MAHE T, WMREMABICB T SRR ZZ LD O THY , WRIEDHE
/e 5” LTEE L LTTéb\ kB, MEFEONR LB ET i%T*ﬁ%ﬁﬁg‘&@
FHCHRES 23 25 A 123, A E TS mlBUENELR T 5 L2 TR ELIES

[/\

PR EIE T AR T 47U R b
il BB N AR D A WTiEBA 38

%= KEY)



VEFNRAFARZ b —LVRARE (HFTRARE) ORE BREAR)

[E ]

BYHERLTHLPZFLAFARA b —iE, b b~DORNAMEEZAT 5 0]
BRMEXRENZIENE, AARATE TRMICEAINTIERLRVWWE] L LTHESN
TR, RBIENE RSN TS, BUTHERRBRIEICEB O TIE, BREBIEICRSHL TR
VBTV ua A bWt AEREMIHINTRBY, £, YT ARATFL
N2 Mr—AZNra sBEeR (U, T2V e rgiaagis) Sid, ) offi -
ARG fREREIC R (14 F/H) 2EL WD, M T, BMICE > TIBRAFROH
WEMELNRWEARLD Z L bHESNTND,

ZZTARBE TR, AEREZLHE T, HxOoRMICEW TR ROITHE 1S
bd L), VEFAAFARZ b — VERBRIEOKRIEORBEIZOWTRE LT,

kB, a—T7 v/ ARES  RMEEBMAERLBSICE T, “b hO/FE~
D& B FAO/WHO & R & ik S % Z B 4728 ADI KO MRL Z R ET X& T
X2V EENE L CWaEM A EIRS” 2kt LT, TRHBMm~OMH % FAIZEIET 5
URA7EBREER] PDIERSNTWD, KUY X7 EBREVEROX G &7 28 R 3K
i, EE L TEBPAMSERFEHEZAT L, bLAIE, ZOFBELEETER
WHIETHY . THHDOXERME O —2IZ [Stilbenes] BNZE TSN TWDS, - T,
KU R EHRHERORNEIT, PoFALAF AR b — LR Tl BEE#EE
EHTHYVZARA IR = LEUOANFEA e — VL EENDAEERDDL, 2D LD
REHEND, AREETHRIEBLESF AL AFILRZ e — LRBREICHOWNT,
VIRA MR =L R RINFER N — A gl ~OmEHAEIC S W T b L, 2,
HRRBIERICO VWL, BUTOBHM R THH Y ZF L AF LR br— (F)L
s BB AEEREET) 2O TORGEH LT,

[t (REBRERRE) OBE]
CZFNAFNLNRA hE—)L T uasgEReEs (£ 77 m =)

CH



CEFINAFINRZ F B =T DNT
IUPAC 4 : 4-[(E)-4-(4-hydroxyphenyl)hex-3-en-3-yl]phenol
CAS #F & : 56-53-1
Phenol, 4,4'-[(1E)-1,2-diethyl-1,2-ethenediyl]bis-

ABFNT BV T AEAE S & LT Sigma-Aldrich ¢ Diethylstilbestrol Gifi E£ 99.9%.
CAS %5 56-53-1) &M L7z,

F o ABETTIEEH LT e A3 Sigma-Aldrich & ¥ ['Diethylstilbestrol, mixture
of cis and trans (CAS #F 75 6898-97-1) | MRS LT\ 5%,

TIZF N AFILNRA b — VBT 5B E R

- EBES AMFTERERS (IARC) 2B T 2B AMFMIZ, Y= F AL AFARA br—
/v (CAS # 5 56-53-1) IZOWTHEMES L TWD

- U.S. Department of Health and Human Services 3ERK L 72V = F /L A F /LN R k1
— /T 5 VAR — MZRE# STV D CAS &5 1E 56-53-1

- U.S. National Library of Medicine IZI{# S TWH P = F /L AF/LA_RZ b —/LD
CAS % #71% 56-53-1

« AV T A =T MEREEREA F RN (Office of Environmental Health Hazard
Assessment, OEHHA) -+ The Proposition 65 List O35 AL G U A MZIL#E 4
TWLYZFILAFIRA hr—/L D CAS F 51 56-53-1



[t GERAMERIE) OBE]
IR A o —)L

\

-

[RETHRIEEY DY S ]

~NFE R hr—

O .
N O
CH,

) TA B N fafri@me | ERRR O
. . i ISR AREE
Y hEY 7 . log Pow T HABR AR A
S () (mg/L) (mmHg)
A% (ppb) (ppb)
TEFLAFLANA r—L 268.1463 C15H0, 170.5 12 5.07 1.41x10° 0.5 0.5
VA= 2 U RE N 444.1784 Cy4Hy404 - - - 0.5 0.5
VIR br—/L 266.1307 CysHy50, 227.5 3 5.32 — 0.5
~FEA br—L 270.1620 Cy5H20, 186.5 12 5.60 - 0.5

ChemlID plus Advanced (http://chem.sis.nlm.nih.gov/chemidplus/)
* VT FNLNAFNANRA Fr—)LE LT




[EBRFG ]
1. &
HTIROEDOFHE - BgH5 « I - $L. B0, SF, LUAKRNEBAD (YR [EbhAaD) &
iz, BUFICREt OB 5% 7R LTz,
1) AL, FReZefR 0 ENGfE #brx . MUYk L 7=,
2) FEMIE. FIREZRMR Y fiRE 2 bR &, Mol — kL7,
3) HFlgix. Mol —{k L7z,
4) iz, L<ERALTH LT,
5) IlE, Z&EREL, NALIIEZEDLE CTLSIRA LY LT,
6) I FiE, AIRE (KEET) Mo —{bLi,
7) LUAIE, #EREL, SOz E G52 HOMMWEHEICOE, K50 HKY)
D EZITHo b O &MU —{b L7,
8) IEHAHDIE, KKIRALTH LT,

2. RE RK
1) BEUE L M OVE EVR iR
ML, LT b 0z v,
c VEF VAT LR A R —)b : Sigma-Aldrich L #E 99.9%, CAS %5 56-53-1
- 7 v AR Toronto Research Chemicals 82, i 98%
« VxR A b —/b : Sigma-Aldrich 8, i 97.0%
« ~F A b —/L : Sigma-Aldrich 8, #E 99.8%
CIZFNAFARZA b= VERA R =)L EIANFE R FE— L OWTIL,
EHEGLEZNZENT ' b=V VIZEM LT 1 mg/mL OEMEREEZFAKL L=, 77
I A R DWW T, R E A X 7 — VIZYER LT 1 mg/mL O AR 4 71 Y
L7,
LIR30 AR MBS IR S OV B A e P AE HE Vs TR oD i B85 % Gk L 7,

« RN AR HEYR R D
T F I AF LR A 1 — L AR “/“:r-? A kv — U REHE SRR S OV %
A e — VEEREREEZIRSG%R, 72 MO TEEARLZ,

- IR EE IR
T v B AERERERKEZ A X 2 — /L TEBEAR LT,
- T AR R AR ME SR
VEFINAFINARZ b u— VIERERR, VR A b a— VAR R e OV
TR M= VERRREZRAGE., 7 F= N U AKROUK (1:1) IR T A
WL,
2) DO DFRIEE
Tk F=F U BRI (R, LC/MS A
T & )=/ AR, Kk (99.5%)
TF LT IVN-Ta LYY Y DN I =T A TV ML
Bond Elut PSA (1,000 mg)
B-7Nnrua=Z—8/7T UV NANLT 7 X —EW : Roche B, Helix pomatia k.



EC3.2.1.31/EC3.1.6.1, p-7 V7 0 =% —+¥ 100,000 == h/mL LT VLA )L T
7 4 —¥ 800,000 = hMmL Z&Te (/=72 L. B-Z/ V7 u =4 —FiZdH->TIL.38C,
pH4.5~50 CIFIC 7 = /) — VT X LA U BD-I NI =RKpbTx /) —)LTH
LA v Z I pg lffSEOMFEELY 1l 2=y M35, TILVALTZ 7 Z—BIlHo
TiE, 38°C. pH6.2 T1HHIC 2-t R % 5-= b7 = =/LEiEEND 2-t R %

VS =huTx )ik nglEff S OREERY 1=y N T D),

FElg 7 > =7 L 0 FOEHEE TEEMROR, SRR
Fef = v« BRAL S (BR) B, 7R B 8K - PCB aBR A (300 i I e AR i i)
FEfR 7 b U o A FOGREEE TR R, ARk

ZREE K - B LR, LC/MS A

-~ BRA LSRR, AR K - PCB B (300 f5 iR i 2 b))
A& —v o EEEF@E)®, LC/MS H

3. ¥E

Wik m~ 27 7 : Nexera X2 ¥ ) — X UHPLC ((¥k)& HtR 1T L)
X T NEEIHTE - AP14000 (Sciex i)

MEMEEE 0— % Y = R L — & —NVC-2100 (T PRAL 258 (k) )

4. HIESRM

717 I : InertSustainSwift C18 HP (K. 7% 3.0 um, WN4& 2.1 mm, £ & 150 mm, ¥ —

LY A T A (R

BT LR 40°C
BEMEH : 7 b= UL KO 2mmol/L BFEE T =0 AR (3:2) RIK

B B it E -

0.3 mL/min

WHwAE 5 ul

TR FFIE ]

CITFILAF IR S —)u (trans K)

CTFNAF IR ua—)b (cis IK)

VI XA bMr—) 26457,
A A AT —F

HEOH/XT A—4
A A AT L —3EBE -45kV. REBIEE 500C. 4 4> Y — AT A 1HE 60,
AF ATV —HA2FHERE 60, I—T o HAFE 50, 2V a3 HA (N,)

T 12

#1 WEAAY (ml)

ESI (—)

1 2.6
2350

~FXFtERAPr—/L:267%

. P A CE Tags s CE
1 —H—
s o AFv | GERA. | Ay | GEr

GERA | o) GEr | o)

TZF ATV
NA R me—L 267 -80 237 -42 222 -54
VIFRAMBr—)L 265 -85 93 -34 235 -34
~FEA hr—L 269 -55 119 -56 134 -24

DP : Declustering Potential (V)



CE : Collision Energy (eV)

5. EE

0.000125 mg/L ([F] 2 25%FH 24 #2 E) . 0.00025 mg/L ([E4L 2R 50%4H 24 ) | 0.000375
mg/L (AR 75%F S ) | 0.0005 mg/L (ALK 100%FH 4 ) | 0.000625 mg/L
([EL 2R 125%A0 2 2 FE) KO0 0.00075 mg/L ([E1UX 2R 150%FH 4 ) O &R VE R
EERR (T2 b= MUV KROUK (1: 1) IR 2 L=, £ Z 4 5 L & LC-MS/MS
ICHEAL, E—7 HEEICLY Ao ERZER LT,

BRI (1 g a1 mL RBRIEIK) 5 uL Z LC-MS/MS IZ7EA L. #ox i Sk
IV HLEMOEREEZRD T,

L2, BEAE ORI 2B ER, BRI R ERE RME) 2rLk (k£ :
EBEAA A EEAAY)

X 1-1 P2FNLAF AR b — LOBRER (L EBAA4. A EMEA L)

6000 3000 p
Y =7,176,697 X -54373 Y =3454,096 X —-94.732
5000 | R2=0.9974 2500 F R2=0.9967 /0
= 4000 | w 2000 F
i i
H 3000 1500
@ @
#2000 #1000
& e
1000 500
0 . : . , 0 . . \ .
0 0.0002 0.0004 0.0006 0.0008 0 0.0002 0.0004 0.0006 0.0008
DES (mg/L) DES (mg/L)

K12 V2 A ha—/L (£) FO~FERX hr— () OfE#R

12000 7000
Y = 12,776,663 X +20.727 Y =8778.926 X —116.84
10000 | R?=09967 6000  R2=09975
= = I
5 so00 | g 5000
i) 13 4000 |
6000 | H
& & s |
00 E o |
2000 P 1000 F
0 . \ , , 0 . . . ,
0 0.0002 00004  0.0006  0.0008 0 0.0002  0.0004  0.0006  0.0008
DNS (mg/L) HXS(mg/L)



6. REREROFH
1) fifit

AHEF100g ZEVERD , =& 7 — L JRUYK (9:1) {RIESOmL ZMx THRET T A XL,
57 3,000 BIHEC 5 il OB Lz, EIRERY | M= X /—/V ROk (9:1)
JRIE 30 mL 22 THREVFA XL, Lt & RO T Lo L7z, EERERY .,
D EREREGOE, =& 7= KUUK (9:1) {BIKZMA CIEMIZ 100mL & L7,

Z DOEHEH B IEMEIZ 10mL (BUBF 1.00 g B4 &) A0 Hd% ., 40°CLL T T 5 mL & Tl
L7ce 2 OFKIZ 0.1 mol/L FEfET U w7 A (pH 5.0) 10 mL & A0 2 THEHR L7z,
2) BEFRINAKS R

1) THLNERKRIZ, B-ZNVvra=F—8/T VAL T 7 Z—PEIKR 0.1 mL 2%
THERE, 37CTRIRE H L b 1 FfElkE Lz, W, B F L LY n-~FH
Y (3:1) IBKEI10mL T2 T2 mRE S L7c, filttikz &8, 40CLL T 1 mL £
THERM L., BONCERZRIM 2R E AT CIat 2 i Lz, REWICEiE—F /L 2 mL
A TR LT,
3) fEH

TF LV TIVN-TrELT Y T Y BTV =T A (1,000 mg) (ZEERE TV 5
mL ZEA L, MHEITE Tz, 20T AI22) THLNTRREFEA Lizth, BICHE
TF 10 mL ZFEAL, MHRIZE TR, RNT, =%/ — LV ROEHE=F /v (1:9) &
10 mL Z1EA L, WEHIKEZR -T2, ZOWHIKZ 40°CLLU T Clgfii L. I BRE LT,
ZOEEWETE F= U VKOUK (1:1) IBIRIZE L, EREC ImL & Leb o &2 iER
AR E Uiz,



7ue—F¥—Fh

Ak

A 100 g ZROBICEVEY =& 7 — VK OUK (9:1) IR (1 BT A 50 mL, 2 B H 30 mL)
EMZTHRETF A ZHh, =@ 0508E (3,000 rpm, 5 53 H)

EBEE ALY, =¥ = KRUUK (9: 1) BIKT 100 mL IZER

ER LR 10mL (BB 1.00 g #HY &) 2480, 40CLL N T S mL & TN

Z OVWIZ 0.1 mol/L BEEEF bV o AWK (pH5.0) 10mL 2Nz THL - - - BKO
EJWM:W%

WO B-INrsa=F—F/T VU NLALT 7 X —PEHK 0.1 mL %M %,
37CTERSHELE L b 1 RER ik iE

M= F AR P n-~FH e (3:1) B 10mL 2 Mz, 5SoMikRE 5%,

w0y EfE (3,000 rpm, 5 43 )

HHEEHY, KBICERZF L LR n-~F P+ (3:1) B 10mL 2%, 5 5HEE S
#%. =05 HE (3,000 rppm, 5 43 H)

HHBEEZRY, TOAHE L AbE 40°CLLTF TEM L., IREERE

B EREB =T L 2 mL (LT - -+ BKO
TFLUPTIVNTR LY Y BSN AT AT a<w T TFT —

Bond Elut PSA (7L > R 1,000 mg) ICHEEBE=F /L 5mL 21 EA L, Mk ET5
RKQEEAEL, FICHBTF L 10mL Z2FEAL, HRBKEEHETS

TF )=V ROEET TV (1:9) B 10mL Z3EAL., BWHEEHD

W2 40CLL T Tl L. Wl ERET D

BEWE T2 =RV L KROK (1:1) BIBICHEML, EMIZ1ImL &3 2

ABRVAE 5 uL & LC-MS/MS IZ7EA L THlE



7. MV v 7 ARINERBEROFR

[6. BRSO ) 1Tk L FEICENT 7 0 7B 2 #BEL 7=, PSA X =
T T DD O HIR 2 B - WERE L TR o E-EME T2 b= U L KROUK
(1:1) BIKOSmLIZIEM LT, ZTOWHK 0.1 mL ZE Y . 0.001 mg/L DI BEAEHERR
B (ZFNVAFARZ b —)b VERA MR —=VREONFEAXA hr—/L TEh
= hUAKOK (1:1) BETHRLEZbD) Z 0. 1lmLE-HEBELE-b0E~< Y
v 7 ARNERERR & LT,

B, AR LI~ MY v 7 RRNERERR S 0BG OB IR EEIX, 0.0005
mg/kg IZAHE T 5,

[FER KB LE]

1. HESRMEOBE
) 2T DEESIICBT2MMEA 4 ERRENT A —Z OFR

BT, T DEESHTFHIB T DA R G OWE A F o OB K OHIE
SO ERATZ, Thbb, REHGIbEW TH LY F L AFNNA ha—
N, VEXA MR =L ROANFER e — LOEREERK (100 ng/mL) %% > 7 LAHE
BOMFICEAN (E 0.02 mL/min TA > 72— a Y IEAN) L. SHEISIEEW
DWEA T (FIV =Y —AF L RORTaZ T " F) OFIR, a—BEKN
Y Va RO AT T,

TV b AT —AF At s X HT 4 7F—FK (BSI (—) ) IZBWT, &Ml
RECEMDOIL T 0 s yFA A (M-H]) RSN A LT ridmibaniz, —
Ji. BSI- RYT 4 7E—F (ESI (+) ) IZBWTIE, ERatxtgbamic o Cil
IR EA A I SN hotz, LN -> T, A A ABIEIX EST (—) ZEIRL
oo Elo. SRMMIEIWZKIT D7 U I —H—A F 2%, Rtk gt & om > e kv
BFAF L EEZLNDM-HOAF Y (V2FILAFILRA b —)b : m/z267, ¥
TRA B —IV i m/z265, ~FEA M —)L:m/z269) EERLI-,

BRI RIEAEMICHOVWTERIR LTV I —H— A A mEH LR 7
T A MEL, TuE 7 AU EBRIR L, SRERSIEEmIcoONT, G5h
HYTTFTNANBENT X T N F o H 20T O%RL, TNENERA A K OEME
A F kL,

Bl 212, FEHEARBIEEDIZONTHELNTZ AT ML (FAAXT fL, Ty
J MM AV AT ML) EBRLT,



K2 MitRIGIEEM DO~ AART MR T a X T hAF U AF ¥V ART ML
1) VE2FALAF AR hr—/L
k=2 AXRT L (DP-80V) ., F:imiz261 DT X7 bAF 2 AT MV (FE
CE-42eV, 4 : CE-54¢V)

30000000 r
20000000 F

15000000 r

10000000 | miz 227 —

— m/z 267
5000000 *

1 ..ll Iln .ll.ln T

0 xll Il.u.l daaulil “.Ilnl II..nhlll.“Iu "5 ul lul.l. Lol

160000 60000

140000 | PN — e

120000 |

100000 | il §

80000 | 30000 |

60000 | siog |

40000

20000 | ‘ | 10000 |
0 T 11 A I
0 100 200 300 0 100 200 300

-10 -



2) VXA bu—L

F:i~2AAXT7 )L (DP-85V) . F:miz265D7a X7 A A2 A7 k)L (CE

-34 ¢V)

14000000
12000000
10000000
8000000
6000000
4000000
2000000

0

A O Ao A AX
ORISR

500000
450000 |
400000 |
350000
300000 |
250000
200000
150000 |
100000 |
50000
0

||.|1 |ll XA

m/z 255—

— m/z 265

m/z 227—

.ll. ||..|.|.

m/z 93 —

"

L, N
&8 I P P B

m/z 265

m/z 235 —

50

100

|
150 200 250 300

-11 -



3)) ~"F A br—b
F:i=22227 RV (DP-55V) . F:mkz269 DT a7 A F 2 AT L (fE:
CE-56eV. 4 : CE -24¢V)

3500000 -
3000000 ~ |<—m/z 117 m/z 255—
— m/iz 157 — m/z 269
2500000 |
m/z 227—
2000000 |
1500000 |
1000000 |
500000 |
S g D A D D 2 q,;;\ 2R gV D
140000 160000 r
! 140000 |
120000  mi 119 — m/iz 134
— 120000 |
100000 +
80000
80000 |
60000
60000 |
R0 40000 |
20000 | 20000 F
0 2 2 3 o P | 2 M
0 100 200 300 0 100 200 300

-12 -



2) HPLC 28T 2 JE K2 DN T
HPLC MIE %1%, ITFICE# Lim %260 L7,
M 71 Z I InertSustainSwift C18 HP (¥ — T /Lo = > 2 (#F)HL, 2.1 X150 mm,
ki 7£& 3 um)
BEhH : 7 b=1F UK 2 mmol/L BEEE T > & =7 AR (3 :2) IR

B, SN T7 AROBEEIL, UTORRELZE L TEIRL,
AL AN
BHEEOF 7 X T v Uiy U B0 (ODS) FRED T A& g - RFL
TofEg, V—x A = ZA(FR)HE InertSustain C18 HP % L < (& InertSustainSwift
CISHP i35 Z L TR R E—ZBIREBENR—2AT 14 ) LA ARG
oo THNDH2OO5H AT A& LIZER, WEKE (P=F L AFILRRA R
72 —/L®D S/N) [X[F% CTH %23, InertSustain CI8 HP TiZETFE—7 7 —VU 7
T5ZERMER I (K3 D) ., —JF. InertSustainSwift C18 HP Tl &' — 7
OTF—V U TIEER I N o7 (K3DE) Zenb, KRFHZHBWTIX
InertSustainSwift C18 HP %% L THEH L 7=,
- BE)HH
BATOERRBRE T, BEHE LT = F UK 2 mmol/L Fifig 7 >
EoUVLARBEPMEHINLTWS, TROBEMHEZHWTHEZI T2 A, &
AR GUEEMIZ OV T RG22 E— 7 IR K I E R E G b ivlc, Led > T,
ARFHZBWTHBATERRARE SRR, BEAHIZETEF=F) VKD 2
mmol/L FEfE 7 > E =0 AR A MW B B IR LT 7 22 W54,
BATE RARBRIEOBEESLMSE (7' b= F U VKLU 2 mmol/L iR T v & =7 A
Wik (1:1) BiK) Evbry—7RE—In3B{Gonizlent, BEHOERES
EFRIZITE F=FU AL 2mmol/L BT »E=7 4 (3:2) ICEH LT,

800 800
700 F 700 }
600 F 600 F
500 f 500 F
400 | 400 F
300 300
200 200 F
100 100 F
0 o h i " 0 i
1 2 3 B 5 1 2 3 B 5
BFEI(5) BFEI(5)

(3 YZFARAFANRR o — UEHERRE (0.0005 mg/L) D7 v~ 7T A
/£ @ InertSustain C18 HP
4 : InertSustainSwift C18 HP

- 13 -



2. HH

BT E R BRIE RS O UG ICFEE Sz FiED £ <0k, i & 77 v ok
BROIMAK IR Z RIRFIZAT 2 72, BAEICERM (14 Bpf~24 BEfH) 2E LT 5,
VEFNAFINARA M — )L EOT V7 a  BiaEERE2RE DRI L7
%, DEOEET THNAKSEEZITD Z LN THIVE, B TR REBRIEO M
NEISHRETH DH EEBEZ bR Lo, BT A RMHIEIC O W TR LT,

HHEBEE LTiE, FES A R LEBICHEA DS KEDERMLS W, LI
WELE BB T T2 ERAEETHDL D, TR, TER=1FU L (n-
AFXY RO N D AKET)  AZ S — v, =X )= KEDAE )
—b (1:9) JRIR. =X 7 —nNKOUK (9:1) REE AW,

LT, Matoitzmr L,

FOREN100g ZEVERD | 4A0COLGIBH TN LIHE, 77 m rBlaagk (Vv
TFNAFNRZA br—L& LT 50ng MHYE) 200 - 1L, -30°CTHI 30 70 fH
BELCEE L7z, ZORBHZ ERROBE A ZNENIMZ THRE VT A X%, =L
HEL7-, ok, SEBOW@EITHE 1 FH 50mL, it 2BIH 30mL & L7 (7& R
= MU NVDOEE, n-~FH 2 50 mL L OVEABEE T Y 7 A20g 2N L TERE)
ik AE GO, 100mL ICER L%, 2 ImL GRE 0.1 g Y &) 28 -7,
FWHRIZ 0.1 mol/L BERE T+ U ¥ LK (pH5.0) 10mL X W B-7 v n=4—8/7
UNANLT 7 X2 —PHEHE 01 mL 2%, 37°CT 1 BEfINE U7, 1§ 57wk & Wi ig
TFNAVRE R p-~FH 2 B D) RK10mL F°2> T2 EHEE S H L, ik z2 &b,
A0CLL TN CIRM L., W EZBRE Lz, GoNTEEMEZEIR— T /L 2 mL 2% L.
T OEEfE T F L 5 mL TP e L 7= Bond Elut PSA (1,000 mg) (ZIEA L7, FERE
TF N 10mL THEF LIz, =% 7 — LV EOFEEFE=F /L (1:9) BRI 10 mL TEHIH,
W %2 4A0CLA T CIEM L IR 2R E L, BEMEZ 72 b= U L KROUK (1:1)
IR 1 mL 28R, LC-MS/MS CTHIE L., FHii@b o7 v 7 o rgiaagk (V=
FNAFNLRA b —/)LE LT) OEINEEZRD -,

FERAR2ICR L, R2IRESIND28Y , IHEEE LT LAET E
F=FUNNEEHLEZSAICEI V7 oS i ae< B S 7202 L 23R
ENTz, — i, AX ) —nb L iFzy ) =LV EFEHLEESICE, Frs e Uik
AEROEINRFLFESNTZ (AZ )= 85%., =X ) —)L:61%) , HTEDOKE
GHELEAZ 7= L IF=d ) — v EHWEEAIE, BT EICRESI N
KK OAZ 7= (1:9) BIK : 99%., =% 7 — /A OUK (9:1) B : 91%) .

£2 HWMPBEEICE D Vs v U EREA RO EIE

Fh PRI TN a CREARORIEE (%)
T ko ND
TER=DFIV TR ND
KRR T N U o AT

AH ) —)b 85

X ) —)v 61

KEORAE ) —)L (1:9) 1B 99

TH )=V ROK (9:1) B 91

- 14 -



WNT, 77 v BREASGERIZONW TR ZREUENRELNTEKE TR FZ 7 —b
(1:9) B, =% 7 — /LUK (9:1) BEKZHW, PZFILAF LR fa—/b
DOEINZIZHOWTHE L7, FEZ., ZrrzarBiaskofrtbylcyoF L rsn
N b=/ RN (RINEIX 50ng) L7zLAME, RS & RERICSE L7z,
FERERIICR L, RIWCARINL2EY, iHEEE L TRKERASZ 7 —L (1
9) Bk, b LT /) — KOk (9:1) BRIREHANDLZ LT, V2FILAF )L
NRA e — 2R ELLHH AR CTH D Z BRI,

£3 FHHBEBEICI VT F L AF VAR ha— LD EI

Bl v TN AF LR b a—)LOREINE (%)
AKERAK )— (1:9) BIK 91
X )=V ROk (9:1) 1B 90

I EDRERENS, HEEEE L CKREOAZ 7 — (1:9) Rk, bLiE=% )
— L EOK 9:1) IBREEZHAWDZLET, VEFAAFARR b — L KNI VT 0
VB AERERE O ATRETH D LHEE I T,

B KERALX 7 —v (1:9) IBIRZRAWTGE., MR Z R BRI 28Wn
HE2RELHDZENMRINTZZEND, BIEMESE2ZE L, MEREE LT
X )=V ROK (9:1) IBIKZRINL 72,

UEDOFRERKOBLENS, AREICHT 2 HEEL L TiX,

B 100g Z BV, =% 7 — VKUK (9:1) B 50mL Z 12 THETT

A AL, 553,000 5T 5 spfME Lo 5, RBEARY . BEMIC X ) —

ARKROK (9:1) IBIKIOmL ZMx THREISF A XL, Lt & RO TELY

B 5, EBEERY, Ko EBREAGDYE, =% 7= KOK (9:1) BEEM

Z CIEMEWZ 100 mL &35, )

BIEE LT,
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3. ZNru UEBRIEEE DMK FERAE
@® 0.1 mol/L Fifz 7~V w7 A¥EHR (pH 5.0) T D EER MK 53 fif

BT O S RRBECHI O T EF ISR SN2 FiE0 2 <k, e 7 v s v U
AR ONIKG IR Z FIRFIZAT O 720, #REICR R (14 FFf~24 KeR) 22 L T
Lo VEFIAFILARZA b — L7 V7 o BasEez e» oMb L%, K
BODRWEMET TIAKRSEZIT) Z N TENIE. &0 2hREY 723 BRE DO MES A 7]
BBCTHDEBEZXLNTZ D, MEEOMRFHIREE . B 2K 53 ff S D f 5t
Z EZhE L7z,

IMARGFEEATO WK E LCiX, Bt~ N v 7 ZAOREBOREIENSESE L, B
TERARBRETHA SN TWVWS0.04mol/L LY HEEETH D 0.1 mol/L OFEEEET ~ U
U LA (pH 5.0) IR L7z, 728, BT MU v A0 &ET, A~ N v 7 X
(GUEH 1.00 g FHY &) DOIEMRYE L MK MR 2 ZE L, 10mL & L7z, BEFEITHAT
ERHEBIETHEHA SN TWDEEE DRSS &% X HiLD Helix pomatia HRD B -7 v
= —R/ T IVNVANLT 7 X2 —BRKREERA L, BN+ 52=y hELBITERR
Brik &A% & L7z (100,000 == h/mL{&E#E % 0.1 mL) .

LTFIZART HIEC IO | K R 26 B 70 RO RE R 2 B et L 7,

0.1 mol/L g7 bV v A¥AHE (pH5.0) 10mL (2, 7 /v 7 v BRI A1K 16.56 ng (¥
TFNAFNANRZA br—/L& LT 10ng fHY &) ZIRIM LI, ZOWKIZ, B-7 V7
=X =B/ T UNALT 7 X —BEEE 0.1l mLIiNML TR EH LZE, 37CTO
~2 RERIINR U7z, RSt O %, BT L K n-~FH 2 (1:1) B 10 mL
FTOT2EIRE S L, K AZRM - WHRER, ZBEWE 72 =K LED
A (1:1) IB#E 1 mL I L. LC-MS/MS THIE L7,

MERAEX 4R LT, 4ITREINDHHEY, BRBRZBFM L WSEEIZIZY=F
NWAFNARZA b= Ee B ENR NPT, BRIEREZRNLESSICE, 7
7 a U BREAERIIY T F L ZAF LR ha— )b~ E RIS S I, MK i
FOGSIE 30 2 ANICSE T 55 2 &N E i,

EEORMLREI OGS IZIE, Bkt~ Y v 7 2O EBEIC X0 MK NPT
TAHAREELHD ETFHENTZZ N, | B ORISHER 2808 LT,
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120
101 100 102

95

B4R = (%. DES)

X 4 BEZIMKDERSEME NIRRT OREHE R
ek, TEEEWI., MHEEL ] OBAIL. BEBERRETNE., BHICHIRT
FNAR R n-~FH 2 (1:1) BETHHBE L,

©@ =& ) — VIETE T TOBERIMK

BEFEIAKDIRIZEBNTIX, EHT2BROIEMEICRENENL S | KISEKRFTOH
BRI EZH LI THOITHRERS DL EEX DN, £ T, ik (=% /7 —1
KOUK (9:1) JBHK. 10mL) OEFEICHOWTHREILIZ & 2 A, B EZ5Z2ITBREL
72 a 0K 2 mL £ THRME L7281, EIEMET (K 7T0%1RE) +255806
HZENHERES N, AR SmL £ TEM LZHEAICE., WIThoBmsa ki
BWTHLELLEIGE (90%LL ) AfiEoni-lens, =¥ 7 —LHEFETICBT
L EERIAK ROV THRRE LT,

%/ —/2mL, 5mL b L<IX10mL A&, £4E4 0.1 mol/L FEfEF ~ U 7 A
Wi (pH5.0) 10mL KO v/ v UGk (P F L AF AR hr—/L e LT
25ng) MR CESFEH LI, KWT, B-INru=F—B/ TV VALT 72 —F
Wi 0.1 mL Z iz CES R L, 37°CT 1 FFEINE L 72, KIGH O % 0.1 mol/L
Efg T N U U AR (pH 5.0) TS0mLIZEAR L, 2D 1mL 8-> 7, 2412 0.1 mol/L
WefeF b U o A7EK (pH 5.0) 10 mL Z /M 2 72% ., HEfe=F L K X n-~FH > (3:1)
B 10mL §> T2\ & S L7z, iR 4a Ao, 40°CLAT CTefME L, w2z
BrELI-%,. BonEEMEZTE =1 U L KROUK (1:1) (B 1 mLIZHERF L,
LC-MS/MS CH#lliE L 7=,

TR P FNLAFIARA b — L LTORIEKL, =& /) —/L2mL:92%.,
T X /)= 5mL:92%, =X/ —/L10mL:82% THV ., SmLEEDOT ¥ /) — Lk
fELTESGAE Tho T, MKGFEIE DENFRITITRE R BTN & DR ST,

UEDOFRERNS, BIHEICL AV ZTFARTFARZA b — VO REIREKEK T 28T 5 7=
W, T ra U BRAEREMKSEL, YZFILARAFINRA ha— )L EART D ERE
=
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1100 mL IZEA % O 2 10 mL (GUEF 1.00 g FHY &) £V . 5 mL £ T
95, ZAUZ 0.1 mol/L KEfEF RV U AWK (pHS5.0) 10mL L ONB-Z v =4%
—B/TUVNVANLT 7 X —BEEW 0.1 mL ZREMN - 1L, 37C TR EH LR
5 1R RE T 5

BIEE LT,

4. B®E

Iy a CBEAERENKSEL TS ZF VAT AR e —vEAR L%, 2
FRRREH (BREORE) | BB E LT, BHEBRELHRE LI,
VEFINAFIORA b — L 2ng % 0.1 mol/L FEfRF b U A¥EW (pH 5.0) 10 mL
RN, BEE10mL $OT2ERE S L7z (BHO : n-~F ¥ BHEO -
HEie = F L R n-~FH 2 (1:1) R, BIEHO : Fifg~F /v, @FFE=F L &K n-
~FH o (3:1) RBIKR) o AR Z RN - WERER, Z8WE7 2 b= LED
A (1 1) B I mLIZWEM L7202 BREKE L, LC-MS/MS THIE L7z,
MERAER AV L, VZFALAF LR b —/LiT log Pow il 5.07 & LLfgpfi
PEPMEVE TH LD, n-~FH R =T LR EOREEZ R WS Z LT, K
RN DNRACHRIE N AR ThH o Te, HE=TF AR n-~FH o (1:1) BK. b L
KEn-~FH U Z2HNTER LSS, FOFEREHCB W TE T TIEd 2 BN RBRE
WROBPEBER SN, BT /L CERE L7256, BREROE Y TR 2 )
STeb OO, K EZ RN LTEBRICKGPELI LA H DT Enb, mmtERHEY O
RN R NMR N E R HER SN T, FERF AR R n-~FH > (3:1) Rz Wiz
SBaicid, BB OWY 672 < R ZRM LB DL Rho 7 2 &
5. BRIEOBEOMMBEE S U CIEFEB =T L RO n-~F 2 (3:1) RIREZRIR L7,

&K 4-1 dRIEEEOBETR RO

Vit EE (%)
D n-r~Fy 96
@ FEifE~F LR n-~FH o (1:1) 1B 105
@ Hifg=TF L 99
@ Fif=F LR n-~FH o (3:1) 1B 101

HHEEIZ DWW T, £421RLEEYD | 1 EIOHMHEECRAF R BUEENE D
N, A~ bV v 7 20RBEZEE L, MHEEIL 2 28R LT,

B, FTOHROBEFHIEB W T, KA R T 28, 272 vwiEE (8 2mL) £ T
METHZECRINENMETT2HA0HD 2 ENERINT-T, RO RHE#RE
X TH SmL £ CEMT D BIEE Lz, L2 o> T, KRS EESIGH OEIEFIZIT 4
~5mL FEE OIS (MBS RO ) — ) BFEE L, BIRRICHEL KIF
THEEME L H D Z EN MR SN, LT OB & Fit L7z,

=% /= 2mL, SmL b L<IZ10mL ZEY | 4241 0.1 mol/L FEEEF KU o A
Wik (pH5.0) 10mL X XY = F L AFILA_Z ha—/L 05ng ZMZ TESHEHR L,
WNT B-INra=F—B/7UNLALT7HZ—PEK01mLZ Iz TRER L.
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37°CC 1 RFINR L7z, BOSE DK% . BER = F LV kN n-~FH 2 (3:1) IR 10
mL $O T2 [ERE S HiH L, kA&, 40CLL T ClRfi L, WA REL
%SO EEYE T b= MU VKOUK (1:1) IR 1 mL 123 fiE L, LC-MS/MS
THIE L 7=,

ZORER, VEFNALAF AR b —/LOREIEE, =% 7 —/L2mL: 95%, =¥
J =)L 5mL : 100%, T% /—/L10mL : 102% T v . MK RISHE FIZ 5 mL 72
FEOTE ) —LAREENTVELIHRETH-oTh, HBIEOBOZRITIZK X 758
W EDHER I LT,

PLEDOFER NS . MK IRE)EHE DERNS, P F NV AF IR A ~a—/L (JiK
DRI ED . T BBEAERNOERLIEYZFAAFARZ Fa— L EET)
T BRI HiRIR T D B AE T,

(RS> fR RIS 7 DIRTE 6 . HER = F L K O p-~FH 2 (3:1) B 10 mL 9>

T2EEE ST 5]

BIEE LT,

K 42 IRIEEMEOBETR R @

R (%)
1[alH 28l H 3mlH
Fig = T VR n-~F P (1: 1) BIK 100 ND ND
Fifg = T VRN n-~F P 3:1) BIK 103 ND ND

ND : Not Detected (E°— 27 @ S/N<3)
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5. =07 LR

FORENM (77788 2= 7 — KUK (9:1) BT L, 100 mL E%
BOMMEIE 10mL 280 . 40°CTH 2 mL £ THEM L7z, 24 0.1 mol/L FEfET ~ VU
U AR 10 mL 200 %2 THRP% ., B F L R BN n-~F %> (1:1) B 10mL 3o
T2EHRE S Lz, S ook z R - Wi, kEwEs 78 h=1FY
REOK (1:1) BIEImLICEMRLIZE ZA, WENABTIEAND D Z &1
RENTe, -T2 EMA TRE 5 « BOSBEER., -~ T BE2RETHZ
ETHEY OMONRBRIZE NGO NTEN, v~ ) v 7 ARNMEERKREZIE L EZ A,
VIZFNAFNANRA B — LDV — 7 EHFICRHEE — 7 PRI (K5 E)

UEDORERNG, =57 AREEBIEOBMZ HET LT,

PIFNAFARZ ba—)L & Ty a o BAIRNIRIE LSS BT 55
Iob, ZrorBinEERKE Y 2 F L AF N RA R — UK R L TH 6 ks
THHMEDEVERGERGOND EEZZ N L0 KGR % ORI
MHYEZF VAT NRA N — )V EFBTTF LK n-~FH 2 (3:1) R T L
FRICI =T AR EEHAT L LT,

BT E RARBRIEICB W T, PR ENRE A 4 RBIR I =0 7 2% AT RIER
BRHASNTWDLZ b, KARFHIEB W TS, [[AERO T 7 A0 HIZ >V TR L7z,
Fo, BATERRBIEICBW L, S =07 2 BHoBICEERERETCH IV B UK
OCvzua AL opERESNTWVDR, ABFTIIZINAOAFREZMLHN L2
EDOREST & st LT,

Bond Elut PSA (1,000 mg) (ZFEfE =T /L SmL Z{EA L, HIEEZ R Tz, R\ T,
=T A SmLIZYZF NV AFARA ba—A2ngZ ML, 2 =07 HMIHEANKL,
MK EZR 7=, B, = F A 5SmL 2% 2[A, RWT=4 ) — /L K OHEfET
F (1:9) BIKSmL TO% 3ENEAL, ZNENDOMEIK A>T, KK & G -
IR A%, BonlkEmET7 e b= U A KOUK (1:1) (B | mLIZHMFE L.
LC-MS/MS CH#llE L 7=,

MERAEERSIORLE, AWK (FFf=F /0 5mL) R OWEdE® (FEfg—F /L 10 mL)
TEHYZFNLVAFARZ b — L FEHET, =% 7 — LV ROEI=F /v (1:9) &
W 5 mL CTRAFREINENG LN, FORRHICE W T, B F /L 5mL O ¥
ECRGZERDOENGEONTZN (K5 4) . FOMBREEHZ B W T, Beif it
DEFEZ 10mL & LB R EWRERRNG N2 L s | WHEEOKEIX
10mL & L7, £/, AMOBOEEIZOWT S, 2mL DEETHL2 OEL~ N v
I A+ IR RE Ch o2 b, 2mL OFffe=F LV TAMT D2 & & LT,

LEDFERNG, PSA I =7 7 AFFREEZ, BB~ MY v 7 XX 5 HE S O
ThaelbEBEL,

[HERE —F v 2 mL CHAfMHK, FEBE—F /L 10mL THH L, =¥ /) — /LR OER T

Fv (1:9) BRI 10 mL THEMHT 5 |
BIEE LT,
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F£5 PSAI=NT LD OREIRN

[ (%) EIENEED)
FEfE T F L 5 mL (AR ND 0
HEfg— /L SmL (PE¥4% 0 — 5 mL) ND 0
Eifis—F L SmL (PEiEK 5 — 10 mL) ND 0
X )= R OB F L (1:9) JRIE S5 mL (FAHE 0—5mL) 107 107
X )= OB F L (1:9) JRIES5mL (FEH# 5— 10 mL) ND 0
T X ) — )LV OWERR = F L (1:9) RIS mL (FH# 10 — 15 mL) ND 0

ND: Not Detected.

1200 1200 [
. 1000 — DES (trans) . 1000 — DES (trans)
a8 g
B 800 B 800 }
i [
¥ 600 f ¥ 600 f
= =
+ 400 } + L
5N n 40
N e | M DES (cis) g | DES (cis)
0 \ wut A_. J 0 h ™ A A
0 2 4 6 0 2 4 6
BFRI() BRI

X5 ~FU v ARNMEEREKEO 7 o~ 77 5 (FORE)
EPSAI =D T AERIML . A PSAI=H T AKERAEDY
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6. BREEBIEIZONT

R GREH100gZ2 =% /7 — L KOUK (9: 1) IR THRET A XL, i
% 100 mL IZER%, 10mL GUEH 1.00 g MY &) 2T 28, Wiz e elckhkE
THZ RS 2mLEBEE TCORMICEDTEHA TH > TH BIENK T (70%F )
TAHEANHDLZ ENHREINTZ, ¥ 5mL OIFEE TEMLZBAICI3EL OB
BMICBW TR ZREINENEONTZZ & SmLBEO Y ) — LV RHFLTESHAET
H o THMAKDE TR L ORE TRICBW TR ZREIEN GO N Z L0 b, Ml
RORMERIEZ T S5mL £ CTEMT D) 2L &Lk,

B, BIEOBOMBE (FFB-F LRV n-~FH 2 3:1) BK) I=h7 L
ORI (=% 7 — VR OEEB=F /L (1:9) RBiR) ORM - WEREIC OV T
X, B—F ) =2 )R L — X —Z AWV T40°CLLF T 1 mL B2 £ Cilgfith, €F 2K
SMNTCHEEZRET LT, BINEA R TIED 2 &2 < BN - IWEEERED AT EE
TH ol

7. Bz onT
DY ZFNLAF IR — LOEMIZHONT

CIEFNAFINRA M — L, 1FEAEDN trans KE L TEHELTWA R, O
BAERIZ cis (IRICEMT 2560305 Z E0BWME I TWD (Food Chemistry, 140
(2013) 44-51)

EIRE DY T F )V AF NN b a— VIR (10 ng/mL) % LC-MS/MS T#llE L
A, BETCOMEAL Y (EBA A E LTERHALE mz267-237, EMEA 40 &
L CEHH L7z m/z 267251 1 TN, & Ol B 4F 72 [ E R E 35 BT m/z 267—222)
WZBWT. 2290 —7 (PREFEFRIF 3 70 O 4.5 75, 2381 7 7 A InertSustain C18 HP
) ARSI, 2D 2o0—27 OHEMEHE (8 4.5 40— 27 OREBIHE/K
30— 27 OmEME) X, WTHOREA A I2B N TH 0.05~0.06 ThoTloZ &
MmH, ERENTZ200E =7 13RIV EZFALAFARRA g —LDOE—7 ThHDE
HEIhE, £77. 250 —7 OFEEM, WC, ©— 27 OEEEOBRIEN G,
TREFFERIAY 3 0 D ¥ — 7 8 trans 1K () | (RFEFRFMA 4.5 5O — 27 2 cis (& (FEI)
ThidEEZLN,

VEFNAFNANRR ba— VEERR (7 b= MU LEROUK (1:1) JRIK) % 60°C
T2 RERIME L 723560, X Ic —HMREER CHKRE QmL OF 7 AWAL T
JILH) LA TH-TH, trans K E cis KO E— 7 mEMEICHEBITES, 20 X9
AT TIE trans (K L cis (KO A EHIIA TN ERHER I NT-,

— 5, VZTFNVAFANRA b — U EEREZT 2 R b L IIEEREB = FOVICERE L,
1 mL F CRUEREM®%., EREREMT OREEZRE LSS, EHTIED D cis
KO —7 HBHENENT 25608305 2 ERHERSNZZEND, L TFOBRMNEE
Jiti U 7=,

O 10ng/mLEHERK (T b= U AKOK (1:1) BK) Z2Z0OFEHUE

Q@ VEFNALAFNARA P —/L 10ng Z 7 h2 50mLICIRML, 40°CTH 1 mL

FCHUERMS ., ERELRESANT THEERE, BEMEZT7E F=1F ) LEROK
(1:1) JB#E 1 mL \Z¥AfE L CHIE
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@ VEFNLAFNANRARr—)L10ng Z7 & b 50mL 2RI L, 40°CLL T CHUE
BREL, WA RE, WERES, T2 10 oMBIEEZST S, BEMET &+
= hUAKOK (1:1) B 1| mL ICWEM L CTHIE,

@ VZFNLAFNLARA IR =L 10ngZ7 & hY SOmLIZIEMEL, =& /7 —/L 10
mL Z 1%, 40°C CiEMi L. I 2 bR, IR E#% . T2 10 BT Z T 5,
BEWAE T F=FU KUK (1:1) B 1 mL IZEMH L THIE,

FEREZM6ICR LT, R6IRIN5MEY ., ) 1mL £ TRFER., ERELWEfHT

THREZRELEZSB A, trans KR Recis KO — 271213 & A EEBLIZRD b
Molo, —FH, WEREZ L EICWELAFE T 2HE. cis KO —27 BNINL., trans
KOE—=7 WD T 52 ERERINT, B, =&/ — V&I TRM - IR ZE
L7 EIiE, trans (KD cis IKR~OE M % H O FREMH AIRETH D Z L BRRIBE L
7=,

PLEDRERMNG . BHE - WIERE ORI E 2 RMEERELZ BT 2 (K 1 mL £ T

ML, BELZREAMNMTTEREEZRET D) 2Lk, P2FARFARR ba—)L
O trans K25 cis (K~OBMELZ B AIETH D LB 2 DT,

— transfk — trans{k transi¥k — transfk
cistk
cistk cistk cisik
2 3 4 5 6 2 3 4 5 6 2 3 4 5 6 2 3 4 5 6

K6 YvZIFNAFARAbIr—LOrua~hr T A
Ens, OFEERK
@7t R A RS, ER RS CTHE
@7 & b IR A REAE. FZE R, 10 43 [FE
@7 & bR X ) — V2RI L TR, FoE%, 10 4 [T

QB L 7R BEIC BT 2 0 W B EHh o Bk b o F o fifg 78

RS TR Lo iBRE 2 BV CIRINEIGRER 2 9206 L 72BE D trans (K> 5 cis
R~D BN O T DN TG LT,

Thbb, BERIEMRAEERK (0.0005 mg/L, FIILE 100%MH4#E) . ~ KV
v 7 ANIIAERER IR K OB EIGRER VIR (Y= F VA F AR hr—d LIS
N7 a UBRIEAEERE R IZOWT, trans (K E— 7 HFEE & cis {8 & — 7 R E O Fo
2T D cis (RE— 7 M OEIE (cis R — 7 WG/ (trans {8 — 7 HRE{E + cis
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Ky — 7 miEE) X100, %) ZRO, THENE L - B LI,
MR AZE 6-1 (REBRIERAEERRK) ROE 62 (v M v 7 AWINEERK K& O
WA BR IR IR) 12 LTz,

#* 6-1 HEBIERAEERIEO cis K — 7 Hig

cistk & — 7 g (%) OFHME
HIEHER 7= (n=8)

o AR E R S YA (0.0005 mg/L) 4.22+0.90

*:ocis (N — 7 HARE/ (trans (K — 7 WREAE + cis (A& — 7 mFEME) X100

K62 < U v 7 RPN AER IR K O TR N BN EBR IR D cis K — 7 [HifH

cis IRE— 7 TERE (%) O SH il + 4 YR 74
) TINENGRBRIA TR TINEN GBI TR
ot ? I (Cmga g | (s BB
8 ke — LHA. n=5) A, n=5)
LDOfHA 428 3.04+0.85 2.67+0.76
LD AR 4.36 4.61+0.37 4.54+0.24
D FFI 3.69 3.24+0.46 3.13+0.94
3 4.14 1.90+0.78 2.15+0.23
I 431 3.16£0.52 3.63+0.64
=7 437 2.40+0.60 2.80+0.54
L U 3.42 3.73+0.75 3.90+0.47
[EQSYASS) 3.82 2.53+0.38 2.11+0.32

*ocis (RE— 7 HBE/ (trans (K€ — 7 HFE + cis (K &7 — 7 HAHME) X100

F6-1 D@D, MERIERAEEREFOYZFILVAFLNRZ b —LO cis (At
— 7 HFEEIA1X 4.22+0.90%TH - 7=,

~ bV > 7 ZABWIEERS I T O cis K& — 7 HFEEIE (n=2 OFHE) 1% 3.42~4.37%
ThHY ., BERIERAEERE (0.0005mg/L) (2B HEELRRETH- -,
WINENERER VSR T O cis R — 7 TEEIA 1L, BERIERAEERKE N~
v I ARNMERERRFP O Z2Z KRE B b ORI ho Tz,
PLEDORERMNS, ARG CHEFR SN2 cis (KD ©— 7 XN L 7= E HEyR I k4
HHDLEEZ L, RARFTCTHI LR BIEICE W TIE, ST ERIET O trans (K025
cis K~OEMAITIFEA EENZ ERRBINT,

8. ZDMOEBIEIZONT

- 7 h= U /FH R

A TR LeRBEICB W TR, el LT 7 — A ROk (9:1) &
WERHA LIz, FORO X > BB~ ) v 7 222 EFLRMTH-TH.
M E N EmE~ Y v 7 ZAEFD L T F= N U V/~F Y RIS K B BE
BAEI AL WL, BA LR -T2,

ZEFETIC, TE =DM /AT RO HAEIC DN T, BEHREL LTI
FEE L7,

HLORE =& 7 — VR OUK (9 : 1) IRETHIH L, ik % 100 mL 12 E K% .
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10mL -7, B—% ) —T XKL —F—%H\I B - WEEBRE%., oy
TFNAFARZ ha—y LI V7 v BRAREZRNLEZ, IS, n-~F
Fr20mLEMA n-~FH o mimT7TE b=RrU A 20mL 3> CT2EERE 5 i L7,
T =RV VB LR - IR AR BERNUK SR ATV, BER = F L KON n-~F
B (3:1) BKICEELEHER, PoFALAF IR b — L oW T R4 72 [E
WERGLNT DD, 77 v BEAGEICOWNTIES BIAHE LR o T,
—JF. n-~FH o7 b= R LoRDOVIZTE F= R AAKROUK (9:1) RIK
FHOCHEBEORMZTo-5E. PZFARAFARZ ha—LERI VY o vk
Bl E IR REICERI G LT,

FREOERENS, T 7 v UBIEAERIE -~ U7 b= F U VAR L
SV TER=RI VAR O HEEZFERTLI2LERNDH L2551, KT E =1
NERp-~TH o EZHWOIRERDD EE X LN,
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9. WINENXHER

RETESIE. FOFA - BB - Il - FL. BIF, SF. LUAKIEDBAD (I A
XHHD0) OGS RMERIN LT,

FEOBMIZ,

DO V2FALAFARZ b —)L, VZRA b —LKEO~NFER o —)L
% L < I,

@ 77 e s EBREAeE
% 0.0005 mg/kg fHY (@D 7 N7 v UBEAGRIZOWVWTIZ, YZFILAFANZ hi
— )L E L TCORE) L7225 K0 IR Z Z N EIRN, bk, R T 30 i
E L, T[FEBRFIE]6. MBREKOFE ] (5 L2 FEICEy RN ENN SR 2
Fhti L7,

BB, FOREBIZOWTIE, 40COGIH TR L CRlig S &, FEHEEK A N x <
R, -30CTHR 30 ofAkE L CHEIE-b0 % H i,

fERAEFRT BIRME) KUK (HE, KE., EERMN) TR LE,

1) JEIRME

VEFNAFNARA b —)L, VERAPE—LERNFER NI —LIZONWT,
BEt L2 ToRMm (885 I\ CRIRMEICHBEIZE) - 72,

B, T u rBREAKRIZOWN TR, MASRIZEID AR LY ZF AT N
A b=V ERET LD, VEFNALAFILRA e — LOFMIERETHD Z & n
O, B A& KR L 7R o T,

2) B O
BRI BICEY OBEE R OOHMTRBE (7 v aNIZRE) X L To@Y Th -7z,
VTN AF IR b —) (m/z 267—-237)
86%~101% (2.1%~6.8%)
v CBRIAER (BN Sy a UEBERAIR, WE V2 F L AF LA b
v —v (m/z267—237) )
76%~91% (2.7%~7.3%)
sz A a—)b (m/z 265—93)
75%~97% (1.7%~4.5%)
s A~NFE A br—b (m/z269—119)
82%~107 (2.5%~5.8%)

ERROFERENS, ETORBHEIEEDITHONTEHE R OPITREO BEME (EE
70%~120%DFFHAN ., PF1TH E 30 RSD% AT ) Ziie T2 2 & BRI T,

3) EE[RR

QIR INLHBEY | IRINENGGRBREK R OK et gt am o v — 27 1% SIN= 10
D B A 2 LT,

s VZFILAFIANRZ b —b (m/z 267—237)

S/N 57~396
T CERRRAER BN S a vBRAER, JIE V2 F AT LA b
17—/ (m/z 267—237) )
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S/N 45~326
VTR A M —/b (m/z265—93)
S/N 95~330
s A~NFEAbr—b (m/z269—119)
S/N 33~362
Fh BB ICEHEE LZEY BEEROREIZOWTY B (EE 70%~120%
OHPFAN, DHTHEE 30 RSD%ATH) ZiE L TW\WizZ &b, SRatstgibamizco
VT 0.0005 mg/kg (7027 v U ERICOVWTIE, P FAAFARZ br—)L&
LTC) OEEBRAEZFREFARTH D Z &ENRINT,

10. AIRDOEORABI~ ) v 7 XDE
MFEBRAEIT. ~ MY v 7 ZARIEEEEIEOFR ) IZFRHE L 72 FEICEY, &K
RGO~ MY v 7 ARIMERERIRZ TR L, LC-MS/MS THIE L7,
WRAELIICRLE,
ERERZGIeamoOE— 7 migk (= bV v 7 ATIEERRIZEIT 2 ©— 7
B IREER IR IC B 2 B — 7 miEE) 1. L@y Th oo,
c VZTFNVAFANRZ b —)v (m/z 267—237)
1.02~1.06
s VT XA ba—/ (m/z265—93)
0.94~1.05
s A~NFE A br—b (m/z269—119)
0.95~1.09
B, I u rBIEARIZOWTIE, MAKRSIRICE D AERLEZYZF L AT LN
A b= EBHETLED, PoFILAFARZ ha— Lo EFRETHD Z LM
5. AR A SERE Lo T,
UEDOFERENS, MIEOBORE~ N v 7 AOEBIZL ) EEENSRKE S EEHT
HAREMIT D EBEZ BT,
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1. ##

GBKEDHT OV ZF N AT AR fa— LilkBrik s LT, orxtgibd® (Frs
o U AREED) EREINL Y = ROUK (9: 1) BIETHH L%, 2
s rgRaikE p-svrsan = —B/ TV NVANLNT 7 X —BTIHAKRSRLTYF
NAFINRA ha— LZEBR L, BT VRN p-~FH 2 (3:1) BRIRICHERE, =
FLUVTIV-N-Tub Uik Y B 7N =87 AT, LC-MS/MS TE &
K OHEsR 3 2 k&% LT,

Flo, VEFNALAFARZ b — L EHUMEEZAETH VXA M — L R OANF
A R —Zx LT, B L-RBREomEAEE2RT L,

B L7ciBRIEZ H W C, SKERMN 8 &M (oA - A5NG - Il - FL. BN,
S, LUAKRELARD (YN EAD) ZRRICIRMEIGUER & EHhE L 725 5.

< P
VIEFNAFINNRA =)L VEZRA PRI EPNFERA B —LIONT,
ETORMELTRERBRER G O, (V7 v rBiEBAERICOW TR,
VEFNAFNARZ b —)L AR THL Z &b, Rl E, )

- BB K OVH B

ETORFRRIEY L ETORFIRELOMAE DTSN T, HEROH
ITREEE D B EEAE 2 /& L7z,

- EERA

AMENGRER I I 2 HE, BELXOGLNATLE—7 D SNNHL, PZFILAF
NRA ha—)v, ZTrrargisl (o FARAF AR he—ELT) |
VIFXA B =L EANFE A R — IO T 0.0005 mg/kg D E EIR K &% E
HEThIEEZ LN,

IEDORERNS . ARG CTRFBEE LIEFIEEZ, P2 FARAFARZ br—LoE
ARBRE (WBIE) &L THEREREZALTRY, £z, BTERAREL Y R
HWRFETHDLZ b, KRN LRBERTOMBNLIZET 2D LEBZ b,

ek, WBAOLERTIZ, VTNV ARAF AR b a— VoW EBER I trans KB
cis RICEMT 2560355 2 LB lE SN TWD N (Food Chemistry, 140 (2013)
44-51) . AR TR LI HEICBWTIX, D BRIET O trans (K> 5 cis (K~DZE
HUXIFE A EENZ E 2RI,

— . AERNICB T REFEICLY %ﬁénkyi%wx%w&xkn~wﬁas
RICEB S, R E L TRIKFID cis IKDIFAET D AlREMEIX S E TE 220y,

Vi%wx%wmxbm—wuowfﬁ\F/i%wx%w&ka~wK%¢5
ZEEFR (K#EFpS) | KRB LEFEHRRENDL, VZFALAFALNZ br—)b
OMFHEHE L LTIV = F L AF LA b —)b (trans 1K) 75&@@](&)5 k%z
HAIVD, BUK T cis IR OAEAE G 2SN 7o D RFRERTE 2 H W T eis K& KL A HE
TH DO W TIHHIB T 2200, Lﬁ@@ M‘ﬁﬁ?* Z cis ﬁiﬁxﬁﬁ:ﬁ‘éT @fz
BETERNWI END | cis BB SN 7=3HE 21T Ttrans K & cis (KD & — 7 [ FE
@WW%VI%WX%WAXFD~W®aﬁi%*®6JWﬁmﬁ%@f%ék%z
bivd,
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#7-1 BREOFM (P=F AL AF AN Fr—)L)
BEE —HDHFFIHE E—OmE(ED
= s — ——{
No | pgicam | mma SO | RO ANRE Tagnsam |, |©HXE] 5500k | gees [DaGe | SR
(ppm) = | @m0z @ (b) t@ip) |
1 4O R 0.0005 | 0.0005 | 0.0005 ZREA | 00005 |<| 0333 |@ik 0 2668 0 6]
2 40 fghh 0.0005 | 0.0005 | 0.0005 28BF | 00005 [<| 03233 [mik 0 2919 0 [}
3 40 FEiE 0.0005 | 0.0005 | 0.0005 28BR | 00005 [<| 0333 [mif 0 3838 0 6]
[ P 0.0005 | 0.0005 | 0.0005 28BR | 00005 [<| 03233 [miE 0 3191 0 ()
5 3850 00005 | 0.0005 | 0.0005 2RBF | 00005 |<| 0323 [miE 0 3191 0 [¢)
6 i+ 00005 | 0.0005 | 0.0005 28BF | 00005 [<| 0323 [miE 0 3366 0 [®)
7 Ua 0.0005 | 0.0005 | 0.0005 28BR | 00005 [<| 03233 [mik 0 2919 0 ()
8 13552 0.0005_| 0.0005 | 0.0005 ZRER | 00005 |<| 0333 |@ih 0 3632 0 @)
N = S N
# 72 BREOFM (Y= A hr—/)
BEE —HDFTIE E—O@mE(ED)
= st o — R
No | pgicam | mma | TS| B ANRE Tagnsam |, @0 ] 5500k | mees |oaee | SR
(ppm) = | mao s @ () t@ye) |
1 40 FHA 0.0005 | 0.0005 | 0.0005 Z|EA | 00005 |[< 0333 |@ik 0 5335 0 )
2 40 Rgf 0.0005 | 0.0005 | 0.0005 RBBF | 00005 [< 0333 @ik 0 5900 0 &)
3 40 FEiR 0.0005 | 0.0005 | 0.0005 R8BSR | 00005 [< 0333 @ik 0 6890 0 ()
4| sraapoon [FR 0.0005 | 0.0005 | 0.0005 RREF | 00005 < 0333 |miE 0 6363 0 6]
5 3850 00005 | 0.0005 | 0.0005 RRBF | 00005 [< 03233 [miE 0 6363 0 [®)
6 EE 00005 | 0.0005 | 0.0005 R8BF | 00005 [< 0333 [mif 0 5995 0 6]
7 U 0.0005 | 0.0005 | 0.0005 R8BSR | 00005 [< 0333 @ik 0 5900 0 [®)
8 13520 0.0005_| 0.0005_| 0.0005 ZBIRF | 00005 |< 0333 @tk 0 7017 0 @)
# 7-3 EHRYEOFR (~FEA hr—)
PEY —HD FFIE itk (€ X=))
E %141 Ahoi - . PR Ny— BRR
No.| musgibem | mms |TUNT| BEM) ANAR Thmsnsam |, [©00RE ] J5oown | mess |oRES | S
(ppm) =T | msoR) (a) (b) } (a)/(b) :
1 40 FHI 00005 | 0.0005 | 0.0005 ZEER | 00005 |[< 0333 (@i 0 3297 0 )
2 40 fEfs 0.0005 | 0.0005 | 0.0005 R8BSR | 00005 [< 0333 @ik 0 3558 0 )
3 £ i 0.0005 | 0.0005 | 0.0005 RRIER | 00005 < 0333 @ik 0 4503 0 6]
4| aspzpooy R 00005 | 0.0005 | 0.0005 RRBF | 00005 [< 0333 [mik 0 3830 0 [}
5 3850 0.0005 | 0.0005 | 0.0005 R8BF | 00005 [< 0333 @ik 0 3830 0 &)
6 S 00005 | 0.0005 | 0.0005 ZEBERA | 00005 [< 0333 [mH 0 3831 0 o)
7 U 0.0005 | 0.0005 | 0.0005 RREF | 00005 < 0333 |miE 0 3568 0 6]
8 13520 0.0005_| 0.0005_| 0.0005 ZBIRER | 00005 |< 0333 |mik 0 4100 0 )
N =N ) S -
#®8-1 HE, MELRTEERN (P2FLAF/LANR R —L)
N . SRR | B | F0RE | RRIAR i EIRE(% BE | GHTRE SINE
No. | Hifst&iLat 2R (oom) | (opm) | (opm) | O8Ff® | = | o | 2@ | n=1 | n=2 | n=3 | n=a | =5 | (%) |(RsD% | Wax | Min | FHia
1 ES0Y1) 0.0005 0.0005 0.0005 5791909 | -111 0.9968 100 92 102 95 96 97 39 181 288 235
2 40 B 0.0005 0.0005 0.0005 6228446 | -74 0.9979 86 87 94 91 87 89 41 129 204 167
3 Ealiy 0.0005 0.0005 0.0005 7107680 | 199 0.9993 89 82 90 90 82 87 46 137 304 221
4 | 3, 0.0005 0.0005 0.0005 6436823 | -4 0.9993 100 99 98 103 103 101 21 171 278 225
—— VIFWAFIA2A-)
5 7890 0.0005 0.0005 0.0005 6436823 | -4 0.9993 93 95 92 87 87 91 38 180 396 288
6 =ika 0.0005 0.0005 0.0005 6901589 | -164. 0.9986 90 86 89 85 90 88 28 142 257 200
7 LA 0.0005 0.0005 0.0005 6228446 | 74 0.9979 94 88 95 83 87 89 58 90 167 129
8 135HD 0.0005 0.0005 0.0005 7004617 | 27 0.9986 85 80 81 93 91 86 6.8 57 85 7
Az N =N a o PAN
# 82 HE, BERWEERR (F1v7a Biadad)
N . RIS | B | A0RE | ZRER @ ERE(% HE | GHTRE SINE
No. | H#ist&RiL& S (om) | (ppm) | (ppm) | ®iFfE | = | ok | c@ | n=1 | n=2 | n=3 | n=4 | n=5 | (% |(RSD% | Max | Min. | FHig
1 20 BHA 0.0005 0.0005 0.0005 5791909 | -111 | 0.9968 80 77 75 89 82 80 6.6 157 213 185
2 20 R 0.0005 0.0005 0.0005 6228446 | -74 0.9979 76 75 75 83 78 77 42 112 188 150
3 20 R iR 0.0005 0.0005 0.0005 7107680 | 199 0.9993 99 89 85 91 84 90 6.7 128 237 183
4 | TIFNRFNSAL g, 00005 | 0.0005 | 0.0005 sewazs | 4 | 09993 | 93 95 92 87 87 91 38 178 | 228 | 203
—— a-gons e
5 &k bS] 0.0005 0.0005 0.0005 6436823 | 4 0.9993 80 79 81 87 85 82 39 114 326 220
6 =ik3 0.0005 0.0005 0.0005 6901589 | -164. 0.9986 87 73 74 83 82 80 73 117 221 169
7 (SN 0.0005 0.0005 0.0005 6228446 | -74 0.9979 73 78 82 77 70 76 6.1 62 134 98
8 13BHD 0.0005 0.0005 0.0005 7004617 | 27 0.9986 80 80 79 84 78 80 27 45 60 53
Az NEE=N R > .
%83 ME. WEROERER (VEFR ha—m)
= ERIRR | BEE | F0RE | ZRIAR w@e ERE% HE | GHTRE SINE
b HIFRIE] BB (ppm) (ppm) | (ppm) | OFFE | M2 | W | P@ n=1 n=2 n=3 n=4 n=5 (%) | (RSD%) [ Max. | Min. | P91
1 2D FHA) 0.0005 0.0005 0.0005 11104243 | 187 0.9993 92 100 94 97 100 96 39 251 326 289
2 40 R 0.0005 0.0005 0.0005 12002011 | 225 0.9963 95 93 92 95 95 94 {157 194 246 220
3 Exo)ii 0.0005 0.0005 0.0005 13882209 | -80 0.9995 82 91 86 91 85 87 44 147 334 241
4 srazbO—Ib ixll 0.0005 0.0005 0.0005 12604809 | -18 0.9989 97 91 98 97 101 97 38 237 31 274
5 ) #8970 0.0005 0.0005 0.0005 12004889 | 18 0.9989 88 100 93 93 97 94 45 232 330 281
6 1T 0.0005 0.0005 0.0005 1755108 | 26 0.9986 95 88 90 86 87 89 38 168 246 207
7 CUA 0.0005 0.0005 0.0005 12002011 225 0.9963 94 94 94 98 96 95 18 155 190 173
8 135HD 0.0005 0.0005 0.0005 13725087 | 24 0.9994 73 74 74 77 78 75 30 95 171 133
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# 84 HE FBEEKOVE&ERER (~FEAXba—N)
F 3 wmhnmE | = =00, TET
N | mammitam | ame | R | A | R e TR P o [ o Lot [ ] o | (e [ [ [ 7w
1 2D AR 0.0005 0.0005 0.0005 6804457 | -167 0.9981 104 109 1111 106 103 107 32 173 322 248
T 20 B 0.0005 0.0005 0.0005 6989920 | 107 0.9980 94 97 101 93 103 98 46 177 244 211
T 40§ 0.0005 0.0005 0.0005 8986011 | 22 0.9996 82 82 91 83 91 86 56 122 246 184
I Nt O—b L8 0.0005 0.0005 0.0005 7597291 | 47 0.9997 101 99 105 99 100 101 25 158 224 191
5 7800 0.0005 0.0005 0.0005 7507201 | 47 0.9997 98 98 101 102 96 99 26 212 362 287
T =iba 0.0005 0.0005 0.0005 7574320 2 0.9996 92 91 86 83 95 89 54 150 228 189
7 Coa 00005 | 00005 | 0.0005 698920 | 107 | 09980 | 96 11 102 | 104 97 102 58 132 | 188 | 160
T 135D 0.0005 0.0005 0.0005 7960251 | 155 0.9998 79 78 83 81 89 82 54 33 72 53
#£9-1 WEOEORE~ N v 7 ZADEE (VZF I AFILRA Fa—/)L)
R — ¥ - O EHED
No | sisEILAM 2RE il Wil b R s | [ hEEsn prym—
ppm ppm PP | (mgiy | mzom | 2777 [Tamt | on2 | B Fiy | @D
; 4D FHA 0.0005 0.0005 0.0005 0.001 i 0 2873 2748 2810 2668 2721 2694 1.04
2 40 fefh 0.0005 0.0005 0.0005 0.001 o 0 3172 3129 3151 2919 3027 2973 1.06
Z 40 fFIR 0.0005 0.0005 0.0005 0.001 o 0 4011 4181 4096 3838 4037 3938 1.04
L STFNRFIARO— 43, 0.0005 0.0005 0.0005 0.001 ik 0 3430 3328 3379 3191 3292 3241 1.04
L FHUp 0.0005 0.0005 0.0005 0.001 maE 0 3343 3449 3396 3191 3292 3241 1.05
L Eiba 0.0005 0.0005 0.0005 0.001 mH 0 3570 3360 3465 3366 3292 3329 1.04
L LU 0.0005 0.0005 0.0005 0.001 i 0 3001 3286 3144 2919 3027 2973 1.06
8 13542 0.0005 0.0005 0.0005 0.001 o 0 3716 3678 3697 3632 3607 3620 1.02
#£92 MWEOEORE~ N v 7 ZADEE (Vo xrA It —))
o (mmm b - O EHED
No | sisiEiLam £RE ERRR | BAE | mAE R o | [ =rusramhme 7 prp——
pem) | )| (PP gy |z m | 7777 [Taet | ne2 | T | et 5 | @O
; 40 FHA 0.0005 0.0005 0.0005 0.001 ik 0 5465 5566 5516 5335 5216 5275 1.05
2 40 fefh 0.0005 0.0005 0.0005 0.001 mk 0 5596 5565 5581 5900 5934 5917 0.94
Z 40 fHi 0.0005 0.0005 0.0005 0.001 o 0 6943 6825 6884 6890 6886 6888 1.00
L UTE2bO-L 43, 0.0005 0.0005 0.0005 0.001 miE 0 6363 6497 6430 6363 6644 6504 0.99
L 800 0.0005 0.0005 0.0005 0.001 o 0 6499 6310 6405 6363 6644 6504 0.98
L Eiba 0.0005 0.0005 0.0005 0.001 i 0 5869 5986 5928 5995 5933 5964 0.99
L LU 0.0005 0.0005 0.0005 0.001 o 0 5924 5669 5796 5900 5934 5017 0.98
8 13542 0.0005 0.0005 0.0005 0.001 o 0 6708 6833 6770 7017 6972 6994 0.97
#9-3 WEOEORE~ N v 7 ADKEE (~FEAX ha—)L)
= & e SRR (o
No | HHsSIEEM 5SS ERER | Bew |\ AR\ aw (@ | TRy DR A E—rmi
ppm) ppm ppm) mgL | mzosl | 7777 [ o=t =2 (B3 It
L D AR 0.0005 0.0005 0.0005 0.001 miE 0 3778 3759 1.09
L 40 fgfh 0.0005 0.0005 0.0005 0.001 mHE 0 3543 3425 0.95
L 40 f i 0.0005 0.0005 0.0005 0.001 o 0 4397 4314 0.96
L e Y= Ex 0.0005 0.0005 0.0005 0.001 ik 0 3990 3993 1.02
5 FHop 0.0005 0.0005 0.0005 0.001 mH 0 3999 4021 1.02
Z Eika 0.0005 0.0005 0.0005 0.001 mH 0 3720 3798 0.98
L LU 0.0005 0.0005 0.0005 0.001 mHk 0 3596 3717 0.99
8 1FE5HD 0.0005 0.0005 0.0005 0.001 i 0 4037 3812 0.96
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X 7-1 YZFILAFARZ ha—)L (m/z267—237) O~ 7 I5 (FOHH)

BEER TS TGO FNEETR h0sRE
(0.0005 mg/Ly ( £a: DES. F#: DES-GIcA)
1000 1000 1000 1000
= s00 @ 800 l @ 800 @ 800 l
- 6w B e 6w
¥ 400 ¥ 400 cis H o400 ¥ 40 cis
L4 oof 14 24 |
5 20 g 20 v g 200 B 200
0 0 0 0
1 2 3 4 12 3 4 1 2 3 4
B(5) BER(5) BHE(5)
1000
8 s !
B s
¥ 400 cis

X 7-2 YZFILAFARZ b a—)L (m/z267—237) O~ 755 (FOIEN)

RETR FI0EE THI9DAFIHEETR AhoaRE
{0.0005 mg/L) (_L£a: DES. TF#a: DES-GlcAY
1000 1000 1000 1000
2 800 ! @ 800 ! @ 800 ! @ s J
B B B B
m 60 7 w600 7 w600 - 7
H 400 cis E 40 cis ¥ 40 cis ¥ 400 cis
i s i s i s W a
& 200 v w200 N & 200 N & 200 J
0 0 0 0
1 2 3 4 1 2 3 4 1 2 3 4
B5RA(5) B5RA(5) B5RA(5) B3R(%)
1000
@ s00
B
m 6%
¥ 400
el
& 200
0
1 2 3 4
B3R(%)

X 73 YZFILAFARZ b a—)L (m/z267—237) D27~ ~7 55 (ORI

BETR TS0 T D AFNNRE DR o
€0.0005 mg/L) (_bfa: DES, F#a: DES-GIcAY
1000 ] 1000 l 1000 l 1000 Il
2 500 @ s00 2 500 @ s00
w60 w60 w60 60
¥ 400 cis ¥ 400 cis ¥ 400 cis ¥ 400 cis
B0 | B 00 B 500 | B 00
Ex v & v EE v - v
5 - " oo o AL,,A,,J i 5 __A_.m S A 5 eafas o e J
1 2 3 4 1 2 3 4 1t 2 3 4 1 2 3 4
BFRI(7) BRI BFRA(7) B¥RI( )
1000 l
@ 800
% 600
g 400 cis
ol i
& 200 U
0
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X 7-4 VZFINLAFINRA b —)b (m/z267—237) Or7ua~<x 775 (4H)

BETR IS0 TS D RAFNRIETR Rh0EtE
€0.0005 mg/L (L£a: DES. F#2: DES-Gled)
1000 1000 l 1000 1000
@ 800 = 800 @ 800 = 800
B oo W o B s B 6w
¥ 40 ¥ 00 cis ¥ 400 ¥ 400
oot oud | ood ond
& 20 @ 200 J & 200 @ 200
0 0 0 0
1 2 3 4
BER(5)
1000
@ 800 .
B s
¥ 400 cis
il
& 200 V

X 7-5 VZFILAFINRA b —)b (m/z267—237) O7a~<x 775 (FIR)

BETR FIUHH T O AFNHEEER oY
€0.0005 mg/Ly (b#a: DES, F#: DES-GIcAY
1000 1000 1000 1000
& 800 @ 800 B 800 @ 800
- - - B 6w
H 400 H 400 ¥ a0 ¥ 00
14 ood 14 24
& 20 @ 200 & 20 & 200
0 0 0 0
1 2 3 4 1 2 3 4 1 2 3 4 1 2 3 4
BH(5) BER(5) BH(5) BH(5)
1000 1
2 500 +
B s
$ 400 cis
ol i
& 200 v
0

X 7-6 YZFIILAFINRA b —)b (m/z267—237) Or7ua~<x 775 (Si))

BEER IS0 TGO FNRETTR FhoatE
€0.0005 mg/Ly (_b#a: DES, F#a: DES-GIcAY
1000 1000 1000 1000
2 800 ! @ 800 l 2 800 ! @ 800 l
Eﬁ 600 Et 600 };’, 600 Rt 600
"3" 400 cis % 400 cis :,‘t' 400 cis g 400 cis
i ‘ B i ‘ B
i 200 \l, & 200 v @ 200 \1/ & 200
1 2 3 4 1 2 3 4 1 2 3 4 1 2 3 4
BFI(5) B BFRI(5) B
1000
@ s00 L
600
§ 400 cis
g 200 v
0
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X 7-7

e
€0.0005 mg/L)

ME(IEED

X 7-8

1000
800
600
400
200

RHEBR
€0.0005 mg/L}

ME(IEE(D

1000
800
600
400
200

0

VIFILAFIRZ ha—b (m/z267-237) OrZua~x 75 (LLER)

IR

BEUIEED

1000
800
600
400
200

TGO RFNEETR Fh0sRE
(L£8: DES, F#a: DES-GIcA)
1000 1000 !
A 800 @ 800
B 6w B 6w
cis ";" 400 % 400 cis
i 1 |
v ® 20 m 20 v
0 0

1000

2@ 800 l

e

60

¥ 400 cis

i

& 200 i
0

VI FIILAFINRZ ha—b (m/z267-237) O ua~< 75 (1I6HD)

1 2 3
B3R5

IR

WEUTEEMD

1000
800
600
400
200

2 3
BHf(5)

TS DRFNRIETR h0sE
(_L#g: DES, T#a: DES-GlcAy
1000 1000 !
@ 800 @ s00
B 60 B 600
cis :,"'1‘ 400 % 400 cis
L4 oof i
v & 200 & 200
0 0
4
1000 l
= 500
B
m 6w
% 400 cis
bl
& 200 A

2 3 4
BRI
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X 8-1 ¥
TR
{0.0005 mg/L)

2000

1500

1000

500

WEUTEED

0

X 8-2 ¥

REBR
€0.0005 mg/L)

2000
1500
1000

500

WEUTEED

0

X 8-3
i,

2000

1500

1000

500

WEUIEEMD

0

% 8-4 ¥

IBETR
€0.0005 mg/Ly

2000
1500
1000

500

WEUIEEMD

0

TR A M=) (m/z265-93) Orua~ 7T 5L (FORHA)

JIEE TR OAFNAREETR hoaRE
2000 2000 2000
= =) a8
l ;?f_, 1500 l E 1500 l : 1500 l
2 1000 1000 % 1000
B 500 B 500 B 500
] ] ]
0 0 0
2 3 4 12 3 4 1 2 3 4 1 2 3 4
BFRI(7) BFRA(7) BRI B¥RI( )
TARA Fr—/b (m/z265-93) OZ7ua~ b7 75 (FoOfE)
TFI0FEH T O FNHEEETR AEhoatEt
2000 2000 2000
! B 1500 ! B 1500 ! B 1500 !
i 1 1
2 1000 1000 % 1000
B 500 B 500 B 500
] ] v
0 0 0
I 12 3 4 1 2 3 4 1 2 3 4
BRI ) BFRA(7) BRI B¥RI( )

TR A M=)V (m/z265-93) O~ k7 Z 5L (F0O#EH)

IS0 TS ORAFNARESR ARhoERE
l 2000 l 2000 l 2000 l
@ 1500 @ 1500 @ 1500
: i :
2] 2} 2}
wH 1000 v 1000 wH 1000
E 500 E 500 E 500
el b o
0 0 0
2 3 4 1 2 3 4 1 2 3 4 1 2 3 4
B BHE(57) B BRI (5)

TR A RB— (mz265-93) Or/a~ 7 F7 5 (4F3)

IS0 TS ORFNIRLESR ARhoERE
l 2000 l 2000 l 2000 l
@ 1500 @ 1500 @ 1500
: : :
'] ') 3}
v 1000 v 1000 wH 1000
E 500 E 500 E 500
e - Eo
0 0 0
2 3 4 1 2 3 B 1 2 3 4 1 2 3 4
BEA(5) BHE(57) (5D BRI (5)
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X| 8-5
RETR
€0.0005 mg/L)

2000

1500

1000

500

WEUTEED

0

X 8-6

REBR
€0.0005 mg/L)

2000
1500
1000

500

WEUTEED

0

% 8-7
RETR
€0.0005 mg/L)

2000

1500

1000

500

WEUIEEMD

0

x| 8-8
RETR
€0.0005 mg/L)

2000

1500

1000

500

WEUIEEMD

0

]
w

BRI (50

-

IS

{iD

WE(EEE

2000
1500
1000
500
0

—

o
w

Bl (5)

-

vz A bha— (mkz265—93) Orua~ 7T 5 (B

TR DT NAREETR EhoatE
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