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K-2-2 BREtaE O

REE S | AR

5 BEGY, 53, Wb, &), FE

6 BERLED, 77", FE

T 77" WhlE, AT EE, BRI (N 1Y), PEIE, BRrkEl, FE

8 77 =N =, BEFE (ROBE, 70N UBE), b mMERI(N 7)), BEREEE, AT

. 7=, WOBE, HEREFOWE 9 b, FMeR GERE SRR, BRekEl, PEE, &
Eehvyh, HEAEH) DA

. IOEE7T N oNERORE, WORE, Hit, b A GERSZRER), EBEuEl, R, &, &
F, vk, BREAE, infva®, 1Fveask

11 77N )=, WOBE, BRI (N 0FY), BERRER, JxvERTR A

12 7 =T - BEEE CROBE, 771 0RE GRIR)), BERREE, BRI (N 1FY), JVEETNOA
a-y, WhBE, BRI (V- )=, puaT - WD), EIria, B, 7 AT -EE

o Wy, WS, 20y, EERRER %Hl:ﬁ_ll(%wa‘:ﬁ:{r), b HVC, JrvEEEkNa, FE(LES I
FI(E"43VE, =" <)-Ha¥m), FATVv, N vh/BECa, ETHIVB,, ETHIVB, FEE, RV
B,, tTH/A, FEEE, T4IVD, 4B,
=) (H=b 3, A~ Vi), HBE, 77 (59 b AL, XK, /hE, TA4FE, KE, £

14 3E, aa7n gy =), =ty ANER, aatyyiv-), NEIREE, SE I BE, Aben)-, 7
A= At Y, MR, B

15 WAZ, WoBE, a-vv797", BR(KBH LA (BT 4300)

16 DAZ, BM(irE, b 530

17 0 AR, BEE DR, BN iiRE, S E 08, BRWREL FMbA R EEE)

18 WA, WFE, bR GRS, BRUREE, FEH

19 WAZ, 5EIRH, vivEit

- V))A,:", PEXE (ROBE, S EREGRI)), 7 MRl (N 15y, BEMEE, BR(LRh A (L 43y
&
¥, SRi/NE, WBE, /INESBE, VAT, Fo)-(F2)-, WOBE, WEWIR), 77 ayb (77

51 Jagh, FEFY, BE I, Vvat Ova’, JEry, SEE, Vo kB T By, v
V), BV iR, B, 2k, 000y, EREBIEA (CER{LAY), ETAIVA, LAY
B,, t"43VB,, FTYy, ETHC, LTHWD, ETHVE, #k(RMEIO—EICY 7T A ETe)
NG, LK, TAEWEE, +9E, KFE, Va1 BREEREHT, V-0, (F27, v

99 3%, ~N-A, aatyil, WOBE, KER), Tov(n u7 kvv—b, T-E/b, a3ty BAOEE),
REEIVYIL, EH3C, 8k, HTvv, ETHIVB2, bTHVA, tTHBL, ERWVD(KERHR), F
£}

23 NAZ, ETEC

54 bh, WAZ, B, 0ATEHY, 3=y, Avuy B, VR R, 'R, A O
PN y=N 0" h), ETAVC, JxvER

25 K&

26 T A Z& (M AVPE)

o7 @%x;ﬁﬂﬁ: ENEHE-ZFbEARLEI-ZFH50 % IWERHE-ZFD
50 %

28 BEUFRR [ENFEL00 %

- =" YyY, TAIWEE, R, F3Fkr, LA, mEEIWVIL EIVC, B TV,
ET43VB,, ETAIVA, ETHIVB,, ETAID(KEHE)
LK, AX, WEE, NE, KbE, &R, BUE(LisE, VvERhvoL, FLEAL ETIIA,

30 L HIVBL, ETHIVB2, ATV, ETHIVC, THWD, ETHVE, 8, EEME URAEto—EIc K

T I EED)




5 ik
BAFE Lo atr iz AT ICR LT,

1) BYEG®Y ) T AEUSORE
O #HERUVHEE

O BEE (50 ml Xi%250 ml%)
BARILE TS
FAWT7 7 R=
A= ey bE
AAT T A
B—FJ—x KR L—HF—
e I
i Gy Bl
mEiEE s o~ N7 7-EAESWE

@ ®EE

WYy F—Fh LT~ TALRY vF Dy Skt

XY =10, 100 ppm : Bk E B FEEUER IR (MR E T A& 1)

BERE =L : PRI BEIE - PCBRRBR I (Fu e il 3k T3S 1)

A& )= B TER GIELFERA )

T hr=FIv: @EREKIe~ 77 FXMETEKRKXSH)

FRHE 3K - PCBRABR A (A plidE Tk 1)

REET N U T A Rk (Pt TRkl k)

WREET b U 7 A (HEK) « Frfk (BB LFHRXS )

FERE « Fflk b3k K& k)

1.5 %(V/V)BREES RV O AVEIK : BREET N U U A1.5 g& KICVAMREL TI100 ml & L7

LD

BEBE A : KICEEEEZ N 2 CpHAICRRB L 7=

BEHA—FU v PHF A Aqusis PLS-3 L7 —F /34 2 Jr. Bl 230 mg(¥—=x L
YA = 2K t), ERERNICASYy 7 ZKL, 556
ME®HALZ =10 ml THHFHE, K10 mlZ2[EHETE L7

D
HPLCH T 4 AR—HTNT 4 NE— <A al)F 4 A7 KFz FLE 0.45 um (B
Y —RA &)
@ #iE
(RITAL PR R OO 3L

AUEHO gZ 8V, PEERIEL mlZ WML+ 2RE%, BT F L2 nlZMA Tl
SEIRE S L™, B F L EE oL, KEICITERET F 20 nlZiNz, [F

_.4_



@

®

B BEE2 &b c2mE iR L, Bt FLEE &b, 1.5 %(V/V)REET U 7 A
Bik4 mlEMz, 30MMIRE 5> L CEEBE=F V@2 B L7z, AKEICEERE=F A5 ml
ZMz, 30MMIRE 5> Lictk, B F VB2 oML CEORR-F LB L EDbET,
Z OFF#E = FAARICEKEE T Y U AR5 g2 MA TR L, SEKFEESTRY T
AITIETEFB - F V2N CHREFL, WREZEER-=FLVEICE DY, BT IR
Frn—F Y —xANAKRL—F—ZFHANTH2 mlE CRMBL, EXEKMT CEBEL, BED
(25 mllCVAME L CRTALERE & L=,

E): V=R, BU—RUOT ¥ AZoWTIE, K50 mlEZMz-%, BFfe=F %00
2T, ZOK, BB FLOKEX50 ml& Lz, &5121.5 %(V/V)REEEF RV
7 AEEIEIZ10 ml & LT,

(REHE R O HY)

AILERAZBEMAD— FY v P T HIZARL, HIZKS ml THILAEEDO A>T
rR#MAEEY, RRLEMEI—F) v VICAWLE, MBERAEBT, RIZA ¥ J—NL5
mlZR LAY R EHESER, HohiEliEzo—42 ) —xARL—2—%Hn
THIL mlE CRM L, ZERKW T CEERE Lz, BEHSICHEEEK (pH4) 2 mlIZERE L, HPLC
AT 4 AR =T 70 05 —Tiil L CREAIKE LT,

AR M ISR O R T
XYY -BC, 100 ppmiEiRE =% J — /L TH R L THEERE S L7 (10 pg/ml),
ZONEERKL mlZ R L, EERR/K (pH4) T10 mlIZER L7 (1 pg/ml),
ThZzRNFEERRKRE L,

FE R VA I 0 i B B OV B D AR Rk

RNV Y AEHEEFIS mg B EEICRY, =¥ ) —VICHEML T2 mlE L, ThEiE
JRig & L7= (200 pg/ml),

TOEEREL mlEASBRL, =X ) — A% M2 T2 allcEE L7 (10 pg/ml).

ZDEIRIZ DWW T, AOAC Oficial methods 2000. 02|73 3% 5 U R IEFE#EKR D
e e BE (276 nm) ZHE L, YU ORNERE D HIREEIEORE 2RO 72,

EHIIZ AV Y EMEERR (10 pg/ml) 2 HEEEK (pH4) CHEE AR L, 0.5, 0.4, 0.25,
0.1, 0.05 pg/ml DEMEFEEREFHB AL, NV U -8C,%20.5 pg/mlEde) L, BRER
ERRHA DAY Y VEHRE E L=,

BIRERES pl e mERE 7 v~ ~ 77 7-HESHTE (LT ILC/MS] & BEF) IZHEA
L, BEBREORYY Y ORELAY Y -BCOE—-7HEIIHTH/5Y ) yor—
7@ SN DRBEROEREZT 7.



® WEORM
ABHAIRS plZLC/MSIZEAL, Bonfsy ey o-8génor—7makk
L, OTERLEBRERNSREHNART ORY Y VBELRD, KA ICHEVRET O
NY Y VREEREM L,
REF DRV PR (ng/g)
=REHREF O/ ) PP (ug/ml) X2 ml,/BORHFE R ()

@ R R
VAT IGTA N TTARIZBTLZNAY Y VEROEB/NREIREZ0.05 pg/ml & T
HE, RHBAIRXNICIVEHEN, 0.010 pg/gkiroiz,
(f PR A1)
0.05 pg/ml X2 ml, /10 g=0.010 pg/g

Bk n~ b7 T 7-HESWHBRIESRMG
g flfi - LCES ; Waters2695[Waters Ltd. ]
B O 2% : MSEP ; ZQ[Waters Ltd. ]
A7 A :YMC Pro C18, ¢ 2.0 mmX25 cm[BkX &V A =LY 1]
#7HRE 25 C
% @ 481 YEERE O T2 b= sV L DR (97:3)
b # : 0.2 ml/min
A A PRIRE : 100 C
a—EE 20V
A A =Ly ha AT L— (RS A BREE—F)
MEAA VI R~V Y Y BEAS A n/z 153.0, #ERA A2 n/z 109.0
R ) -Be, BIEA A2 m/z 156. 1, FEFRA AL m/z 111.0
&N B3l

2) BYEROVITNLVE

O wEHREUOHRE
i 05y BfEE (250 m1%)
o3 R =
FTAKTZ A=
R—ENy ME
ARV s F—8
B—# ) —x R L—F—
R’ L& O
i L o PR
iR v~ N 77 7 -H R HE



@ RES

NIV Fr—=FRRL(¥ T~ TARY vF VA0 ERXeH)

/XY =10y 100 ppm : BT Bh A 3G Bk BUIE (PR 3E TR &)

~F L FREREEE - PCBRUBR A (Fnt sl TR &)

FEEE — F v . FREE 23R - PCBRRER Al (Fn e w3 T3S 1)

AR )= BT LEM EREFERAS )

TER=FI N @EEE e~ 77 7B (i TEKEKXEH)

PR RIE - PCBRUER A (PO MidE TS 4)

JREET B U 7 A Bk oMk TS

BREE T N U 7 A (HEAK) - Kk (BB bE S )

FERE : Fpfk ChRIEMBRA S )

1.5 %(V/V)IREET b U v AFRIR : IREET RV v AL S g&/KICHEM L TL00 ml& L7z

Lo

FERE A : AKICEERE 2N 2 CpHAlCFARIL 7= D

B —KY BT A Aqusis PLS-3 W T —F 34 A Jr. B 230 mg(¥—=x b
YA = 2K, ERERNIC SNy 7 2BKL, A4
J =10 ml THH%, K10 ml T2EEGELZH O

HPLCHT 4 AR =B TN T4 NE— AL a VT A7 KK LB 0.45 um (K

v — k& tt)

@ iE
(Rt AL B2 4 D R 1Y)

AEHO gZ&EY, NEERKL nlZBEML+2EAL, K20 mlZMx Th Ui
%, 7 =HFU N9 nlEMMZTISHMHIIRE 5 i L7z, .04 B (2500 r/min, 543
M)k, AEB@RRIL, 7T F=FU 10 nl CRHEZEE L, ZORICTEI=F
Jofafo~x4 50 mlEMz, 15EIKRE 5 L, #0528 (2500 r/min, 557 %, 7
Zh=bUAfAfI~FH o @ERE, KO nlZNAZ, ZOERETEZF=FIULEE
I=®lz, B—F ) —= XKL —F—Z N TH40 nl £ CTEME L7, BEKICEE
FA50 mlEMZ TLHMIRE 5 Lz, BFBE=F AR 25U, KEICILEERE =T 150
mlZMz, REERBELZXGIC2EEVIRELEZ, BicFLEE2abYE, 1.5 %(V/V) R
B R Y U ABKRIO nlZ Nz, 30HEIIESE 5 LRI F V@A IR LTz, KIEIZEE
BT 5 mlZMZ, 30MPMIRE 5 Lictk, BF— T AVEZ L TEROFRE=T L
@ L &b, ZOFBTFABRRICEKE) MY U AL g M ThAKL,
KWET NV U ACIIEEB=FALEMA T, RiRZEE-FLVEICE DY, BT
FNRBE—F ) —2 AR —Z—FHVNTH2 nl ECEMEL, BEFRKR T CHE
%, EHIZKS mliZEME L CHILEKE L,

(FUEHE itk O F )
ATALIR IR 2 2 S L7-EME I — b Y o OB T AICARL, Fi2IC/KS ml THILE K

__7,



DA TWEREHEZEY, BEROERI—F) vy VICAR Lz, MBEKERIIET, RIS

AXJ)—=NEmlEHRL, SV rEEHESERE, Bohl-RHEEe—2 U —= K

L—#—%HNWTH nlETRBEL, ERXM I CTEBELEZ, EHICHEEK (pH4) 2 ml
ICEEME L, HPLCH T 4 AR —H 7T A7 4 X — Tl L CTRENEK L L=,

@ IR HERIE O R

2N Y -B0, 100 ppmiEiE A =¥ ) — LV CHAR L CHERERE L L= (10 pg/ml),
ZONEUERIEL mlZoE L, EEFEK (pH4) T10 mllZEA L7 (1 pg/ml),
ZhENEEREE LT,

©® FEUEEE R O TR K OV SR o 1E R
XYY REHEGS mgE BEICRY, =& —ICEML T2 mlE L, ThEEE
JFik & L7= (200 pg/ml),

COBERIEL nlZSRL, =&/ —%EMZ T2 nliZER L7 0 pg/ml),
Z DOEHEIZOWT, AOAC Oficial methods 2000. 02(Z 33 % 3 U U IEFEHEHK O

W BE (276 nm) ZBEL, VY COBRNEE D CIEEBRROBREEZ KD,

EHIIRAY Y EREYRTE (10 pg/ml) 2 HEEEK (pH4) CEE AR L, 0.5, 0.4, 0.25,
0.1, 0.05 pg/mlDEMERFIEAZRB(EL, SV U 2-8C,%&0.5 ug/mlETe) L, HERH
ERR DR ) SRR L LT,

BEMEFEIES Pl EmEiEk s e~ N7 7-ER&SWEH(CLTILC/MS) EBE) ICiEA
L, BHEREEOAYY CORELARAVY V-BCO—7BIICHTHAAVY) OE—
VRSN BREROEKREZIT- T2,

® BEOHMH

AEBHAES plZLC/MSIZEAL, oYV Y XYY -8 Ltop—s B &k

E, OTHERLEBEBRNLRBBIKT OV ) ViBELRD, WRXIZENKE PO
NRY YV VREFRH L,
REF DY Y RRE (pg/g)

=WEHAR PO/ UV PREE (pg/ml) X2 ml/ B8R EUE (g)
@ RS

VAT T AV NI T ARIZBITAAY ) VIHEROR /R RE %0.05 pug/ml &
HE, BREBREIRKXICEIVEBR SR, 0.010 pg/gkirolz,
(et PR A)

0.05 pg/ml X2 ml, /10 g=0.010 pg/g
R v~ 7T 7RO HBIESRG

__8_



¥ fl : LCED ; Waters2695([Waters Ltd. ]

fr &= : MS#D ; ZQ[Waters Ltd. ]

#F A :YMC Pro C18, ¢2.0 mmX25 ca[BRNEH TV A =LY 4]

517 HRE 25 C

B B M1 YEERRER T b= b UL ORIE (97:3)

it & : 0.2 ml/min

A F WRIRE : 100 C

a—EE:20V

AF i =7 buR7L—(BAA 4 rBEE— )

REAAE: "YU WEAAY n/z 153.0, FRA A4 m/z 109.0
N Y =B, WEA A m/z 156.1, WERA A2 m/z 111.0

E AN & 3 ul

6 IEEtRlE O fE R
BAHCHA L7z W FhoRetn s &3 ) 3 Shs o 72 (RIHRA 0.010
ng/g). 7272 L, 2, 4, 13, 14, 15, 21, 22, 23R O2BIZBWTiE, XY U OHEIEL A
“m/z 153. 0TiXirE v — 7 ((RFFFFRI O X L 0.4~ 1. 153) BRBO LN b DD, TR A
ZAm/z109. 0TI S h e o 7,

7 EINEIEER O R R
R PR SR AE S JE BE (0. 010 pg/g[EEEHEEE0. 0093 pg/gl, VIR LIE) R ORHRAD
10f5 A0 % R BE (0. 10 pg/g[FEFEIREO0.093 pg/gl, # 0K L3[E]) O FINENIER 4 FEhii L,
ZORREER-3~6ITR LT,

#-3  WMNENR G ORE RO

/ [ aen | B EEN) T

&5 Rl g | BE N me | omg | 3@ wyy | FRE
(pg/g) (%)

) 0.010 97.9 — — = —

~ ) —¥q 0.10 99.7 98.7 98.5 99. 0 0.6

Voa— A 5 0.010 84. 8 — - — —

0.10|  98.9 98.1]  100.7 99, 2 1.3

3 0.010 97.3 — == — ==

Vo — 2 wi?ﬁ 0.10 100. 6 96. 2 97. 4 98.1 2.3

T A 4 0.010 116.5 — = — =

0.10| 100.1| 104.3| 100.1] 10L5 2.1

5 0.010 1015 — — — —

IwT R 0.10 96. 1 100. 7 95. 4 97.4 3.0

Va— A 6 0.010 98. 2 = - — —

0.10 98. 1 95. 7 100. 5 98. 1 2.4




F-4  EINENLRER O R RO
) i} =k} “_asﬁu EE (%) 153:*_%
= R e | BRE D mg | ome | sme | wy | FEE
(ng/g) (%)
] 0.010 94. 3 — = — —
I 0.10 | 100.3 100. 6 101.5 100. 8 0.6
; 0.010 93.5 — — — =
0.10 | 100.9 97.7 100. 6 99. 7 1.8
. 0.010 99. 8 = — = —
L ‘ 0.10 101. 6 100. 1 100. 5 100. 7 0.8
e ) —= o |0-010 99. 6 — — — ~
i 0.10 | 100.9 104. 3 102. 0 102.4 1.7
a5 T 98. 0 — — — ~
S 0.10 97.9 100. 2 100. 7 99. 6 1.5
, [0-010 96. 2 = — = —
. 0.10 [ 100.4 99.3 99. 3 99. 7 0.6
0.010 97.9 = — = —
syra| PP 0.10 | 101.0 104. 7 106. 3 104. 0 2.6
L - 0.010 89. 1 — — — —
0.10 | 100.6 105.5 99. 6 101.9 3.1
F-5 WHMNENRROFEREO
5 o | 28| L A
= L (“"‘?’X EH | 2B | 3mEH | FRE
pg/g) (%)
| 0.010 96. 7 = — — —
—_—— 1“ 0.10 | 100.6 101. 0 102. 3 101. 3 0.9
6 | 000 1028 — —~ — —
0. 10 99. 6 98.8 101.7 100. 0 1.5
1, | 0-010] 1035 = = : = z_
o 0.10 | 101.4 96. 8 100. 1 9.4 2.4
YR g 0010 112. 1 — — — —
0.10 | 10L.0 100. 4 100. 1 100.5 0.5
0.010 | 108.0 = = = —
) v TRE 19 0. 10 97. 6 99. 8 101 3 99. 6 1.9
dol 1= EFn | 20 s sl .
ﬁ$'g:%aa T 9o |0-010 95. 3 = = = —
0.10 97.6 99.5 97.5 98. 2 1.1
o1 |_0-010 84.9 = — — —
ST 0.10 | 102.0 98.3 97.6 99.3 2.4
i by | 0-010] 109.0 = — — —
) 0.10 | 105.0 100. 6 105. 6 103.7 2.6
b3 | 0-010] 108.0 - - - —
_— 0.10| 10L.5 98.0 97. 4 99. 0 2.2
ba | 0010 1022 — — - —
0.10 98. 4 97.9 97.8 98.0 0.3

_10_




#-6  IMENGRER OfE RO

) ) =t ‘:(.%%JJU EZEE (%) 19?1‘@
=% L (ﬁg EE | emp | smE | ww | FRE
ug/g) (%)
e 0.010 85.7 - - - —
% 0.10 100. 7 102. 1 100. 9 101. 2
56 0.010 102. 8 - = = =
0.10 104. 1 99. 5 101. 3 101.6 2.3
- 0.010 98. 1 - - - —
N . 0.10 96. 9 101.5 99. 0 99. 1 2.3
Y % ’ 0.010 96. 6 - - - —
0.10 102. 7 100. 1 103.3 102. 0 1.7
29 0.010 93.0 - — - -
YT 0.10 102. 5 97.2 100. 2 100. 0 2.7
£l i 0.010 90. 3 — — — —
0.10 99. 7 101. 2 96. 1 99.0 2.6
© Ya—RFIZBWTE, 10f5H L REOFEHENILRITIT. 4~101.5 %, AHZHE

HERZEIE3.0 %BLL T Th o7z,

@ NV —HEFEHIEDRMBICBWTIE, 10fEHH 24 3 E o FHEILER1E9.6 ~
104.0 %, MAXEHEFZEIL3. 1 WU T Th o7,

@ VyaZFEHIEDARMICBW T, 1065 Y B E O 4 EIL R 1398, 0~
103.7 %, fAXEHERZEIT2.6 WL T Th o7z,

@ FTWITBWTIE, L0fHH Y R EOFEHEINFEIL9.0~102.0 %,
2.7 UL TFTH o7,

FH e R R I 2

Z DAt S IH
1) B
BEMBRIERA Y ) YR (0.5, 0.4, 0.25, 0.1, 0.05 pg/ml) ZLC/MSIZiEA
L, BELISEENORBBROERELIT 7. TOMKE, 0.5~0.05 pg/ml O#FH T
m/z 153.0, 109. 00 W T it REFRERENRED Sz,
B, BEBFERO~YAART b, xRZAT7 T T A2 M7 ARUVRERO—F% K-
I~3Ta L78s

2) Bt~ FLERER
K50 mliz S U >l pgZ RN, BifE—FA50 mlZMNZ, 19BIEE 5 L. Bifg
TFNEESRL, KEITIZEEBE=F 50 nlzinz, REHERE8ELZ S HI22@#E YR
L. BfBE—F G2 &b, MoK MY U ATHAKL, BRiE&E®FEEEK (pH4) 2
ml{ZFEfR L CLC/MSTHIE L 7=,
TORER, BEEIT5.8% L BELRERBELNT,

_11_



3) AT7hsu~bTT774—DRE

REF OV Y 2 %0.010 peg/gD LIV TRIET HIZ1E, 1.5 9 (V/V)REST LY v
LABRCTOWEFICMZ, EHICHEDRBRENVLETH o7, HRIEL L TEEY —
MU w3 H T A(Aqusis PLS-3 W7 —FT /A X Jr. B 230 mg) IZTOWTHE LT,

BEIZ—RF) AT MIERHERICASNY 2 ZBBLT, 60 CHAZ 7 —10
ml THHFH, K10 mlZ2EHEKR LIbOEZ AW, XYY 1 uga/Ks mlic@Ef L T
BT AZAEML, HITK mlZMABEER TS, SEVTRAY ) — V&R TS,
BHEEZREL 2.

FORER(E-TBH), AF/—NA5nlTAY I UBREHENRD Z ENAA L,

#-T ERI—F) vy PH T LOBEHE(%)

7K A K ) —
Ve i & 0~10 ml 0~5 ml 5~10 ml
T H 2R 0 93.2 0

Wiz, REtOREN R 23 B oMK GUBE 53, 17X 0%29) 10 giZ-DV > THL AR
TV, BB FALBRERER—Z ) —x AR —F—ZHVTEMEL, EBKKTT
REL, BHic\Y )& wEA8T5K5 nlzMz, RKCEHESZR2,

ZOFER(F-8M), REFEE20C U 7)) OKESIZI9.6 %D/ ) U NEH X
e,

:2%‘8 TFUJ'— kU y?ﬁf’bﬁ)fé.‘ﬁ%("u)

i g K AE ) —)
mEES 0~10 ml 0~5 ml 5~10 ml
3 1] 89.7 0
17 0 90. 6 0
29 19.6 90. 1 0

Y TABEIZOWVTIE, KESTHAY Y UREHENEED, T L%22K8ELT
FROBIEEZTT > T2,

ZORER(R-9BM), U T LEZ2KEFET D LAKBG~OBEHITRD LR T,

WH-T, BRIV T AEOHSIFIZBNTIE, 2KEESE-EHEI—FY v Hh
FAEHWRZ EE LI,

#-9 EHEI—KY) v TN T LDOEHE(%)

= T I 7}< )( 5’ /'_-)I/
L 0~10 ml 0~5 ml 5~10 ml
e L 0 98. 8 0
k& B 29 0 96. 1 0
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4)  FEEME
NIV EFLTWRWISEEORFRBHCOWTaITEERL, SV DR
HA I — 2 BN NS L 2R L.~ RAT7TF 7 A N F Al R-4~18I12F L=,

5) g HH PR AT T IR E (5 ) B HRn [E] U AR B
SHEEORE GREVE 53, 17TR129)10 giz, WHIRRO2fEH 24 32 (0. 019 pg/g) i
RHEEIEAY Y ERML, BMERRBREY Ei LT, vAT7T 7 A2 b7 T L
ZX-19~21lZx L7z,

F-10  RNIE]I ERER 0 5 R

ol ) E il (ng/g) —
%% [ \WH [ 2WE [ oWA | 4mA | sEA | oA | pr | oo
3 0. 020 0.019 0.019 0.019 0.019 0.019 0.019 0. 00041
17 0. 020 0.020 0.019 0.020 0.019 0. 020 0.020 0. 00052
29 0.019 0.018 0.017 0.018 0.017 0.017 0.018 0. 00082
6) FEEHME
SFEEORE GREVES3, 17R129)10 giz, ®HBHRR O 104548 2 (0. 093 pg/g)
DLV Y vEEML, 6EOMVIERL A2 ER L. ~AT7 T T A T
T L % [R-22~24lz " LT,
FORER (EF-11BR), EHMEILEIT8. 7~100.8 %, HEHEREIT2.6 %LLT &
BIFTH -1,
#=-11 FHHREABRO®E R
Faw s B R (%) o 22 VE (R 2=
&5 1=l © 2[8] © RIEINE 4\ g 5[E] © 6] H D) (%)
3 100. 6 96. 2 97. 4 101. 7 101.0 102. 7 99. 9 2.6
17 101. 4 96. 8 100. 1 100. 4 102. 4 103. 8 100. 8 2.4
29 102. 5 97. 2 100. 2 96. 3 96. 4 99. 8 98. 7 2.5
9 F&

Rt (R —8) ROZOMIdn,

U IR 2SR G R OEHHF30R MICOW

TV v OGHTEORBEZITo T,

BEROVY TAEIZHONTE, 7 =RV AT L%, B F L ICREL,
BEHEA— ) v h T LE2HTHRRE, GEREI e~ N7 7-BESTFEZHWT
BETAHE (7u—yv—h-188R) L L7z, £/, ZhUSORKIZOVWTIE, BT
FTHE Lok, REEST MY VABIKTHESL, BEI—FY) v OB T 25 AV THR
%, MmEEEKs o~ NI 7-BERESWHEZRAWTHET 525 (7u—y— 2R U3E
) & Lz,

B30REHZ DWW THRINIB A IRE D 10fF R A2 WML, REITHE > THMEBEILRAR 2 £t L 7=
R, TAZTHLORMOMY K LIEIOFEEULFEITI7.4~104.0 %& BRIF T, NT7VYFH
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W ipnoto, Fio, [FERICHR R E M o FmEN SR S £ L7223, WITh o

COWTHYRZ T AV P ETHARE— 7 OMRPAIEETH Y, RBMARIREHTH

WTHRHBARO2EFRECBTZ2BVELARICBNTO+oREBEIRRLEBFENELN,
7k, RECBT S2HHERAIL0.010 pg/gTHh o7,

7o—y—h-1 BYROC)TLHEOGHTFE7o—2— b

ik 10 ¢ WIEEEEEZL nlMZ 5
——K 20 ml

——7 & b=k Y 90 ml
BEDH 1654y

O A7 BfE (2500 r/min X 5%43)

WA B (7 b=krUNLI10 nl TV ZTp)
——7 & b= [ U Lfafn~%t > 50 ml
ReEH 14

T 05y BfE (2500 v/min X 5%))

N

—K 30 ml

H—% ) —x=NKL—F—TlRHE(TE b= LERS B, £40 nlE THRH)
— s L 50 ml X3

e = F /L @ 4y B X 3[a]
——1.5 %BREEF N U 7 AR 10 ml
REH 308
|
BElE — F L @ 45 HL K&
I—E’Eﬁki%w 5 ml
®EH 308
HEfE — /L Jg 43 B

HEfg =~ F V@K Sy (FEKBERE T R Y v A)

2 mFETCE—F Y —NKL—F—TilkfEk, ERTAZELNITRE ITEE
——K 5 ml(ZEVWWZ 2 7K 5 ml)
*
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sk

7

%

HP

i

i

1R

L

i3

i

9

i

Fhrna~ 75 74— (Aqusis PLS-3 jr 230 mgZ 2AEfE)
H A%/ —/ 5 ml
Il mETr—F ) —x /KL —F—Ciltfitk, EFH A ZREHITRE 1T EE

——EEE K (pH4. 0) 2 ml
LCAT 4 ZAR—H T 7 4 V&2 —Jfi

hkonu< 77 7-HESHF G ul)

Ta—3—h-2 Ya—AFEONNETo—— |
K 10 ¢ NWEERKEZ1 nlNZ2 5
——EEfE T F L 20 m1 X 3]
&9 143 X 3E
it = F L & 43 AL X 3[H]
——1.5 %BREET N U 7 AR 4 ml
L5 30§
|
% = F v @ 45 K &
I—E’Eﬁkl%w 5 ml
®E 5 308
s o F /L J& 4y B
|
it F UMK AiE (BEKREES KU T L)

2mlETE—F Y — /R L —F — Tk, EXHT AZENITRE 1T ZH
—— K 5 ml (P2 A& K 5 ml)
S LV~ k¥ 7 ¢—(Aqusis PLS-3 jr 230 mg)

H A% /—/ 5l

Il mMETARL—F —THRMEH®R, EFHTAEZRBONIIRE AT R
——FEE K (pH4. 0) 2 ml

*



&
HPLCH 7 4 AR —H 77 4 L Z —i&ifE

itk

i

I

1z

i

HP

i’

k7o~ h7 7 7-BESHE G pl)

7u—i—h-3 Y-Z2EOH/HET v —— |

K 10 g NEERKEEZL 1Nz 5
—K 50 ml

——EFEE — /L 50 ml X 3[a]

& D 147 X3[E

fig = F )L @ 43 B X 3[a]
1.5 WREEF h Y 7 ABHE 10 ml
£ 9 308

K
—#rme=r1 5 m
fRL 5 30F

FEfE = /L g 73 B
|

Wik = F v J@ 53

e FERAKSE (BAGES NY T L)

2mlEFETE—4 Y =2 NKRL—¥%—TCiRfEitk, ERTAEZEOMICRE (FTEEH
——/K 5 ml(FEV Z A K 5 ml)
Sh/na<w k¥ T 74— (Aqusis PLS-3 jr 230 mg)

W A% /— 5 nml
1l mlETr—F Y —x /R L — % — Tk, ERTRAEZEBNITRE 1 R E

—EfE K (pH4. 0) 2 ml
LCHT 4 AR—=HT L7 4 L2 —JEif

Kr7u= 77 7-HE&GHE G pl)
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10 IRfFE#
-1
[%]-2
[X-3
[ -4
-5
[%-6
-7
[%-8
[X-9
[X-10
E-11
[X-12
-13
[X]-14
-15
[X-16
X-17
-18
[X-19
[%]-20
[X]-21
[%]-22
-23
[%]-24

RIY VBN Y BCD~ AARY B
BEHERED~ AT 7 A 7T L

fir AR O — fAi]

RY—FFP 2 —ADI AT FT A 8T T L

RS2 —ADYRT T T AV T T A6

SYPV AL a—RADT AT TS Ay NI T A

XY —FHEFREH GRS, Y—RAEO~YRT7 T T AV T T LH
Ry —fFHErFERIzEhARS, BTV —HO~R753 A 75 A
NRY—FHEXFERICELRR, DYy LAEOYRTZITIAY T L
NRY—FHERHCEDRS, YUTAEOSAT T T ALY T T LH

D IAEFRHCEDRM, Y—ABEDYRAT7 T T AV bT T L
VyadEZFEHZERRME, BV —HOYRATITTAL NI T LG

YDy ad#FRHCE RS, VYLEOYRTTIITRA L T T A

Yo aEFRICEDRSE, YITAEOS AT FI T RA Y NI 5 L
Dy aZFRHCEDRMS, BARDODYRAT IS AL N7 T A6
EOYAT T T A NI T LB

kD= RAT7FTT A T T L
VUTNED AT Z T A N T T AH

W EGRER GREF3: BB EE0. 019 ng/g) DA 7T 7 A 7T LG
AN IE UL BER GREFLT RN EE0. 019 pg/g) D= R T7 T 7 A2 k7T Ll
FROME 3SR GRE29: IRMEE 0. 019 pg/e) DY A7 77 A2 b 75 Ll
EmE GRER GRERS : i FE0. 093 pg/g) D~ A7 7 7 A b7 T A
N E L EAER GREHLT  RMBEEE0. 093 ng/g) DA T7 F 7 AV b 7T L
AmEIGRER GRER29: IR EE0. 093 pg/g) D AT T 7 A b 7T L

18
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040601-3 170 (14.400) Cm (154:182-(103:1114231:248)) Scan ES-
100- 1529 2.11e5
Patulin
L
108.9
1889
154.0

195.7

ol549 720748 09 949968 M35 1349440 [,154! 1789 || ||

hd L 1 T L ) G R Tl T L] 1] L) il e ’ ] . ol i LA |
040601-5 174 (14.480) Cm (164:182-(102:117+216:241)) Scan ES-
166 155.9 3.96e5

Patulin-'%C,
" %-
1109
191.9
189 157.0 1939

9630 819 928 1039 | | 1269 1379 1548/ 1799 ||y,

o il Rl Al Bl o5 St Bl A RS Sl A ASE B — m/z
60 100 120 140 160 180 200

-1 "V Y RNV Y B-CDTARNT b
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040517-7 Sm (Mn, 2x2)

SIR of 4 Channels ES-
4 153
e 2.10e4
14.76
%_
Hr—rr—rr T T LN B B R
040517-7 Sm (Mn, 2x2) SIR of 4 Channels ES-
ey 100
2 10e4
o % l
1482
.Y e ; T———
040517-7 Sm (Mn, 2x2) SIR of 4 Channels ES-
156.1
100 \14.70 B
%._.
T —— g |Ime
0.00 5,00 10.00 15,00

-2 EHERKR0.25 pg/ml)) DR T7 5T X s 75 Ll

»19-.

m/z 153.0

m/z 109.0

m/z 156. 1
(P e ET)



1.2

N 0.8
+U
06
|
Yoa
y = 2.0695x + 0.0002
02 18R % 3 0. 9997336
0 L 1 1 L 1 J
0 0.1 0.2 03 0.4 05 0.6
BE(ug/ml)
[X-3-1 B —1F (m/z 153.0)
0.25
0.2
iﬁ 0.15
£
T
4 0.1
0.05 y = 0.4288x - 0.0014
FERE (% % 0. 9990868
0 1 1 L 1 1 J

0.1 0.2 0.3 0.4 0.5 0.6
TREE(U g/ml)

[M-3-2 O —F (n/z 109.0)
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040309-10 Sm (Mn, 2x2) 1: SIR of 2 Channels ES-
100~ 153
1.00e4
W %
15.37
y 1
040309-10 Sm (Mn, 2x2) 2: SIR of 2 Channels ES-
100- 109
1.00e4

%
0T L T T B Sy PR y
040308-10 Sm (Mn, 2x2) 1: SIR of 2 Channels ES-
3 156.1
100 14.80 1,
%1
O — Time
0.00 5.00 10.00 156.00

-4 RY—FHL2a—RADTR 7T T A 7T Af

»21-.

m/z 153. 00

m/z 109.00

m/z 156. 1
(NEEHEE)



040312-26 Sm (Mn, 2x2) SIR of 4 Channels ES-
100+ 153
1.10e4
| % m/z 153.0
7 I S ——— SR
040312-26 Sm (Mn, 2x2) SIR of 4 Channels ES-
e 109
1.10e4
9% m/z 109.0
O 7 T I A T L
040312-26 Sm (Mn, 2x2) SIR of 4 Channels ES-
o 156.1
1.10e4
15.01
m/z 156. 1
%._.
(NEEHEE)
01— T T T T T T [ime
0.00 5.00 10,00 15.00

-5 B a—ADw AT T T ALY N5 AH



040312-40 Sm (Mn, 222) SIR of 4 Channels ES-
100- 153
1.20e4
%- m/z 153.0
Byt
040312-40 Sm (Mn, 2x2) SIR of 4 Channels ES-
100+ 108
1.20e4
%- m/z 109.0
040312-40 Sm (Mn, 22) " SIRof4 Channels ES-
100 14 88 156.1
% 1.20e4
m/z 156.1
%
(PNEE M E)
— 1 Time
0.00 5.00 10.00 15.00

-6 ST AL 2a—ADTATITAL NTF AH
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0403018-19 Sm (Mn, 2x2) SIR of 4 Channels ES-
100 153
1.80e4
%
0 T T LR | A LIRS L T T
0403019-19 Sm (Mn, 2x2) SIR of 4 Channels ES-
108
0 1.80e4
%_
0 L L SO o B SN ST L B e S S e i s | .
0403019-19 Sm (Mn, 2x2) SIR of 4 Channels ES-
100~ 156.1
1.80e4
14.82
m %-
T Ty —— Time
0.00 5.00 10.00 15.00

M-7 RY—FHEFEHC L RS,, Y—REDOYRTZ7 T A T T L

m/z 153.0

m/z 109.0

m/z 156. 1
(NEEHEE)



0403018-26 Sm (Mn, 2x2)
100+

SIR of 4 Channels ES-
153
1,6084

Pt

T T T T

SIR of 4 Channels ES-

0403019-26 Sm (Mn, 2x2)
109
e 1.60e4
%—
o L L L B S B e e
0403019-26 Sm (Mn, 2x2) SIR of 4 Channels ES-
ey 156.1
14.76 1.60e4
N
- %
0-rr—r—r—r T T ime
0.00 5.00 10.00 15.00

M-8 RNV —FHEFEHZ GRS, BV —HO~AT7 I 72 NIT LH

..25_.

m/z 153.0

m/z 109.0

m/z 156. 1
(NEEHEE)



0403025-36 Sm (Mn, 2x2) SIR of 4 Channels ES-
2.00e4
%1 m/z 153.0
V—’—H__/\‘_
c 1 L T LA, Aal T 2 ibelav B S e Rut RN (TR ANE BN N TT RN L
0403025-36 Sm (Mn, 2x2) SIR of 4 Channels ES-
100- 109
2.00e4
0%- m/z 109.0
04— ST | LT T v T =TT ki T v
0403025-36 Sm (Mn, 2x2) SIR of 4 Channels ES-
100, 20004
] 1488
N
m/z 156. 1
o %
(NEEHEE)
77777 — Time
0,00 5.00 10.00 15.00

B-9 RY—FEEEIZEHAN, Py LAEHORATZSTAY NI T AH



040412-31 Sm (Mn, 2x2)

SIR of 4 Channels ES-
153

100, 220e4

%_

[\1—3\5’1\/&"

-7 T T F T ¥ [ T [T Y
040412-31 Sm (Mn, 2x2) SIR of 4 Channels ES-

100- 108
220e4

%-

G ' | LI L | L | LEE R R | v
040412-31 Sm (Mn, 2x2) SIR of 4 Channels ES-
100- 156.1

2.20e4
14.82
AN
B %
0' %t e —F """I""i"'l""“m.
0.00 5.00 10.00 15.00

X-10 XY —HHZREHZE R

VUTNVEOS AT T AL T T LH

m/z 153.0

m/z 109.0

m/z 156. 1
(NEEHEE)



0403019-40 Sm (Mn, 2x2) SIR of 4 Channels ES-
100+ 153
1.50e4
. % m/z 153.0
/%_&/
c L ik e : ] T T T T ]
0403019-40 Sm (Mn, 2x2) SIR of 4 Channels ES-
1.50e4
9% m/z 109.0
e ¥ | B T T T T R i o [P ¥
0403019-40 Sm (Mn, 2x2) SIR of 4 Channels ES-
14.63 1.50e4
N
m/z 156. 1
%-
(MR HEWE)
O T S T DML K PG i LR 20 WO At e T [T SRR | — Time
0.00 5,00 10.00 15.00

B-11 Y FZFEHC S e,

V—2ZFADS AT T A 7T A



0403019-47 Sm (Mn, 2x2) SIR of 4 Channels ES-
100- 153
1.50e4

%_

b T A O, Sl
0403019-47 Sm (Mn, 2x2) SIR of 4 Channels ES-
100+ 109

1.50e4

%_

e ™ T Ty *
0403019-47 Sm (Mn, 2x2) SIR of 4 Channels ES-
i 14,63 156.1

1.50e4
N\
- %
T ———
O+ T | i L L e — Time
0.00 5.00 10.00 15.00

K-12 Vv IEFEHCELRM, BV —HO~YRT T TR b7 T LB
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m/z 153.0

m/z 109.0

m/z 156. 1
(NEEHEE)



0403023-13 Sm (Mn, 2x2) SIR of 4 Channels ES-
100+ 153
1.40e4
%1 m/z 153.0
- T T ) T e S O L i
0403023-13 Sm (Mn, 2x2) SIR of 4 Channels ES-
100- B
1.40e4
% m/z 109.0
c \ AR i A | v L8 Thi mmit i) T LA ! Lodes B2 | v L | LA
0403023-13 Sm (Mn, 2x2) SIR of 4 Channels ES-
100 14.7 156.1
] 1,40e4
m/z 156. 1
W %
(NEEHEE)
r—————— 77— Time
0.00 5.00 10.00 15.00

-13 Y IEFRHI G L RE, DY 2HOYRTFI T AL NI T Af
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040412-38 Sm (Mn, 2x2) SIR of 4 Channels ES-
100 153
2.50e4
%] m/z 153.0
14.44
0""]""{" T ] L] LA SRR AEAER A
040412-38 Sm (Mn, 2x2) SIR of 4 Channels ES-
100+ 109
2.50e4
% m/z 109.0
040412-38SmMn,22  SIRof 4 Channels ES-
100~ 156.1
1495 25004
m/z 156. 1
%
(NI HEE)
el L B Sl A e up )kl - S ks ) 15 TR R B 50 7, S B L Time
0.00 5.00 10.00 15.00

K-14 V> T2 FEHcE bR, Y TABEO~YRT7 5T A N7 5 L
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0403019-83 Sm (Mn, 2x2) SIR of 4 Channels ES-
100- 153
1.50e4
4
B %
/\L‘L/\/

1 SIS U S———
0403019-63 Sm (Mn, 2x2) SIR of 4 Channels ES-
100+ 109

1.50e4

%q

G"’I"'ll"'i" T T K LT 1 b i i
0403019-63 Sm (Mn, 2x2) SIR of 4 Channels ES-
100~ 156.1

14,69 1.50e4
N\

%

T LA AL UL S FRL BN RN I WL | T ‘nm

0.00 5.00 10.00 15.00

K-15 V> aZFmEHIE R

=]

8]

H,

HILRDOYAT T T A T T L
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m/z 153.0

m/z 109.0

m/z 156. 1
(NEEHEYE)



040409-29 Sm (Mn, 2x2) SIR of 4 Channels ES-

153
o 2.5004
%-
Y et e e e AR VRO U
040409-29 Sm (Mn, 2x2) SIR of 4 Channels ES-
proy 109
2.50e4
%q
0 ‘--l"'!""_;_--1|---[r-|-r1----
040409-29 Sm (Mn, 2x2) SIR of 4 Channels ES-
ey 156.1
1495 2.5084
N
. %
O e Time
0.00 5.00 10.00 15.00

H-16 EDO~AT7 5T A NTF L

..33_.

m/z 153.0

m/z 109.0

m/z 156. 1
(NEEHEE)



040409-6 Sm (Mn, 2x2) SIR of 4 Channels ES-

100 153
2.50e4

%_

J{\\Hﬁ_ﬂ__u

r—— T L
040409-6 Sm (Mn, 2x2) SIR of 4 Channels ES-
100+ 109

2.50e4

%-

1 1 ISR ———————— S ————
040408-6 Sm (Mn, 2x2) SIR of 4 Channels ES-
100- .

1482 2.50e4
N
m %
0+ - - I e — e e M
0.00 5.00 10.00 15.00

H-17 kD~AT7F T A NTF L
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m/z 153.0

m/z 109.0

m/z 156. 1
(NEEHEE)



040412-10 Sm (Mn, 2x2)
100

SIR of 4 Channels ES-
153
2.50e4

O
M m/z 153.0
040412-10 Sm (Mn, 22) SIR of 4 Channels ES-
200- 109
2.50e4
- %
14.04
m/z 109.0
040412-10 Sm (Mn, 2x2) SIR of 4 Channels ES-
100 15,1
2.50e4
\14.00
%_
m/z 156.1
0 —— SN N (NEEHE)
0.00 5.00 10.00 15.00

E-18 SV TAEDORTZF 7 AL N5 A
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040513-35 Sm (Mn, 2x2) SIR of 4 Channels ES-
q 153
d 2.20e4
W % l
14.76
s
c LB LTL I PG T JRE R i L] L L) SRR IS (B, P R
040513-35 Sm (Mn, 2x2) SIR of 4 Channels ES-
100, 108
2.20e4
%1

1

/&L

-7 L SOLA AL T ) Y Y A
040513-35 Sm (Mn, 2x2) SIR of 4 Channels ES-
100 14.76 156.1
1 2.20e4
%_
0 T | gl ST [T AL T | T ~ Time
0.00 5.00 10.00 15.00

B-19 #MENGRER GUERS iR MIE 0. 019 pe/g) @
VAT T A NI T LB
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m/z 153.0

m/z 109.0

m/z 156. 1
(NEEHEE)



040513-13 Sm (Mn, 2x2) SIR of 4 Channels ES-
2.20e4
™ |
14 57
c LR B L T ] LA (O )
040513-13 Sm (Mn, 2x2) SIR of 4 Channels ES-
2.20e4
%-.
1463
O  FREAEELLAS SR G IR Sk B .
040513-13 Sm (Mn, 2x2) SIR of 4 Channels ES-
156.1
100+ 1457 2 20ed
o %
0 T M P 7 Time
0.00 5,00 10.00 15.00

K-20 #MNEGER GRUEHLTEME 0. 019 pg/g) @
YARTTIT A NI T LB

m/z 153.0

m/z 109.0

m/z 156. 1
(NEEHEE)



040517-19 Sm (Mn, 2x2) SIR of 4 Channels ES-
100+ 153
2.00e4d
% ,l» m/z 153.0
14.82
A,
0+ LI D ™1 LI A | v | T T I T v
040517-19 Sm (Mn, 2x2) SIR of 4 Channels ES-
2.00e4
_— m/z 109.0
14.82
O T T e i b
040517-19 Sm (Mn, 2x2) SIR of 4 Channels ES-
100+ 156.1
\11.82 2.00e4
m/z 156. 1
* (P15 4T
0 T ™ T . LA R | T T ~— Time
0.00 5.00 10.00 15.00

BA-21iRMNEDR SR GREF29 : RN EEO0. 019 pg/g) D

TARATITT AL T T AH
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040513-31 Sm (Mn, 2x2)

SIR of 4 Channels ES-
- 78 153
100 14.7 2
N
%1 m/z 153.0
Y e ———— T N
040513-31 Sm (Mn, 2x2) SIR of 4 Channels ES-
100 109
2.20e4
% l m/z 109.0
/\L
e e R T U L NI
040513-31 Sm (Mn, 2x2) SIR of 4 Channels ES-
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