKI0 mLTTReE Li-th. BilgA i
e A 01 ugaEKEOAY 7 —)v (4:1) {BiKI0 mLCTHEAT L, [ARIKLI0 mLCHF, A%/ —
V10 ML CIRH & W72 &  ORHIRN A T4 OBIR Lz, 2B, TOBRH LAAWEE & U TR L7,
KB OALZ ) =) (4:1) IBIKCTAMEOEEE W=, 727 U b VD75 =h 7
A TIHBEHENMED ST . P AR P —N—b=r'n ) RULEAERI =D T 252Nk
ZABRIFRAIEN G LN, AOWETIEA Z 2Ty UMby U A7V =01 7 KT ERA
B, =AU P —N—t =il FUEEAEI =T L2 A L,

T4 FIETFINTV I Y BTV =T LS OEHMRTL (%)

IKEORAEZ ) —L (4:1) JRIK AH ) —)L
10 mL (i) 10 mL (i) 10 mL (&)
[ S AN F i = B 0 0 34

WAINE: : 0.1 ug
Mega BondElute-C18 (1 g/6 mL. Agilentf)

_10_



#£5 VoA R_RUPr—N—t=vnl RUEELSEI =8 T 200 ORI (%)

KEORAE ) —)v (4:1) IR AH ) —)L
10 mL (&7iF) 10 mL (¥eiE) 10 mL (&)
el Y ERBRE A v v 0 0 91

W& : 0.1 ug
Oasis HLB (200 mg/6 mL. Waters#)

@h 7 LEFEEOKG

Vb= AR B—N—E= bt r Y FOEEAERI =0T LOFREIZOWV TR EITo 72,

Oasis HLB (60 mg/3 mL) /% UOasis HLB (200 mg/6 mL) TORHARILIZOWT, KOFgD 7
7 v 7@k E AW TRE LT,

NI LEAL ) —=110mL, KEROAZ J—/ (4:1) {RIEI0 ML T PlEded L7-t%., Hifg( ) &7
s A 01 pga/KEOAZ 7 —v (4:1) IEHKI0 mLCEfM L, [FVEHKL0 mLCHes, A%/ —
V10 ML TR &7 & EORERIARBITR Lz, WIS BAFZREIRNE S22, ROoWiE
TIEAEEOFEHZIE H FTRE AR 0T & 3D 72, HEICHRIR A Fi7-H0asis HLB (200 mg/6 mL) %%
A L7,

6 VEoARUBU—N—bt=Erl) RUOLEAKRI =80T L0 5 ORHIRIR

T LA EER (%)
Oasis HLB (60 mg/3 mL) 105
Oasis HLB (200 mg/6 mL) 97
WINE: : 0.1 ug

@ W T LR DT

Vb= AR —N—E=trl FoEEAEKRI =5 T A[Oasis HLB (200 mg/6 mL) ] TO%
HKIZOW TR LT,

BT LA K =110 mL, K10 mLTTded Li-t, BERA Y SEE Y A 12 01 pgz Kk
WAL )=/ (4:1) {BiKI0 mLTAML, KEQRAZ /) —/ (3:2) JRIFI0 mL, KFOAZ ) —
Jb(2:3) JRIKLI0 mL, KEOAZ /—/v (1:4) {E#K1I0 mL, KA % /7 —/110 mLCIEREEH &
B b ORI Z RN R LT,

FERR A Y SRR S A 0 L KR ONAZ ) —)b (2:3) (RIEI0 mLE TIHEHET, KRBA X/
—/b (1:4) BIFI0 mLTIH L7z, AL T, RBHARARE OUIRH %2 b 12K K A
Z /=) (3:2) 10 mLE L7z, F7z, HIEES: ED T 204 F %) ~OEREEORRE
o toled, WHEINXIEMZEBECOMEIAELE L, A¥ ) —ATITHZ L& LT,

KT V=RV U—N—t=bnl RUERESEI =8 T 2000 ORI (%)

KEORA L ) —)u IKEOA L ) —)v
(4:1) RIK (3:2) (2:3) 1:4) AH ) =)
10 mL (£fir) 10 mL 10 mL 10 mL 10 mL
el A Y SR A nv 0 0 0 96 0

N : 0.1 ug
Oasis HLB (200 mg/6 mL, Watersf)



WHIREE L LTAZ ) — L EBEL, A% ) —VOBEHBEORFEZIT T2, BT L& AZ ) —)L10
mL, KEOAZ /—/v (3:2) RIKI0O mLTTRBES Lo, BEfeA Y S &2 A 1 0.1 ugx K
FLOAZ ) —)v (3:2) IRIKIOMLTAM L, A%/ — )L TIRH LTz, fERERSITR LT,

AL ) =)L COEHIEE mLTIWAEE N Lz, ROHTETIL, A ¥/ — /M K D8 MRS I3 0
ZH7-810 mLé L7,

#£8 Vo nAR_UBr—N-bt=avrnl) RUEREAIRI =0T 2050 (%)
IKEORAH ) —)

L AH ) —)L At
(3:2) R o
10 mL (&) 0-5 mL 5-10 mL  10-15 mL
Wil A Y EHBA A ni v 0 95 0 0 95

VRINE: : 0.1 ug
Oasis HLB (200 mg/6 mL, Watersf)

ORI 2 K O Ehat

FEfE A Y HEFEY A v 3 TR E TR CREIL L 72 0 09 W e, 7T AAN QBRI E
TREEES ZEZBEL, 77 28T DANCT &' F U iHiEs mLIZMZ 2 KO EOREIT>72,
KON Z > 7 5Bt o 7T & & k4 mLICHERE A Y HHEFEZ A v 201 ugx @il , K5 mL,
10 mL, 15 mL&T20 mLEA L7z, U7 MZART L, KEKOAZ 2 —/L (3:2) 10 mLEEHE, A
% 7 —/)10 mLTEH L7ZBERORIEZ RO T, REHERERITR LT,

FahE R I 0 . ROWETIR. 7% b oHiEs mLIchiz 2/KkOBIISm%E2 b 72815 mLinz 5 =
Ll L, T AAMANITRMEZEREL I ThR N & & L,

#£9 T ABHRICH S DRI EO R

KN & [IR (%)
7 b2 4mL+K5mL 26
7 b 4mL+7K 10 mL 102
7k 4mL+/K 15 mL 96
7 hr4mL+7K 20 mL 108

WINE: : 0.1 ug
Oasis HLB (200 mg/6 mL. Watersfil)

O HE ST OER R DO FER

BT L AL ) —n10mL, KERAZ J—)b (3:2) {BiKI0 mL T L=, WOATIET Z
VIRBIO T N AR mLICERE A Y HEEE X A 0201 ugE IR L, KA1 mLERA LI
Wz 717 DZART L, KEOAZ ) —)b (3:2) 10mLEEFE, A X — LTI Lo RIR 2K
Wic, fERRREZRIOTR LT,

MR R LV | IR CRUZRERMEOND Z & ZfEd LT,
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#10 BEHRWOMEGE (%)

TEhAMLE KEROBAZ—v

. N N AKX ) —) &Et

k15 mLIER (3:2) B

19 mL (&) 10 mL (¥E¥) 05 mL 510 mL 10-15 mL
el A V EHB A A 0 0 0 96 0 0 96

WINE: : 0.1 pg
Oasis HLB (200 mg/6 mL, Watersfi)

3. WINEN SR

1) EINEEER

KOFA, KON, WKORE,. HOMmKW, HBOME. B/IV, FH. 1EbAh>o, 2%E, KLU
HDI0E A W, [ERAE] 7. RBREROFHEIAHE > THMEIGEER 2 i L 7=,
INNENGEABR I 36 1T 2 [N ER100% 10 2 DV EARMELR IR, S Rah D 7T o 7 3B OB O R
He 7 v~ 7T Lh&K5-1~5-101R LT, E7o, BRMDT T 0 73 B A% v SHIEIC LD RE
Mg h—2NA A ra~ N7 LEXTNIR LT,

BPMEDOR R 2 RIUTR LTe, e Lo BHI B W T b FER A VSRS A u v DE &
HETLE=7IFTEED T, BRLIRF TH T,

K11 BRPEOFH

amn | mn | e | PEE oONERE E B (B -
No. | apsigican | mma | O REEE RERET TR e R | o | WERIE | T3 08N | R | BRES | oo L
(ppm) B8 | @ ® | E@ |
1 |ERVEERS LY [BRHA 0.01 0.04 0.04 H%E | 0.04 < 0.100 |@@# 0 #DIV/O! [e)
L2 0.01 0.04 0.04 HEfE | 0.04 < 0.100 |m#% 0 #DIV/O! o
L3N] 0.01 0.04 0.04 HAE[E | 004 < 0.100 |FE7& 0 #DIV/O! O
e 0.01 0.04 0.04 LEfE | 0.04 < 0.100 |@@7#f 0 #DIV/O! O
TERT 0.01 0.04 0.04 H#EE | 0.04 < 0.100 |m#% 0 #DIV/O! (o)
2800 0.01 0.01 0.01 FERF | 0.01 < 0.333 |@#& 0 #DIV/O! O
43| 0.01 0.01 0.01 ERRSF | 0.01 < 0.333 |@#f 0 #DIV/O! O
[ 00l |ool | o001 EEMA | 001 |< 0333 @i 0 #DIV/O! o
i 001 |oo1 | o001 EERA | 001 |< 0333 |@m 0 #DIVIO! [
StiE 0.01 0.01 0.01 ERRSF | 0.01 < 0.333 |@#f 0 #DIV/O! O

*1 BEEE, BEERREDHE(CIE—EE2E(0.01 ppm) EALS.

*2 FIRESHEN RRENARGDIHE CEERALEEBLOBRL. [EERA <ALEBEERR x 3L BHA) ISE. [ * INKRTENE, [ * INRRESN ISt
RILEWIE. FMRESTHERRRENRG D0, 5l EERFREELOTN)vIRBMBERREARLTEHES S,

*3 IIUUHMRBERROIRICHE LIRS 5. (BEISISLTRBEAZTS.)

*4 BPPOREMNFHENRRE (REEREXSERMBARE) IBLTRDLI(2. TV IHAMORBERTHURUARERR (I VIR FMBERR) AL D,
TV IRBICHEE—IHNBRINGEA B EICIE. BEFROE VTR (BI) [TROLECTEHRLY,

*5 @ (B LA HEE—VOHFFHREADHEEEISEATHHAICENOL BELEVMEESIEN x 1ZRHT 2.

2) B R K OVE R

B KO TR EE ORRERG A RK121R LTz, EEEIE88~104%., M THIEEIF2~4%TH v . BIEMHE
o Uiz, WIRENEERRE LR —Ch o, IV, FH. IbH O~ LUAKDH
72 ZNZOWTIE, SINEED 15128 ~239TdH W SIN=10% +45 120 7= L7,

IR EE DS E BIR AR & B 23 BHZ DWW T, ERBRAOHEE ZIT o TR 2 RIITR LTz, £
7o, EERROHETEICBIT H2RENR 7 0~ 7T A& K6-1~6-5127% LT, SINELOEHHE X142~
287 CH Y SIN=10% +431Tiii 7= Lz,
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K12 EHE KL OE RSO

ERRF A | FMRE | EERA BER B4R (%) HE | HHTHE SINEL™
No. | SHFHRILEY ‘ BaE (ppm) g(p-if) (ppm) | OFHE? [ 5= | n | @ | n=1 | n=2 | n=3 | n=4 | n=5 | (%) |(RSDW)| Max | Min | FiiE w*
1 BB VEEBSOL lmzm 0.01 0.04 0.04 * 3557286 | 341 | 0.9997 96 92 94 93 95 94 2 #DIVIO!
|mrsms 0.01 0.04 0.04 % 286290 | 208 | 09085 | 94 93 100 99 100 97 3 #DIV/O!
BT 0.01 0.04 0.04 % |[sss7ess | 341 | 09997 | 97 95 93 95 90 94 3 #DIV/O!
A 0.01 0.04 0.04 %  [sssres | 341 | 09007 [ 89 91 91 94 94 92 2 #DIV/O!
) 0.01 0.04 0.04 *  [sosa3a3| 72 | 09979 | 89 86 84 92 89 88 3 #DIV/O!
” 0.01 0.01 0.01 3219429 [ 99 0.9978 88 95 91 98 93 93 4 114 143 128
43 0.01 0.01 0.01 33743 | 79 | 0.9982 | 90 94 89 88 89 90 3 143 | 143 143
FBHD 0.01 0.01 0.01 3154400 | 57 0.9955 93 90 88 85 90 89 3 95 190 142
Lia 0.01 0.01 0.01 3154400 | 57 | 0.9955 | 104 105 107 104 99 104 3 190 | 287 239
StiE 0.01 0.01 0.01 2838743 | 79 0.9982 95 87 94 98 92 93 4 143 190 143
*1 BAE(E(E, BREMERBE DB EITE—R2ELE(0.01 ppm) AL,
2 FMRENEERFRELEGIFEISL [+ INKRTEND. TOHACF. SNEOFHEFTRTHEH. flik. EERFAOHEETS.
*3 BohEIEQHTRAEESZHE— (Max) RUB/MEES X HE—2 (Mn.) DTN TR DSINLER DS,
K13 EERAOHEE
N o N N . E—E#ES) T
No.|  smZILAD P z(fpuf? %*“5)1 fg‘:}:? i;'?;% BE |@mRE| .| <FUvoR: ERRERR SNE L mEe e "
pem (mg) | B208l | 777" et | w2 | wiy | mel | n2 | F8 | mei [ w2 | e
1 |EEEAVEREI(OVY B 0.01 0.04 0.04 * 0.001 B 0 3848 | 3972 | 3910 [ 3674 | 3783 | 3731 | 287 | 287 105 287
BRisH 0.01 0.04 0.04 * 0.001 Ei 0 3506 | 3235 | 3371 [ 3203 | 3421 | 3857 | 114 | 190 100 152
BRI 0.01 0.04 0.04 * 0.001 B 0 3936 | 4021 | 3979 [ 4018 | 4009 | 4014 | 143 | 190 99 166
20 5 0.01 0.04 0.04 * 0.001 i 0 3811 | 3686 | 3749 | 3809 | 3878 | 3844 | 287 | 286 98 286
sRTEE 0.01 0.04 0.04 * 0.001 EH 0 3805 | 3649 | 3727 | 4003 | 3815 | 3909 | 95 | 190 95 142
2550 0.01 0.01 0.01 0.0 0.0 #DIViol [ #DIVI0!
£ 0.01 0.01 0.01 0.0 0.0 #DIVioL [ #DIvio!
EhHD 0.01 0.01 0.01 0.0 0.0 #DIViol_ [ #DIVI0!
LL# 0.01 0.01 0.01 0.0 0.0 #DIViol [ #DIvio!
St 0.01 0.01 0.01 0.0 0.0 #DIvioL | #DIvio!

*1 REMEE, EEERREOBEITIE—RELE(0.01 ppm) ZALVS,

2 BERFAOEELTINR FMRELEERFRELARLLHE) ISE. [+ IBRTShE,

*3 AHPORENBERFBLREITHDLIC. TZVIHNORBERTRRUARERE (I vIRAFMBEER) RS CRARLIRER R CAMRERR) RT3,
*4 TRYYYRE. BB UTEAR R HIR2EUERET B, (BEISHLTREEAZTS.)

*5 TSUYISE—INROLNIIBEITE, IM IR FMBERAOEF TV EEELSIVEERNS.

*6 YRUYIRFMRER RO BEFERRIH T HE—VER(RIEHE) OLL(%) ERDHE,

3) kb~ FU v 7 ZOBE~DFE

AR~ B U w7 ADHRIE~DEBECOW TR LIS R 2 RIMTR Lz, BMEIGRERICES T 5]
ILER100% AR S IREIC 2 D X OISR Lz~ N U v 7 ARIMEETRIR O TR IEAEERIR RT3 5 & —2
gL A2 RO 7, WAEI30.95~1.05TH Y | HIE~OEE T2 NE D EEZ BT,

K14 B~ b U v 7 ZAOHE~DE

- o E—oE ()"
No.| ssiRiLEn a8 il el Kot mER | | SRR BRI E—omm| %
(mglL) | B&Dgl | 777 n=1 =2 | T n=1 2 | | BOR®
1 |EEBvESRImY Y |BHA 0.01 0.04 0.04 0.004 Ei 0 14711 | 15534 | 15123 | 15532 | 15325 | 15429 0.98

B 0.01 0.04 0.04 0.004 i 0 13558 | 14046 | 13802 | 13024 | 13451 | 13238 1.04
BT 0.01 0.04 0.04 0.004 i 0 15500 | 15539 | 15565 | 15915 | 16223 | 16069 0.97
|2% (15 0.01 0.04 0.04 0.004 il 0 14978 | 14592 | 14785 | 15405 | 15707 | 15556 0.95
B 0.01 0.04 0.04 0.004 i 0 14133 | 14315 | 14224 | 14664 | 14759 | 14712 0.97
50 0.01 0.01 0.01 0.001 i 0 3343 | 3479 | 3411 | 3380 | 3480 | 3430 0.99
= 0.01 0.01 0.01 0.001 Eil 0 3847 | 3955 | 3901 | 3949 | 3809 | 3879 1.01
IEb#HD 0.01 0.01 0.01 0.001 g 0 3037 3095 3066 3074 3016 3045 1.01
LL# 0.01 0.01 0.01 0.001 [ 0 3039 | 3626 | 3783 | 3702 | 3502 | 3602 1.05
SHE 0.01 0.01 0.01 0.001 Ei 0 3057 | 3875 | 3916 | 4144 | 4020 | 4082 0.96

*1 HAEEE, BEBERBEDNSEICET—EEAE(0.01 ppm) £ALD,

*2 RMENRERERIZEH T HEIURE100%48 LREICH B K52, TSV VRMOHBBR CHRLBERR (M) VI RARINBERR) RUBE THRARUZER R CAIEERR) 2EHT 5.

*3 YRR FIEESERR BRI E S ROIRICREI2E MU LA E LR SEHET 5. (BEICSLTRIBEAZTS,)

*4 TSUYITE—IMBHONIIFEIZIE, TSR BIMEEFROMEIE TS VEEZLSI-EZERNS,

*5 M)y R RN RIFHBRL B OISV IRMOHBREREAVTHARS S,

6 TRYIRFIMEEE RO BRI T HE— VAR (REES) OlERDS.

4. &5

IR D Tl C DR R0 B RB O RLEE TIIBR DML BN RS Sz T, =% ) — /L ROk (1
1) RIEKL QN el z DR iEE R T 52 L & L,

RN T AL LTIV E =RV Py —N—E=Atnl RUREARI =T A5V,

BA%E Lo ik VT, RO A 108 5t O BINEIGRER 21T o 7ok R, BIRME, RINGRERIZ L 2
HEE PHMTRE S bREEL I L2 & h . ARBRIEIT, BRI R T 28 O A,
NEWG B Ol N T HE, FR/IF, 1 X B A DFEDOGKEMITHEISFIRE T D Ll ST,
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Ut #m

SKEY T OFRA Y ERBRY A 0y URBRIEL LT, Bl YV ERRA A u L BN D U v
et T 7 b L. VB =R B —N—E = n ) RUHBEARI =7 A TR L
#%. LC-MS/MSTiE & M OMfER 7 5 HiEZ R Lz,

BA%E LsBRiE 2 KON, IKONENT. BKONTE. BOMmA., BON, IV, 43, 1T5HD,
LULAKLD D 2 EDLI0RMICHEH L7ofE R, @RI R T oOREHI B W T b EE A Y HHEEE X
AT COEREYET DO —27IF380 60T, EEIL87~104%., DHTHIEEIX1~5% D BAF e ik R
Bohiz, /-, EERA L LT, 001 mgkgZiREFRETH D Z & BRI NI,
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Wil A Y EHER Y A oo ORMEIGERERIC BTS2 7 n~ 7T

7T

ST S e
|t ez ke iz
Cammen

3200

. 3000
2800
2600
2400
2200
2000
1800
1600
1400
1200

Intensity, cps

1000
800
600
40
20

1131

456 632 8949259941013
[ g T T2 i
Time, min

NN

Peak Name: 10425 /109.2" Mass(es): "104261109.2 D2

|Samv\eVamz SIS0 Sane D
Comment ™~ Ammatatn:

cps

Intensity,

i
Time, min

B YETAIR

o S B
|mmm loi26/ 1085 )
Camment - o, -

3200
- o 3000
2600
2600
2400
2200
2000
1800

ps

1600

Intensity

1400
1200
1000
800
600]
00
200]

1028

7 3 10 i [

8
Time, min

WINJREE - 0.04 ppm

5-1 IKORRRND SRM 7 aa< ~ 7 L
Bl YV EEEEZ A v > (mlz +1043—109)

USINJREE © 0.04 ppm

_16_

T

I

Sl Name “SFAT A0S Sampe 1o
Peak Name: 10426 1007

cps

Intensity

3401
3201
3001

2800
2600
2400
2200

1200
1000

2000
1800
1600
1400

Tz

Mass(es) 1042611082 02"

0
0
0

155 7.01.7.36

880 961,989
10

i
Time, min

ARG

Wame SEATE01_ Sampe >
Peal Name: "1042.611002"  Mass(es): 1042
Anvotaton:

B108.2D5"

cp

Intensity,

3400
3200
3000
2800
2600
2400
2200

T

2000 961

1800
1600
1400
1200
1000

600
400

200

§
Time, min

(RIS

e Nam
Peak Name: “1042.6 1002
ment. " Amnotalon: "

cps

Intensity,

Sk b FIE D
Mass(es) 1042611082 02"

3400
3200
3000
2800
2600
2400
2200

A0S0 2

954

g
Time, min

5-2 BIROJEN D SRM 7 o~ 75 A

Wil A YV HEfeZ (v (mlz +1043—109)



