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24 ¥ (Inductively Coupled Plasma Mass Spectrometry, ICP-MS)
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1,000-1,500%H, 217l 500-800%H, Z=7 31 100-2009) A7
Al

WHEEFEALS T 44 v 2F EBismuth, Bi, 208.98), 7t=#2 4% 2+ (Indium,

In, 114820 ALE @k R EZBA0 A7 de 2308 78, FA98 2
AAG WREFRAY A4FL A4 AARAY ABHL EFaY o BE A
A ol gdte] 79 Aol g3t BFATE PHow Aot

AFANA Aol BEEAN WP EEEAY] BAZEA 9@ W[AJ/ALE YEoR

3| 3
il FEedd skE XHFoz sto] HFAS A AFEg EAZE v

[<}
[Asam/Asamis] & Yol ti9lste] X4 d4e] =5 Axtsic
As: AFA £ 80 TEEE B
A A7 EFEd] YRETFEE B4 E
Asa: AlEEAe] B B E
Asavis A1 EE Ao UREEFED B4 =
FeAdgZg=r -3 3 =¥ (Inductively Coupled  Plasma  Optical ~ Emission

Spectrometry, ICP-OES)

DEZEE

) AlE =2
T899 AFEEY 2 FAFENE ICP-OESe] FYste] Algdgde v=8 +3
o}
3) YAEFF = (Atomic Absorption Spectrometry, AAS)
7h 4
o] IHE AP &N Fof FHALE AT Ao R JYAIA AAF7]38te] A4
gk 71AE ] AR 1 AAFIE FHshe HogrRY SAHIGY Us Fete
S o] &ete] FHFH ol wel HAURe] EAIGF oA FFEE SAE
I AP gAFo HHAre FEE TIE Wt
) Al@d
A 2E AAEshE Al WS st FaA o] Atk AFE N 9 FAE
EHS R, T2 34 B FFT OS5 AAFFFEA N FYste] FFEE T3}
FomE FFEE B oo FAFE N A= 72t A& A Ag-of T 2AS
A s Adste] AFEH] vEE I
9.1.3 Z}=H(Cd)
7k AR 48R
BE A Fd Hggrt
o A E e x4
1) FAE
7h AR

912 ¥ (Pb) W A@&qe x4 1) FAENY 7h AR ET
W) mlolazeo]l B
912 F(@Pb) W A& 24 1) FALANY W) vio|a o] BRe wEt),

2) A2 3]sk

9.1.2 (Pb) th. A& A xA] 2) 12353 wEtt

3) &=

o}

1)

2

3

=

Nt

912 &(Pb) W Al@ENe] 24 3) SujFERl e

=3

= 75% Z g =vl-4 252 W (Inductively Coupled Plasma Mass Spectrometry, ICP-MS)
9.1.2 $(Pb) th. 54 1) F=4AdZ=v-2AFE A H(Inductively Coupled Plasma Mass
Spectrometry, ICP-MS)ol| w}&t},

FE=A%Z gt =up-333 3 = 9 (Inductively Coupled Plasma Optical Emission Spectrometry,
ICP-OES)

912 ¥®b) ©. =4 2) FE=ZTZ=vl-93333 =9 (Inductively Coupled Plasma
Optical Emission Spectrometry, ICP-OES)ol| w2t} gt $AE 5 v 4 E ohaF ohf3k
AAE va& gl o S Fol7] A HlAe BAA0l dojuR] ¥E Ft=F
g dEste] 4%t

AA}&33 = (Atomic Absorption Spectrometry, AAS)

9.1.2 %(Pb) . =4 3) 4x&FHF =5 (Atomic Absorption Spectrometry, AAS)ol| w2
=3

9.14 Hl 2 (As)

912 F(Pb) v AEEAe] =4 1) FAZANY 7h AbEal el we

1}) mho] =z g o] g

9.12 ¥ (Pb) Y. A@&He] xAl 1) FAEHNY ) vle]azs o] B o)

2) & FEN

o

1)

2)

9.1.2 F(Pb) . APE&H] A 3) &ujFE Yo upErh

=3

T AdE E}ZUP A #F &2 ¥ (Inductively Coupled Plasma Mass Spectrometry, ICP-MS)
9.12 H(Pb) t. 4 1) =43¢ Ze=v-AFE A H(Inductively Coupled Plasma Mass
Spectrometry, ICP—MS)OH w2} oy, dol BAY EAAEA] Be A Fe 5
/\_g] 2 at7u)\—ﬂ ,/57(4 O}E 75!_?_.7 uﬂz‘t,]oﬂ 9] s ookg] o 71}?2_ Zo] 7] Pr] 5]] ilxﬁ 7}/\(ol—u q o].

ki, wEE A2 5)E T 34 A AlA HA S o] gAY HEd NtA(RE SIS
ol g3t FE|d UAHAA BAS S Waleds AAS
FE=A4gZ gt =n -3 =¥ (Inductively Coupled Plasma Optical Emission Spectrometr
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912 ¥(Ph) v =4 2) FEZAFZg=np-233 5 (Inductively Coupled Plasma
Optical Emission Spectrometry, ICP-OES)ol w}&t}.
A 2543 = H (Atomic Absorption Spectrometry, AAS)

9.1.2 F(Pb) t}. &4 3) ¥AEFF =% (Atomic Absorption Spectrometry, AAS)dl| &
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1) 82 =31 4E(KD
2) Faste 2 EFNaBHy)

G2 EF (NaOH)
4) @2HHCD

5) Ml 2EEE N As;05 1.32 g& 5% NaOH 20 mLo o] Aibo s A3} sfn &
7kete] 1,000 mL2 @k ARSA] o SHS 19 dAito R Mgt mEgfow

tt.

o) Adz
ANGEN 54 A 1% Aoz @k APE 2 FAREN] 20 ENBE 3 g2
23 A7 B ARE D FADE, Llv/A) A4, 06~10% FAsHEa
JEFE, 01~05% FASHEEFENS 87880 9 e vre] F
o} wgREe gan

9.15 ¥7]H] 2 (Inorganic arsenic)
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.
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PNEEIRESEREES

F7Im axe] TlETrA el AAE A Eel A&k

RUS —1 ‘LE]
A F NG EAS 1% AAEN0R FEete] AAAZEINLE ML TS Feld
FEAGS =y AFRN 2 BA B,

o) A 2L 20w e A G e v/ 4] 7] (LC-ICP/MS)
# Az st FEAYEA/ AN 92 A Ry QolE 40 em ol @,
Ao Ao

1) =Y ofH Y EE(As(M), Sodium arsenite, NaAsO;) 2 HAMIEHF(AsS(V),

Sodium arsenate dibasic heptahydrate, Na;HAsO, - THp,0) TF%S 32 AAGo 19
Z+7F AsEM %7 1,000 mg/Le] = A ok
3 THEHE 02% ZAgAo Mt HPFHd A4S s ZT A2

gole 24 g 2t AT,

&)

2)

TAse AR 1 gElzRF X259 4502 g~l g, AEuT A2EY 4 02g~05
@) A3 o} &7)(, FEl &7 Ao Y 1% dakg9 5 mLE 713ske] 90T ol
A 90EZE dv FE3 ol 27] 307 T AR 1% Fakgdo] FE3F “O]E?‘
58 ~10% 7tA o2 AY3) EE5olEth 5 F o7l & Yol 25 mLEA & &
et 1083 AR (3,000 xg)dteh, AR F A IS I3 F 5} E1r"]
2 QAR 2](3,000 xg)dta 2 A& dS wWEg el DE(nylon, 045 pm)Z o] 33} ]
Hgodow g}

ol

ANE 25 gs 9AEY7E Fro AE3] ol A 5 mL, WEE 5 mL, 1% d4t 05
mLE ¥ 3083 '7ldA Aeata 1023 A4 <%000 xg)sto]l F weld ofe
(1A FE2A)S 443 Fs ARV E FRA o G2 oo FRIEF
mL, "¥-E 375 mL, 1% Z4F 1.25 mLS ¥ 303F g 7)ol A thA] [estar 1083
AA & st F -ErE]EJ FEH@A FEA)S A A delA A 1A FEAH
et o37]o] 0.2% AAFES 2ol 50 mLe] A ste] Z 4 F 1083 A4 (3000
xg) B}k o] F AF W 4 mLE FHFo] 02% FAto® 10 mLE 9Fu PHd D
(nylon, 0.45 ym)® 4H-5 o ¥sle] AJggAoz s}

uf Az 2}

1

2)

3)

4)

A ARuET o] A2

7h A7 Cig MGAl 24 (46 mm x 250 mm, 5 ym) =& o] 553 A

W) o] &4 0.05%(v/v) WM& 10 mM sodium 1-butane sulfonate, 4 mM m:
4 mM tetramethyl ammonium hydroxide(TMAH)2] &89S ZA 3}, ol &
9] pHE 10% dAb§9e Algste](eF 1.8 mL/L) A %3] 272 ghth.

oh) & 075 mL/+

2h) d§l % 25T

vh) Fda: 10~50 uL

FEAG S o2/ A FEA 7] EA2A()

71 RF Power: 1300~1500W

1}) Nebulizer argon gas: 0.95~1.15 L/%-

o} Auxillary argon gas flow: 1.2~15 L/%

2}) Plasma argon gas flow: 15~20 L/&

v}) Lens voltage: 5~10 V

B} Ton monitored: As (m/z 75), T3k, DRC mode AF&AlolE= AsO (m/z 91)& F-2] 3t}

AgA 24

EHEFEAL FEB(~50 /L)% Aste] AP F AzstEaR] As(V)sh As
|

alonic acid,
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o A E e x4
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ARG~10 )8 EalZetazd Hala, & 10 mL 2 22 20 mLE Yol E3ste] &4
WA o #a 20 mLE A Yevh SRYUIE ddste] FosiA NOo A
o] B w7bx] stg et B o] Mo R BRsiA A ¢S wole A9 v At
5mLE Yol vl 713, Bastd 2k 5 mLe F71E2 HEo] dto] ool daal
o7 BisiA ¥ NOol Aol vt 237 th & 50 mL % 10% £.4-89 10 mLE
Yola 1087 #ola A8 kb E 1 g8 Y 1027 fujz B850 =tk A5
o gloJA W Al G E 1 g8 9 E50] Aeth o] 23AE AF o] Fe w7}
7| ¥ Eo 6}1 2027 Fol o] zFA o] glojAW A7 v AL E 1 g ¥
ThA] 2027 7hd gte, o] W o] zpZAo] glojx W FHg7hatAdFe Hyt 2 vtd 23S
A 23] HFo] dta 43 §do] FAEGSA & A 10% et iag e T
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(W) F2xs8d d3Ao42 0135 g2 10% 24F 100 mLol| =ola && 713t
1,000 mLZ gth AFSA] o] &MS 19% FAato= 10000 At FEgHoz
ghr}.

FegFgN 1 mL=01upl Hg
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A thg tho]obZ U Z (diaphram pump)ell 93] T71E F54 Fol €32 A 33

2537 nmell A FFEE F43. F2EFEY 0, 5, 10, 15, 20 mLol &5 7FallA 100

mL=E o] AlF& N} 22 225 ¢ vhg ZH7te] FREE SAS A AHA
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BE7Hs). 1 mL = 100 pg Hg
AL 10% Ao 2 31A35te] 0~20 pg/mLE gHrh(A}
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5) L-Al =8¢l g L-A] =¥ ¢l(L-cysteine hydrochloride monohydrate) 1.0 g, o}l EAF
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=

=

=
=

X

). o

i

k<]
L

2]

Al
=1

T

71ol 25% dsHEH 10 mL

Fstel

J

Z
=4

Hel &9 5 mLE

Eal

il

e}). 7)o L-Al

+

o

14 3]

71l &1k (v

o] A9

Al
vl A

Fol 12

o]

d 7}

s
=4

o

A 4mL, EFA5mL
[e)

X
vy

#2]1(2,500 g, 53)stal EFql

A
2ulE e

Al
=

A

A

o oy 7)o <

5

P 850 Tl A 18023 &

PR A 300C el A 603 xS

H o gl
= %"']'0

w
Tl
o

o5t

L
T=

: HR-Thermon-HG capillary column

[s)

2}

=L

boh w2 b
=8

L

v
Ed

700C =2 7t4

oF
l
3]
KR
=

Lo
.
g

u
il

|
tol A-Ab 3

S

Fo] AR

2
A=}
A3
o
=

o
UL

1o} o}

to] AbE 3

o

oA

20CH 130C7HA &=

P 80CalA 3

1 150~160C
[e)

1140CE HA

FHE EE
ex
7P

3]

=
=

e

ol

& 244

A

A=A

.
s

folm
=

oo

=
o

ol
Ny
—
)A\
ojy
Mo

7K

Ty
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9.1.8 F4(Sn)
7h
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o]

44

A2k}
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=]

5

EEERE
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=L
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9.12 &(Pb) W A1E&A] A 1) A3 7H daEsgel wa
) wholAZ o] By
9.1.2 &(Pb) . Al@E&Ae] A 1) FAENH ) wlo] AR o] B o wpET)
2) 1121353y
9.1.2 F(Pb) . AlF&Ae] 2A 2) A2 3]sl wpEr),
3) &vlFE4
9.1.2 F(Pb) . AlFE&A] 2A 3) &ulFFHl ot
1) ‘F@u WEAA Aobel o)g FHEo] HAFT F Jon AT upA Y Ao At
< & mL 7Fste] AHE AL S HA S
. &
1) =2 =n-4 %22 (Inductively Coupled Plasma Mass Spectrometry, ICP-MS)
912 9®Pb) tt. =4 1) =4 ¢ Zet=vl-2 FE A ¥ (Inductively Coupled Plasma Mass
Spectrometry, ICP-MS)el uw}&t},
2) FEAeZ e =233 = (Inductively Coupled Plasma Optical Emission Spectrometr
y, ICP-OES)
912 9Pb) ©. FA 2) FEAFZ=vl-2333=H(Inductively Coupled Plasma
Optical Emission Spectrometry, ICP-OES)ol u}Zt},
3) 92543 = (Atomic Absorption Spectrometry, AAS)
9.1.2 ¥(Pb) t}. =4 3) YAEFHF = (Atomic Absorption Spectrometry, AAS)e] w}&
=3

° o

I

9.1.9 F2(Cu)

o AEd 4800
o Ag S 24

9.1.2 H(Pb) th. ABEH A 1) FAEHH 7h iR wEh
1) wlol=Z 29 o] B
9.1.2 H(Pb) v AFE&H A 1) FAEHY ) wo]lamol B o] wpErt
2) A4 33
9.1.2 &(Pb) . Al@&qe] A 2) A3 Ho ET)
3) &ulFE9
9.12 HF(Pb) Y. Al@E&Ae] A 3) §ulFEH BEr)
. &4
1) =2 Zet=r-2 #2249 ¥ (Inductively Coupled Plasma Mass Spectrometry, ICP-MS)
912 FPb) th. A4 1) =2 Zet=r-Z FE X 9 (Inductively Coupled Plasma Mass
Spectrometry, ICP-MS)el w2t},
2) F=d3E etz vr-233 =¥ (Inductively Coupled Plasma Optical Emission Spectrometr
y, ICP-OES)
912 ¥(Ph) t. =74 2) FE=ZAFZe=v-2333 58 (Inductively Coupled Plasma

Optical Emission Spectrometry, ICP-OES)ol w}&t}.

3) U AE333 = (Atomic Absorption Spectrometry, AAS)
9.1.2 F(Pb) th. =4 3) ¥AgEF =" (Atomic Absorption Spectrometry, AAS)el w2
t}.

9.1.10 71Bk4(Zn, Mn, Ni, Fe, Be, V, Se, Cr, Sb &
7} Aol e

BE A% Aga
EARLEEEES
D %A
7 A ey

912 & (Pb) Y. Al@E&A] A 1)
) mpolmZ glo] B
912 & (Pb) Y. Al@E&Ae] A 1)
2) 71253
912 &(Pb) Y. AlFE&A A 2) 7
3) &uFEH
9.1.2 E(Pb) 1. AlFENe] 4] 3) §FEH W)

=4

i}
1
M

A b AR el we,

u:l)

A o) rlo]laZ ol Bl wEt

F_u

A
A

to

shjol whEth

o}, 2
1) =2 Zgt=n-4 @224 ¥ (Inductively Coupled Plasma Mass Spectrometry, ICP-MS)
9.12 F®Pb) th. 4 1) F=AFZe=v-4d FE 45 (Inductively Coupled Plasma Mass
Spectrometry, ICP-MS)el w}&t}.
FE=A4gZgl=n -1 3 =¥ (Inductively Coupled Plasma Optical Emission Spectrometr
y, ICP-OES)
912 H®Pb) t A 2) F=AFZ=el-2433 =Y (Inductively Coupled Plasma
Optical Emission Spectrometry, ICP-OES)el u}Zt},
A 2533 = H (Atomic Absorption Spectrometry, AAS)
9.1.2 F(Pb) t}. =4 3) 9x&F 33 =% (Atomic Absorption Spectrometry, AAS)dl| w&
o},

A

2

=

3

<

92 HFol5Aa
9.21 AEA =
Axo 3o gl A9 91 F55 911 vk 3, 7h Aol Ao wet A A&

Nme wo

922 o= EA(By, By, Gi ¥ Go)

il
F}L
_t:
A
=il
BN
2
N
=il
of
Jo

O
°
ofo
o
Jo
1

ZuF, Axvzgh U7
A
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2z (trifluoroacetic acid) &2 XA A7 2& FFAZ7|7F F-38 dAAZvE T v F4 10 pL(d, 2AAF, G -frokg olfrdle A, FYFS 50 pL= 3
g g 2) A A4
= obFEEA EPRTEN I mLE A4 Fs] 50TCHA dARE ARAZ F vh A
1) dAAIZZvlE T = %7 % 7] (Fluorescence detector)& Al-&3+c}, o] A 3) A=A wpe} 22hg S JA AR E DG T FYPS T A
2) BAE Asl: o EAE W93 7§l (Immunoaffinity column) (8|5& 4 A8 & EOfAe] 93 o] B WAS o]&3te] HHds et
o] AFH 3) AL A
3) o]3}x]: Whatman No4 L o9} F53 A 9l 2o F Aoy ARvEINNS] Jas BT A HFF ALY
4) 2] o] 2 (glass fiber filter): Whatman GF/A(pore size: 1.6 pm) %= o]9} 553 [Sa=
A of, AAIY
2k AloF Ao BRNEH TLd A Ao AL N AZEIHOZRE 7} ofFeixle] T
1) & AxIAZoEIREZE e o9 53 A Aol T HAUHS AP gste] G
2) TF ZFEL N o} ZTFA By, By, Gt B GoE MHIEYEZ o] Zb7F 200 pg/mL7t ¥ 1) Al
55 g Z olZg 5] ek (ug/kg) = (Carmt + Carsz + Carci + Carg2)x V/S x D
3) T XT8N ol ZpEAl 3 AU dS ofAEYE-R 1, 2, 5, 10, 25, 50 ng/mL9] Carpl: A ZEA A -8 o} Z}EAl B9 ¥ %(ng/mL)
Tt HEE gAste] g e fle xFEgdo R gt Carpz: AFANA T8 obFet54l Byol & %(ng/mL)
4) FELN ASUJEF 1 g& £ 30 mLol =2 § WS 70 mLg 7Fste] £33 A& 5 Carar: A elA 3 obZ et 524 19 ¥ %=(ng/mL)
F8do= g Carcz: HFANA 3 ol Z 252 (¢ ¥ %=(ng/mL)
5) 1% E9 20 44 E9 20(Tween 20) 1 mLol =& 7131¢ 100mLZ o}, Vi Al @& o] HF R (mL)
6) 71BN ok 55 St AR AFH Fg)
R R RS g | D: Alg &) A njF
1) F&
AANE Este] #2438 3 A8 25 g(q FH i, A EIHEES 10 )& 4E3] Gof & 923 olZFHEA M,
49 100 mLE 7}8ta @ A7 2 587 &0 wAES & o5 AR o) of b R R e S B S
10 mLE 100 mL Z&}2=30) 0}"’ 1% E4 20 €9 30 mLE 7I8te] EE59 41 § & Afr, FHF, SR, ZATR, AR, d-frobg oA, G -frold 55 EA
2 A o] 744 (glass fiber filter) & o] #}3 AL FFHH o7 3o} v B4
2) AA A & BAGAEAS B3 4d 02 AAste] d3A%7]7F 225 AA
FE9 20 mLE AAE Ao FYste] 29 1 FE AL S FHA. oo A Y2 LA gt
E 10 mLE 22 522 §&3A712 29 el dol = §4S 4P EZE o] 43519 =
AAg & Zo] s Al EE dA 2Edo ofNEYEY 3 mLE §&FA 7t 1) dAaZatE 22 333 & 7] (Fluorescence detector) & Al-&-3Hct,
3) =43} 2) AAE Ael: obZEtEAl M€ W34 Z A Immunoaffinity column)
SEANE 50CoAA a2 AuA7| FFE ELZFLE2A 02 mLE 7F8le] of F 3) o} A Whatman No.4 Ei= ©]9 558 2
= oA 1523 HAAIZ] F PN EYEZE(20:80, v/v) &9 0.8 mLE 7tk & 4) A1-FAEEH: 0.2 um
et 045 pm WEHJZLEHZ A7 A AFEHo 2 g} vhek AR, 9-Fof 2k AloF F A] Y
& o2 A, EYEFLEZA 01 mLet oHMEUEZ:E(20:80, v/v) EFEH 04 1) &vl: HAZ2EIREZL e o8 F5T A
mLE AHE-grh 2) =32k AAlg EE olet 5T A
AR 3) EEAA: ofZHEA M, S otMEYUEZY o] 200 pg/mLE A ot
1) °“Xﬂi&—‘j}i—la1“°] i | 4) ZFEN: ZFAAE oo At HPH S A ZEEHoR
7h A CeAl 2746 mm x 250 mm, 5 ym) =& o]¢} 553 A 5) 7IEpAef: EF
) ]% A oA EYEL: *—v(2575 v/v) v Al A e xA
o) JE9 o713 360 nm, F3#3+F 450 nm 1) %
2}) ol F4 5 1 mL/& 7h) NFAF
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D A%k

A
oju

A8 100 mLE 3

(ng/kg) = C x V/S x D

HF

3
=1

Al M9

e e

C:

o)
No
%0

o},

ol

EER

4ToA 10 5<F 10,000 xg= <

kel
T

ki3

ok A3t

it

ol

252 M9 5% (ng/mL)

EohE

3
<

AFAANA T

o
b
9|
o
Ny
A
o
s

!

ﬂ!
ﬂ

i
o
-

‘1
el
No

o

AlggHel FFH 9 (mL)
S:AE AFHHg)
D: 3 4u]5=

V:

8] 2o} 40C¢ 24 100 mL

4CAA 10+

=i
=

(o)
< A

10 g

Al
=]

QF 10,000 xg=

=
(s]

924 &4

2) AA

o) =R E7AZITh oo} A

F9)

ol

gAe 2

FE9 50 mL

M

o

do

w
K|

oy

A7t & HE 50TAA AAZ A7

SMNEYUEH 4 mLE &5

&
T

A A gk

AAAZH 02 yim) 2 o3}

&
T

- 5 (2575, v/v) 02 mLE 7}

Eo otNEVEE

oA

=7

k3]
&

vh A

ZulE o)

=

1 A

3|
L

Ahg et

29 4537 % 7] (UV photometric detector) S

3L

1) AAaZwlE2E

CiZl 2246 mm x 250 mm, 5 ym) E=+ o] 9}

A9

7h

(20 x 150 mm)
(16 x 150 mm)
(20 x 180 mm)

o
1

3 3
A
=B

2) AFI(1): vkl e Sal A

OH EY E-E (2575, v/v)

&3

) ol

& 7

o)A

el

3) AT #(I): =k

o] 7]19+7 365 nm ¥F9 435 nm

oh e

A A d

=3
=

4) AF¥m): =g

Qo

F(IV): 50 mL & 24

hu
i

&
=]

h) F9F 50 ul

2 Ao

2. Aot

R

%!
o

vl

N A ZvtE 1

1) &

N

=3

o
e

LR EEERLEEER X

22

™

|

T’
Bjo
1o

)l

el

el

200 pg/mL %7t H 22 %A

B ¥ X =
Wc,ﬂﬂ m .
o Sy
G = 8 o B

L —
~ m_i ‘B‘a d;&_w
ﬁ;ydl T ﬂle
~ = —_~
o - <7 oy
=+ O_EL N
%0% N T
= iy
Eol,A £ U sl
oSy P o
I =y
X S oA e - £
ES %ﬁo & Oﬁo
- 0 oo =
= -
= g =z
Rne I Eln
g = oy B
ER > op
B A o
U= o o =) g & X
,mwa]umoﬂl. 2 oo N
1 N ) 3 S 4 m
i ! X
T o £ Mo
BRI =R R
= 5w = MR
MﬂL o B # o R
oo Mo =

N xwE P oE
o m 9o oo
BAw g FoyR
R IR

T
Nr%aﬂﬂl(.moxawﬁ
iGN mr_qmaﬁ N
ol F R o o) me
Thue2le s
o B g o
2R AW ET B
mE T g ® I

Tdodom 5 oA g
B N ou = o u Hp %2
FEoe T g ow N

< ) © ~
7 !
|

gt

o] 100 mLZ WHEo] AME

=
=

ool

8) 1.5%

] AZefE I o AL

37 % 3L
FEEEe

o9 1.

AL EEERES

T %

o N

ol T

T —

-

m W

. B

N

il

-

TN

Te o

w T

2B

o B

— "

v

MJ )

My
o

5T
No

T o

o

Z 9

H

pUEY

= on

= W

0

i <]

"

o

w T

oo

omw Wo

o

n ool

< TF

o

ke

5

o

o

a

Ex

~

<

il

A+

=

of

m

B

T

g0

NE

P

)

ml

ey

of

=0

=

nl

i

jrid

=3

v

m

~d

=

el

|

ol

o

N o

o T

p
o}

o
<0
~

il
ﬂ

T

i

g 10 mL

Rk

o},

o))
T

o
ol

o
<R
~

i

=

T

]

E852 M9

ozyy of

2
=

~
i
|
T
]

mL

25

(I)ell ZAtol

g

(el &1tk A

A&

o

s o

2
ol

5
No
<0
3
X

O

X

o
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AsHA E5o A2 F AASH A5 AE A9 AWl Gt o] 2AtelE FE )
FEIAUESR 5 g8 93 3023 ASA EE0] A2 F 2AE 35 v58& AFEH
(V)oll &2t AZAD F& FFFAHEFS 5 mLe A LR 23] AH o] AE
TV)ell 22 ths 40ColA Ba Aung F 24ed 5 mLE Ad# 7ye 2 AL b&
A Aaw Augeh AFE 2AE N 05 mLe 7hete] =l e Algfdor gt

1) HAIZepETYz] A 21
7 Z#: CgAl 29 (4.6 mm x 250 mm, 5 mm) =& ol¢ T53 A
) o573 0.8% EBIEZsio| =2 F
o) A ?J}ZL UV 276 nm
) o5 © 05 mL/%
vl FA= 50 uL
vh) A" A3 AlE: 9E - -HMF iﬂ%—\‘% HAAZwE T2z 50 uL F4 3k
S o HMFs} stE-e] g3t &40z vew o Beert 15 o/folojof gt

i gele LRt Eadtd $UY F id aRhEaPel A2 ol L

4
A AN
9 zhow Qojd AZPkEIYYS] WAL HE G w9 B TF AT A o]}
s,

of. A%

FERle] FFHugke) = C x V/S x D
C: AFANA F3 FED ¥ (ng/mL)
18 &oe] #FH3(mL)
St AR A FH ()

D: A% gel 844

ﬁ
>

9.25 FXE YA (Fumonisin)
7} A ey A _Q_tﬂ‘r]

s T U EE S Y EYER E(25:25:50, v/iv/v) E3-E

= ol o
3 11—
A& WA o g HAAA 7] OPA(o-phthaldialdehyde) Al o2 #4383 & &
FHE717F F-3E dAazvtE g ER A g
=

: 83373 % 7] (Fluorescence detector)S AH&3HT},

1) A2 vlE 2
2 A o 7 814 2 2 Immunoaffinity column) (3|54 2L AFA 5o

2) % ﬂﬁL A F

AsdE 2)

_19_

3) ©J3#]: Whatman No.2(12.0 cm) %= o8} 53 A
4) Aol A (glass fiber filter): Whatman GE/A pore size: 1.6 pym) %= o9} £% 3k
Al

SRREREIRE

T ECE EECEEE

=
32 Al Em= ol gt

2) B 558 A
3) FERYUA PR FAN FRYA B 9 By oMNEYUELE(B0:50, v/v) £3-8& A 5o
Zkzk 200 pg/mL7b H =5 gl

4) FRUYAN EgEgd: FrUN EFEFEY 1 mLE A3 FHlo] o AEUER - &
(50:50, v/v) &Aooz He3 100 mLE FH}.

5 F&8&9
W gLolA EY E - E(25:25:50, v/v/V)

6) OPA(o-phthaldialdehyde) A] <}
o-phthaldialdehyde 40 mgS 1 mL "€k %< AS 0.1 M NaB,O; 9 5 mLE 3] 4]
3t v 27 E o ©F-2(2-mercaptoethanol) 50 uLE 7}3Fo] &3tstt}. o] Al ZHA n}o)
& (Vial)oll ol o] F oA 15737+ ALwn 3 715 3lch

7) PBS(Phosphate-buffered saline) & <4
AFJUHEEFENaC) 80 g, ¥4 AU HEENaHPO,) 12 g, AU AAH2E(KHPO,)
02 g % As+ZEHEKCD 02 g& & 990 mLell =< 3& 2 M 9Ate® pH 7002 =4
¥ B2 1 LZ 3k

8) 0.1 M A LA HEF(NaH,PO, - 2H,0) &9 Al YA E F(NaHPO, - 2H0) 156 g
5 & 990 mLell 3 A& A (HPONE AHE3te] pH 3302 24T & B2 1 L2 3
=3

vk A& o] x4

1 F=
AAE Elste] #43e AR 20 g& AE3] o} FE289 100 mLE Ho] 513 1%
o8 fAsS & olF AARAR ozt o 10 mLE 100 mL Feb==e FH3ta
PBS &9 40 mLZ XAt} M ds E5o He & FldfFod A (glass fiber
filte) 2 o133 Ag FEHo= )

2) AA
&9 10 mLE ¢Ate R pH 68 ~ 722 243 F AL Ao Fdste 29 1~2
ol £ 7 ZIAZICH olo]A PBS €94 10 mLS 2S 502 FE35e A &
e E(80:20, v/v) EFEN 4 mLE &&FAIZT

3) frEal s
Zolg oF 60ToNA Aaw AL F F2ol ol MEUEL RG0S0, v/v) EF-E
200 L& 7F8te] ol o] % 50 L& #3ke] OPA A9} 50 uL3} 4131 3027k Wk 2
e NFEYow Bt
[Fo1Aba] OPA-F2UA F54)
e MR EEE

g F Aol Auhgel mel Yygel Wojxuw
B zo] FQiskelok wu.

ah, A9

NEEEERARE EL e



7hH A3 CeAdl 27 (46 mm x 250 mm, 5 um) Ei= ol¢ 53 A

W) ol 54k Werg:0.1 M Al Y AU E R (NaHPO,) &8 (77:23, v/v), Q4+& A&-38le] pH
3302 %A

o) A& 7194 335 nm FF 3 440 nm

2}) o] F 7

2) HAEA A4
FRUA SFEEFLAS oM EYEHE(50:50, v/iv) S8 ﬁ“gi 3148t 0.1, 0.5, 1.0,
2.0 pyg/mL7F H =5 3o 7247 1 mLS #Hste] 60TColA AAZ Axdt & o] nf A

folel A B FEAR W Aol BBUE HY A

3) A4
9 zhow Qojzl Amseadde Nar wEsel 90 oEE A7 A ahelof
.

0 A
AAAYID BAF 2A0A QoA APgAe AxntEagoniy FrUe va
ol mE WANAL ARAel tlete] 4 e}

A Az

*d"ﬂ/\i ?ﬁ* ;‘FEH“ Blol E(ug/mL)
el A 73k FEUA B9l F 5= (ng/mL)

Az A FHe)

9.2.6 2 32%A A(Ochratoxin A)

Zho AR ARl =5, E, AN, AR, ST, AR,
S < ~

g
Ag % 2R EAS F28ME 53, o 38 AL WANHAY oz RN DL A2

t}. Zo}i]
1% 7] (Fluorescence detector)E Ab-&3ht},
2) Xé A& A _‘?_ﬂa}%’d% o] 1344 Z 2 (Immunoaffinity column) (348 2 AAA =
o] AsH 2)
o} %] : Whatman No.4(12.0 cm) =+ o]} 553 A
fr 2] A9 %A (glass fiber filter): Whatman GE/A(pore size: 1.6 um) %= o] ¢} %53
A

e Aok @ Ao

=
2
2
1w
frtl
=
Tl
X
=
Ik
oft
o
;N

3
4

=

D gl QRIS EINLE B ols) FEE A
2) B33 4AF B olsh BEE 2
3 emeEA A BF

_2‘]_

QAT EA AS EFA:Z22H99:1, v/v) W] = 200 ng/mL7F HEE s}
4) 2G5 A ZFE
AgEAl A 259 N7 2 AFE JNEYEL B

A 100 uLE 50CHA A=
Z24H99:99:2, v/v/v) EFE N 1 mLE 7hete] &<l
= 0.

A3
w T, ol E oA EYEH E: % 2H99:99:2,
v/v/v) EFEHOFT 01~50 ng/mLe FEI} HEE

s|Aete] A s 9T 1F

gdoz s}

5) PBS(Phosphate-buffered saline) & ¢}
A3YEF(NaCl 80 g, F Al ]?l’ﬂ"/} F(NaHPO,) 1.16 g, A1¥ ?J/“_ Z 5 (KH2PO4)
02 g ¥ g2 HEEKC) 02 g& & 990 mLoll =<9 AS 02 M s E %2 pH 74
2 2R §F EZ 1 LE gk

6) 3% EAFAUYEF &
HAFAUYEENaHCO;) 30 g& Eol %ol 1 LE 3t}

7 FEEN]
O EYER:E(60:40, v/v) &8

8) &89 I
W €h-&:3% A AUEF(50:50, vv) £3F-89

9) 0.01% E%1 20 s+ PBS &
E <2l 20(Tween 20) 0.01 mLE #3to] PBS €422 100 mL& A&

10) 5% BAFFAUYEF(NaHCO;) 3 1% PEG(Polyethylene glycol) & <4
10 g} PEG 8000 (Polyethylene glycoD ™ 50 g9 BAFFAUEFNaHCO:)S & 950 mLel =
o]i pHE 832% BtE $ 1 L& dr}

11) 1 M PBS (Phosphate-buffered saline) &
A o] 914k E F (NaHPO4-2H0) 256 g, Al 1Aty EH(N vHPO4' H,0) 12.6 g7} A3}
EF(NaCD 879 g& & 950 mLel %<2 A& pH 7482 =& F 1 L2 gt

12) 01 M PBS (Phosphate-buffered saline) & <4
1 M PBS(Phosphate-buffered saline) &S &2 10v] 324 3}o] Al-&3kc},

13) 1% SAFLAUYEF &9
B AU EFENaHCO;) 10 g& Bl =59 1 LE gt}

14) 2 % ER 200 EQ1 20 845 =& 500 3]Aste] Abggioh

15) 0.1 % E9 20 ¢+ 0.1 M PBS &9: E91 20 0.1 mL& # 3}l 0.1 M PBS &9 22 100
mLE A& 3 A5 AL&Frt

W}, /\] g N zA
D FF 2 W5

7h FE

g

ok

o},

#2388 AR 25 g2 AU gol 589 1100 mLE ¥o] 583t
HAZ o3t} ofol 5 mLE 100 mL Zef==] 3 &
17 ,

s

I PB 2 Atk SN B854 42 F FAFI A (glass
fiber filter)2 23 A& doz 3}

) A
FZN 48 mL(AA 1gol s AAE Ao Fste] 23 1~2 &9 52 5
A 71T
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3
=

N
-

olold ¥ 10 mLE 2e f402 fEA73 A3 o ol gt §o1L AP
olgete] AAT F g | mLE SN 290 50CNN A4 AR5
25 o] b EUEL B 209992, v/v/N) EFE 1 mLE Aeke] %9 F A

. -
A I (pore size: 0.2 pm)Z o] 3}3F RS AdgAo 7 )
_L:_(,’i__

=

AAE B8 #23S AR 5 ¢S AEI] go} FEEY I 100 mLE Hof 583t
N&o R FA3E F olF AR gl o9 5 mLE 100 mL v A FHsla
01 % EY 20 &% 01 M PBS €9 55 mLE& 7}8te] faldfodgdxz ou3 A&
FZdom Fr}

A

FEN B mLE WL FUstd 27 1~2 WL FER FYAN F o]
oA 2% EQ 20 3 mLe THF 10 mLE AE 2 A7 AHst Z9 vl

1 mLE 7}ate] 59 F A=A D (pore size! 0.2 ym)E 73k AL A3 &
Eia=3

EFs AnFAFSY 3l IS

=

23 10.0 goll 5% ¥atEAUESR(NaHCO;) 8Hr 1% PEG(Polyethylene glycol) & ¢
S 7bste] 20 mLo] H A & F 5RIF m&om #HEE F oolE oHXRE o135}
FEdo= F}

B A

FE9 10 mLE WA del Fhsta 25% AU EF 05% FAFAUEF
£A(25 g9l "35}‘% F9 5 g9 SAFAUYEFS 950 mLe Eo Holi pHE 812
9E F1LE ) 5mly & 5 mlE AdZ &9 *1]7‘40} Al el del =
SAS AAHZE o] g3le] AAS F WEE 2 mLE §EA1ZT £E 98 50Tl A
Aaw AuA7)a FE oA EYEL: E:124H99:99:2, V/V/V) =FEd 1 mLE 7
3Fo] ol T AdA FE (pore size: 0.2 pmE o] 73 RS AP gHog dr
B

&=

AA 25 g& A3 Dol 1% FArFL2UYEFNaHCO;) €9 60 mLE ¥ol 183 1
oz #AsE F vighE 140 mLE& 7Fsk 1A ZE S A" § o] 5 oA r o3}
gth ool 10 mLE 40 mLe 01 M PBS &R o 2 343 AL FEHdo= 3y
A

FEN A0 mLE AGAsg Ao T8l B 5 mLE &8 A 2 U o}
AE EAS AP ZE o] &5 AAT F wWEgE 25 mLE §EA 7Y £E9S

[e)]
3
2
>
w

2 AaAT 2 FFE A EYUEL E: Z2H99:99:2, v/v/v) EFEN 1
= A ZE(pore size: 0.2um)E o] #3 AL A|FdgAo g 3

_23_

% gs AU dol 54 %‘ 1100 mLZ
fz}fs& F o2 ofuA 2 of e, 040" 15
<1 20 in 0.1IM PBS 45 mL&

T°r°4 7} 2] (glass fiber filter)2 o #}3+ A

S AAE AYo FYdF %=
mL¢ = 10 mL& Q%
ojgato] AAT ¥
THEol O]"‘HEL]E—

oft
o

L(L
-\

i) m
w

: Clgﬁ] "3?‘(46 mm x 250 mm, 5 tm) ¥ |8 F53 A

512 2H(29:29:41:1, v/v/v/v) 89
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off My % off o
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1) A4k
e aH=L A9 FHHug/ke) = C x V/M x D
Aol A 78 2 aTH4AY] F=(ng/mL)
HZF 57 (mL)
AR AN )

) 5=

QZ?O

ok
1

927 dS-A Y E=(Deoxynivalenol)

GREEEEE

= =
w249
=]

BAReR AAs A9 HEF

>~
r- |
ofy
M
1
=2
o

i
o)

lo
i
fru
4o
TN
el
o
e
12
)
o

D dAazrtE gz L] A A&7 (UV detector) & A§-gHr).
2) AAE A3 dSA YT =S W94 (Immunoaffinity column) (358 2 A&
ol Az A)

P

3) fral Aol A (glass fiber filter): Whatman GF/A(pore size: 1.6 pm) %= o] 9} =53k

2
2k Aok gl Ao

1) &vi: AHIZoEIHPZL = o8 T A

2) & 33 AAlF T olek H5E 3

3) HsAUTEE 2 gAY ES olAEYE- = 250 pg/mlLo] HEF
sl

4) dsAUEHE 24 dsAYEdE E%%"—ﬂ% olsde® 01, 02, 05, 1.0, 2.0

20
A (s}
2 50 pg/mLe] sE7F HEE sAste] AFH S 98 mEgAo )
5) 7IEbA| ok S5
ak Al @A) A

1) F%
AAE dAsA B F /\]E 20 g(h, 2ol {7t Wol FFo] o8 FHE 2 g)
< AL o} & 100 mL(, #HE 5 %%Dﬂ%v‘e F712 d4k 50 mL, Aol frt B
L HFE 1M G %0“ 100 mL)& 78t #4725 1508 #dEd F oo
S AAE10,000 xg, 204, ThRF - frob8-2)F-2 10,000 xg o] )t T d S F )
o 2444 (glass fiber filter) 2 %3t AL FENo 2 Jh(d, FRHAFE o
ek Ao A A(FIre S AAGL G EAE FEFHoR &3, 1 M dat &
Ho g FES A& 1 M FAASIUHEF &Ho & pHE 72 T3 A& FFH0R g
h

2) A
FZd9 5 mLE AAE 2o Fheo] 2 1 WE ALY £E2 AT o]0 A
5 5 mLE 2 %ézi FrEAZIL A el dol e {98 FYHEZE ol &3t
o AAGF F oHEY 3 mLE §EAZ §EHE 50TCoA AR A7

olF4 05 mLE 718t <9 F 045 ym WEHAJZEHZ 9733 AL AFgdeR
&},

vk Al 22}

1) HAAZepETE A 22

7 A9 CsAl 27 (46 mmx 250 mm, 5 ym) =& o9} 53 A

) o] 5 ofMEYEH:E(17:83, v/v)

o) AE94: UV 220 nm

= )

eh o5 fak 1 mL/A
b F¢l @ 50 uL

2) AN A4
HEge AazvtEagZd FYF F Qdojd AmEIRLe] Y Fo] Ei
WA o g3l HYAS A4k,

3) 944
9 zrom ol AREaPge] NAL FEse] WA vTE A7 AR
oF gt

i
L
e
o
fr
.{
o
o
>
T
1)
iy

d g AUl s #eme/ke) = C x V/S x D
C: AR A F7 WS AT 5 (ug/mL)
Vi A gelel A% 5 (mL)

S AR AR
D Aol 5%

9.2.8 A & dl|i=(Zearalenone)
b A A9

A T BAUEEAS 5% oMAEVERR FE § WA AdAYT o2 AA st ¥
FHAE717F FFE QA2 Eaz2 B gt

o} A
1) dAa2etE2e 2 337 % 7] (Fluorescence detector)E AR-§-gho},

2) AAE Ael: AZY =g W34 2 2 (Immunoaffinity column) (3|58 2 A& A o]
AZHE A)

3) o¥##]: Whatman No4 & o|9} 553 A

4) S22 fro] B2 (glass fiber filter): Whatman FG/A(pore size: 1.6um) E¥ o] ¢} H53t
A

ERRERIRE

D g7 AAAEREIRZE EE ol F5F 2
2) B33 4AF B olsh BEF 2
- 26 -



3) Agds Bedd: Agd=g oJAEYUE" =o] 250 pg/mLe] HEE dch(Ws B
wate] ARE-FTH). 9.29 o}FZZHEA(By, By, Gy, Go), 23FA A, AlEH =, FEYAB, By EAEAH
4) A= T8N EEYAS o]F o= 50, 100, 250 2 500 ng/mLe] FE7F HEE 7 A EH A8
st dEgd A4S Hg 28 Aoz Sk e U5, 7HAE, oFEeEAL AR, G- froks o] f2] A9l A&tk
5 FE89: 5% oAEVEY A e
6) 71EFAI Ok S5 As T BN ELS 01% 252Hformic amd)% Shf3k 50% oM EYEZ SO
wh A g g oH o] A FEe F AA 7IEHAE o] &3t AAG & AFARvETHZ-AFEA7R EA e
1 F= t}.
HAE dA3 A B F AR 25 g& AL "ol dIYUYEF 2 g, EY 20(Tween =
200 1 mL 2 %84 100 mLE M8t w72 583F 140w FA3 s o] & o 1) AT ZAEE e - R4 71 (LC-MS/MS)
A2 o8t ofH 10 mLE 50 mL §FEet=Ae] Fste] 52 HAMZA AL 2) BAE FEZA: ol E4 TR #4148 SPE
(o] Hea AL AR (5,000 xg, 1033 the AE5dqS AL3)). o] FaAf 3) FEl A& 74 GF/A (pore size: 1.6 um)
o] 9} %] (glass fiber filter) 2 o] ¥}3t AL FEHNo =z 3} 2k AleF 2 A]
2) A 1) & AAAZnETHEE E= o]} FFI A
AA G FTEYA Y FE2H 25 mLe FAd] 27 1 B Ak HrE FTHAZG 2) 232 AT EE olek 559 3
oloJA & 20 mLE 22 FEoE FEAVIZ AE o] dof e §98 UPEEZE FE8N 01% EFA2Hformic acid) S FH3F 50% oIHNEYUEZ &
o] &3te] AAT F kS 5 mLE &F AT §FHE 40TAHA HARE AAT| 3L 4) ETUA: ofZ 5Ll By, oFFEEA By, olFEEAl Gy, oFEEHFEA Gy, FEUYA B,
AFE o5 1 mLE 7ste] %A F 045 tm WEAJZEHZE 473 AS A P& FEUA BY RXEF 7Jf7Jr° M-S eagtsA A AFde=e 2EF 247 oAl
Hoz T}, EYEo] &3ste] 1,000 ng/mL7} = A et
HP "]“’414 5 FEFEY B25HU9RMP0O)R AoE o}ZgEA B, olEFHEA B, otEEEA
MAAZrETHZ A 271 Gy, oFEHEA G MR ETEES 01% ZE2Hformic acid)S §H-f3F 50% = gHe &
7}) A C/ '743.51(4. x 250 mm, 5 um) Ei&= ol¢ 53 A S AbgEte] AAR R A%
) o]sd O}H]EL]E"/‘IUﬂ F& 5 (10:55:35, v/v/Vv) 6) AEgA A48 xTsd AFA AAAESE Ad 01% EZE54Hformic acid)S g 50%
o) ZE94: o713 275 nm, F333+F 450 nm HEs oS Agete] FEgAS TR Asta R ETEANS EFete] FA
2} o5 e 1 mL/& gk},
wh) F=4 % 20 uL 7) 7IERAI ek B EE olet 5% A
2) AFd A4 wh A g g oH o] A
FE8ds dAAzvEIYZ FUI F doj ARvEIRG] IA xo] EE D 577, TEFE A HF
WA S o] &3lo] AEFS AAdst 7h F=E
3) BAAE HAAE 2dste] #d3e § 2~5 g5 AWUs| o} YHEEE&NS Hrted & &8
H 2HoR dojzl ARvEINNS] das ZEEY FA WFF AL X Eo] AV 20 mL(AEA 52 B9 HF 20 mL7t H=E 3HE 715k, 308 FE3 &
oF &t 3700 xgoll Al 1027 YA R st YA ae A fedGdHAR sk & of o
4) BN (Vo) 3 mLell &5 7}l 15 mL(V3)7} S A st} FEH o= ghry,
AR TAG A Aol AP LA ARvEINORRE ALH=e] 92 ) A
Fol e FAWAS A gg)ste] At 23 18&Y £ AA JIEFAE o MHNEYEL 2 mL, & 2 mLE 430 &
AR A% FE24(Vy 5 mLE FYste] AT oA & 2 mL, 10% oHHEYUEZ &9 2
Aga=e] FF(ug/kg) = C x V/S x D mLE 2& FH5202 THA F AA FHEHA 1H°ﬂ ol Qe &HE 3] AAg
C: Aol A ;fLﬁi AZe =9 §E(ng/mL) o} 0.1% 5 AHformic acid) & -3k O]'/‘ﬂEq A 2mlL, MEE 4 mLE &%
Vi AlggAe] FHFHEI(mL) A Z50ColA a2 AuAZg, AaEd 0.1% ‘L%’\‘}(formlc acid)S #-fg 50%
S Al AFHF ) Heke 8o 05~1 mL(Vs)E 713+ %311 A2l % FE(PTFE, 0.2 m& 73k o9&
D: Alg8-9e] 54 u HE AP LN i)

-~ 97 - - 28 -



2) T, EEST o o3} - o] & Krdol F=oluA
AAE #4338 T 5g& AW do} YR EFEAS e 5 FEFE (V) 20 mL(Y (CI_‘ OId) (Tonization (T':Z})o (Precursor ion, (Product ion, (Collision energy,
AR A AF 20 mL7t HES HE e ol AR EY £3} #1410 mLE 7He omponn mode) MW ) ) )
F 1087 AEskal 3,700 xgoll A 10w3F A4 gt AFH(AF)S AAs L AR (=AM B, P 21420 21497 287.0" 37

o _ N _ _ ol FH 54l By it . X
oA 2 33 F L (PTFE, 02 pm& o 3§ 4< A% Aggdor o) e 2588 a1
v, Al ==k ) 199.9" 45
olZ 54l Gy Positve 328.27 328.96
D dAazetE gL #4924 2431 5%
7} AE: Cpdl 2 x e ol EE3 A 189.1" 57
P Ad: Gl ARG mm < 150 mm, 3 pm) 1% #5832 o}EEA G,  Positve 330.29 331.10
) ol 54 245.1 57
=) . 0 =1 ) 3k [ EEAlorm 238.9" 35
(1) olsx A 01%(v/v) ¥E52Hformic acid)¥} 5 mM ¥ 54 EF(ammonium 0ZeEA A Positve 40381 40397 3
formate)S g3k 8 102.0 95
- . . . . . D
(2) ol B: 01%((v/v) EF2Fformic acid)® 5 mM  ¥5F4FYEF(ammonium EwUa B, Positve 79183 79297 334.1 55
formate)S 3t wighE 352.2 5l
. 336.2" 46
AZHE) ol B A(%)  olEA B(%) ERUY4l B, Positve 705.83 706.25 2189 16
‘ ® ° Al = Negati 318.36 317.02 17497 B
= i egative R A
2 60 40 U A ako] o
9 0 100
115 0 100
12 95 5 F 2 dAaRvEafE-dgE7] 24 AT S )M REEEE)
L % > o]&3} Aol AAJol AU
B =) o ap A2 o A ; . .
oh) olsd & 05 mL/& © @ (Tonization MW) (Precursor ion, (Product ion, (Collision energy,
2 Ay &= 40T ompoun mode) nyz) mz) eV)
vh) F=4% 10 ulL
o} Z A
2) AFEAY] FH= L]H; iwjl Positve 329.1 330.1 301.0" 33
7} o]3} W ESI(Positive, Negative ion mode) e
o Curtain gas: 50 cREEEA B 331.1 332.0 303.2" 38
.. _ sitv 331. 332. 303 38
t}) Collision gas: 9 WizEE2 ostve
2}) Ion spray voltage: 4,500 e G
o= P
©}) Ion source termperature: 500°C i © Positve 345.1 346.1 257.1" 3
HgZzma
\}) Ton source gas 1: 50
X . obEFEHEAl Gy
D lon source gas 2 50 o e ® Positve 3471 3480 3300" 37
o}) Collision gas: Ny 1= o]} F53k 4 yrgzeEd
Do o] L
¥ 1 dAAEnEIYZ-AFEA Y] 2L 93 E4olL ¥ dAARvtEIRE B2 B 24 Aol el i A7 402 AHE7]7]9
o3} Aol o) R HAg o7 wAste] ALET = glow, AAE o] AAolw Ago] The3
YR wA%
% ° @ (Tonization ( ; (Precursor ion, (Product ion, (Collision encrgy,
ompoun MW
P mode) ny'z) mz) eV)
oar 11)
olZe}=4 B, Positve 312.27 312.97 8.1 35
240.9 51
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HN
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f
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i
5
i)

— 775
100% g 80%
80% 60% “
60% | 40%
40% ‘ 20% “
|
0% r . T T . . - ; y
2% IIL 00 10 20 30 40 50 60 T0 80 90 100 110 120 130 140
0% T ; : : : ; r ; : : - ‘ : ;
00 10 20 30 40 S50 &0 70 80 80 100 110 120 130 140 ®: FRUA B, 72227/334.1
@: o}=ZeE Al By 312.97/285.1
T 873
6.71
100% ' -
% 0% |
i I‘ 40% [
40% | 0% |
2% | 0% . ' ' ' r ; ' ; II'. , . : :
4l i 00 10 20 30 40 50 60 70 80 80 100 10 120 130 140
00 10 20 30 40 58 &0 70 80 90 160 110 120 130 140
©@: FEYA By, 706.25/336.2
®: o}ZeEAl By 314.97/287.0
100% 817
100% 6.39
80%
80%
0%
60% [
ax |
40% |
20% [
oy i 0% ‘ ; ; . : ; > i o L — : ; ; . =
oL : ‘ : . . == . . . : . . . 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150
00 10 20 30 40 50 6.0 70 80D 9.0 100 1.0 120 130 140
A== 317.02/174.9
©: o}ZHE4 G 32896/199.9 @: AL /
: 611
oo @: o}Z=E4 B, B o}EeHEAl By, ©: obEHEA G, O obEBEA Gy,
ok E®: 235 A ® FEUA B, @ FEUA B, @ AZ=
0% ‘ a9 1 REE ZERELT AL
40% |
|
- ‘ AL B AE
|
0%% . - . - ; o y . - - . ' . : = B = = 5
00 10 20 30 40 50 60 70 B0 90 100 110 120 130 140 Ao 2RO oy LY ARVIEIYGS] A HFE AR SAol2oR A
©: o}Z#HEA G, 331.10/189.1 & wFolEAE FAddrh £ FE&dd AFE o] Aol (precursor ion) %
A /d o] Z(product ion)e] PAstelof stal, EFEHT AJHE Ao Aol vhgA7] €]
896 . o e
100% H] & (response ratio)< H] ko] 1 H]&o] + 20~30% o|HoA] AX]slo]of shr}
0% |
% ¥ Algol 27t Wb Al7] e v g 3§ W9
0%
‘ o] &3t Wh-g A7) o] M &(%) 3-89 91 (%)
20% |
0% il ; > 50 +20
00 10 20 30 40 50 6D 70 8.0 90 10.0 1o 120 130 140 >20Y =50 495
S E A
®: 23854 A 403.97/2389 510, <20 30
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oF. A¥AE TR IrE SAL UFEEEAL PCp AR © gl S F X 19 2 gPES
1) At AFg-3he
7F 55, TERE A 4E 4) YE ¥ FE A (Internal standard solution) : 7| A A ZvlE 28| /0885 AL 7| F
. . v, v V. gat7] Aol Arhshe MPEFELL PC,u-1234-TCDD 2 13(:12—1,2,3,7,8,9—H><CDD§
3L 3] L= N0o] § = = -
&golsae e ug/ke) C x s Xy, YT, Abg s,
5) A AdE ZEEd] 24 478 TEEAE HAETA TR A= A 9
2 o i o Holu 3 b 3 Fo] em Wolm
C: AZAeNA 7+ Fgol=2o] FF(ng/mL) Z:E]o}zk’—q FE skl Ae Aok sty o] TFAA 53 o] de] T WLE
A gk
Al 22k
> ]. .O(g) o A A E 2RI AU FAGHoR Aok ¥ A8 2E s A
Vi F&89 e %9 (mL) . . . e )
.- FE EEEA UCp $FA 2 CL FFA ¥ FRE FHHolof doh
Vy FEEAA I o] R£3)(mL) 5 T3 8 =45
Vg #AF FE49] 539 (mL) 6) 4 348 F+% A (Precision and recovery standard) : tho] &219] 3 ¢&& 7317
Vi 2ae 2eaimD) Ao AAEEe A S48 FERAL AEsholor BUHGE D)
= T YU (m
R 7) AP AR AwntE s E 22 7HA(100~200 mesh) S T2 Rz eo 2 A2 o]
Vs Aak e8] #3(mL)
180Tl A 142t o] 744 - wlAlAl o) H ol A 271t}
el 8) A4 A2l A(30%, w/w) + 217 100 goll B 440 g& do] 2 5o Ho] ALg ).
W) F5, TEH _
0) @714 A7 el 100 gol 1 N S48 ES 30 g& Wol @ E50] Hol ALE

gt
10) 97178 &Fru 1 600T oA 24A413E o] 7FE 3 - HAAlCIH oA A7

o 11) 7148 22 : 42 11 mm, 20 177 mme] AAE ZA(ZAAAANA 15 g 714
Al 5
1=3@ Hel7ha 2 g, AT 4 go) A FAH A) B ole FF ol4e] A
Vi 3890 23 (mL) . ‘ 1 . .
12) SEu 29 : A 11 mm, 2o] 177 mme] AAE 2 (A/ALFu 125 g& &
As A1) E= B2 ool 71
9.3 tholoa 2 ol B e
. 13) 72 29 1 ¢k E 11 mm, Z2°] 10 mme] AAE AA[8% 7}/ E(celite 545-AW
kex b=
931 AU 0275 & B8 A 5 olsk 55 ol9l A
o) 740 gl 4% 91 F2% 911 Lkl 7)o 3 AL )
A ; T—iq] AT R bR R e 14) BRgAGES : B30 4U0THA Az 147 o4 7& )
=3 <r

171 N 7“*@”—‘5—% PNEGEE 50 g8 AR B2 112 B AL 450
16) 7]8F : the] 41 #Ae) A A
oh. A gae 24

932 ZIAAZvtE gL/ 8T dFEA 7] (GC/HRMS) 2 g Al
7F A EW A e

N2

A% (237, AR, Fa)el 4§k e
U 2499 D+
A= 59 4~893} dibenzo-p-dioxin(CDDs) ¥ dibenzofuran(CDFs)E ZA3}7] ¢ A A A€ A TART A8 G 15-20 g& SAAEeA 3 HPFS TEIAHE
e o PO : ‘ - FE Abetel FE2 AAD g S5 FEAAE AEARAL §713 4R ARE ¥
AMAE gkl ws 36 }i dRazneadgez A4 A8 siAaz2steas/ 2 ke A=A 7tz 35e 248 BFEAL H7) 3 oS xH] 52 o] HrtE &
o U6 pmlon] nn =700 AL 2= o L= =
B Agr A CPEE:
L e BRI S8 2ERAN FEEUl TR - A - 31, vA) 300 mLE ol 1847 o4
e SEt MER A58 348 ARt 4% 9548 REEAS rbetel xolFE
AMazvhEd /AR AR A7 GCHRMS): B8 10,000 o4& Al g, . e T N o

2. Aok 9@ Aol

Aok Aele thel$al B e WAL BaAYR S FRSA eholel @k,

Rl

<)
2) ZA v} sk

D 80l 57 EE o9 BF olgel 7l ool o s L stere e
__ . 01'0:1 B ool = EH”]'X o“TO]'Oq »;J(—X]Ho = ‘F‘t\s,r’]'
2) A%%E& XTEZ (Calibration standard) : tho] 419 G2 2 Aol Algsts HEFE BE
%Xa]% 3 11]' YIEL ] 2378 X]Ej“ & xﬂ 17§4’]' Uclz Fizﬂ(Labeled) X 37C1 %"}Tﬂ]% A}‘ }_x]ﬂo} %}%(g) - Wi - Wo
&3t} S
3) 348 A48 EFE A (Labeled compound standard) : Al &2 &34 do| H7tste= A
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Wo :Z2tr39] 27)(g) wh F1A AR B ASHow S A9 o) 22T e HEEL F F
a2 T
- 3 wol BEEde ddse EAxde AHstelol &n f5E&S 80%~120%0l

3 2R A AD) AEGA 14, 5934 217k AEBAE 004 pg/gelstolofoF @k,
o a1 40] Eojo] i o o olsale] B = o0 o 3) WA =4
Felgol Bl Bojgusle] £ 2us|E o §ato] REFMUEF 20 g3t =AW 1
g % AR 10 g A7bETh S 3 mLE 2AWE B2 $aE oS B2y AA 444 EFEAS AL 44N 2 PYor JAARrELYg T/ aRs s
Aol A wEs Ay Ade b Ehel WA Red YT ola @ 24g 23 WG o AREAIl FEetel o aldel fol Hie amvhEa g s gAdsel o sl A
2087 Whg A7 B #4 130~150 mLE §23} o] BF AL 40T o]ahe] 84t WA o] gt UCp FFAY 2 WAoRFE o Ad oF Funsw
Aok 3mLrb HEE 29 52a 5 e Alg e 9713 2ehes]S thal Sk 3 mL (Relative Response : RR)E T8t} AUlH-&E5E 5/ T ol de] A& A48 2T F&
# 28] AHstel G2 AP ek e ARgEte] BAEIAE £20% ol tolojof gk,
4) AA (A + An)(C)
9] gole daron BAsE A AU YL F AHOR FFAIL 1 FF B T A
o aFulg Agd WA the 2% tFmede i diow BAEde A A
50% t]Z 2 2uer 30 slAlo 7 thA] £E A7t o] AdFEuju AT 823 AL ) A A AT ARG 2ESE0) AVH TolSA9] 1A} E 2R A o] 29 13 oy
B AR 93 50% SRl E Bh WACE A7 e tha Aoz walE A b UG TR BT RN T TCn SR IAF s 27 AR ol2el T2
= n CAPA Ve BEEEY wE
AL AAG F EFAOR o $EF o §59S Ak F5/1F gl ¥58 o G 2% e 2RO AR oy A9 S=
S+ UWRETEAS HUbst ol Alggdor gt 4) 7+8-71<(Response Factor)
T AgazekEad el ASehs FAAY Sulel T R FE e So= ASAFROE AFN 44§ EFBARRE AL ARvEIPOR R EEY o
w8 ARstel AU Fusteior I g oohge] Aomyy Tavh 5 R A9d A48 BRERAS AL AT
oh A 2 AP 9= £35% oljelof ok Fhut.
D 7IAa2vtE g EA 270
7h) 2% :DB-5 ABele Z2H (Lol 60 m, SHAE 0.2~0.32 mm, F7A 0.1~0.25 ym) EE o o e MG
olgt 5% ol Aow BAs LA s A FEHAV FEeA Eelsolof & 1 (Aris + Ax)(C)
e 28S 95 F A Rololo @}
W A9 2w BEAY Bevt dBns 449 LEEAL A4, Aoty 530 VA8 REEEA 1 e 2 A9
9, 2,37,8-TCDD} 2,378-TCDFE 18 o= Eemrp 39 o] thu] 25% Ay Agis :%% ;ﬁtg: BRSO M 348 5L
u] ko] ojo} Fu}, EFSEY| 1AF B 2R AEo]29] W3 HA
oh) ol 54 7} (carrier gas) 2 % 1 9%, 0550 mL/E Cs AT S AFEAel B
nxag % S|A0 =
h FUE L 20T wE F FHA A} FBF 2% C, RTINS TR AN dve sus
) AFR LE o 20T Ei 2t BEAC Relt 45 L% ]
wh olefl £ : ok 20T wE 7 BHAS) Belsl $5H L% O ATE SAY AEEES T w ATE
2) nPs AFEAY] 2o AES B B4e H4E BFEAY FEC) 2 0582 g Aol g8 T
7h Fd EFEA  PFK(perfluorkerosene) & o] ¢} 553 A C (ng/g) - (A *+ A)(Co)
W #3l5 110,000 ol (10% valley 71%) (Ais + Aci) X RF
th ol sy AAF Aol e WA (ED _ & (ne/e)
2h A A4 2ot st ool AFe 7t FHA R 27) ol 4e] o] &g MElole HAREO =  hgg 10

(selected ion), & M’', [M+2]" =& [M+4]" & AFg3t. F=2 ALE3tE 72 tholSal
F5A HEH o] AHe ¥ 13 P}

o) A% AR AAARRETA /AR GBI AR BAEAY $9§ 20
oA B35 10000 o] 4o £AF The, 4 A5HReIA 8 AE) AEolese 4T
# 2Fo® el Fd HEBAe @ 4% A4 sl @)
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A Ao 1 3)5g B8 BEEY(CC, FEA)Y 1A E= 2R
Aol 2] 13 gix
Aus, Agis USLEZSAO] 1A B 2] Aeio] o] 13 9]
Cs el s
RF WA
G DA AP BRSO A7HE BCp SEAY B
Cope VR 858 588 BERUY S5
AL AN
Ao zHor doji ARvtEaRAd] YAk ojud FHZANAE BEEY v A9 1
B2 X7t Aol dhv, =AE Aelo]L 27]9] o] A7) ¥ & T 2~30] YE o]
Ezkel ti3te] £15% oljolofel gl W RE AF o FS(S/N)HE 25 Bt Aok 3t
AgE Cy 2 CLe AS-E 1054 Aok gt
of. AHYAH
AANET 5T 2h0A dojx AFAF e o) AEH 27+ tho]Sale] tha) o]l
gt A BCp TFA 2 CL TFA EFEAE AU R EEHeR AYdn, =
3 35s A4S 57552 TCL-2,3,7,8-TCDDS} ¥C,-2,3,7,8-TCDD %5 15% 2] 524l
e 25 Ao WREEFHeR APt 5s SHE AFELY &2 17% oY
185% olatolojof s, A 3|8 FFEZ IF&E 63% 4 170% o sto]ojof gt}

=}

(Aln + AZn)(Cl) Vex

tho]| &A = o
(All + Agl)(RR) Wi

(pg/g fat)

x 1,000

A App P AlRC] FRE OYE
290 I3 ¢y

o] 15} T 28} Aol

An, Az 3A1n 9} Aol TS5Hs ALz AvtE Ve, =
Il 3}gr2o] 1A} £ 21 AE} o]9] m3

ﬁ‘j‘

G CAl RO At 13C12 =2F BEEA0 o
(pg/mL)

RR s e

Vex 1 3EF(mL)

Ws (AR THe)

2) 54 %74 (Toxic Equivalents : TEQ) o & 4k

tho] £l FE(ng/g fat)o] 5AS7HF ke 7k B4 g SFA 0l & 4o T
3l B4 % 7M1 (Toxic Equivalency Factors: TEFs)E #3dle] o] IAZS SAS7H
(pgTEQ/g fat) 2.2 3t}

1. =4

_37_

PCDDs

oEA ol Wy PCDFs

&5 ol 2

2,3,7,8- TCDD

123,7,8- PeCDD
12,3478 HxCDD
1.2,36,7,8- HxCDD
1.2,37,89- HxCDD

319.8965/321.8936 | 2,3,7,8-TCDF
355.8546/357.8517 | 1,2,3,7,8-PeCDF
389.8157/391.8127 | 2,3,4,7,8-PeCDF
389.8157/391.8127 | 1,2,3,4,7,8-HxCDF
389.8157/391.8127 | 1,2,3,6,7,8-HxCDF

303.9016/305.8987
339.8597/341.8568
339.8597/341.8568
373.8207/375.8178
373.8207/375.8178

1,234,6,7,8- HpCDD 4377674257737 | 123,7,89-HxCDF | 373.8207/375.8178
1,234,67,89- OCDD 457.7377/459.7348 | 2,34,6,78-HXCDF | 373.8207/375.8178
1,234,67,8-HpCDF | 407.7818/409.7788
1,234,7,8,9-HpCDF | 407.7818/409.7788
1234,67,89-0CDF | 441.7428/443.7398

o WA oJge e L&

PCDD
PCDF
TCDD
TCDF
PeCDD
PeCDF
HxCDD
HxCDF
HpCDD
HpCDF
OCDD
OCDF

Polychlorodibenzo-p-dioxin
= Polychlorodibenzofuran

Tetrachlorodibenzo-p-dioxin
= Tetrachlorodibenzofuran
= Pentachlorodibenzo-p-dioxin
= Pentachlorodibenzofuran
= Hexachlorodibenzo—p-dioxin
= Hexachlorodibenzofuran
= Heptachlorodibenzo-p-dioxin
= Heptachlorodibenzofuran
= Octachlorodibenzo-p-dioxin
= Octachlorodibenzofuran

Aol o @ FHA el A EA]

724 EAm
M | M+2 | M+4 | M+6 | M+8 (M+10 |\ M+12 | M+14
4 76.5 | 100 | 48.7 | 10.5 | 0.9
5 61.5 | 100 | 650 | 21.1 | 35 | 02
6 512 | 100 | 81.2 | 352 | 85 1.1 | 0.06
7 432 | 100 | 975 | 528 | 17.1 | 3.3 | 0.36 | 0.02
8 33.8 | 87.9 [100.0| 65.0 | 264 | 6.8 1.1 | 0.10
Qo] wpe AEl o] o] o] EH9l o] EH]
AxARLY] 2 3l }‘iﬂé ;:eaTk(m@ o] 2] QiOW%hg%lﬁnﬁ
47)" M/(M+2) 0.77 0.65 0.89
570 (M+2)/(M+4) 1.55 132 178
67l (M+2)/(M+4) 1.24 1.05 143
67? M/(M+2) 051 043 059
77h (M+2)/(M+4) 1.05 0.88 120
7R M/(M+2) 0.44 0.37 051
87l (M+2)/(M+4) 0.89 0.76 1.02
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U 97C1,-2,3,7,8-TCDD A 9]
2 C,-HxCDF ol v+ 4 &
9 1 15C,-HpCDFel 9+ 2 &

£ 4. 5457142 (Toxic Equivalency Factors; WHO 2005 TEFs) FRZAUUEE 2 8
Z9AePE 2 g
tho] &4l WHO - TEF AN 5 g
stcor . BRAR 1
1,2,3,7,8-PeCDD 1 G71’34A2]714 3 ¢
1,2,3,7,3-PeCDF 0.03 M 1g
2,34,7,8-PeCDF 0.3 oAz ER 1 g
1,2,3,4,7,8-HxCDD 0.1
1,2,3,6,7,8-HxCDD 0.1
1,2,3,7,8,9-HxCDD 0.1
1,2,3,4,7,8-HxCDF 0.1 0= Aygba A9
1,2,3,6,7,8-HxCDF 0.1
1,2,3,7,8,9-HxCDF 0.1
2,34,6,7,8-HxCDF 0.1 4) 4 AYgnA - AdgazviE gy § 2872 (100~200 mesh)S FElZHol A$-3 v
1,2,3,4,6,7,8-HpCDD 0.01 g Aty tFrRdeoR o7 ge Aste] 180T A 8A17F o)A 71493 3 ¢
1,2,3,4,6,7,8-HpCDF 0. 01 }\] 71] o] E1 ] /q uo]_ Lg 3 E]—
P o 5) 4H4 AR AGE0%, g/g) 4 BT 100 gol AE B MU0 gE WA FA EF
0CDD 0. 0003 }
OCDF 0. 0003 kide)

6) 97179 Ae]7HA(23%, g/g) + T8 Ae7FA 100 gol IN F4stHES 300 g5 ¥ 7Y

94 &) 3hu] 32 (PCBs)

HEol Aol gl 49 91 5% 911 Ak #, 7b dAle] Ago] wet e R[S

Ag & s}, 5 .
042 7|AAZE T8 Z/ATFRA o] ofe AF 8) Y ZYYPedd 7F EFES el H9 1000 pg/mL 7F S A SCI<E 1>,

7k AEE AR
ol T Easndd 7 Al H&Arh

N

941 NaAAN B 7 FES: EFR2vehda@ 1, v/v)
AL e ARG E = AloF Y A2 ZEdsEE B4l 9FE vAE WaEws ek

£ 1. =A% Zg 93k ¥ (indicator PCBs 7%)9] #5+&%

. B4 54 ALEN

Fo 7MARE Helo] £E58 FEAR o Y ZAWS FE3I T FELANS =51 3gshulmg 2.4,4'-trichlorobiphenyl 28
O geAa Agew BAstel AAARtEIgL/AFRAE B s 7F AR 2255 tetracklorobiphenyl 52
= 2.2'.4,5,5'-pentachlorobiphenyl 101

& WA 501 5hu]m Y
q 21 ;] 2.3'.4,4' 5-pentachlorobiphenyl 118

X
B

2.2".3,4,4' 5'-hexachlorobiphenyl 138

A AR E 2 2/ H GEA 7S ALE3) 6 stulmd
EewialE fhe e 2.2',4,4' 5,5'-hexachlorobiphenyl 153

g Aok = A]
D &l 55 =E o9t T5 o]l Al
2) FRFUUEF | 5] FU0TAN Ha 143 ol & )
15 QA E 25 mm, Z°] 550 mme] AL AP <19 1>} #Zo] o
Y FEIMUEF 1 g, THAYUNE 1 g, 971842712 3 g, *3”317}7“ 1g,
AAYINA 5 g, FHAAYINA 2 g, FFIMIEF 2 g9 SAE FHT A (B ol¢

79ste|HE  2,2',3,4,4',5,5'-heptachlorobiphenyl 180

2
T fol

* Ballschmiter and Zell 1 &: PCBs9 7z} #ld xg]e g4 x5 verd
9) WEFEFAY BCp BFHAR B ZGvad 759 YR BEFS L:L"ﬂ o] 50 ug
/mL 7} S A g}

100 A3 448 BFE

—111

-

=1
_l%

I YR EEYde we 718 <E 2>9 o] uE

Z 9]
RLAR

ot
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=

2 200C7HA

]

=

Lo) )

A=
s

100°Cel A 15C/%

2=

=

Ly
Fan 2°C/&e v&=2 250C7HA FSAA 5

T

o]

1
=
A

]

-

2

)

o 5EA o] <] s= W01 ~ 05 pg/mL)

&

o

W

]

} 7}~ (carrier gas) % %

[e]

A=) (e}
1 fA

300C7HA BsAIA 3

2 ol

)

15 (1.0 mL/3%

3]
=

. splitless

AR

A

=S
©
I9)

=
==

)

uh) = 4 % 1.0 ul
oh) Aol <& 3> =&

) o] 2 70 eV

o

Cs
0.5
0.5
0.1
0.5
0.1
0.5
0.1

cs
0.2
0.2
0.1
0.2
0.1
0.2

(9] pe/mL)

Ccs
0.1
0.1
0.1
0.1
0.1
0.1

cs
0.05
0.05
0.1
0.05
0.1
0.05
0.1

CS+
0.01
0.01
0.1
0.01
0.1
0.01
0.1

28
28Lx*
52
52L*
101
118
101L*

32t ujnd
48} v
58} wjmd

o] &A|719] o] &H|

3. WgEd 2

2]

0.05 0.1 0.2 0.5
0.1

0.01
0.1

L
=

ol &yl
(M'/(M+2)" &
(M+2)"/(M+4)*
1.02
0.77
1.53

(M)
327.9
327.9
339.9
339.9
361.8

(M+2)"
258.0
270.0
291.9
303.9
325.9
325.9
337.9
337.9
359.8
359.8
371.8

256.0
268.0
289.9
301.9

M

BZ W&
28
28Lx
52
52L+
101
118
101L+
138
153

118L~*

F5A]
3@shu| g
T
EENE I

]

0.1
0.5
0.1
0.5
0.1
0.5
0.1

&

k=]
=

==
Rl

0.1
0.2
0.1
0.2
0.1
0.2
0.1
=z

0.1
0.1
0.1
0.1
0.1
0.1

0.05
0.1

0.05
0.1

0.05
0.1

0.01
0.1

0.01
0.1

0.01
0.1

(Calibration Standard Solution)

118L*
138
153
138L*
153L*
180
180L*

ol

=1

A (Labeled Compound, Cy) W3-

=
=4

6t Bl
798} vl

oh Aol 2

361.8

W
-

1.23

373.8

138Lx*

6dstulmd

oA &tk WE AEE

373.8

371.8

1531~

e

395.8
1.02
407.8

393.8
405.8

180
180L*

7gsted

i
N
Zo
W
-
=
Ay

2 2335 (Labeled Compound, Cyy) WHFF 5

e

ol
F
1o

300 mL& 18~24 A7t &<t A

T8l A 10 mL7kA

2) A

it

1ol AN oA AW g AnvtET

Fel e

7] 7] o]

ol
N

A=
U

3, 248 Ae o 2719 o

5]

Fof of

o

|

2>l e o]

= A

Q)

ohe e 2]

tel £20% ollole]

Hlol o3

=
p

Ay
Etd

< M+2/M+4)& <

SM/M+2 5

A7] A

K=l
L=

of

ojp

Aol | A A

3L
Eid

42717

A4

!

1
SRRk

o},

1% 797} 1 mL¥

A7 A

)

2F 100 mL2 &4 314

I 2 A (Ar) Ol

| 32 (Ag) %

Ao

v =D
2 2T

N

e

iz

3
?

N

F ] [A/A]E YH o2

L

ks)

Y
Ny
22!
E]

s
o

o

B
it
o
ar

o

i

3

Mr
M

Y%

Yl [Asan/Asavis] &

Z
ZS)

EERE!

A

[e)

_~

N

a A%

2l
el
Ton

o)

Mo
T

T
Y

Br
™
2]

e

1) 7|AZZnEagZo %
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FF3n)Hd 7F (indicator PCBs 7%) 5 =&

o] s}

A=
.
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:DB-1 (60 m, 0.25 mm 1ID., 0.25 ym) &=

7hH AH



- _ \Y%
2]detulEd 5= (C, ng/g) = P x Y
P dAdolN A5 ZefdsHE 5k(ng/mL)
V2 FRu)(ml)
Ms A& AFFHe)
Zgshnd 75 5= (ng/g) = XC
C o igsAe BaEsnge S
(7 =PCB 28, 52, 101, 118, 138, 153, 180)
95 Wz
95.1 AlPFAI R
9.1 AFLW 911 duka = 7h o] HAS] FHE AR 9 2 AUHE AellEe Fol w
et ok, o] sl AskA okl FH2 MR Aol fle A 7HEE AR TR
k.
952 A& £ Wz
952.1 ATy
7 AEY A8
AEFA(ETE R, £EY, AV, FF ALl A&t
L B
A F BAUSERS NN-tEEFoluto] =-5(911, v/v)7} dito g F&Ee § 4
¢ 7FEZ] A (solid phase cartridge)= A A|sle] A AZvtE T 2-FFHE7|2 EA4 ¢
=
ok A

1) A AR E LY
2h Al gAY

Z-8 37 %7](HPLC-FLD)E A}-&3ht}.

1) & A AR ETHZE B o9 FEd A

2) B 1 3xF AAG T o9t FEd A

) EREA e A7 StEYA FEEA B A7 1 gS $F3 SPES EE o9 &
T 3l

4) 9} o B X (membrane filter) : =874 ZelHEZFEF o 2o YA (PTFE, pore size 0.45 pm
ol&h) = o9 F53 A

5 B9 wlzyd ZEFE MHAEYEZY %o 100 ng/mLE o},

6) WFEEFHY :3-MEEFTEY RFFE oMHEYEL %9 100 ug/mL=E ot
F1) E2FEY 2 WEEFLYE 5~15TolA 2pgate] #4stH 309 ojulel A&t

7 NFETEN P EFTIAS oAEYUEL S 28519 10~25 ng/mL L2 843k}

8) A& AA4E xF & xEddd YR EFEdd 4G FE A&t Fste] ofAEVE
42 57 vk o) Wz :M(B~50 ng/mL)T 747t Fde wr HiEEL] T
HRE 54 et

_43_

= =1n i il
vk A& o] x4
1) &
AA 10 g& 443 o} WEFEZEY 1 mLE H7bskar @4k 100 mLell Fof &9 Zuf
Yol %713 NN-tJWE ¥ Folnfo] =:5(9:1, v/v) 50 mLE Yol £5°] 412 & A A
TS S8 EYAZl § NN-yuExzFolute] =:E5(91, v/v)TS &8st &
Az 7] (M)l &7k kel N*‘:]Uﬂ'ﬂiﬁo}f‘}c’] =91, v/v) 256 mLAS ¥
o} #o] 23] ¥ EFolste] NN-U W& Folmfo] =:5(9:], V/V TS Tz (1)el
Atk o716 1% FAYER &9 100 mLE Yol 4151 A2 50 mLE 2ol &5 4
T At F& Fws wEAZ & Ak S Z4u (MDY &1tk NN-tHE
Fobutel =8 (9, v/v)Tel 4k 35 mLA S Wi fle} 2ol 23] HEo|gte] ik
o FNZu7|(MDell Rt & 40 mLA S 93l 59 42 & AA st F& T3]
YAZ F E5L HEge 245 23] HEo|gt) o] IAFS FFINUEF F 15g
2 oA E AFE G4t § 40T o]she] &g A A (EE )T FT
°F 2 mL& 3}
F2) H-dF A FRE7F B GE wrhA] FEg A A fFA | oF drk
2) AA
ZlEg A= v gF22E 10 mL 2 4 20 mLE sAHE 29 23329 &
2 fFEA $ AREST @AstE FtEY A 919 F5dS 9al #4F 5 mLet ik
SR 23, V/V) 15 mL& 747} 29 2~3%& 9] %“*Ei |FAIZ § o] &S
0C olate] F&olA Aartag de] Btk dFes cMHEYEL 5o dds
mLE 3}al o] & u o 3}%](membrane filter)Z ] ¥3le] Alg-gH oz o},
IRz ey
1) HAIZZepE TR FA 27
7 A9 LC- PAHE 974 A (4.6 x 250 mm, 5 ym) Ei= o9} 553 3
) A7l 25 3BT
th) o] Ed otMEYELN Eof E3189(82, v/v)
o}) o] 5 & 1.0 mL/+&
vh) AE71973 o719 294 nm, B F 3¢ 404
wh) F9# 10 ul
2) A5 A4
A A e RF8ds R AT Hste] dAARnEIHZ-FFHZ7]0
ZF FYPeth dojxl ARvtEINGF] ZF FAxo] e FAWAS et HFAS
d ghe},
3) Xe¥ ARvpETY
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2 Aok @ A
D 8ol AAAZAETEE E olsh BEE A
| g 2) 8133 AAF E= olsh FEF A
& g 5) Ezod £ Aosh AEdA: B2l B A7) 1 g% ¥HF SPES HE o9} 55T
| & n 2
5007 [ 4) B} o] 2} %] (membrane filter): 84 Z2HEZZF 22 A(PTFE, pore size 0.45 ym ©]
| s ol BEE A
5) 2ol MEdd E2ES o] o] 100 pg/mLE k.
. ‘ — ' 6) IR EE D) WL dy EEES B o] 100 pg/mL B
I T T T F1) EE D R EELNL 5~15TelA Aste] Agate] 30 olufel ALg-F.
WEZFEd R gEdAs daS ALES 10~25 ng/mL %= 3 A sk},
% 1 BEEEIN BaP)3 W EEEAG LS RE A [STD) 2ok E13 oA, ;i ;t@;i; ;;%04: A LH;J;;;“ qq¢og/74§L;,4] 40}1}; @1;}0; .
4 AR 09 ng/ke w5 o] M AG~50 ng/mL)3 27t UG Bre WREEEDo] FHHES
A AAAR oo
glo] 27 Qo ARvtEage] VAt FYF FHEAN EFEA v v 9) NEA ok 5 EE o9} 5 7
£ A0 QA stelel @), o s et o
oh. AFAE 1) %
B ERE S el AR A R e R 9 2 g AU Hob UFLEEAE 05 mLAZE R A2 20 mLol ol ol 2]
= (1)ol §715 NN-T W€ ¥ Sofubo] =2 (91, v/v) 10 mLE 9ol £56] 4. ¥ 444
D Asbdd 52 95 RelA £ NN-DUDLEobelol =R O], vA)ES Relehe] T %
Aol fol7 Mxs AT N ErEde] 920 g AAAJALE YEO2 3 O S N AP
I EFEAY E=xE XZ2ow sto] A AAsta AF g Ao W AN [Aca/Asans] o o] 28] ¥ Eo|ste] NN-U v EF Zolufo] =iB(91, v/v)2S Bzt 7] (1)d] 32
YAl el e e A o ol 7o) 1% FAES 89 20 mLE Wol 43 84 10 mLE Yol E5o] Ae ¥
Act G A ST e W A AN 28 FR BN F ALEL L2/ Mol S
S SR R NN-C o € E Bobool =:2(@1, v/)Fol 94 10 mLAE Wa 95k ol 28] 3 Fol5t
st ATERE e e o WAFE 9 FAZUIDE] FAT T 10 mLAE 91 S50 HE F A 5ol
A ATEE S MR B2 F8E AN F B ML 248 28 AV, o BUEL PPN
EF o} 152 2e JHAE LSt Baolne F A0C olahe] S8 abol A ZeH(EE
2) A A2)5%stel o 2 mLe @t
HEREL s le) = C VIS F2) A-graa Fet 359 G A FEE BA AdE FAF Bt
2) A
C: A3 Attd Az 5 =(ng/ml) e AL e dEEede 10 mL 9 42 20 mLE SAE 29 23089 HE
Verlag el A gl HEATF AR, BYRA Ame Al Aol $EAL 2 A4 5 mLsh Ak
S AA AR e) el vy 15 mLE 247 2% 03089 £uw 247 F o 4% 4
9522 24 0C olatel +aaolA Aarlaz vel wath GRES dA4e] Mol WS 500 uLE
h AN A8 3t o] = 4t o] 3} 2] (membrane filter) 2 o] 7}3Fo] Alggofo g 3Jhr}
AegAzag Aol A8 e i;}
e 1) 7] ZulE g Bz
NE T BAUIELE NN-AHDESArpel 2801, vt Ados 39 F 23 ) fg% HP-5MS(30 m x 0.25 mm, 025 ym) 2= olsh 58 A
¢ 7FER] A (solid phase cartridge)® QA ste] 7| A AR vt E e E-F gt A 7] 2 A g}, ) Fem e 3200
o ) AW Smr 7] 2% 1000614 1087 45K 60T/ W2 80T L 4

A Z e E e A F A 7] (GC-MS) S AF&-3HT),
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s
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N

5 )

= : ooF
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=

22 10 mL

=
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o}l A EY
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=
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7h |
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il
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Aol A A
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o &

Ay

1 Wz 99 5% (ng/mL)

53 (mL)

=

=

2

A= g)

94
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ol
ol

&

AA A
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o]

134 7FE 2] A (solid phase cartridge) 2 Z Al

ke
s

§l.

o
<
i

g

F100C

as

ksl

as

Fe 309 ool Ab-g-ghet.
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A5 A gl 7= 25 5 (HVP: Hydrolyzed vegetable protein)oll % &3t} ) AE 25 27]9 2% 50CoA 527 f At B9 2CTH 90T 71A] 5235k 58
i 249 7 FAF F B 30CH 280C7HA H28ke] 3EIF #-A 8}
Am T BAYAELS U3 x2E dAER R AAS A UEEEAToR F&35}0] wh) o] &7 7F2(carrier gas) 2 % AF (0.8 mL/&E)
HFBA (heptafluorobutyric anhydride)2 =33 § 7|AZ@rlE gl Z-AGFEA7|2 vh) =91 W Splitless
EA s et A Fd R 1 Ul
= 2) A7l Az
D 7IA A2 E a8 Z- A FR A 7| (GC-MS)E AM&-ghrt 71 o]&3} W¥: EI mode(70 eV)
2k Aok gl A] Y
D) gERade A2z Eag g £ olg 5% A ¥ 1L 7IAAEEag 2-A gt 7] BAS fle 540
2) F=A Al ek HFBA(Heptafluorobutyric anhydride) Y
) B} =i EAdole (m2)
3) AAAY: A F2E AR EH N A8FY 3 ml) £E ol T5F 2 (Compound)
4) YA 3-MCPD %S XAt o] =9 1,000 ug/mLZ A4 g}, 3-MCPD #%= 3}§& 253V, 275, 289, 291, 453
5) ZE8: 919 BEdAE 2AdddR s4ste] 5l ool AP Frm TAF Bygzma §54 835 2570, 278, 294, 456
6) WHEFA): 3-MCPD-ds EFES 2ol Dol o] 1000 ng/mL= %A g}, Dol s
7) NFEFEN 9o FEFANS 2AAER A48t 10 ug/mLE ZA st
8) ZIEtAl ok 55 EE ols 5@ 2 3 Add 1A
nh Al gale] 23 AT ENE sedR AT st AR EaY 2 474 FYEch dojxl 2
) =% EulEIORN] ZF 9A Fo] B FA WAS Tt dHgAS A4 gt
F888 147 5 g AUt/ 2ol 5 M NaClel & 7kste] 30 mL7k 1A & ¥ 1083 REARIE
e & AAEY sk AAAY Ao FFIAAUER oF 1 g 7}& 5 $o] Az ol e
2 mLI WREEE 50 L AAstn, oF 1027 AN she] EAA 7 T o|F 2z 60 o
mLe B9 oF 2 mL AR §3@0 p Sa e
FEAE TFEGLAC Bop 35T 27204 1 mLE Z4EH & F 5598 it
2FH 2 9 o] &3t wFo] dE AFHoR —E%Zl"/}. FetaAe Folde FFES U E
gaevgon Mol Adel F1 ¥, 3BT FLrzdA 100 jL7t HES D4 55 s
Eia= ’
T =95 AdEs 2 Ahws A e AasA] ¥EE T AN e e
2) Fr=A st B R i PR R PR e i Y B

219 T35 Aol o] 25 EH(Isooctane) 900 ul. ¥ HFBA 150 uLE 73t vl & 2 _ ~
= _ a9 1 WEEFEAE(3-MCPD-d;) ¥ %% (3-MCPD)2] A 2ntE13 o A].

A ke 3087 WAL T Aol 1087 WA S T e 445 5
mLE 7}aka A EE F AN 429 471803 S Aol 2% FRIAUE S we Aee
Fol SolgE Aol Ho] A 50 FAAZ e FEAE At AP gz Ve s
gt .
FEE=ANY LN mir7t g Add =8 thale] o] &LEk(Isooctane) 900 uLe}t & : ey
=7F g2 5709 B89 50 L, WEEF8 50 pL ¥ HFBA 150 uyLE #7ste] A7) | [ . i
o 2o EMR FEANG goe AL ks
IR B
1) NAZErEagE B %A
7h Z&: DB-5MS(30 m x 0.25 mm, 0.25 m) T+ o9 553 A - i o L
W FE & 20T 29 2 WEEEEH(G-MCPD-ds, )3 E5%(3-MCPD, ofel)e] 2 ass=g oA,

o) dE7] &% 230C
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&
o
ot
o

Al: 0.01 mg/kg |=

AL N D dAAazvtE T Z-A FEA 7 (LC-MS/MS)& AH&-3h
9 2o doj AF A ArntEIYY] 7t FJAE XFEENY] EFEEL B WF 2) AAE FFEZA: AENV(-SOHE 2tE A Fol2ud4A FLEHAZA Oasis
EEAY 93 WEE AlZHretention time)d} W] nEFe] AR o] H-5 F2ldic), A]F g o9 MCX(150 mg ¥, 6 mL&) =& o]} 553 A
73] m/z 253, 275, 289, 291 % 4530] Rl ojef kil EA ol m/z 2533 275, 289, gk Ak oA
291 2 4537F 471¢] w34 7] 2] H](response ratio)S 3-MCPD & &2 ¢ EAlo]& 7+ Wks- 1 gvll: AAAZETHNZE EE oot 53 A
Al719] e} vlarske] 270 o] WhgAl719] H7}F + 20% ] el Al d x| sfe] ok ghrt, 2) B:3x AAG T ol 53 A
o}, A=A 3) B9 dWekyl ¥FF 10 mgS FH3sk 0.1% EE5AHformic acid) - o EYE ™ (5:95,
AAANEY TLT 204 Aol AFARE T Azoly] i FAE A el A Fe v/v) Egdow xo] A3 100 mLE F}
t}. 4) FEEA: FFYAS 001, 002, 005 010 2 020 pg/mL s=7F HEE 01% EFAF
1) A (formic acid) » S} EYEZH(5:95, v/v) EFFHoz At Ak 484 vegode
AeAel A dolxl 3-MCPD] m/z 253 3] AW (Ag) 7 R EFEA S m/z 257 ¥ A4 2 AL A A ).
(Aol ddt H[Ag/AlE Yo 3ta 2549 48 XFo= 3o AdFAs 24 5) 0.1% 5 2H(formic acid)& <Y 352 (formic acid) 0.1 mLol &< 7}ske] 100 mLE 3ch,
Star Al g g-ol o] HMAN[Asan/Asanis] S Y=ol tdste] 3-MCPD3gF &2 A 4ksio}. 6) 4% E-E2Hformic acid)-& 9 3 E4Hformic acid) 4 mLol] < 7}8te] 100 mLE 3o},
As: EZEA P g Aol 3-MCPD ¥ a3 7) 0.1% & 2Hformic acid) - 0]-*1]EL]EEJ(5»95, v/v) Egg: 0.1% ¥ 5 Hformic acid)
As: ZEAF N YRgzEd o3Wd &N 5mLel| ofHMEYEZ 95 mLE 7}ske] 100 mL&E gttt
Acpn A @&ole] 3-MCPD o=l A 8) 02% tlodolrl g f ol EUEZ §9: t]o € olwl(Diethylamine) 0.2 mLoll oFA EY]
Asms - AlEEde] YEEFEZ JaWH E¥S 7bshe] 100 mL= @
9) 2% teldelrl g oA EUEZ &4 todolrl 2 mLel ofAEUE™S 7hake] 100
mLZ g}
2) Ak _ . -
10) 20 mM ZEAFRF Y & (ammonium formate)-&9: ZE2AFT R & (ammonium formate) 1.26 g
3-MCPDH# (mg/kg) -M = D x ¢ x V x Joos % ol o] 1000 mLE %th.
11) 71gpAI ok 55 Ei= o9k 553 4
o Al E ool ZA|
M: A#@AoA Axtd 3-MCPDE] 5% (ng/mL) D 2%
"
]SD ;j:j]] :]:ji?‘;kq} R e e AAE A F A5 1 gs AEe do} Fzz gl dag e ¥t o7l &
Vi emalE B0 Aes AHg el 2 (ml) 5 m{d—% 2o @fﬂ%f‘%" 7l & olHEYEYL ?mL% i}ﬁ}:ﬂ foL‘EUﬂ L9 4 308
# HVPSl 4% +R02S F4sel A28 Azow nysel Adat. ¢ 283 YT A AULACED 15, 0D, $5AE Astel 045 ym A2A
Y E A#}g S FEHoR Ah(FTHY Fo] HEHo] A& A AR A2 &
o] 7hght}),
9.7 =ehw 2) BA o
071 AAA % ug] ol EYUE™ 5 mlL, 4% ¥ E54Hformic acid) € 5 mLE Xdl2 &8 A48
91 AFUW OLL DUAY k. ol YAl FRU G 9 D A WAL AT 3 e FREEel 4% R omic acd) &9 3 ml. X FE 2 mLE @) T e
of etk o, o] EelA Ashx oh@ ERe WEe] Aol i A AARE AE O T clE skl iE s eloir obAEH = 5 ml, 02% Hel el g of

AEYEL S 5 mLE A= F F 7FEZA el dolsles §4& AUHZE o8
st Al AT 2% Yol Eolrl g olAEYEL SN 4 mLE §EA12H FLEF A Yol
woldle &4 AFHAEZE o] &3to] A3 EEAA §E Ao Ferh &5 1 mLE
4 mL wlo]&(ViaDoll st 50CoA Axr2 Aud & FAFE 01% 2E52Hformic
acid) - SFAEUELD (595, v/v) EFEN 1 mLE 718le] %A A& Aldgdo=

vk Az 2

D dAazetEgare] 24127

Fol= g
9.72 NAARvE I Z-AFRA7(LC-MS/MS)ell o8 Al
7k AlEH AER 9

2HE 7 AEdd H&s

B T BAUAEAS oA EYE - B(50:50, v/v) &R 25 oitsla o] S Yol
WFEA S AFREle] AAT F ool A RupE g oA A 7 (LC-MS/MS) & H-A gk},

=
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o},

7h A" HILIC Silica(2.1 x 150 mm, 5 ym) %% o|¢} 53¢
W) olsde A8 B e T il uheg} ARggeh

ol A 0.1% EEAH

(formic acid):oFAIEYEZH(5:95, v/v)

A

ol 57 B: 20 mM X524 X F(ammonium formate): b4 E Y EH (50:50, v/v)

A7) o] A o544 B
0.0 100 0
5.0 100 0
10.0 25 7%
11.0 25 75
13.0 100 0
15.0 100 0

2) AHFEA7I(MS/MS)9 =4
7} ol238} W ESI(Positive ion mode)
}) Source voltage: 4.8 kV
t}) Capillary Temp.: 350C
2}) Auxiliary gas: A
uh) Collision gas: o}2 = A4

v}) Source collision energy: 15~30 V

3) HAFA 24
EEEAS AR E Y- A TR 7(LC-MS/MS)dl Fda F dojx
a3 e m/z 85 o] &9 v= 5%01 Ev WAS ol &ste] HEFAE A
4) A@sA 0.15 mg/kg
44A 4
9l 2o Aol AP E A AZvE 4 IaE B899

@ol Felsolof shu EE

o =
Al ZH(retention time)Z W]alslo] U] of L5 Eelgir) Al E e

LA} AP G Ao o] 27k ukgA|7] 9 H](m/z 85 o]&of oist
m/z 68 °]22] ME& response ratio)E H| Aol 1 W7} + 10%

FE m/z 85 ]9

ool A ¢
t}.
AR AF-o] A o]
(Compound) | (Precursor ion, m/z) (Product ion, m/z)
85
o g ool 2
I 2} 127 63
QA
ARAEN BAT ZA0IA Aol APgole] ARvpEIY o
Fo] B FawAs Agdel st Aot
1) AR

Weknle] FFmg/ke) = C x V/S x D
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LERIEEREESE
AJolgo] ol xZe}

21 2] 5ol of 7

=

t A ‘%k" Oﬂ’q ‘—ILUP Wepl o] F% (ng/mL)
% 59 (mL)

o w0
> O
i)
0?0
2
o
l

=4 o o
EAE 7l A8 ol AF
L A e
N T AU ELS MHEYER - Z(50:50, v/v) A0z FE33 o5 ol u sk
FAE AHgte] A F AR EIHER FA g
=
) A AaZeEa 22 K- FFAE71(UV detector) & AF-&-ghrt.
2) AAE NMEYA: HEAAV(-SOH)E 2te Ak dol2udtA] JLE A 2 A Qasis

MCX(150 mg ¥+, 6 mL-&) =& o9 53 A

2. Aok 9 Aol

1
2)
3)
4)

-

5)
6

=

7

-

8)

uh Al goe] x4

1)

Suf: AAAZEIHEZE w= olek F5T 3

&34 AAlg e olst 5 A

EEdd: Wyl 2FF 100 mgs Fatol Eoll o FE3] 200 mLE et

EFEY 2FLNL 01, 05, 1.0, 20 2 50 ug/mLe $E7}F HEZ Eo 3o 345t
A A& EFEdeR g

4% 5 H(formic acid)-&9: x5 H(formic acid) 4 mLol &< 7}8F¢ 100 mLZ 3o},

AF
02% tloldelvl i oM EUELE
2& 718k 100 mLE gk},
2% Yogolul Tf oA EYEZLN: t]oEolrl 2 mLol| olAEYEHS
mLZ gt}

Ak 57

o: ] o & o}l (Diethylamine) 0.2 mLell o} EUE

7Fske] 100

T

AAE £ F AR 1 g8 AEs] dof EPz2dd AP B ¥tk o7l &
5mLE ¥ol HAE 5827 F oHEUED 5 mLe 7heto] AstA EE50] 41 30%
29 e v AAEE (2,600 xg, 108)s . A HS Hste] 045 um WEHQL
FHE o33 AL FEHoE IS o] EelHo] S FF M2 E5HA F
o] 73}

F1) T 25y =4S 4T Ffode AAE LT F AR5 gs AEd] A
_’CIS‘_

v olAlEYEH 5 mL, 4% ¥54H(formic acid)€ 9 5 mLE Ad 2 T8 4322

AAE FFEZ A A 4% FEAHformic acid)g 9 3 mL 2 FE 2 mLE /4 FUs
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ol 9L olgatd HEAANT. oloA MEUED 5 mL, 02% ool - of
e mLE A2 £ F AR el doldi S pPLE o8

aho] AAS T 2% ol obrl i ofAEYEL E ol 4 mLE §E AT} 72 vl

dolgli Soe AFALE ol gate] s §EAA SE A0 FAY. £5 2 mLE

[s) i= =
4mL vholek(Viahol Hahe] 50Tl Aoz ARG F HFEe] B 1 mLE Fhahe] %)

ko

u].. /\] & Z A

H =

D dAZ=2rtEagze] 2427

7h Z#: CAl 2% (4.6 mmx 250 mm, 5 ym) =& °]9} 5% A

W) ol 5 E8 - oA EYE™ (8515, v/v)
Ao FETAM 192 g3 SEHHEMYEF [CsHO0:SNal 2.16 g& 950 mLe] &
of Holx 1 M FASFUEFES AH&ste] pH 3002 3 5 & 71sto] AxS 1L
Eia=

o) AE94 240 nm

2 % 1.0 mL/3&

oh) F4%: 10 ul

2) Uaok)\i ;(L/x(j
FFEEAS AAARMETYZ] FY3 F dojd ARvtEIRY] HA o] i W
A ol gdte] HPgae AAddT
AL AN

9 2UOR AdojW AP L] ARME
A Zt(retention time)¥} H|nd}e] U] o

of. A%

4

Wgel v EFE) Wby a0 VR

BN} LT 2oA Lol AP g ARnEIHORZRE WetFl Aol
e JaudE @l ddste] FZdo
1) AR
Aehae] ek mg/kg) = C x V/S x D
C: Aol 73 debdle] = (ug/mL)
Vi Aggde] HF F -l](mL)
St AR A=)
D: A& 5 nf
2}, gFeIA

i)
W
sl
S
2

FEA7ILC-MS/MS)ell 9]gt Al g AL AAAE e 9.74 7]

972 A AR E T Z-2
s B SN AL ATl whek AW W Bekvol o

CEELIREES EXEE

sl¥ojof g},

%
N
2

o
r"

974 7| A ARt E e Z-A A o) o3 FolAd
7k AlER A 8RS
= 71E AW o9l AF

Az T BAUGEAS oMAMEYUEY - (5050, v/v) &H0 2 FEH3T o]& ol 2l sy
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Ag ARgate] AAT § FEASAA T A LR E e -l A 7 (GC-MS) 2 A &
o}
ok A
1) 7NAZ2eE e 2 -4 A 7] (GC-MS)
g, Aok W Al
1) ZE&
9.7.3 HA|AmwpE 2ol o g Al 2k AloF B AlY 4) BFERNS ARSI
2) 984 555 ARggth
3) FEAAIFBSTFA)
N,0-Bis(trimethylsilyl) trifluoroacetamide (1% trimethyl-chlorosilane &-f)& A}-& 3t}
wh A& x4
D FF 2 AA
9.7.3 A AmvtE g zo] o Al wh AJFEE N A 1) FEF D 2) FAo wet W
A A @ste] GEH o2 AE-gT
2) fr=xlst
Fgd 2 9o 859 200 uLE ZHZ vlo] L (ViaDdl ¥ th3 70Tl A= Hx
ghoh, zHREoll 9 2ld 200 pleob %Ezﬂ/‘] SF(BSTFA) 200 yLE 23 v/l E 22 3 70C
oA 30T AT S AP E FFEY D AP EAoR Tt

<

ul, A E =z 2}

1) 1A AR e E 2 2-AFE A 7)(GC-MS) e 41 %31
7F) A9 DB-5MS(0.25 mm % 30 m, 0.25 pm) X o]¢} 553 Z
W) FYH 2% 250T
) A7 &% 250C
2h) 2§ 2w 27] % 75Tl 13 AL 15T/ H&=Z 300C7HA 22s 4
SAA 287 FA 3
u}) o] 54t 7} (carrier gas) 2 3 AF (1.0 mL/&)
vl =YW splitless
A ) 1 ul
o}) o] &3} Ww: EI mode
Ap) o] &3k #<k 70 eV
AL A E
gl 20w Ao AFEAe] AgutEINFE] gaes SRIAFHE xFEd9 Ayl 3
9] WEZ A ZH(retention time)¥} W] W Ete] A o] R ii}?l Ei=
Alggole] 5Eolgo] ok ot #o] Felxofof sta EFE NI AFE& Y o] 7k vk
M 719 Bl(m/z 327 o]0 tjgh Z+ o] &9 WiE9 response ratio)s H|aste] 1 M7} +
10% oliell Al dx]ste]of gt
T 4 Eqee
(Compound) (m/z)
342 (M)
. 343 (M+1)
344 (M+2)
327 (M~-15)
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9.8 H=24
981 AAA &

WEe] Aol gt A% 01 FFE 011 Ak, 7k AAle] Aelel wel AL e AL A

5& gt}

9.82 mHHA s =

TAsE HASZ 01N AR 7L 2538 5 F298
ARAZEo 2 E MU(Mouse Unit) & 73 § o5 vlulA dHoz gibgie)
* MUMouse Unit): A3©] 20 g0l vp$-25 158 Ao o2/ 3l 53 1 MUE A

o g},
%]
1) AAE Z3: a2vEad 98 2448100 mesh) 50 mLE HAE 20 mme] f-21 23
FHAs AMEEAY = olof TET S AN Ut
2) pH =47] : E5¢5 9 pH 40, pH 7.0, pH 10022 %3 A7l A
L ALoF gl Ao
D & 22 AT 9 olok 55 4

2) Nw!‘ ANEA EFBAO) 30 mM GAHS bl 1 pg/mL FE} HES .
g 1 L waFetaIe ol g 200 mLE ¥ 3 & 500 mLE

w WA 2 AL

5 01N @2 5N s &2 OHH fZFo 7 &AL & 50 mLol OMP 0.95 mL& 7}8h
i 25 718 100 mL& 3kt

6) 001 N g4k 01N 44ks 22 10
7beta &S 7hsl 500 mL2 3o

=

EFog s & 100 mLol @4t 0475 mLES

7) 3 mM @2k E 50 mLel 0.1 N 94F 3 mLE 7Fstal &5 748l 100 mL& ghrt,
8) 0.1 N FASUEFEN: FAJUEF 040 g& &5 7Hste %AF 100 mL=Z shel.

9) 7et Aok S5
u]. /\] EJ_Q_ou ] _Jz_zﬂ
AAe 4
7]‘) HF, 9dHF

BE o}
o & A%L FEA0 mesh)ol glol 5E Heh BE W ¥ wAs|w wAstar)
EIE LIS
NeE d2e As FASFBHNE DA A9 EEA (0 mesh)ol 9o] 283 1HE
oA s Reld ¥ ndE oAe] FHe Z4eha 1 ulgel wek 200 g o4
Astel wAsHTh

hoE 2 SR ARE AR L YR AxNTE
A7 AR Buz BEAY beA 2 FAda.
2) =
) AR, R, AF L R R
#Ashe A4 100 g& 7o) ol 01 N A4 100 mLE 7Hahi ksl eA 5 N A4
o} 01 N #4shIEF S0 pHE 3002 24T, 297140 5 So| 73
H7) wol 01 N 44 EF L 02 pHE 24% woli FE A 938 B3
7] 91ske] Al wukstiA £ ArbaTh BRI 583 oln AelA A
F, pH7b 300] HES 2433 28 7lakel 200 mLol HA @ wFAe] &3 F
wEla 4E R FEAA W7k gAskel 4FAe Adgow dt wek Was)
W AR (el 1200 <gol A 58] Qe FFAS APEo Agatoln
o,
bR R SR 9RE, AR L R AXANTE
A5 A 20 g€ W7o Bo} 01 N 94 100 mLE 7hake] sFel FEuol
9 FEath #5439 25 mLE $Ashe] pH 45~55% A% e B9

lehego 150 mL2 §&A170th 598 7

rr?~
off
A
ol
ol
f
e

< 001 N 94F 10 mLoll o] Alggdoz o},
uh Al 22 (mFg-22 A1E)
1) #F§-2=

ICR74194 L= ddyAl sAAFe] A5 4581 19~21 g9 A
T X 28 ol &sto] vhe-AAFol de] BA

u}
3

mL ©]3te] fFos FAE FHPLHES TR & 100 mL2 28-S AFS &
o =

AFA]

ABE L mLE 20he o] ph-2 B vje] FARsa AL FRE ALY S 2
92 7158k A Aol 3uke) o) ge] uhg B Astel B o] FAbskel A
s A A sES 3

Tk oyl uhg- 227k 58 ojulol] AbEE A9 578 A w0
AZEE FETh s 4= 01 N B2 001 N 92te 2 pH 20~40 =4 =

> 2 & &t
E

474

P

“F(Conversion Factor) AF&

PH7} 2.0~400]o]oFalnl, 455 WolA HATh 1 mLAE 747} 30} o}§-2o]
Sl AL R AAAS A0S 2 A Setel R4 ] 5-TE

= 2 #H g

749 10 mLol 3.0 mM 94HS 10, 15, 20, 25 2 30 mL& Z+Z 7}ske] 843k gal(o]
ono.

43

At

LA

Alo]

HAE $99) pE QAR Ada el B1AE 30 mM Giel $E 1l

o] IMEFEHNE AR
$ 10 mL ]SOmM A2 24 mL, 25 mL 2 26 mL<

o] SN EFEEN 1 mL AS ZH7 10vte] o] whex
el FARSEe] XARAIZES Febrh 3 1ol o gk X AFAIRE] whE MU 3 260 o g
H MUES 313, o] 24889 MUSY 43S

9 10 mLell 3.0 mM @4t 25 mL=

=~

ﬂim
JZ:—[OoiJ



~ _ SINEFEY
cF = MU

2) CFE ol &% mhH)d df= A%

APEA 1 mLeg vh-2ol FARSFAL dobd A T 7 v Ao R

Bl % 194 1 mL 3 MUE 738t3, % 204 7 vkg2ASo g MUE BT § 5

e THAHEEHE T W 60w o] Holsle= =

0.8750] 8} = 3+5F).

CFol vk¢-2=AFE 24% 1 mLY MUS S92 wate] 1 mL3 gl w4 sise

2 Fdsta ohg Aol s HA T vhA dEe FEh

uhagd ) 5 (mg/kg) = CF x AR B AR A od MU x HF5-9(mL) x A8/
A Hg)

#E 1owkulyg s 58] AARAIZE-MU #H4EE (Sommer 3%)

) ARA 7+ X AFA| ZH X ARA| 2+
@ My sty My iy My
1:00 100.0 4:00 2.500 5:25 1.770
1:10 66.20 4:05 2.440 5:26 1.764
1:15 38.30 4:10 2.380 5:27 1.758
1:20 26.40 4:15 2.320 5:28 1.752
1:25 20.70 4:20 2.260 5:29 1.746
1:30 16.50 4:25 2.210 5:30 1.740
1:35 13.90 4:30 2.160 5:31 1.735
1:40 11.90 4:35 2.120 5:32 1.730
1:45 10.40 4:40 2.080 5:33 1.725
1:50 9.330 4:45 2.040 5:34 1.720
1:55 8.420 4:50 2.000 5:35 1.715
4:55 1.960 5:36 1.710
2:00 7.670 5:37 1.705
2:05 7.040 5:00 1.920 5:38 1.700
2:10 6.520 5:01 1.914 5:39 1.695
2:15 6.060 5:02 1.908 5:40 1.690
2:20 5.660 5:03 1.902 5141 1.686
2:25 5.320 5:04 1.896 5:42 1.682
2:30 5.000 5:05 1.890 543 1.678
2:35 4.730 5:06 1.884 5:44 1.674
2:40 4.480 5:07 1.878 5:45 1.670
2:45 4.260 5:08 1.872 5:46 1.664
2:50 4.060 5:09 1.866 5:47 1.658
2:55 3.880 5:10 1.860 5:48 1.652
511 1.854 5:49 1.646
3:00 3.700 5:12 1.848 5:50 1.640
3:05 3.570 5:13 1.842 5:51 1.636
3:10 3.430 5:14 1.836 5:52 1.632
3:15 3.310 5:15 1.830 5:53 1.628
3:20 3.190 5:16 1.824 5:54 1.624
3:25 3.080 5:17 1.818 5:55 1.620
3:30 2.980 5:18 1.812 5:56 1.616
3:35 2.880 519 1.806 5:57 1.612
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3:40 2.790 5:20 1.800 5:58 1.608

3:45 2.710 5:21 1.794 5:59 1.604

3:50 2.630 5:22 1.788

3:55 2.560 5:23 1.782 6:00 1.600

5:24 1.776 6:01 1.596
Z) A} A Z| A} A Z| AFA]

ety Mu ey My ey Mu

6:02 1.592 6:39 1.450 11:00 1.075

6:03 1.588 6:40 1.447 11:30 1.060

6:04 1.584 6:41 1.443

6:05 1.580 6:42 1.440 12:00 1.050

6:06 1.576 6:43 1.437

6:07 1.572 6:44 1.433 13:00 1.030

6:08 1.568 6:45 1.430

6:09 1.564 6:46 1.427 14:00 1.015

6:10 1.560 6:47 1.425

6:11 1.556 6:48 1.422 15:00 1.000

6:12 1.552 6:49 1.419

6:13 1.548 6:50 1.417 16:00 0.990

6:14 1.544 6:51 1.414

6:15 1.540 6:52 1.411 17:00 0.980

6:16 1.536 6:53 1.409

6:17 1.532 6:54 1.406 18:00 0.972

6:18 1.528 6:55 1.403

6:19 1.524 6:56 1.401 19:00 0.965

6:20 1.520 6:57 1.398

6:21 1.516 6:58 1.395 20:00 0.960

6:22 1.512 6:59 1.393

6:23 1.508 21:00 0.954

6:24 1.504 7:00 1.390

6:25 1.500 7:15 1.350 22:00 0.948

6:26 1.496 7:30 1.310

6:27 1.492 7:45 1.280 23:00 0.942

6:28 1.488

6:29 1.484 8:00 1.250 24:00 0.937

6:30 1.480 8:15 1.220

6:31 1.477 8:30 1.200 25:00 0.934

6:32 1.473 8:45 1.180

6:33 1.470 30:00 0917

6:34 1.467 9:00 1.160

6:35 1.463 9:30 1.130 40:00 0.898

6:36 1.460

6:37 1.457 10:00 1.110 60:00 0.875

6:38 1.453 10:30 1.090

3 -2 A F-MU BA R

w2 AF(g) MU w32 AF () MU
10.00 0.500 19.10 0.973
11.00 0.560 19.20 0.976
12.00 0.620 19.30 0.979
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13.00 0.675 19.40 0.982 5) ®Egd EELAE 00025 0.0050, 0.010, 0.020 2 0.040 pg/mL FE7} H=2 v
14.00 0.730 19.50 0.985 3 ste] AL AL 9e FFLdoz AL A Z=A4 3.
14.50 0.760 19.60 0.983 R EgHa e o =
15.00 075 19.70 0.991 6) ]f) gl A (2 nlM EFAF R H(ammonium formate)?} 50 mM E 54t <ff)mic acid)S &
1550 0.810 19.80 0.994 3 2): 128 mg FEE2FF Y E (ammonium formate) S A #9] Eo] %ol F ‘%‘F;G‘}(formlc
16.00 0.840 19.90 0.997 acid)(>98%) 1.88 mLe} &= 1,000 mL F-¥Zefx3 9] FAX7HA] 2o}
}?gg 8228 38(1)8 }88(3) ol54 &4 B (2 mM EE4HEH (ammonium formate)® 50 mM EE4Hformic acid)2
: : . : 1o 5 2 aoa): Tl o el B
710 0835 20.20 1006 353k 95% oA EUEZ gH): 128 m, ;g; 22k H (ammonium formate) S &2 o] ¥
17.20 0.890 20.30 1.009 9 Fep=aE o] &3te] 50 mLe g 9E §, EEAHformic acid) 1.88 mLeF 100% oA EY
17.30 0.895 20.40 1.012 EF=Z 1,000 mL &&= ZAA7A At
17.40 0.900 20.50 1.015 nl @ gde] =i
1750 0.905 20.60 1018 e e
17.60 0910 2070 1.021 D AAe A
17.70 0.915 20.80 1.024 AA = Eodd &7)o Wi 10T o]st2 FAte] 2l&etA wsitt, o Ad7| &
17.80 0.920 20.90 1.027 A AT o] 100 g o] o] HEE s toJof Fhu}.
17.90 0.925 21.00 1.030 9) Alm %4
18.00 0.930 21.10 1.032 - i .
18.10 0.934 21.20 1.034 B2 F YFEE Il AL F AUV E AAsI, WE By o] &A S A A
18.20 0.938 21.30 1.036 Al E2 AL & 22 ASKS FAgr) olwf FEEAY GFES ALEEIAE oY Hr F)
18.30 0.942 21.40 1.038 £ 100~150 g¢] A®E EFA(20 mesh)ol ¢lo] 5% Hot B Wl F #A7|2 #F A
18.40 0.946 21.50 1.040 o
18.50 0.950 21.60 1.042 o
18.60 0.954 21.70 1.044 3 FE
18.70 0.958 21.80 1.046 1A AR 2 g2 50 mL YA el Y WES 9 mLE 7Fste] wiby|E o] 835}
18.80 0.962 21.90 1.048 A3 $ER 3 o FEE F AR 2000 xg, 108)3e] AFHL 20 mL ¥ Fe}
18.90 0.966 22.00 1.050 *__:Loﬂ =] 6—]_1;]_ 1+ o ;(]-/\]_oﬂ U“E]"O‘ 9 mLE 7}_-5—}——, 5‘),]9]_ 7Lo HFH o & i?:—g],oq A= ol o o]
19.00 0.970 23.00 1.070 - = e == = - O W/ T e =
F1D) vk A 5ol e AEE A E LFARS AT A Aol HolE gy §et thy BAAZA werER2 AR F dEssioh 459 20 mL
% 2 mLE 3t 7k gt
9.8.3 HAIAY H= 4) 7hEsl
7F AlEH A8 W5o] 7153k vlo] o] FEN 2 mLy 256 M 2 UER 026 mLS ¥l wHk7|2 30
ol vl off 7ol A -§-3hc}, Z7F awkel 3 76 C oA 4087 7Rl Ao A il & 25 M 94 0.25 mLe ¥
i 24 o] Vortex® 30%3t wyitste] Fatattt(brws] d 59 Eol& ZASHL, HY & F
olujE|Fo] HEE FHst] WA F wehER FEFS3 7F5Ra|ste] Dinophysistoxin-3 wsto] FEdo] FolE Af WEgES Jhste] EolE wtETh).
(DIX 3)E Okadaic acid(OA), DTX-1, DTX-2& 3 A7l & GA|ste] x| znpE 17| 5) &7
Z-AFEAIN(LC-MS/MS)2 243}, b ek & 25 mLol Ak 25 mLe 7Hshe] 303 F® & FF Al dAFS AA
=3 %Li] slal /49 25 mLS 7hske] 3%k
1) A A 2vpE 7= R 7] (LC-MS/MS) 6) A
2) Al-A jH(Syrlnge fllter) 0.2 ym E& ol9f F58 A @25 g8 5 mLS g wErE 5 mLy 75 5 mL o2 Zhz AlHE Cg FHEF A o
3) SPE 7}E#]#]: Sep-pak Cis(6ec, 500 mg) =& o9} 53 2 29 1L £r2 F3 o 7)o 40% ME2 3 mL, & 3 mL, 40% "WE2 3 mL &
2k AleF B Al o2 AFRete] W APEE o] &3te] AAE AAT & WEE 6 mLE &3l &
1 &l AAAZETHNZE = olef FF5T A Z9L 40ColAM A And g e 2 mLE A&sse] 0.2 yum A d# L& (PVDF
2) B 3% AAG B olgf 55 A syringe filter) & ] %3 A& Alg Qo g I}
3) 71ef Al EF &= ol¢k 553 A vh, A3 z2
4) xF99: OA¢t DTX-1, DTX-2 ZFFS We& 2 &3ste] 1 ng/mle] =% gt ) AAAZvETHREZ 24
FF=9dL sl 20T ol st Al w3} 7h A CiAdl 2521 mm x 100 mm, 35 ym) £+ o9} 553 A
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2Hformic acid)<

Mformic acid)S g+

]%% A: 2 mM FE4F R F(ammonium formate)¥ 50 mM %E
et &
(2) °ol%54 B: 2 mM*~E2FF . (ammonium formate)# 50 mM %54
53 95% oAEUED fof
AZEE) | ol 89 A%) | ol &9 B(%)
0 90 10
1 90 10
10 10 90
13 10 90
15 90 10
19 90 10
oh) & 04 mL/%
) A= &% 40T
wh) F9)# 5 Ul
2) AFEA7] BxA
71 o3} W ESI(Negative ion mode)
}) Source voltage: 4.5 kV
t}) Collision gas: 3AF = 24
2}) Capillary Temperature: 650C
%L AR EISYZ-AEFEAY] BAES 93 502
EAE (P ) %' (P%f O]% (C f{%"ﬂﬁﬂ
recursor ion, roduct ion, ollision energy,
(Compound) ) o) oV)
255" 62
OA 803.5 113 60
563 46
255" 62
DTX-1 8175 113 60
563 54
255" 62
DTX-2 803.5 113 60
563 44
Vel &

% 7} A4 o] & (Product fon)el e ARAe) 772D L AL§ 7S AA
stel ALga & glom, ANR AYel e ol AYoleE Ag A

3)

A 24

EEE&NE dA AR E DT Z-A FEA 7 (LC-MS/MS) ol F+4

A geo] Aol HA o] B WAHS o]&5le] AFAS
4) F7E4do AZnEI
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135k

il

233

rsL Pt

E

2ol

o},

U
o

A ARt E DR Z-AF A 7(LC-MS/MS) 9] 3
(OA: 858%, DTX-1: 9.68%, DTX~-

m ,_p
0o .
)
)
M

A AN
ol 2Hog dojxl ARntEIRN] Jas EFEY A9 vFE A Bl
x| stofok ghrt, e X FE& A AP & Ao Mo & (precursor ion) A/ o] & (product
ion)e] AX|stojof i, HFEAT AJPE A AAol3IF WES A 7] H]&(response
ratio)& HlI3e] 1 H]Eo] + 20~30% ool A A s of Fhil,
# Aol 2 WhE A7 9] vlg &8 RIS
olext WEA S HE(%) 518991 %)
> 50 £20
> 20, <50 +25
> 10, <20 +30
of. A

ox

37 LT =AM Aol AP G A=Y Fo] da HFE ALY 5
o] o] kg NI AT wf HFolo et A o] T WAHS HF dAdstd A
Eias;

1 AXE

2)

”%3/\}*3 HHL—T(OA)«] & (mg/kg) = Coa x V/S x D
g/‘]'}\é "T’H %(D’I\X*l)p’] fg— %(mg/kg) = CDTX*l X V/S x D
/S/‘]'}‘é r"H %(D’I\X*Z)g] ?}j— %(mg/kg) = CDTX*Z X V/S x D

Coa: HAHEA A 3 Okadaic acid®] &%= (ng/mL)

Corx-1t A #dellA 73 DTX-19 E(ug/mL)
Corx—or Ao A F+38 DTX-29 ¥ % (ng/mL)
Vi AE &N HFH-1)(mL)
St AR AFHF ()

D: 3] A]uf<

Q7lepe} it o 7ol F& A 2k(Okadaic acid Equivalents)

AX®E OA, DTX-1, DTX-29] 544 z;sr}akil pay E‘ioﬂ Gt 545 7S (Toxic

Equivalency Factors: TEFs)Z #3l1, o] 59 FAE 27lthelst D3 (mg OA T &/kg) =
- 68 -



@, ) ol 01% EFETFLRAEN FF Fo: 01% EETFORAEN T of
] ol

= = 2 [e ,
AALA o) = WHO-TEFs MEYEZ 8(90: /l() v/v)
t}) o] =AF &2 1.0 mL/&
Okadaic acid 1 P oJed F: L0 m
DTX-1 1 g Ay &&= 35°C
wh) =9l &k 20 ul
DTX2 05 ul) 4%%4: UV 242 nm
2) A5 24
984 7191424 A% EFANL 5% MIEUED Fooz s4ste] 7} 02-20 ug/mLel W7t HEF
o B R S AFAL mR AT epi BRIt WAL Farate] A}
% F A, AR A g
i} 249
AN T Y8 Ed =294 Domoic acid, DA) 2 epi- =X 4Hepi-DA)S 50% vl gk ¥ w‘ 3
. | 3
< $or F2Y F AAazvEadZe SHI . | ]
o g |
1) dAZZetE 2 E: 22X E37E7](UV photometric detector) S A3k}, - ! | -
2) A2 2ok e -8 A 7 (LC-MS/MS)E AHg @eh, ) ) e -

ERE R IRE '
D ohAEUED: dazrE g rg TE ol £ A S
7

2) 81 3% AAF E o9} 5T A ‘ ‘

-

3) F&80(50% vEe §9)): & 500 mLol vlEhE 500 mLE H@ch : \‘ :
4) 5% OFHEUEY Qo BEo] 5ol HAZg AT ofEYUEY 50 mLE AYUs FH ‘ I "
stol ¥x 22 A% 1 L7t 94 @k R ! 3
5) 0.1% Eg &% Q ZolA| EAH(Trifluoroacetic acid) &+ & EgEFQ ZolAEAN 1 mL . e -
2 Qs Askel B2 A% 1 L7 9A B S NN S AT
6) 0.1% EAZFOZMEN Ff AREUEY S Ea]Z TR AEA | mLE A3 - s v
8] Fste] cHAEUELDR HF 1 L7t HA ok I8 1 ERA D epi-EROAN FEEe] ARuEIN oA
7) BEQd: epi-ERMo] ¥IE EwoM FEEAS Agstojok 811, 5% oA EUE AL A
el =0] 50 ng/mL7b HA vk 2AGE FEAYL AAY] gol W nudrt olo] 7o dolxl ZA=mETgWAIY] WA= TEEd w2 wEZ A7ky H 1wl
8) BF &M HFANE 5% otHNEYEY &Hor 343t F7t 02~20 ug/mLe] H 9 o x5l ed o} BT,
7} HES sl AR 448 FESACR &6, o FAe B Tol A F FA oF. A2
() AHgdt. 9 zdow ol ArvtEade] WNart xEE P9 WREE A A 9
ok AR Sl el 2 s2 o] w WAE AP detel L@
AAE AA 8GR AR F RS AL AR o 100 g gl A D AR
2, A A 4 gE AUAA Ao F2E 16 mLE A F G4 1500 A3 EEOIHDA + epi-DAYE FHugl) = x Lx D
gk ARgS GAE10000 xg, 10833, 4F51E 02 um Pree) A2 oz w
& e AFeolom s, o gl Ao Hol A F FA(FY) AL W, G AF=AeA 7 mxefate] 55 (ug/mL)
ARgAe] sk ol ARAAe] FEHAE Wold A9 v WY uw sHse] 4 Vi AEefe] HF79 (ml)
sah St Al )
PR EE D: 84 u)
D QA azrhEaeLe) 2o 7 sl
7h) A CeAl AY(A6 mm x 150 mm , 5 um) £ 0|9 FEF 7 A REIR LA F A )E Y S AR} SAel2o R mEY B epi-RE
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1) AAIZZeE IR Z-AFEA ] A2 =
7h A9 CsAl A+ (21 mm x 150 mm , 35 pm) =& o9 53 A 1) AR AZnE rpalsiiag )
) o]54: 01% EEFLRMNEL df §9:01% EEFLEAEL T obA 2k A Az A
=HEY £ 9(90:10, v/v) 1 AW
th) ol Fd F=F 0.3 mL/iE 7H ABAEE E7I2 Fdstetd] A&7 Wi FAE s dof dadte] F4
g 29 ex: 35°C g},
wh) FdE 5 Ul o, Aol AFe] A A dELI LSS F e Yo AFS AAR & SH4%
v}) o] &3} WH: ESI(positive ion mode) =3
A}) Capillary temperature: 500C ) @dAZE BEQ AS gHe] FHol HEE S48V A5 T & S sh
o}) Capillary voltage: 5500 V oh) At gGA 72 S A VEE AASY AAE Hags & S
2Z}) Collision energy: 38 eV ) AAZE AAA A a2 SH LT 22 & FAE Fds] g deste SF435A
2}) Scan mode: MS? scan (Precursor ion: m/z 312, Fragment ion: m/z 266, 248) U AgEon s AL Yu FAS AYE ol DRl A3}
7h AgRATe] 7712 AL AHET7 HARo R WAt AR F glom, AAE o AR B S T FHE % f4e REE BAT Hevk s W 22w
ol9e] Aol &E A Lol sttt W, REE A AP &N o] (Precursor (EE LY slol= 37%&M)S 10 mL/L Bl&2 H7lste] A3}
ion) 9 A4 el (Product ion)ol YAsteIof ki, EFE N A|FEHe] FAo]& F) © &4 F 799 37 e A EEuR(EFEHselE 37%EH)S 2
b vkgAl719] W &(Response ratio)g HliLstel 1 H&o] £ 20~30% olulelAl < mL/kg, L Bl &% H7}8te] Z43}
2| alofof ghrh, @ AAY FAE F4E719 FAE AN F& AHSTTH
# Aol 27t WEE A7) 9] Hlg FE H9 2) Az
o] &7t ukg-A 71 9] W] & (%) 5181 91(%) 7h) FEol Be AEL 1~2U7F Highe] AXAT
S 50 0 ) 24387 A w7bA 16T EAZR7|WAA Ax3H
h 83 Ax" AL F717 AFFEY] A #A71E }%a}oq FOE ghETh
S o B 2Aglel RS Yu A R IES el AW A2 F FAR
> 10, =20 +30 Y WG] =T}
) AxzHdF FARE ARE kgt
3) 33k
99 WAls 7h 2)9] 7h~wh7kA A E HAE AE7] B taHUR 227 YR EX] GRE F
99.1 AEA = ot 7tAdTEETE oA A E wrhA] ©skskt)
HIZFAR(- 57 Ad 5, - LT B, BEAL 19 5, - ASF oW 5 - 9F AR W) g&3tE AS 3|gRed Wi 500CE 94 & 222 3gste] gA AZtFsr 2 5
B AAT A ARZ o) oOnl FAE F A v U 9 Y, W, AE 52 PE AR PED
Alge] 23tk e 22 AHE Afds 2715 AT AS AR ) 33t As GAAPR A Fis] i EFste] A L7 SHEHate] "Wt
HEo] 4] §li= 2% 91 F5% 911 Ankd =, 7k g Ao Aol whef Ags Ae A 2) 471 AAY FAE @ duste] FAgo)
22 3 wh) st FAR R As Aok
vk Al 22
992 AEEAZvtE FutAFEA 74 o g AlE 1) BAs AFTAE
7h AEH A8 U5 9 ¥4 7] (multichannel analyzer)9t 1% AZvtE HE71E ALEste] o33 2
2% F AvkawE BAE AF Sl 2 iabe Al &gkt o] Al gttt
L A e 7h R34 A e A4 vteta A e S &gt
o} 9t 184 7] (multichannel analyzer) T+ 1s%® AZntg AE7|2 A3 FF:4Y ) AAY HA SAZAS 10,0002 & 3t A x4 wet SZAS FAZE = v
(standard radioactive source)®] WAl o9 Ze] dgstes TALLE AA HAS ) 71 ARALs S HASAH A5 SAHs FdAE Ao
g2y A 9} thxete] TADLEZRE WA AFS A & 7 AFol e WA 2}) ¥4 9 (standard radioactive source)®] oA AE ot FAFAUA HA7 0~2
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MeV7t Hl=% S%7]9 AdS 249t 483 4F FHAUA ¥aE go £=

FastoE Frh

ZF AQde] St RS ®EFH U (standard radioactive source)S ©]-83Fo] nA

ght}.

v}) 29§ 7] (radioactivity shielding vessel) W2 H&7]ol] HAE &5 AT WAL
TS A5l AHEHS A=

ot

N

A FE HaddA el et FA94E FAQLR] AN 2ot A%
2 e

2) WA A Y
b v Dl Zh~mhe G,
) ol 2MERS Fstel
BT 10.0802(2.6%), 0.284(6.1%), 0.364(81%), 0.637(7.3%) MeV]
Cs [0.569(15%), 0.605(98%), 0.796(85%) MeV]
Cs 10.662(85%) MeV]
ol Azt #Fol thE Hrkal WENE
olxel 7| AWAbs o] A E e¥ad
KX

& 547 B9 2

ol 7}
1(S)e ek

%
4
63@‘(7}%8}‘3& FAxY B GO wE

o7 EEAA(s 3
We 58 e ool olUA st BgTe] B 1 Az zre 7 9ol e obd
Fulg0] 49 2 NAdUAe] qE AFEES TaG
@ 7 Aol Ud B GeAen AEa
S |
Bq/kg, L) = x
(Ba/ke. L) ept SW(kg.L)

et TR NS HArtAFEE
p EAURA 9 FAupEn &
t S ANR)

SW: Aol F7

o]-&sto] dejd o Fe3 & A7) AFste] g An oA
ﬂ

_73_

FFAY: PPy, WE-FFAY: PPy
w, A zA
D @28 =7hel A4l 100 g B33 FAste] B 95°Ce] AxNA o 3~1047 A%
@,
2) Az > A3t 600CE LSZ] ¥

.
EERE S EEL)

3) 3stE g Aol FE8] TH-Edst] AFE7 ”01

r}oir
fz
8! ‘
_<'>L
k)

s AZx-3Ee HEE BvAd A Hio NFEEEAACPw
% 3 E AR g OH F FAZ =243l 8 M HNO; 25 mLE H7F 3 95ColA H4 12
AlZE o] Ztgsin 7t vAE ARl H s Jabg 4~592 H7feit
2) A4 AA
ZEEFSE A ZFEFE 3% (Anion exchange resin)g 5cm(9.33 g) =o|7kA T4
3th 8 M HNO3 25 mLE Aol H7lete] 3 A7l 5 o] 3A] 9 /\]E%Qlllg 2 7}5h o]
A7S 3 A1tk 8 M HNO; 30 mL2 Als o] GAJG HAE A=A & Ao H7}
sto] F3 A7t
3 F&
hH ERER §U94 FE
EFEwE A9 3 M HNO; 30 mLE FolFEth &9o] F3astd 9 M HCI 60 mLE
7 e, o] Hxkabd 0.1 M NHI /9 M HCl €9 80 mLE Z ol 3417 100
mL H] 7ol Wrolditt, o] &g ZREF AFEHOR g
4) EFEF A7AZ
7hH EFEF AGEA] G vAF 95°CAlA T ALA 73, §do] vk A TEYPS
o A3 A 5 mLe 0.3 M NaSOs 1 mLE 3713
) folo] 9As Fusld W Fak 0.3 mLE F7Fske] 95°Col A oF 108 F¢t 71E 3t}
of) A2olA ok 108 T Y F 249 4 mLE H71EFaL, 0.4% Thymol blue A A 22
2 Hrtdo
H 2Eg 04%3‘%‘3% AA ol o8l 17 MQ/ecm7HA AAT FFF
2}) ol 1% HoSOss ol 83te] pHE 2.1~248 A g}
wh) AlFE RS ~HY~~E T 2A(SSD)7F FEE A7) AR Ao §7]3, 2EFE Y]
A& 3 mLA 33 AFH $ A g7t
uh) WFolo]o] 5 SSD9F 3~5 mm o] HEE A F7)o] mAZTE
AD 1A A5l 1412 308 FoF A=A 7T}
of) Mol ] oF 1% Mol dRYolsFE 1 mL 7k
A AFE SSDeE #E F 252 AFs 110°C 7HE s Sl Az
At ATE 22
D gd3d AF AE
UIHEFEM 7S AHEto] ThE 3t REo]l Al STt
7 &4 ZAxe AYE Ax FFEAL 40 mTorr ostZ st A A SGA
300,000 2 ek, Sz wet FAHAANES F7F A1 F Ak



W) ZFER 29ERS 853 & ZFER 99aE oA JuUA H HEER
71" oY 2] 4 9 (region of interest, ROIS AA3sta, ZF ROI ¥ = 3|93t Al
(integral)< &2l 3tc},

h dojzl ~2AEQ S ZF AT gigh dupd WEFu &l M F FAAAUAE VEL
Peak¢} dodlE FRIBG(NFEEHY EFEF-242 712).

# [ Al]

“pu [5.46(29%), 5.50(71%) MeV]
Py [5.10(12%), 5.14(15%), 5.16(73%) MeV]
Hpy [5.17(73%), 5.12(27%) MeV]
“Ppu [4.86(23%), 4.90(77%) MeV]
EFEF g PAbs e oy Ao R k&S
@ EH4 H]»/\}—— }\}T

a}

N

AE71E Wages ASH, WEEEAACP0) AS3, AR ASH 58 o83t

o Aol we TREE T9sd e AE T
(r,—r,) < B>1000
k g—
AlBy/kg) = (ry =7y ) X M

Al H]—/\].—‘—‘—
99 4®py, P¥py)e) F A=
g Pu LH FFEALEFP0)Y = AZH
ro Pu B9 2Py, #9%0py) ROIS] Wagte= A%
ot Pu WREFHAU**Pu) ROIS] Wagte= A%
B: Pu W EF4 4P A5 (Bg)
M: A FA(g)

@ ZFEF AFEE A=
3 g9 mEA93R, ’“U Bpy, MAm) TAAE 10,0002 FF A T
2o Wt 7t AE7H ZRER AZSELS A&
E%) = il
YT UxXB
E A535&
rgi Es A EFEANY F ZFEFFPw F AZ g counts)

F ZFEF®Pu) 9 WA (Bg/disk)

® EFEFY I8 A=
Az71d Wages AZ AZEE, WEZEEAA®EPu) A2 58 o) &sto o
& Aol wet EFEF 058 T
R%) = ir;t o meooo
R: 348
g Pu WS- F 249 (3Pu) 9 Al=3k
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Lo Pu R EEAL(*Pu) ROIS Wagte= AZg

t AZ
E: A%

Al ZH(sec)

T8(%)

B: Pu W F &4 9% Pu) e HAS(Bq)

TBKG*

tBKG*

@ =2Ewe AFA7AMDA) A3
A& ‘ﬂla‘r%E Axg AZEE, 58 52 o8t thg 2o wa TFE
F B4 ALAA(MDA) FEE A3}

2.T1+4.65 X \/rpe Xl 100 100 _ 1000
MDA(By/kg) = L X g XX ar

Pu 599 2(py, 2%20py) ROIC] W 12}e= 7S (counts/sec)
wl 7 Eke-= o] Al S A 7H(sec)

to AlE2] AZA ZH(sec)

E: AZ
R: 3

8 8(%)
(%)

M: A9 FAl(g)

9.94
7},

J.

A JA T g ~EEFE AE

}\]aétﬂ Z%.Q_tﬂﬁ

HEeRd BE dFo] x99 A EE 33y ReAA S AW F WA 59 ANA veE
AUAES 2ol & o] &ate] HEH WALS S FA T

&A

WA FAF71HLSC), FhrukaFEA] 7]

Al gl Al

FEAL: OSr, REEAY: PSr

A Z=A

993 LIEFEH7| I EFEF AIFE vk AA zA9 1)~3) Al wel A
A ggge] A

AA 50 gl aFste= Ax-35kek FEE En7lel Ags] AR EEdLOs
2EZ2F N (SriNOs)y) & 32 Al YolE & FAE5 F430h 8 M HNO; 25 mLE
H7F F 95Tl A HA 1247 o] 7Fd gt

2) A AA

AEREES ZAYo ~EEEE EﬂXJ(Sr*resin)voA 4 cm(16 g) Eol7kA SH3TE 8 M
HNO; 25 mLE A#lol #H7tste] T3 A7l & o Ao A gg&qS Hrkste] AS T3
AlZ1tk 8 M HNO; 30 mLZ AlZ o] GANUH nAS A2 F Ao FArlste B34 A

2tk
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) 2EEE 9L FF
ZERES AY] 8 M HNO; 5 mLE A7hath §49] nhxuh o] Wojxe da
9 NS B @ oJold 2&EF 10 mLE AW B7E F ERE ~AEEE £
& Behag ulolILSCH)0l Wohdlth of §AL AEEE AYgho d)

AL A B R
D A 8E A
A B 7% Aol theh el AR gL,
7hH 54 A dhes A @GAe HA FAHAI2 10,800 gkt

B 1R AZ oF 59 olF 23 AZE AAse, APy Btk

th 2EEEC U@ YA thg Hom wEach
DO ZEBEOSDY YA HE
W e s ASRAA, 24), AR AZRAR, 22, WFEZHAGS) 848 5
olg3tel The Aol W 2EEE-009 WASE AED

CPM_, 100 _ 1000
A(Bqlkg) = o0 X B XTI
A WARE
CPM..: ¥Sro] WAt o] =ad3lS u Pyl A& (counts/min)
R: Aol 712 243 WREEAA S 358(%)

M: A} #A(g)

@ 222F5™Sr)9 LSC A=a8s A&

WO E(2EF) 2 2ER2E-90 B2 ASgE ol&st ths A wet A
[eJie]
=

(CPM~— CPMy(;)

7)) =
B%) BX60

R%) = %100
STD
R: 3+&
Bsay: A8 2EE2F YWREEFAY®Sr =4 %% (Bgke)
Bsmp: EFghe] 2EE2F WEEFAYEST) 54 = Bake)

& ol 8ste] the Aol met Nsrel

offt

=71 H“:/_a} = ﬁ]ﬁ?‘ 74] &, s
p=2

2.71+4.65 X / CPMppe: Xty 100 100 1000 1
= X X X X
MDA(By/kg) 60 E"RM"F

CPMprg: Wage= 23 A5 PY 754 (counts/min)

texg: W1k =] AlEA 7Hmin)

t Al5 9] AlZA 7Hmin)

E: A& E8(%)

R: 35&(%)

M: AAe] FA(g)

F: 9Sre] 12 AZ3} 224 AZ Afole] Myo me] v d wuk A4 (Ingrowth Factor)

9.10 Hoj=
7h A A8
Bojsh ol 9FE 2 Azt E Sl 443dq
2441
AR 252 w2 F A4 dAZFE A Aste] 0.1% 2L B 24 wE
&2 FFote] £5 TolA at F @zrste] gt of o) & wh-2e] Feiste] A|ARA
o2 RY S AT
o AleF B Al
D 232 Al % oolek g5 A
2) 2408 vI'E(pH 3.0)0 24k 20 mLoll M E& 900 mL& 7hete] 24toR pH 308 &
F 1Lz 9o
3) 01% ZAbgH: 241 0.1 mLel & 7Fato] 100 mLE @vh
4) 71EA o S5
2 Adg e 2
D &
7h 2ak F=E3 (Fol)
AAE w3 A S okY Hu, sAdH] AR whed i gl
THE A4 HER EAV2 FA5e F 10 g& v Adke] 0.1% A& oF 25
mLE 7Feth B 8 FolA awbshiA 1081 7hd = @zhEh el &A
AL (5,000 om, 53] FEAE derh AAH W] IFES 01% 248
o2 AAeta 945,000 rpm, 5¥)dte] Fe A FE A G o A o
8haL, 019 A& 50 mL HA & A 7A7te] Adgefoer vk 1 mLe 4
A 0.2 goll gk ZHzhe] g vz A A7 Y H g
W) 2 veE F29 (Fo] 98F % Ax2ThEE 5)
A 2§ A7 dER A Aen, 4712 88 Ase F A4A o 10 g¥



ZAM Wl ek2 50 mLE 200 mL SEvbgE el Ya RIS FFRAZ <E 1> AARAIZE — mouse T T
th ol & " 70~75CE ddd dE7ldA] 1021 7h2ste] F&¢n Y2t & &
- - S = - | AFAIRE MU 2| ARAIZE MU 2| ARAIRE MU 2| AFAIE MU
AE OgE Fghadd &7 244 WEE 50 mL& 71ske] & A4S Fou ) ) ) )
HWHE35ly FEA 2% 3t AFES AW EE 10 mLE AAsa o] f s F 0 5@ | s 307 | 9 17 | 15:% 18
Zol3 3 T olFate] 7t BHFTE B 3 Ao B 10 mLS sFete] =9l T, & 4:05 540 | 5:50 301 | 9:45 174 | 16:00 126
) C ] ) 4:10 519 | 5:55 295 | 10:00 170 | 16:30 124
Az 7o) &7 NEAHZE 10 mLE ¥o] T59 42 & & EEsta olHE & 4:15 500 | 6:00 28 | 10:15 167 | 17:00 123
o B A B o= 5] =l ©o UL JAO ulrE B m=0 40T o] AF 4:20 48 | 6:10 279 | 10:30 164 | 17:30 121
2 HETh GA = Sl ARAHE 10 mLe B e WRdth 552 40T o 4:25 466 | 6:20 270 | 10:45 161 | 18:00 119
o F8oFol A 7hetste] dHEZE AAS T ES 7tel 20 mL HA g RS 7H7he] Al 473 45 | 6:30 261 | 11:00 158 | 18:30 118
; . s s ] o 4335 436 | 6:40 253 | 11:15 156 | 19:00 L17
dEAoz drh 1 mLe AA 05 gol etk 2tze] AgEele vk Alg A7 a0 4m |6 246 |mil s | e s
A WA s} 4:45 410 | 7:00 239 | 11:45 151 | 20:00 L14
} o ) 4:5 399 | 7:10 233 | 12:00 149 | 20:30 L13
oh AP (k-2 A1F) 4:55 3.88 7:20 227 12:15 147 21:00 L12
1) mpo 5:00 377 | 7:30 22 | 12:30 145 | 21:3%0 L1
ﬂ i } ) ) ) 5:05 368 | 7:40 217 | 12:45 143 | 2:00 L10
ICRA =+ ddyAlY LATY AE 479 19~21 g9 A4 728 AL&3t) Ao 5010 358 | 7:5 212 | 13:00 142 | 22:30 109
AL F Hlo a7 9= o] ag] o o = - A8 5:15 350 | 8:00 208 | 13:15 140 | 23:00 108
FE gk vk 2= S 25 ol 8Fte] vkl ATl WS mAd. 5:20 342 | 8:15 201 | 13:30 138 | 23:30 1.08
2) AE 5025 33 | 8:30 196 | 13:45 136 | 24:00 107
_ } . _ 5:30 326 | 8:45 191 | 14:00 134 | 24:30 1.06
AlAE&d 1 mLg 2vke] 9] vk B2 Wof] FARSLAL FAF FRE AL LA O] AJ7HS % sia a0 | 9:00 18 | 143 13 | 25000 105
@12 AT A A 3ok ol el shesE Ashe] B vl FAbstel W] o aw |os o [sw
AFATZH(50% lethal time, LT50)& gttt obrb, wp-27F 78 o|ujo] Abdel 79 7~13%
AR A ARG ADEANS HHTIL vk 87 o] FARThe] WA ALA 1H(50% <E 2> Mouse A% - mouse 9B A
lethal time, LT50)& T3t} S| Al &= S/FF5 A&t
H]— 74] A} mouse# Z(g) MU mouse| Z(g) MU mouse | F(g) MU
Aobde S FE3F vp§-o] uk=AALAZHB0% lethal time, LT50) 0.2 5-E 7 1o 2|3k
i} - _ } ; 120 0.60 155 078 190 095
MUZ F3th, 5+ vhg-271 19 gol 8t 3-8 21 goldold & 2014 2 vh$-AA o sk 125 063 160 080 195 098
MUE 2A3 & ZU4HS 38t o Ao oa&) A4 1 g 9o MUS 3o, 130 0.65 165 083 200 1.00
135 067 170 085 205 103
140 0.70 175 088 210 105
=2 (MU/g) = AAAIZE 2 AF B A 218 MU x 3&ujs= x V /S 145 073 180 090 215 108
St AAe AAL (g) 150 075 185 093 20 110
V: F&)9 50 (mL)
FZ&(249) 20 (mL) 3 ]
9.11 1#o]o} =541 (Grayanotoxin) I
7k A A A8
g ool Bl ol s BARlsy] fla AF F dE A&

_79_

.

o},

A T BAOEEAS AEEe 5o DAAFZIIEYAR GAF AL R ETYZ-
AFEA 715 ol &ate] LA g

A

MA e el 2 - gt A 7 (LC-MS/MS) & AHE-$HTh.

ALk B A]
D 8wl A AR ETREZE EE o)} F5¢ A
2) B dfasvtEag g T o9 B A
3) 59U : Grayanotoxin III hemi (ethyl acetate)®] ZEFES WESo] =o 1000 pg/mL

2 zAstel EEUNOR Hu WY AFech

_80_



4) 789 0 F2L9E 0.020,0.050, 0.100, 0.250, 0.500 pg/mee] F=7F H=E W2 3
Hatol AA 442 AT B

HoZ Apg-gir

5) EpAlot : = ;
ol Al g g He] x4
AA 10 g& W&ol o] 50 mLe Dﬂﬁ:—g“a}/\ii 27 IR WEen Ao
M 25mE F3te] 5 mLel wWErES vy THAZ & f‘?r—}f—i RE

3kal 3 mL9] ”ﬂ%%i AT £EYL SHRT

%, ol

g Cis ZFE A Ol

W7 o 2~ e 1) 27850 pmyell A g@—;— welate] 10 g2 AAT T 5
@ o AUARHO0ZME e AL AREdon or
AR

D AAaze e Z-dGEA 7 (LC-MS/MS)e] 24z
]

7h A3 Cel A7 (A5 mm x 150 mm, 5 ym) =& o9} 553 A
W) ol &3 Al 1% EEFAHformic acid) 8
ol 54 B: 1% ¥54Hformic acid) & £33 wigke
AlZFGE) A(%) B(%)
0.0 80 20
2.0 10 90
5.0 10 90
8.0 80 20
12.0 80 20
o) ol 170 pl/+

e
2) ZPeE 38°C
") FYF 10 uL

nl) o] &3} W ESI(Positive ion mode)

A}) Sheath gas @ &2

o}

Z}) Auxiliary gas @ &

2}) Collision gas : oF22

7}) Spray voltage : 4500 eV

E}) Selected reaction monitoring(SRM) : m/z 335 — m/z 299
2) 74 a]:/ki x]—/\g

Ew§d] e A A e e - g A 7(LC-MS/MS)oll 9 &
@Bl EAol&(m/z 299)9] I AAHE o] &35l HHFHAS AT

AL 25u8/ke

N

Capillary temperature : 300

Ol

3 AFEE)

AR PR
el zACE Qo1 AW g AmvtEIRde] S40l&(m/z 209) I AE EEE 54
ol &(m/z 209) ¥ 219) W RE A7k3 2 sfo] o}

P

o}, AekA
PG BAG 2ANA Qo7 APgole] ARMEIYORIE S0l (m/z 299)
o MawAL ARAel tigiate] 4@}
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EEEEREEEEEEE

1) A4
agojoteFlme] e (ug/g) = CxV/SxD
Ct AgAeA 3 18 oloheBllo] Fi(ug/ml)
Vi ATE-EH o] FHFH3(nh)
S AA AH )
D: 3] A u
912 ¥ A4E4
7k AlER 48R4
BE 2 Fo] A3
i AL
AR T AN EESE =3 dBEE FEE dAIRrEIR -2 R ERH ST
(LC-UV photometric detector), PDA7 % 7| (photo diode array detector)® 4] %t}
=
D dAazntEag -2t {43 ZE71(LC-UVD), PDA #HZE71(LC-PDA), dA|a=nt=E
T Z-FAFEA 7 (LC-MS/MS)E A&kt
2k AloF F Al
1) &vl: HAZREIYEE e o8 5T A
2) B 3x A e o9 F5E A
3) T 9N Adyd(gendenafil), = v ¥ 2] =(glimepiride), =2 ‘%l?ﬂ”]‘ﬂghbenclamde),

= E] ZeFAl (gliclazide), 2] 9] 4l (glipizide), =24 2 ¥} Y& (norneovardenafil), =24 &
2 g] 1} (norneosildenafil), U E 2 g1+ (nitrodenafil), N-UEZAHAZFev
(N-nitrosofenfluramine) o] v 2 €} v} 2} (demethyltadalafil), SRS R ]
(demethylhongdenafil), ©4 X dE 2 24 v (desulfonylchlorosildenafil), ] Al 38} d| v
Zd(desulfovardenafil), o == & 3 9 g x d = 2 2 A 2 ¢ }F
(desmethylpiperazinylpropoxysildenafil), ©|z=w g Al 2 E 2}7] (desmethylsibutramine), d 2~
7} g 1 2 (descarbonsildenafil), t] 8] 2w & A §-E 2} 71 (didesmethylsibutramine), t] &
21 v 12 (dimethylsildenafil), ©] vl € ] 22 €] 1} 2 (dimethylthiosildenafil), t] 2] & Z 2 2 7} 1
d| 1 (dithiopropylcarbodenafil), t] &= 2 ¥y} (dichlorodenafil), @3 X =A1(T4), 2] %]
2(T3), v & 3} o] =5 A] 3 12 ¥ 1} (methylhydroxyhomosildenafil), v 2 g
(mirodenafil), ¥}dl1}2 (vardenafil), #1722 g1 (benzylsildenafil), Alo]& = e glcte}=2
~cis(Cyclopentyltadalafil-cis), AFe]l&Z 3 dE}r}e} 2 -trans(Cyclopentyltadalafil-trans), 4l
w=AFo] = (sennoside A, B), =1k U2 (pseudovardenafil), A5 E 2} (sibutramine), Altb
2 ¥ v} (cinnamyldenafil), 4y (sildenafil), #Fo] Z 231 €]y (cyclopenpentynafil), ©F
v] - €} )2} (aminotadalafil), olnlu}= (avanafil), o} A Eofjn) w-El vl el
(acetaminotadalafil), o} €n}d1}2 (acetylvardenafil), ©FA €Ak acetyl acid), ol#H =
S 22 2~EFE (orlistat), <2281} (oxohongdenafil), N-SE =2 Eglrteld
frol v (udenafil), oW thFRALZFE g o} A =
(imidazosagatriazinone), ©]4~3 & =2 e}t}g}2 (isopropylnortadalafil), ©]7}& (icariin), 7+

2~ 9FE 2} (xanthoanthrafil), 2] 2.7 "] 1} (thiosildenafil), 2] 9 7o) o & 2

(ephedrine),

(octylnortadalafil), 2341 (yohimbine),
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(thioquinapiperifil), *] 2 & &2

7} 2 Abo] = (cascaroside A, B, C, D), F=Z =ty (chlorodenafil),
(chlorosibutramine), FEZ2A

(chloropretadalafil),  E}the}& (tadalafil), == =22 2l (phenolphthalein), 3
(fenflurat-e), 3= 2% A]Hd %] 2 4 ¥} (propoxyphenylthiosildenafil), =%
< o]y (propoxyphenylthioaildenafil), I 2 EAH DA Q3o
(propoxyphenylthiohydroxyhomosildenafil), EZEA T

;m
lﬂ
>
)
= 2 X

=

(propoxyphenylthiohomosildenafil), Z 52 A ®l (fluoxetine),
(piperidinohongdenafil), &}o] == A]u}v|y& (hydroxyvardenafil), 3}o]=
1} (hydroxythiohomosildenafil), 3}¢]=%Al & 2 2 ¢ Y2 (hydroxychlorodenafil),
Al & 12 ¥ b2 (hydroxyhomosildenafil), 3Fo] =% A] 8- 12 (hydroxyhongdenafil),
41} (homosildenafil), Z % e}ttt (homotadalafil), &l vF2 (hongdenafil) Z}2te]
S vego o] 7}7zF 1000 mg/Le] EA gk

fol olob ax A aC

td
M > £ £ T tjo

M & o 1n
ka O U ]
> U

2 O O o
fo k1 K

ol
-
L

4) BTN RFANE A4 Wgge 5o 1~100 mg/Le] WHH7F HEE e
3] A gkt
5) 05 mM sodium 1-hexane sulfonate® i3+ 01% <12k g9 1 L &8 ZE3o

1-hexanesulfonate (98%) 96.03 mg@} S14F 49 1 mLE Yal B2 TAA 74x] ek
6) 7IEpA ok 55 m ol9} 5 E 3
uh A E gl o] A
dASe AA 1 g& AUSA ol 50 mL & o] WAaZEgade Y &
o] Faahetth WlaZehaae) MEd 25 mLE 7heke] 1083F 250 53

TS A3 045 ym % o] 7] (membrane filter) & ] ¥}3Fo] Al g g 0 7 A}-g-3lT},
Al g swrt A sERE Hold A9 v WHUE g4]ste] AEgh

7h A" Ce?ll
) o]
(1) 1572 A: 05 mM sodium-1-hexane sulfonate® &3 0.1%(v/v) A4k &
(2) ol5% B: 95% SN EYEH

A ZH(E) ol s A(%) | ol B(%)

0 85 15

6 85 15
15 70 30
30 60 40
32 60 40
42 0 100
50 0 100
52 85 15
60 85 15
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2 ¥ vh 2 (thiohomosildenafil), 7}X @y} (carbodenafil), 7+~
SEEZAFELGH

‘:'
7l E 2} (chlorosipentramine), F2=xYEegerd

’m

—u

_ﬂfl

o g

-

el e

=

B ol
I
ot

off
k1

fu

é
5

b PDA @%7]“} % 200~400 nm
2) A=2d A4
T ° 2] = =013
HEEYS $EHE AT Fste] dAaRntEaY x] Az FYerh Dol Aznt
- ° o -
Ead4e) 7 w3 kol i WAL Fohel AFHS FHah
3 EFEF ARVEIH
600
= = =
= : g
400 . Eﬂ,g 3 8
o Soo ‘0 @
& = = S
= £58F_ % £ 5 = &
=E S °= - ©
> 1 g 25538F 8 _5§% 5 8 s_%
< sS LTS T EL; =< & BF3
£ T8 X W25 = S8 &% 5 5%
&8 WBES RS X2 2 2 958
S5 DBasss $ 3 ST S5 S 588
=T N > E © 2 8 v &< @ 9¢9¢
oo 5 <ot 5 > E =< 3 S o 5E£5
200 g< 2 o~ O g =T £ ¥ 5 c=2=
- S o oy S 88 g Ownew
<) SR DY - ] = I § e -
NS OO 3 I © © = Oeog
O 2o § YN o g3 N Q BBsa
e T2 NN NN 2 I 2 80T
] 2 . ]
s~ 8
@
@
0 — ——JMM Lm
0 10 20 30 40

Minutes

o9 1. opAlEmle R (acetylvardenafi),  X12F o) ¥le] B (thioquinapiperifi), 3t =EA1EHU=Z
(hydroxyhongdenafil), @\ (hongdenafil), @272 ElLE (descarbonsildenafil),  3]#l2]t] w2
(piperidinchongdenafil),  8}o]=2A] & A djU (hydroxyhomosildenafil),  t]HEA Hlu-2(dimethylsildenafil),
o) Z 2 eIV cyclopenpentynafil), W&2 U (benzylsildenafil), | ZEIL2 (mirodenafil), dlo|==A1X]S.
28y (hydroxythiohomosildenafil), *].2-2 ¥ (thiosildenafil), S =EFCteRE (homotadalafil), ZZZA)#
22 2 % A H| U2 (propoxyphenylthichomosildenafil), ©]4~3 238 2E}r}2}2 (isopropylnortadalafil), FZZ3%
el FE (chloropretadalafil), U EZHUE (nitrodenafil), =242 dUE (nomeosildenafil) FF3%¢] ZL=2w}
EO(HE719 291 nm) <Al
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600

=

@©

=

()

B =

B

o

£

£
_ = 2
400 = _ 3 S
g = = = ]

— © = = N —
> 5 s @28 s 8 s §
2 — 2z g oo — S5 S =t o
£ T 5= T3 B8 TE £8 3B S g3

B g €88 _5L <= £ 8 5 =§ S5
2_25s5_ T2 3 7 98 5 =2 @8 58
S=E=338=2%2 3 T 2 28 § SN 29
S8£328882 8 E o3B3 5= = 88 =5
SSBTEe 653 L 83 £ 9 Sa X fsg=! e
S8EsESaR2 sy o EE 52 £ GSE &8
S5 8= R 3 s 88 B 2= 7

200 £82255308 o2 X5 88 2 5o =0
Sx 8T eipe = I3 S+ E &= S 48
BB BRos N o = ", o o
L o B2 <t 8 a 8 > i o~
25 O~ o+ B S R o0 =2
8272 0 X Do - 3
" N © o wn =3 <
> i S ™ =
] s 82 ©
[+
N | ,L\ L
0 TRLJ‘L‘M_ _ A
(0] 10 30 40

Minutes
19 2. stol=E AU (hydroxyvardenafil), HFIWRE(vardenafiD, SW[E-8-HW=(demethylhongdenafil), =24
2 uHV R (nomeovardenafil), $4~8-8uF2(oxohongdenafil), o2 (avanafil), 2 E-FE(sildenafil), Z 222
(homosildenafil),  EldErE U2 (desulfovardenafil),  oHIECH | El}e} ) (acetaminotadalafil),  clvlLe}=l2
(demethyltadalafil), FHA-QFEelE(xanthoanthrafil), %] 2 & %A HLZ (thichonpsildenafil), ZZ2ZA|H L] Q30| =5
AlZ R EURB (propoxyphenylthichydroxyhorrosildenafil), 119223711 HuRE (dithiopropylcarbodendfil), S11=5A]
S Z v REhydroxychlorodenafil), E2Z2 RS (chlorodenafil), oW HEAR FEE]o A i(imidazosagatiazinone), N-
el ZElRE (N-octylnortadalafil),  TlEZ=2uUE (dichlorodenafil) F5E2] AZrREIA(HE7 |9
291 nm)el|Al.

800
s
2
D
=
>
600 g
s =
s s —
] = —
3 £ = _E g8
2 S = = =5
3 < s s T 3
£ 3 & < T =
s e = = 3 g 3
2 400 < =3 s 3 £= 35
z X =288 2 2 28 5
= 9 s § =2 £ = 58 S
‘S k< c 2 o> > = L o =
S 2 5 ESE = = S8 £
§ £ 3 g£3BS 2 § 85 £
] = L2 o
38 £ o E< S £§532 2
2 S © o £O = =3 52 o3
S = < S 2 o5 &
= © 2 8 8 £ 88
ol © ‘_"_’88 = 8‘8 = bod
i o
200 o B8 SNgGgs £ 8 g 8
S o 39 oo 838 =
5 3 I 2 L SR <&
(=3 ~ I ~ % -~
- L Rg O°
a =
7 A L Li M_RL
9 1 T I |
[ 10 20 30 40

Minutes
19 3. kR v (carbodenafil), HlEslo] =2 A) 5 54 v v (methylhydroxyhomosildenafil), -dvkd
(udenafil), d®l2=vile =] |22 d 32 2 Z A2 b v (desmethy Ipiperazinylpropoxysildenafil), o} w=gjvle}2
(aminotadalafil), 214+ V-2 (cinnamyldenafil), EFcFelE(tadalafil), oFAEAHacetil acid), fr=vbdv2
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(pseudovardenafil), o€ %] @ A v\ (dimethylthiosildenafil), IR EZA LR old U
(propoxyphenylthioaildenafil), ~ ZFZA]#'dX] 2 2 v} (propoxyphenylthiosildenafil), Al
(gendenafil), cis-Ato] ZFZ A e}t (cis-cyclopentyltadalafil), trans%}o] Fzagelre
(trans—cyclopentyltadalafil), ®4 ¥ Z 222 dlU3 (desulfonylchlorosildenafil) ¥F%e] A&vlE1Y
AZ719 291 nm) <AL,

600

400

mAU

200

—=14.164 Yohimbine
21.136 lcariin

|
J

0 10 20 30 40
Minutes

217 4. 23] (yohimbine), ©]7}el(icariin) ¥5%2 AZ2rE W (AE7]19 291 nm) oAl

1000
800
600
©
1 o o
o] 2 oo
‘é o) o 2
25 33
400 > 29
&S s 8
1 o8 8 8
(7] 17 O
oo © ©
go © <
200 ]
3 es
| ¢‘$ D - -
0 "N—Lm—nl\ A i A —n b |
0 10 20 30 40
Minutes
19 5. 72T EALe]| =(cascaroside A, B, C, D) ¥&%9| AZvtE 1 (HE7194 291 nm) oA,
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1500
1000
£
()
s £
2 ® £ E2F o
= = S osg @
5 g RS =
B £ ©8% S
00 5 3 £&8 ©
5 wr T — S
© © 2‘38 %)
=) g ~o8 <
o > ¥ OQG
< N NNN
ﬂl Jl Mkﬁ_/Af
0 ’/ﬂﬂ‘k ==
0 10 20 30 40
Minutes
219 6. ol ¥ = (ephedrine), =534 €l (fluoxetine), 2 28] ~E}E (orlistat), 2] X2 (T3), @B A=
21(T4), ¥=22# < (phenolphthalein) ¥53%< Z2vtEad (HE7]134 210 nm) <A,
1500
(0]
<
5o
1000 Eg 2
5 -
< £85 £ o o
) o0 E & & ==
e £8 £ & =
2 ats o 3 o (A
2 m &2 @ o3 © 2 £ <9
c — Bes N 8 o © c8ow
£ S 3 £ Be®”? o 2 o T 92T
g o o o, £ 8 3 N 2Z£
e 5 S & & S 8 BZgo
c N = w5 [&] 5 © =2
500 T8 5 o 8o 50 35
D e, i &N 5§ O SNO
o T © = T e N o~
=X & N YNg § 5 og8
2 ® ®N g 95
-~ = 8 3
o R
0 — A~47L» 4*— —
0 10 20 30 40
Minutes
% 7. AFEg (sibutramine), 92 E A F-E 217 (desmethylsibutramine), Ul dl2w|E AR E]
(didesmethylsibutramine), 2 2 A F-E2ZH (chlorosibutramine), FREAHEZY

F&(fenfluramine), N-UEZ231Z F271(N-nitrosofenfluramine), Al
=]l Fev =(glibenclamide), Z&FeH3l(gliclazide), Z@v¥g=
EFEEFY azvtEad(H1E7]3 220 nm)ollAl.

F(chlorosipentramine), 3%
Alo]=(sennoside A, B),
(glimepiride), 2|33l (glipizide)
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4) A 25 mg/kg
R R
Ao A Aol ARwEINLS] das 49T FH20NA ZFEY 929 o
FE& AlZ(retention time)™ X3t ok st HZE7](UV, PDA)OIA EEEA Alg S
o] FYg ~HAEYS B uf AAFY UG A Lo AFAHE 2 F0]
HoEE 93 AF W wet ZEFsith o) 7paTtE A =(A, B, C, D)E AT EALO| =
A, B, C, D9 §og AwFetal, AwAlo]=(A) B)E AllcAle]l= Al Bo| jpow A
]:],
1) Ak
Ao dojxl TEEA] 1= &o] £E 93 WAL YZOR 31 FEAY ¥
L8 XF0 2 st AHae AL AIEEH o] e HAS YH ddste] ¥
AEL] Tx5 Aitsrt
3549 FEHmg/g) = C x x D
C: Ao A Akl 242t RA4EA] F% (mg/L)
Vi AE & Ao HF 53 (L)
St AA AHAF (g)
D: 3| A u]
of. EIAY
AAAZuETHZ-AFREA 7|2 FAEAS W AFEN F AFEHY m/z @ A4
A F ETELY m/z # IA st ok st
1) AAaZeEaZ-d g 7)o B =
7h A CiZl 2% (20 mm x 100 mm, 3.0 pm) £ o9} F53 A
L) o] s
) o157 A 0.1%(v/v) EEAH(formic acid) &3 &
) olF A B: 0.1%(v/v) EE2H(formic acid) 373k ofAEUES
A ZHGE) ol E A(%)  olEd B(%)
0 95 5
2 95 5
19 30 70
20 100
215 100
22 95 5
25 95 5
) o] Fd & 03 mL/+
2h) A9 &&= 40°C
) FRF 5 ul
- g8 -



uh) o] 3} W ESI(positive, negative ion mode)

A}
o}

— =

Z}) scan range: 200~800 amu

capillary temperature: 340C
spray voltage: 3.8 kV

A) BAYgEd 20

i - dzele  Aele  FEAUA
(Compound) (MW) Ton mode (Precursor (Product ion,  (Collision
D ion, m/z) m/z) energy, eV)
327 24
GIREIRS ) 35441 Positive 355 E
(C19H22N4O3) e ostve o9 298 30
285 30
u92) 364 28
ey = :
90.6 ativ I 9,
(CoHaNO-S) 490.62 Negative 489 350 20
225 34
367 18
ol el 49 Negati 492 170 32
(CosHnCIN,O59) ’ ceatve ' ‘
127 50
EEEE . - . . 2
(CrHnNAOS) 323.41 Negative 322 0 o
319 20
=233 44554 Negativ 444
(CollNOSS) 5.5 egative 170 34
154 4
L& b 329 24
w2y e nlE g N " o , -
(CisHoNO,) 356.38 Positive 357 300 30
151 30
Lo 283 38
w2y o Ada - o i -
(ColLeNO.S) 459.57 Positive 460 255 46
136 68
- 330 22
YEZdud R L . : >
- 57. sitiv 35 284 32
(CyHNsO) 357.37 Positive 358
136 46
N-YEZ42HEEe 187 12
il 260.26 Positive 261 159 22
(Ci2H15E3N-0) 109 44
262 32
ol vl & ef otk R . . on b
Sitiv 254 2
(CoH17N50,) 375.38 Positive 376 O
204 52
Sik-Re FB ) 297 38
AU 45255 Positive 453 °
(C24H3:N603) 97 30
EEEASEL RS 519 2
| 346.82 Positive 347 290 32
(C17H19CIN4O2) 256 39
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nagn e ATto] 2 *E/‘JO]% %*‘éﬂlﬁﬂ
Ton mode (Precursor (Product ion,  (Collision
(Compound) (MW) .
ion, m/z) m/z) energy, eV)
284 24
eSS 312.37 Positiv 313 256 30
(CrHoN,O) . ositive 25!
151 26
RS EEEEEISE 36 A
REA A L 406.46 Positive 407 336 36
(C1sH2N405S) 256 U
| 1612 - 153 12
o 2w A - E g op= S
(CsHuCIN) 265.83 Positive 266 139 14
125 26
| oh e 418 26
g A7FEA Y v . .. - B -
) 5 3
(CoHnNOS) 462.57 Positive 463 311 30
283 38
- e : 153 10
g~ E A R Eed] et L e .
(CiaHnCIN) 251.79 Positive 252 139 10
125 22
311 32
=R Re ) . e . o -
(CofTuNOS) 488.61 Positive 489 283 42
113 30
. e 327 30
EU{%ZQ_/‘\EE]L{, =), it =214 b
(CosHoNgO5S) 504 Positive 505 299 38
113 28
R R Rat 371 24
g 498.71 Positive 499 343 36
(CsH34NGOSy) 179 54
: b 379 26
HE2=dgua ; - P -
(C19HCLIN4O) 407.30 Positive 407 363 34
280 42
o 605 40
Al 776.87 Positi 778 351 46
8 ositive & 3
(C1sH LNOY) ’ ’ e
324 54
479 34
2] QA 2 (T3) N . N -
. 650.97 Positive 652 225 42
197 68
Mg stol =5 A 5w 12 %
o2 518.00 Positive 519 112 30
(C‘). lHB '1Nﬁ()55)
99 40
QR RS sz 36
(CosHz7N505S) 531.67 Positive 532 296 40
268 50
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B AR A ATto]-2 "g*é"]% %*‘é‘ﬂ]ﬁﬂ
(Compound) (MW) Ton mode (Precursor (Product ion,  (Collision
ion, m/z) m/z) energy, eV)
whe v o 0 -
(CosHNGO4S) 488.60 Positive 489 312 36
151 48
377 30
550.68 Positive 551 134 36
91 34
Abol Ez A Y Ehrtet 2 522 1
~cis 443.49 Positive 444 169 38
(CosH25N30.4) 135 2%
Aol 2w AR etrtet g 2 16
~trans 443.49 Positive 444 169 42
(CosH25N304 135 30
(CoHsOn) 862.75 Negative 861 386 36
224 40
A =Abol = B o . . e 28‘
(CoHixOn) 862.75 Negative 861 386 36
224 40
R B 312 38
(TC‘E;EEE;J) 45957 Positive 460 51 2
o 110 76
, 153 14
QfHE(a‘J) 279.85 Positive 280 139 14
125 22
A g - . 4f7 ?2
(CapHsNeOs) 554 Positive 555 355 26
117 34
A - L ~ ‘31,1 -
(CotloNGOS) 474.58 Positive 475 283 40
100 26
o 461 2
*]giﬁﬁ‘(kj;}f 52868 Positive 529 283 12
98 36
o 269 12
Ot Z]gi‘l_lil\i(é)t;é 390.4 Positive 391 262 32
204 58
st i B 375 26
(CotLCINGD) 4839 Positive 484 233 3
155 48

-9

2448 2} diel= Agele  FEeIMA
(Compound) (MW) lon mode (Precursor  (Product ion,  (Collision
ion, m/z) m/z) energy, eV)
of Al Eo}v] - Eb )} 2 - 31‘1 14
(CosFlooN,0s) 43243 Positive 433 262 3
204 60
oA ek o 1} , . ‘ 2 30
(C25H24N6O3) 466.59 Positive 467 151 50
127 8
obAI L4k - - , e o
(CisHaN40) 396.38 Positive 357 300 32
256 36
o 5 =2l 148 13
Cu 1,_—,NLo> 165.24 Positive 166 133 20
117 20
S zg AElE o B 319 1;1
(CaoH::NO3) 495.73 Positive 496 160 12
114 20
. 410 23
fci;i Ll‘%j‘% 48057 Positive 481 166 53
297 44
366 16
4876 Positive 488 338 %
204 7
Q3aln 212 22
(a0 35445 Positive 355 144 2
117 10
o= - 325 36
(CosHyNO4S) o16.66 Positive 517 283 2
112 34
ol u| T} A 7FE 2] o} %) o o
<<;17sz 02) 31237 Positive 313 256 30
241 6
o) ~X 29y 2 Elr)E) 50 -
<c2,,1Hi\13()1> 41747 Positive 418 204 64
135 30
o7}l . y ‘ il 16
(CysHyO15) 676.67 Positive 677 369 32
313 58
daereetd 151 14
e 380.41 Positive 390 = =
2] Q.24 g2 N 341 30
(CoHaN0:S2) 49061 Positive 491 327 30
299 38
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B g ) Al e & A2 o] FENUA
(Com. gun @ (LMWQ) Ton mode (Precursor  (Product ion, (Collision
P ion, m/z) m/z) energy, eV)
A ey # e g S 204 26
(Col1xNOS) 448.59 Positive 449 186 v
Aoy 327 32
(CorHuNeOsSy) 504.68 Positive 505 299 38
113 28
339 22
FhR 2 o en . . B .
(CorNsOR) 452.56 Positive 453 311 34
S 147 42
459 20
Tt EAFOl = A . - :
(CollnOr) 580.54 Negative 579 297 38
o 268 52
459 20
J}~gtZA ol = B : . =
(CrHinOr) 580.54 Negative 579 297 38
27H3:014
' 268 52
443 24
Fh=7h 2 Aol = C . y p
(CollnOra) 564.54 Negative 563 281 40
27H3:013
251 64
443 24
Fh 227} Al = D e . VN :
(CoHnOr) 564.54 Negative 563 281 40
S 251 64
361 24
Fz2duyd . 0
( L 7H CIN,Os) 388.86 Positive 389 311 30
194121 43
285 32
187 16
SEEAFEHY . ..
(CyrHnsCLN) 314.29 Positive 314 173 16
159 30
187 16
ZAAE SN JU . ; - )
(CysHL Cl N) 328.32 Positive 328 173 16
sHl27u12.
159 28
274 32
e hane 3= E) o . - N
(CorT1eCIN,O5) 426.86 Positive 427 204 64
S 135 18
268 12
Efchetd - .
(CoH1eN:Os) 3894 Positive 390 169 34
22H19N304
135 24
o .
T 225 22
It H‘_O) 318.32 Positive 319 197 30
20H1404
141 42
- 187 15
(CpHyF:N) 231.26 Positive 232 159 15
121116
109 35
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nagn e ATto] 2 *g*é"]% %*‘éﬂlﬁx]
Ton mode (Precursor (Product ion,  (Collision
(Compound) (MW) .
ion, m/z) m/z) energy, eV)
TR EZAYA QA 329 34
! 504.67 Positive 505 313 32
(CosHaN603S2) 299 36
ZZ2EA PR e ot 209 34
2100 i 5187 Positive 519
(Czﬂ I_”,.lNﬁ()[;SQ) 113 30
E 7Y %] 9 3} o] 299 36
-‘——i}\l > KL N ]L}JJ 534.69 Positive 535 129 32
(C2aHauNe )0452)
99 40
. 2
- 327 32
Advg 518.70 Positive 519 299 36
(C24H34N603S2) 113 o3
. 148 10
TS AE .
. 309.33 Positive 310 117 50
(LlTngF:»,N())
44 10
]]11]7W]r il i
gy r=%y S N -
(CorHaN=O) 437.55 Positive 438 166 48
98 28
tol |ubel v o o
o] =2 Al vl g L2 - . . e v p
(CosHNGO5S) 504.61 Positive 505 299 38
151 48
slol =5 A A0 5w 20 »
Eﬂ L]' 3z 520.68 Positive 521 129 20
99 32
EREE R 463 %
g 390.87 Positive 391 313 32
(C19H2CINLO3) 285 30
slol= 2 Al 5 A YL} 487 24
g 504.61 Positive 505 112 30
(Ca3HzN6055) 99 40
] 297 )
Sl=SAE A s Positive 483 143 28
127 30
B 283 40
L MJJ 438,61 Positive 439 113 28
(Co3HypNO,S) : ) -
99 32
N 282 14
5 wEthe g o L , - -
(CosHyN:O) 403.43 Positive 404 204 58
169 34
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[Epeper 2o ATto]-2 Ay A o] & FEAHA
( CLon: gu; Q (LMW(; Ton mode (Precursor  (Product ion, (Collision
D ion, m/z) m/z) energy, eV)
166 50
S . :
(C<>rva4N(-(5'v) 466.59 Positive 467 127 30
R 111 32

% 7 eI Hproduct ol A1 AR T IEAE BTl AAGeE Was] Aed & gle.

o, ZrlE oleje] Agoleie H-go] 7kt

2) A4

flo] 2HoR dojR ARVE

a
o] UdX|slofof e} I EFE o]
(Product ion)o] YX|3teof slal, T8Ny Alggoel AAJo]27F wkSA7] ] H]

t EFEY W= WPE A s
bo] A

=
S A el HMFo]&(Precursor ion) ¥ A o]
&

YA Sl
o] &3+ whgA7] €] M &(%) 5] 871 91 (%)
> 50 +20
> 20, <50 +25
> 10, <20 +30

@ Ay (Gendenafil)
(C1oH2N4O3, 354.41)

@ =2v] 2 utd U (Norneovardenafil)
(C1sH20N4O4, 356.38)

@ =2 24 8 (Norneosildenafil)

(C22H2N504S, 459.57)

j .
L
Q =] HH \"N\

N
-0 v
g SN

@ Y E Zd v (Nitrodenafil)
(C17H19N504, 357.37)

~

@

) Bl € & v+ (Demethylhongdenafil)
(C24H3oNeO3, 452.55)

-
o

® vl v Etrh2tZ (Demethyltadalafil)
(C1H17N30,, 375.38)

o
WNH
N N
H

S

o/
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@ wlzn A gL T2 A A
(Desmethylpiprazinylpropoxysildenafil)
(C18H22N4OsS, 406.46)

® Hl227HE A vy (Descarbonsildenafil)
(C21H30NeOsS, 462.57)

@ ©) A 3 v}d) Y-8 (Desulfovardenafil)

(CiyH2N4O,, 312.37)

1 w22 248V Desulfonylchlorosildenafil)
(Ci7HsCIN,SO,, 346.82)

@ o g4 vl v (Dimethylsildenafil)
(CxHnNLO.S, 488.61)

Q. 0 HN
\/
X s
\/\N N
HN.
T) B

=)
S

) T e %] A H W (Dimethylthiosildenafil)
(C23H3NgO5S,, 504)

13 v)A 2323741 U (Dithiopropylcarbodenafil) |1 t]& & & ] 1+ (Dichlorodenafil)

(CsHauN6OS,, 498.71)

L

O HWT M

I M

b Ay A

(T \

e \

ST

LM

(C19H20CLN4O,, 407.30)

© sl =S R db
(Methylhydroxyhomosildenafil)
(C24sH34N¢OsS, 518.00)

O oHy
HiC. J-H N
Oggp
e ““
HD’\«'N'-u"J Ll S

16 =8]8 (Mirodenafil)
(C26H37N505S, 531.67)

1D v (Vardenafil)
(C23H32N604S, 488.60)

1® WA d v (Benzylsildenafil)
(C2sH3NgO4S, 550.68)
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© Aol 2= A et Eas

(Cyclopentyltadalafil-cis)
(CaeH2sN30;, 443.49)

Qs
%

Q) Aol g = etrietd-trans

(Gyclopentyltadalafil-trans)
(CosH2sN30,, 443.49)

~3-tl 112 (Oxohongdenafil)
(CsHzNO,, 480.57)

/\N/H ;
A

® <8 2ZEbthebE (N-Octylnortadalafil)
(CH33N30,, 487.60)

@)  gr=nhe U (Pseudovardenafil)
(C2H29N504S, 459.57)

2 21 ¥y (Sildenafil)
(C22H30NgO4S, 474.58)

33 frelvhE (Udenafil)
(C25H36N604S, 516.66)

Famny G o
<. a/\\,/\N,S\/,\ﬂ, \N

e
e %

3) ZF2=3FE 2} (Xanthoanthrafil)
(C1oH2N30s, 389.41)

OCHs
NO2 OCH3

(C32H38N603, 554)

(=3

I3
AE T
A i = R
RV H N ALY -

P Ny Nt T

o/\\<\\

@3 21y 6 v (Cinnamyldenafil) @ opv) = Etrhehd (Aminotadalafil)

(C21H1sN4O4, 390.40)

@ 7Z}E H 2 (Carbodenafil)
(C24H3NOs, 452.56)

N, V
N N
VS RESS

89 = &2 (Chlorodenafil)
(C1oH2:CINLO3, 388.86)

@ opuhE (Avanafil)
(C23H26CIN703, 483.95)

6 oAl Eo}r] B} v} 2} (Acetaminotadalafil)
(CsHN,Os, 432.43)

6 Z=2 =32 #EfrtehE (Chloropretadalafil)
(CoH1oCIN,Os, 426.86)

g

6 E}rhelE (Tadalafil)
(C22H19N304, 389.40)

@) oA & utel] - (Acetylvardenafil)
(CsHauN6Os, 466.59)

LT

N . N~
N
o™

@ o} " AHAcetyl acid)
(C1sH20N40s, 356.38)

3 A 242 (Thiosildenfil)
(CH3N(O5S,, 490.64)

Q0
\Y,
P4

SRS 84

4 = @ Fj+}3] 7 2]  (Thioquinapiperifil)
(C24H2sN6OS, 448.59)

I
" L

29 o]H|TIRAVFE g o}A] =
(Imidazosagatriazinone)
(C1iyH20N4O;, 312.37)

s

Q0 o] A2 2 Efrhebd (Isopropylnortadalafil)
(CuH2N30s, 417.47)

@ Az wAy F (Thiohomosildenafil)
(C3H3N4O5S,, 504.68)

Y4

N/S
\/N\) o
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@ ZEEANGA AN
(Propoxyphenylhiosildenaifl)
(C24H32N(,O3Sz, 50467)

s
~y /
HN N

o
K//s// P
d N

N
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® Z2EA DA 2 oldu
(Propoxyphenylhioaildenaifl)
(CuH34NO5S;, 518.70)

W ZRFEAN LA Q0| ERATRAH
(Propoxyphenylthiohydroxyhomosildenafil)
(C24H34N4O4S,, 534.69)

8
HO.LV/». ~~ JL ‘d’

| O

| \[ L_‘-.

o UA.,\_.

6 o] Z &3 E] L} (Cyclopentynafil)
(CasHsN4OiS, 528.68)

® Z2IAH AL TR
(Propoxyphenylthiohomosildenafil)
(C4H34N¢O3S;, 518.70)

/mNp\l

1— 2-.

J, “'ﬂ-\.
o |Y \.__

46 ¥ 7 2] ] = 5o 1} F (Piperidinohongdenafil)
(CuHz1N50;, 437.55)

o HN
va<1§ )
N
SN

2) MRk EA 2 1 $AEE

-
s

) o] =5 A uke] U-Z (Hydroxyvardenafil)
(CosHNOsS, 504.61)

HN
RV

=
(\N/S SN N
HO/\/N\) o™ \<\\

o] =2 A X e s A YU
(Hydroxythiohomosildenafil)
(CsH32N¢O4S,, 520.68)

O "lz=mE 3 E vl (Desmethylsibutramine)
(CisH2CIN, 265.83)

[ ~

@ vl 2= &A1 E 2y (Didesmethylsibutramine)
(CisHCIN, 251.79)

=

9 sto] =5 A 2= 2 H U (Hydroxychlorodenafil)
(C19H23CIN4O5, 390.87)

/
H HN N
I

Hydroxychlorodenafil (C;oHa3CIN,O3, 390)

60 sho] == Al & 52 18 (Hydroxyhomosildenafil)
(CasH32NgOs5S, 504.61)

\\//

Ho/\/"‘\) o™

@ AIF-ETI(Sibutramine)
(C17HCIN, 279.85)

@ 9 =] ~EFE(Orlistat)
(CooHs3NOs, 495.73)

6) 3}o] =5 A& H v (Hydroxyhongdenafil)
(CasH3uNgO,, 482.59)

HO\/\N

6 & 54 v (Homosildenafil)
(CosH3NeO,S, 488.61)

WP
P

N N
\/N(\) O

S Ebr}ebE (Homotadalafil)
(CBHZINSQ, 403.43)

U
<~<’:I:LHJ

69 &2 (Hongdenafil)
(C2sHauNgO3, 466.59)

_99_

6 FZZAF-E2(Chlorosibutramine) ® 2 A3 = 2171 (Chlorosipentramine)
(Cy7H25CLN, 314.29) (CigHoCLN, 328.32)
Cl
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O =2 v ¥) 2] =(Glimepiride)
(CoHyN,O5S, 490.62)

\\//

JM@

@ =l E 2k = (Glibenclamide)
(CosHogCINZO5S, 494.00)

g

2] & 214l (Gliclazide)
CisHaiN30sS, 323.41)

ﬁfsi )

N™ °N
H H

@ =293l (Glipizide)
(CoyiHyN50,S, 445.54)

® (1) 7h2=7FZAFe] = A(Cascaroside A)
(CorH3014, 580.54)

HO
HO o
HO O O OH
OH
OH
H H oH
[¢]
HO
OH
OH

® (2) 7k2=7}ZAFe] = B(Cascaroside B)
(CllxOn, 580.54)

HO
HO o
HO O O OH
OH
OH
H H oH
(o]
HO
OH
OH

4) 7\t olepE 4R

O N-YEZA3HZFZ (N-nitrosofenfluramine)
(Ci2Hi1sF3N20, 260.26)

@ @l 3 A =21 (Levothyroxine, T4)
(CisH11IiNOy, 776.87)

St

® (3) 7h2=7FZAFo] = C(Cascaroside C)
(037H:<201;;, 564.54)

HO
HO o
HO O O OH
OH
CH;
H H OH ’
o
HO
OH
OH

® 4) 7}=7F2 Aol = D(Cascaroside D)
((/zv 5013, 564.54)

HO
Ho o
HO O O OH
OH
CH
B Mon ’
o
H
© OH
OH

@ 2 2% &4 (Liothyronine, T3)
(Cy5H12I3NOy, 650.97)

@ o ¥] = (Ephedrine)
(C1oH5NO, 165.24)

@ (1) AMx=Ato]= A(Sennoside A)
(C;)H%O)(), 862.75)

OH

@ (2) Al=AFe] = B(Sennoside B)
(CyoHz5090, 862.75)
oH

® o] 7} (Icariin)

(CssHaoO15, 676.67)

HO
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® £.31%1(Yohimbine)
(Cg][lzﬁNzO;;, 3‘)44\))

© #EF
(Fenfluramine)
(CoHigF3N, 231.26)

/\NJ\@*F
H F
F
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10 7% 3= ek 21 (Phenolphthalein)
(CooH1404, 318.32)

@ =55 A€ (Fluoxetine)
(Cy7HsF3NO, 309.33)

AW 2809l
2URE AR AT AF

o} x|

49 opEYELR
Az RrhET I A PR 2 B,

g},

%3 % dSPE (dispersive SPE)Z AA|alo] of

WA AR eFE 1 Z-A FEA 7| (LC-MS/MS)

e AR A9

= o9t &

A
<ol =9 1,000 pg/mL7F HA G5

3k

L

oj
P

=70°Cel A =

4) BIFFLN 7 gERYAS Lo e sEE 3Aste] Egd A4S 9 XF
Sdoz g} A3 89 o] g EAR -70°Col A 30¢ <t 2 By 3
AL-g-gkr}

El $FAE EEE AR
48 CAS No 244 #er=
L

°o=ale | L___OH

T 492-89-7 Co1Hz602 M j
(€15:0) S T T N

TFAE I o

35237-02-6 C 102 S
(C15:1) 02 & PSP gy
O = /\].9_ m
e 83258-37-1 CorH Oy
(C15:2)
FFEAIE VY
83543-37-7 Co1H300:x
(C15:3) A
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OH

22 |
5862-27-1 i
K o ¥ |
(C17:0) C35H400_) J/’]:\/ e T e TN TN T T ™, "CHy

5)

FE89050 mM oA EAM &R F(ammonium acetate) ¥ (pH 4.1) + 0.1 M EDTA): 500
mL &#FZetao] olAEAL R E 1927 mgs G Eo o] TAMS wEu
(4g3ta) pH7l 4 A% E=A4 23l of7]o EDTA 146 g2 ¥ 83 %<& o
7EA 1IN 253 AE et EDTAF €338] 57 o rng Aoa Bistn 439

W Abgta, dastthd 9yRe FoALg A

6) BA-& A°HdSPE 7FE ] #]): QUEChERS A A& L& o9t 553 A

7H EFEE 5 A7 A PSA(Primary secondary amine):Cig:8H2tal v g0] 1:1:69] H]
£(6.25 mg:6.25 mg:375 mg)Z E3E A| ek
W) FHF 5 AL PSA:EHeE oY Fo] 1:6(50 mg:300 mg)e] W& = E3tE Aok
0.1% (v/v) EE2Hformic acid) €4: 1,000 mL & #FZetx=o] 52 Hformic acid) 1
mL& 93 B2 FAA7A AL tHA &g}

TAstE AR 2g(Be] BS 1g)8 AE3] 2ol 50 mL AR B At FE58
5 mLE 7}% & 3uk7|(vortex mixer)Z 1E3F T3t} oA EUEY 5 mLy g3k}
EF 1 g& 7I8ta, a2 183 353 t3, 4T, 2,700 xgol A 1083 9=
o

i3
2) A
156 mL dAEe ol A& AHASPE 7FEZA]) 50 mg(AdHA) EE 350 mg(adH
Ae Aska BeE Fe A% Qv wwlR 183 £Feky, 4T, 2700 xgol A
1087 A9Es 5, 43 AL AZe 15 mL AP Fde] §0h 40°C 5§
Aol A AxAne & vee | mLE Jtetn wukr)® 187 e F 5E1F 28F
g ste] &lAZITh o A& 4T, 13500 xgolA 33t AAEe s T A5AE HF
Al galoz 3t}
vl Al ¥ x 2

1) a2t e T 22421

X
7h Al CAl A% (20 mm x 150 mm, 5 um) E+= o] 9 5 3
Lh) ol s

& A 01%(v/v) EEH(formic acid) g3k &
B: mgh&
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A ZHGE)

o] 5 FA(%) o] 5 ¥B(%)

0.0
1.0
3.0
10.0
10.5
15

20 80
20 80
0 100
0 100
20 80
20 80

7F) ol<-3} W% ESI(Negative ion mode)

1}) Ton source temperature: 350C
t}) Ion spray voltage: -4.5 kV
2}) Curtain gas: 6 psi

u}h) Collision gas(Ny): 10 psi

v} Ton source gas 1: 10 psi

AF) Ton source gas 2: 20 psi

< Jo] & =
e e 7 B A o] 2 Ay A o] 2 FENYA
iy © O () (@/mol) (Precursor (Product (Collision
Mpoun: L my
i e ion,m/z) ion,m/z) Energy, eV)
122.2Y 48
1 Urushiol 1 8.98 320.5 319.1
136.1 -46
) 122.0" -42
2 Urushiol IT 8.41 3185 317.1
135.0 -56
. 122.0Y -44
3 Urushiol 1T 8.00 316.5 315.3 _
135.2 -50
. 135.1Y -48
4 Urushiol V 7.65 3145 313.3
122.0 -44
121.9" -52
5 Laccol 9.82 348.6 3474
135.0 -60
D A o]
# 7b Aol &(Product ion)ell ik AekAlz]o] 7171208 AME7]7] o] HAGom WAst]
AgT 5 Qo ANE olsle] Aol LE Aol 5

3 A 244
357

standard(MMS

-7 akgxw]oﬂ 01@1:}, SRR ELEU}E1%

129 SHCLSNSA mE
)

i A IR E EEL SR
29 7 3= Eo] B WAL

7}) Matnxfmatched standard(MMS) %A ¥
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o},

2 m A
i)

A (Blank sample) 2 g(A&2] 4% 1 g9 23“315] =3 ]— 50 mL 94&

2] ghol
i) ol EY

4C, 2,700 xg
7}EE]X]) 50 mg
cae= AL A R=R|
Aed AFS =L 15
= 0.2 mL(¥7<]
Axngd ves | mLe 7bska auk
S| AZIT o] AE 4T, 13500 xgol

ﬂ
qz S
Ulo EO\‘

o\'
ol
2
S
ﬂ
™~
3
=
S
X
i)
&
_.\_4

O%{P a4 %ﬂfﬂ Frl

A = EHEFTEY T = A7t 59
10 ng/mL 100 ng/mL
20 ng/mL 200 ng/mL 0.2 mL
30 ng/mL 300 ng/mL (B 35
40 ng/mL 400 ng/mL 0.1mL)
50 ng/mL 500 ng/mL
] :1}?:”]’53_:_1?}
Urushiol 1

1600
1400 Laccol
1200

gmuu | Urushiol 2

£ 00

X 600 Urushiol 3
400
200 Urushiol 5 | H |! |

-. 1

L 1o 20 30 40 &0 &0 70 80
Time, min

10.0 110 120 130 140

Y 1 BFEY ARvEDY o A

$EAE IV, 22 217l tigtol 10 ug/kgs #8480

9l zaoz Qold TEEA AzoEaD #9 A2 UEE A0 SHelen A
gole] $7A2e FAGT,

A o]

AYAET FAT 20 Qojl AP g AzvtEaY Fo] = REE Azt 54
ol£o] TEEAT} AXT u Aol Lol Hle WA o] E WAL AFHel eiste]
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Qg o, ol $-FAE TS $FAIS IOV, & Fo= i)
1) Ak
FFAEe] FFugke) = C  x D
C: AZaolA T3 +FA&9] I (ng/kg)
D: 3] A n 4=

9.14 ®BlEg}3}o] =& 7hH] 35(5-9-Tetrahydrocannabinol) 2 7+ t]-2(Cannabidiol) A1 @ %
AR e R R
ek b, oieka ol 2 8-ght,
oA e
ANE ZF BAQAEZS vuer FE3a oisle dxARwEIHZI- FTFRAIZ
43
o A
QA ARt Ea Z-AFEH 7 (LC-MS/MS) & AH§-3t.
2k Ak gl A
D &ul: AxazetEag g = olg T5F A
2) ‘_Zt°“ CBD(Cannabidiol), THC((-)§-9-Tetrahydrocannabinol) ¥#%& 77} we-&
o] 100 mg/L7F S A g}

DEFQNE PAY AR FEBL o183 AYY FER EF, AN AT

M2

3) —fr%‘”%‘ EFdd
A As FEE 90% ol L.
4) 7IetAof 55 &= o8 5% A
ub Al o e }_xﬂ
HAAE TAstet & 1 goll WehE 20 mLS 7Fshe] 1083 AEe & 1088 2539 5
ghth. o] & 47T, 4,000 xgoll Al 10%3F YA E e Fsde Wryd JE(PTFE, 02 n
mE o#e & AFggAo g gt}
wk Al 22k
1 ‘ﬂiiﬂii‘j}ilﬂﬂﬁﬂ 2Axd
7h sl Al il e o9t 558 A
) 01%’2}
(1) °]&2 A 0.1%(v/v) E52Hformic acid) $H73F =
(2) °]52 B 0.1%(v/v) EE2Hformic acid) $Hr3+ oA EYEH
Al ZHGE) A(%) B(%)
0.0 70 30
0.5 70 30
2.5 30 70
10 30 70
10.1 70 30
11.0 70 30
th) ol Fd frk 0.4 mL/i
2 A e 40T
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7} o]&3} W ESI(Positive ion mode)
) B2 W9l 100 ~ 500 m/z
El QA AR E D Z-AFEA Y] EA4S A% 5P
e Fh= =) o =
gy ot 454 Ao & WA o] FEouXA
A (Exact (Precursor ion, . (Collision
(Compound) . (Product ion, n2/2)
(MW) mass) [M+HT', m/2) energy, eV)
Zh)n| e 193.1Y 23
. ]1’4 314.5 314.20 315
(Cannabidiol) 259.2 20
Bl Egbato] g ) s 193.1" 25
lEstetel =t bl s 315
(Tetrahydrocannahinol) 259.3 14

Vg el &

% 7k AAoleol e WA A7l Ede Ag71]e AAgon WS AgY -
s3] 2]
pes S

4)

100 5

Bong pg o

o) &% A gol TH5d

R

TENE TEHE AATF FHste AqAABRuEIHZ-AFRA T Z}7t F)dt]
S AREIHG] F3 ko] BE WAL Fote] APAS A sh

X ORvE 1Y

E CBD

L

00 05 10 16 20 26 30 35 40 45 60 £5 60 66 70 75 80 85 90 95 100 106
Time (rmin)

CBD(A474), THCG.7+)
o ARrEF

p.]

<AL

SEEIL O
1. w8

N
o
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AZEGE) olEd A(%)  °olEd B(%)

5) A#FEA: 0.1 mg/kg 0 90 10
1 90 10
A A E 9 0 100
9l 2o dojxl AFRWEINLS] AVt BFEEY Fae] HFE AT dAE o 11 0 100
WA o] B WAL AeMe] Uste] Qi) 1.1 %0 10
15 90 10
9.15 ¥4 A(Phomopsin A) A3 th) o] FAF -k 0.4 mL/%
7 AR A 8RS 2 sl &5 35T
FAF 2 73 pEF AL wh) F9) % 10 uL
i A 2) AgEA7] 21
A T BAYSEE S ofMEVUEDAASF24HB0:19:1, viv/v)ENoR FEE A4 7h) o]&3} "W ESI(Positive ion mode)
£y ¢ F AFAE FHRFEZ MG vhg HAFAAR oA} A4S dxamntETY ) Collision gas: Np(Z &) B4z o] 9} 538
EZ-AFRATIE A g
o 574717 %1 AR EINZ-ALRAT] BAG 98 EAol e
A AR E T E-AFREA 7] (LC-MS/MS) e R ( RERES ( EROES (%Cgoﬂﬁx]
¥ >A§:ﬂm o:]x;ulﬁ'—_u}iliﬁz% Ei o9 FEE A o _— T Pr?l/czt)”wny ene;’;‘yiflg‘%
=8 i w5 A 3231 35
9) B: 33} AA% E= o9 EZa A Phomonsta &) 789.236 780.2 61 -
3) BEd: SFEYaId RFEFS AW dob vgkEeol o] 500 mg/L7t A gk D gl
ZAE FEANS PE BAI U
) ZFe: mrdas Werso] 3Ase] AR =wst §A s}, # 7} Aol &(Product ion)ell theh AFEA7I 7171 21E AME7]71e] HAgow
5) % &4 ol MEYUEY 80 mL, TFF 19 mL, 24 1 mL& 93 el F& & MRS AL S lom, AAE o]9]e] Aol 2w HEol M
o7 ApE-grh
6) 5 mM Y52kt FE(ammonium formate) €< 1,000 mL | #FZ a0 ESAbdEH 3) ATE AZvIEIY
(ammonium formate) 315.3 mgS ¥l HAAGFZ FAX7LA] At}
7) 5 mM EEAEF(ammonium formate) 95% WEHE &9 EF2FEE F(ammonium
formate) 315.3 mgS ¥ WErE 950 mL, AAS 50 mLS &3] Alg3o),
uh A& e x4
TAse HA 5 g& 50 mL d4lwEgdd ATt FEFEACHEYEL:FFF2A
(80:19:1, v/v/v)) 20 mL& 7Fste]l 6043t B3 ) Aol 3500 g2 107 U4l
gato] AT s A & FHRT Llv/v) Bl&R2 A% $o] A (PTFE filter 0.2 u
m=E A7} RS AFEAoR it
Hh Al Z 2} :
1) dAazvtEagze] A e — »
7 A9 Col ARG mm x 100 mm, 3 ym) EE o5} FEE 4 ZH4 A G6F)
) o] &) O L EFA A EFEG ug/L)e) ARTETY oA
(1) o5 A: 5 mM 2FAH R F(ammonium formate) 58 <Y
(2) ol57 B: 5 mM EFA4FIE F(ammonium formate) 95% wIEHS &9 4) BEAE
o] 2o g dojy ARrEIYG] FAE HFEEY A MFE AIFY HlaLs)
o] dAatofof Pt £ FEE A AP A o] (precursor ion) R Aol
- 110 -

- 109 -



1
2)
3)

4)

5)

6)

7)

o,

(product ion)o] dA|&tejol sfal, FE& o} *l%%%“ﬂ Agol 23t wkgA71 e Bl &
+ o] 5

(response ratio)& Hasle] “1 H] &0 el Al dx|stofof gkt

o] 23k WA 7] 9] H]&(%) 5] -8 1 91 (%)
> 50 +20
> 20, =50 +25
> 10, <20 +30

JAF 3} B0 A0 &4 74 A (blank sample)©ll E%%"“g dATEE A &
o AZvtEIM}] 7 93 o] EE WAL T O} Y
=

FE] A 2ol & (quantitative ion)2] 2zt

A2 ZuE T 2 - g4 7] (LC-MS/MS)
Ao g A

o}
Su: AANAZWEIYREZE T o]e} T 3

2 33 AA G EE o9 5 A

E9: F3d(Lupinine), F3d(Lupanine), 13-3}0] =3 A] F3}d (13-hydroxylupanine),
ivﬂr ]‘ﬂ(bparteme) ¢k 2~ E] £ ¥ (Angustifoline) & 7—}4 Ags] ol wEgd o
1,250 mg/L7F H =% &, 2A¥ AN WE Baso)

=3 E%*‘L"“ x4 E%-?J"—‘u‘% HgbEo 5]4ste] 473 w7t A ok

F= & WgE, = 2AS 747 800119:1¢] 4 H &2 &3t Alg % §9o0=2
=

0.1% HFBA (heptafluorobutyric acid) € 9}: 1,000 mL & #Z&2~3°] HFBA 1ImL& ¥
B2 EAAA ALt

0.19% HFBA Wg&8: 1,000 mL §3FZet~=o] HFBA ImLs 23 WgE=2 TAA
7R A

Aol zA

dAste AA 056 g AT FEEMETL/E/24H80:19:1, v/v/v) 50 mLE 7tat
1203k z%u% FEE T F 4200A 3500 GE 2087 AAEY FeAE g
F FEEmR oo M F o] AA(RC filter 02 pm)E I A& AP GAow drt
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ul, A E =z 2}

=R |

NEEEEL SR ERE ]

7h Zed: Cig (21 mm x 100 mm, 3 um) %+ °]¢}
) ol s
(1) o152 A: 0.1% HFBA €9
(2) °]57% B: 0.1% HFBA wgh28-9
Al ZEGE) ol 5 A(%) o] 54 B(%)
0 95 5
0.5 95 5
4.0 0 100
4.5 0 100
5.0 95 5
10.0 95 5
th) ol & = 05 mL/#
2 Zgl 2w 35T
nh) F=YEk 5 ul
2) AFEA7] =4

7}) Ionization: ESI (Positive ion mode)
) Collision gas: No(R2) T o]} 553 A

t}) Ton source temperature: 500 C
2}) Ion source voltage: 55 kV

w}) Curtain gas: 25 psi

\}) Collision gas: 8 psi

% 1 AQAaZviEaYZ-AgRA7] B4S 93 5402
nAgR B : AlSre) ( *Egéc’]% —(%(?EMZ]
Y Precursor ion, Product ion, ollision
(Compound) (M.W.) ) 2) e —)
Fad . . 124.07 24
(Lupinine) 169.268 170.20 136.0 28
13-3to| EE A F o . 152.0" 26
(13-hydroxylupanine) 264.369 26530 69.9 36
E 136.07 %5
(Lupanine) 248.370 249.25 69.9 35
Qb E &R f e . 193.0" 18
DRYReY 995«
(Angustifoline) 2348 23520 112.0 28
P . 4 134,07 27
23, 235
(Sparteine) st 2520 97.9 33
D Aol

% 7z} Ay o] (Product ion)oll w3t HAZFEA 7|9 77]x20&
et ARgE = glom, AlAE o] oo Aol A go] JHeF
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Hatyen

Ity

iy qu

s

AgvntEH

F3d(3.19%) a¥ 1. 94, 13-selEsAFad, 2o b AEEA, 29 EFH(ZE 100 ng/L)<]
ARvEY o A

4) A3 2 AFAY
flo] 2o ® dojy ARvtEIWN] dde EFEEY vA9 WFEEFE AR vush
o dx|stofof gy He ZFG NI AP G Aol MFo]Z(precursor ion) F Aol
-

(product ion)e] & X]a}ofok ’3}—‘_’—, =R AF&Ae Aol g7 H &

(response ratio)< H| L

ol
ol
2
rﬁo
9

+
™)
(=)

!
=
X
o,
>
2

i/
R
ol
92

o
2o,

ol
fuj

13-38fo] =5 A 341 (3.242)

% Aol ezt WA g §E W
o] 7k WA 719 M £ (%) 3-89 91 (%)
> 50 +20
> 20, <50 25
> 10, <20 +30

O}f“\ H] &9 (3.55%)
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