M 8 FEEMANE PO vE (EMT7T Ao A L) OREIIEGHRE

1 EBoOoHM

KREB T, BMOKEARERRBEBSRTE ZEBR UT THEEBR] Lvi.) »EA
INEFOERTALAB AL (LUT [EA] Ewo,) HoGAEEXET2b0TH L, EA
HD S bEEYE N AFAHER 12 FRIC oW, A5 FEICE 5 EBRBIEB DI
PRBEC N L 72 RIS (AT THEFEREE ] & w9 o) 1K X 0 Y WHER Z 1T - 20Tk
VT, WANEXZEZHARPOEAR 12 0 FHEOREZAE L, EAEET -2 2EHET
5L HMNET B,

2 HRKIUOEBOME

EMOKEE . EXEZICXV/NERORE (LUT TZH] twvwd,) ZALTED., #H
BRICLKE R EH 2 ZENIHRG T 2 L W) BEHB 2R LT, ZHBAICHFELES 51549
BORARGROBEE T —2EXNET2LELRD 5,

EA%1Z, ZfME (Claviceps®) 2 EET 2 A HmTH Y, = a7 4 XL (Ergotism) &
WhitpEZAE (B8 - BH) 252 FTeEbNLTwE, BEoMWRAHEETH S
Zenb, CodexZEESDLRSHHL Ci#IfE L T 3IUPAC/ISO/AOACO EEANN—FF 4 X F
7w b ayicHEowny TERILEGERIC X 2 224 MR 21T o =ik z v TRES T
%95, B LZEABEORE T — 21k, CodexZE VK VPEDOHYFHEEL Kk L 7= FLHE(E
ZRXET D L )GEMS/Food7T — 2 RXR— gk 3 2 & & dic, EWNIEEMERGTOEMEL L
THETH D LT, HEETICY Y 7 v 7T — X iR e &b it 2,

T, BONRET — XML 72 Eo. BN AZREGRE EARLEMELKOCERE
FIARSE) ICEH L 2D, HEICIE U NS R % BIREEEE S BIR A T, S EBUG. AR
Mtk ZFEEM, YRR E 2 &L AT 2, HEHENICUEARER T — 2 B35 b i
. EANED SEET 2 EAME O R EE N 2 EfE T 5,

3 HH o EHEHH
oM k. IR H 2 o aMIFEI A 19H (&) £Ted 2,

4 FEBNRE

(1) S RYE
RO E 2 EASEIZ, UTD 12y FEE 3%, TERTIE. 5 2n-1 & 2n
KRITAFHEEZZENZhE~>—DBRICH 5, UTHHlO 0 ICidn P4 $ 72135
SERMERT 5,

wpElk | . I
w7 A CAS & ¥
v b
A Ergocornine ILTar=y 564-36-3
2 Ergocorninine T A I ajp=—=yv 564-37-4




R g0 TR CAS 8548
£ b
B 3 Ergocristine INTT Y ATV 511-08-0
4 Ergocristinine TV I 27 ) X F =V 511-07-9
c 5 a -Ergocryptine a-z A =27 J 75 v 511-09-1
6 a -Ergocryptinine a-Z A3 2 ) FF=v 511-10-4
- 7 Ergometrine INVIT XYV 60-79-7
8 Ergometrinine TA I A Y=V 479-00-5
E 9 Ergosine NIV 561-94-4
10 Ergosinine NI =V 596-88-3
. 11 Ergotamine INVTRIV 113-15-5
12 Ergotaminine Tl I X I =V 639-81-6

(2) ohralkl ONEXEFR) o328 L RE

HAEIE, BWOKEARERE (AT TRERE] Lvwi.) XBREREFEET S
B O TN AR 2 ERE A TRET 5. RN T TEMf T, Dl
LM IE2 ARECICEMNDE T T 5, slbid, B EBRVPIERT 5 £ Cimsifi
B L. Bz s o RE B o FHRERE 27T 5.

2 L 7z B ol GURE S, A4, SABEERUZHEA) 2 [0 8 4 H A/
Zhohvsi(EATAAuAY) OREONEEFAZNE] (AT IZE]I L vI,)
O [ophralel R ) (kX 2) AL, PET 2 2R e ZH L R CTHE S
BRCE T A —VETRET 2 (Tide (2) ),

(3) FEhTFNH
AHAFEIZ. RS S ENIC, BIAROEREREETIEE (IF [SOP) &wd,) &+
SPCEE L, BRI nEE, REMOCHERGEEZE L Tws 2L 2L %
T, BT SOP O CETE 2 X 5 i orikicBAT 5,
alkBHE, SOP @ 4 — 6 JHICHEML L 72 35 A o ¥ptlealkl 1 kg BIE 22015 %,
ST B, (4) WCRTHNMOEAD 7D DR Z TV, FRBT RO Y 64 F
TIARTHHOEMFICHEE S 5 2 L 2fEsf C& 26, RO 2B %,

(4) 53hr B INE D BEE

mAFIE, AR oS Ic e o THEITIEE AT, HAEZREET %,

9 2 B a5 o sl iR I % 1 SOP Icfit> TLAT 21795, 727 L. LC-MS/MS
DENEGMFORBELORER L L CHERT 2MEA 4 v (ERA 4 v ROMEA 4 V) X,
SOP ® 4 — 9 (Q)IHICHHOMEA A v 2 biEET 2 2 &,

T 77 v AR DEE

mAEIE. AOAFLNEXRE (HEXEDLR) Z#HWT, BZIC SOP IZft-
T - 8 - W d 5, #hoohrb, EA B RO VDD (T TooHE



TR T IRMY OEERE 2 S HE N2 E— ZHBED 20%UTH L ixe— 7
INHWIEREFTLW) 277 v ikl 35,
4 EEEYE O AT
mAEEIE. EAFSEYE O AT, ME. RETE. REVNE RT3,
v EHEVAR & MrE AR
AT, BEIC SOP @ 4 — 5IHICE » THEMERR AR S 2, 7a~< b2 74
FomBERARASEERKO v— 7 HEE v ORERZER L. RERED 0.990
DEEZR2BZLmMERT S,
T BMHTRECER TR
WEFEIT. SOP © 4 — S5THICHE» CHM L 2 EHEREEZHWT, $XTCOH T
B TRRME (S/N 3 LLE) ROERTIRME (S/N L 10 ML L) 25ERATRED & 5 2
R T 5,

BRI 0.2 ng/mL f 8 0.4 ng/mL 25, HrHUT BRAH Y i e O0E &
TRHYEETH Y, ZhFNGRTIEE L LT 1pg/kg R TFRIE) KU 2pg/kg
CERTIRME) 1CHY 3 2%,

I g EIGRER
HAEIL. SOP It > T 7 7 v 7 ilB & F v ClRMBIGRER 2 EHE L, o C &
IR E KD %,
ASMEGRER X, 2 FEORE CER T IRMHEYRE R VER TIRIED 20 f5HHY
R e 25 BB R YR L B, PRI & G T AR ¥R 22 (RSD,)
FHEHL, TitoBt i3 L 2R %,

I SEFE AR RSD,
& T RRAE Y R 40%72> 5 120% 15%LL T
ER TR 20 (50 Y & 60%72> 5 115% 15%LA T

(5) ekl o R 5 it
WAaFEE, Bt (4) 8O THIICHEAL Tw5 2L 2R L 7214, B# I SOP i
o CTRML AR ORESTZFMGT 2, b, S-Sy FHILICTRE (6) DAL
BEEHZT 2, b, AoWiEcs I 2 EEEREHIILLTICRT,
XMooy y F 1 RNC oI n s ofridklox & £ 0,

CEEHEAIR A R T BRI, BRE~OMBEEIRE A X ) I E L, LC-MS/MS H
PNATNVIEPEELHEFAD N 7 28y L PPEAH WS Z L,

AEERR A LE R T2, BIRMICRE L 2RI HRE 28T 2 L08R H 5, FHEIEFIC 1
FIfEE S ICmEL CTRE L, RERFLUTERICETREDTRET L L,

- REBIBERDALETH B 7=, % 24 B EFOB L 258 ICBERZELLTL
O AREMED D 5, & o T 24 WRE LA B L 7= sABRIS R I T 3 5 . AR - FHHIE
REDOVEND L5605, BHE. SOP D4 — 8IHD [ EIEl oWl 26 FEKjiE L
B3,

- —EEICHIE FTRE 7o o A el I 10 SRR ©°H 2 2 & BRI X TRt 24 WFfH



INICHIEST 2 Z L ICEHEL quf <53
<10 BRI ML LRl 2 2 HE T 55 \éﬁ
TENZHRFTL LSy — 71/2%ﬁﬁca

Z &,
a0

VI aZ v lE R YICko

(6) NEHEEM (Procedural recovery test)
ﬁ%ilﬂﬁ%ﬁm@atf\ﬁﬁﬂ@\ﬁ»y%ﬂ SOP @4 — 1 3THICHE- T
Procedural recovery test # £t 3%, I X Y, FH—Hr-Ny F2REUNICHITCTE 72
L EBGLET 5,
77 v 7k GEE) oFA#HMI: (4) o7, BIEOHAHMIZ (4) o4 %S
W92, FFARFMENTH>GBIC, XDy FOT -2 2T %,

(7) EBERMS OWE
HAEFIE, EBCETIRBEXNRIANHOFEELE L A, BIECHSr0EH
Mz 2HNC, ML ICEHGEHRICHNESLT —2 L &bl m L7zEkT, ZofERicE
DWTHRIEDIBIEEZ 2D 5 2 &,

5 TR
i \/INZE 222 DBl 100 51
7272 L. WA O Bia L a Bt E O ERTLEFIC XY SRS 255605 5,

(O ef S

(1) MENE
A A, AL 223 - &R - B Y X b o WrRURMRE IR o SEHI AR IR L
ktrda o (4) »o (6) ECoOMRE, ZiyED [HH 8 FEmMA/NLhD 7 vag (£
ATAABALY) ORESHIEGREE] (KA 3) KT 2, 2k, &2 12 0 7HIC
DWT, DI CZZRERO —BIRVOREN L7 v~ 776 (77 v 273 kL BN
EUGGABRGURL, AT e BE) 2 &R 35 2 &,
AAF IR, AFAEGEETOWMEG ZLREOEDIC I VT 180, HAEDHROK
OIS U CTHREHREG 2179 2 &,

(2) MEWR K O#HE5E
HAEFE, MEONAZ TR, FMIFE3IHI9H (£) FTIKCETA—ILTH
PR
-E% T100-8950 HHHEITRHXEHMSEL -2 -1
FERIKEE B B 7 JR) R PE BUR B 8 5 S 15 oK &2 B PREE =2
EEE 1 03-6744-1388
BT AT FL AT, R ICE D RG> DIEAZ IS LB T 3,



7 % oft

(1D AEREFICEHRO R CEHEI CSRESE U -FHII. EFEER L FaBE»H#ED b,
WS 2, £ SBEEBEPT o 2 0WEE GIEZ &) LOHEIERRIC, HO 27 K
B Y HETOLENZD LN GG T B EFRL RO L HETI L T2,
B, UEHEETCr»2BHIGEAaEOAHEL T 5,

(2) #FHaHT. BasbisttoHBMcER LAV &, 2720, B9¥EBEROERICXY
fthO HWICHt 3 2 551X 2 DR Y Thv, T2, BRHEEHT, ZOFo [TFEEFHE ] (B
X4) ZaMIFE3IHI9H (%) FTICHGEBR~NMEH L., 20 THE2RLEZICEA
FHoOREGEAMHCHEIE,» OMEFICHEET 5,

(3) FHEAHF X, bk, WEMBE IO oiTIcBE T 2k EEEHE., AozmE, FHE,
RE., EEHFICHEIT 2028 0,) 2K TR EMRET 5, $7-. KEHKDOHEA
XA E-ERIZ. 2RI X, KR THRICBWTHMITKES LTidh b
R0,

(4) KFEEHFORRLOT — 213, R THEHGEBHRICREST 2,

(5) BHAHE T REFOZRTICH 20 | FEEY) OB OERNICBI 3 2 8 (B 45 ik
B 137 5) 77 RF v 714k 2 EHEIGEROMEHESF B 2 15H (B 3 FIEHE 60
T KEHEN IR (EA 45 FEEE 138 5) . HEc etk (A 47 Fikads 57
7). HIERIRBELN SR O HEMEICRE 3 2 kA (PR 10 FREEEE 117 5) FoBhE 3 2 B
BRESE2ETT 20T 5,

(6) FHAFKIT, EBORTICEZY, HEZRBANEE5222ICAEbRVEI. 60
HWAEEHC AR 2 T, UToBMIc S - b 2, BEAMEKRO 7 nxa v 77
A7 v AERRHREZEE LT 2L, b, 2COFBEIOWT [FEEL /%
Wi Xk TERIEZY | oLkboricFoy 72 ANd e bic, T~ZOHKIEHICO
WT, —2OME [EELE Bkl KFzv 7% N5 L,

7 REAEEKBIICEEL 72D 0% ET L L8805,

A ZAIAF—DHIEOB AL L, &7 4 ZCH - B L OB, RO AR
MO - fRIFC. AVE - IFNELRI AL F—HEZITORVWIGE (JEBA, 225
DZEDREHPL, Var—LEX -+ 7= XDT. BEZNED R W O
) OEMICED B,

v BLSLERORKERL RS D DICOWTHEIE R EHCUNSICED 3,

T BEEVIOFAEMH, W IE R EER A R O IE R L 1850 B,



EEN

BRBAMEKD 7 v 23 v 7747 v AERRIERS

UTFoT7~Y0REHIco W, EfRNEZWMEL T3,

7 BREAMEBRCRELZb02MET L I%D B,

EhiL 7~ | fEEddE
R 7 S5 IH T .
WRE 72 2P OEEICY 720, MEREE 2D 7% 35 X5 Matd - .
2 (L IEZDLIRTLREZToCwBEEELEIETS) |
FHEHMZERT 2561, HoB 2 CHAHRREZR b O % #1E - -
THZ LD TWD,
Z ot ( )

c FEHTTERMLE  Bok] Ic—2bF 2y 2B3ALT (T [E£TIEZEY ). #oftho U

biTo T WEAIT. 0K
(

A ZAAF—-DHIROB RSO, 47 4 APHM - K% & OBER,

RSRE D A FAR DL D FE B -

R, AR - R R AT —HBE 2T WIGH (|, ZF0 o EHe, v+
—LERX 7 =N ERDT. MENEO R EROMME) OEfEICED 5,

Lkt 7 FEhti L 7= ?ﬁ#
SEED T | %Y

HEEMBRFICHER T 24 7 4 ZACHM - BMEICOWT, A8 - -

BHOMIT P v Y VEIRICE D TWw b,

HEEMERICHEAT 24 7 4 A9HM - WS IconwT, KL &

2EmMERD 5, LELEOWERE., R ITHRVWE, @Y kiR O O

EEHICEDTWES,

FEEMRFICHEH S 2 B - BMEES IR ICREz R T & 5 X - .

5. EMM R BRI B o 25 A B R ICED T B,

B/ —NEeXREO Y + — L XDERMICEED T 5, O O

Z Dfth ( )

- bERiT [FEMLE  ZBok] L—2bF vy 723 A6T (&T [EiI&LH ). Z ool

biTo T &iE, oMK
(



v BEEY) O FEEMH, IR R PEBRE e M ) CTEIE 2 LT 1850 B,

FEhta L 72 | AERedk
S BB | M

BRI 72 S5 IH

BIRDOVHF A 7 NICEDT D (VI A4 7 VFHEFCRLTE L
O O

HA)

HEEMFICHHAT S 7725 v 27BEMZUS T 356 10ESITHE

S TCHMYNICEmL TW3B,

Z DAt ( )

c FEHTTHEMLE  Bok] Ic—2bF 2y 2B3ALT (T [E£TIEZY ). #oftho U
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A - a8 A NE o vE (ZATAuA F) ORENHESTRE

EEHEVESE T )IEZE  (Standard Operating Procedure: SOP)
IWNEHDOEMT Vv A4 1 25FEO LC-MS/MS i< X 3 —F ik




KA ¢
INEFROEMT AN T A R 1 25 FHD LC-MS/MS I X 2 —F4hiik

SN RYE

AF L 72y, W (—20°CLAT)., #0%, 5% P CiRET 2, Bk L
TLFR, A ROREAT A EZBFEHL. BA. LR, KE. KEFL O
fil % 3BT B,

IRt RfRE L +2FATArn A FERT, k. KASOP TiE, 4 ik
DIV~ —ThdA=vike EBMEA] LRLT 2,

(1) =z A=z =(ergocornine)

CAS %5 564-36-3 E Og\h
¥ C51H3N505 C{gﬁ °

73
TR 561.2951

(2) = Tan==v(ergocorninine) : TL T )L = B
CAS %5 564-37-4 g L\\E\ 3
¥R Cs1HasN505 @V'/Q”’ E %5
PA N oV 561.2951 "

(3) =T =2 Y RF v (ergocristine)
CAS &5 511-08-0 L/%ﬁ fofy
TR CasHisN:O5 @ T

T 609.2951

(4) xTA=T27 Y RAF =V (ergocristinine) : T T 7 Y X F ‘/;Et'i‘liﬁ-‘

CAS &5 511-07-9 ,,\ W [o.2Y
g™ “oé ’ij

ﬁ%fﬁ Cs5H30N505 [‘-?’Ij;rf“ :JO

NTR 609.2951

(5) a-TA=27 Y 7F v (a-ergocryptine)

CAS &% 511-09-1 TKO\E\O'[
33 C32HuiN5Os f; VT:% ° H)E °

e 575.3108

(6) a-TA=T2 Y FF=v(a-ergocryptinine) : a-TIT 7Y T F v B

CAS %5 511-10-4 T,
[ ”;E;’”H N

S A N ~
A =Y C3H41N505 l\//’\?,/<H i;\c

R 575.3108



(7)

(8)

(9

(10)

(11)

(12)

3.

T =X+ Y v (ergometrine)

CAS &5 60-79-7
¥ C1oH23N30,
nTE 325.1790

TN A Y = (ergometrinine)

CAS #5 479-00-5
¥ CioH23N30,
ot = 325.1790

T = v (ergosine)

CAS %5 561-94-4
ﬁj\%ft C30H37N505
T 547.2795

[v]

H- < HH‘JOOOH
L/\,J‘

NCH;
H—

IS ) o S NIV~ 77N

3/1\

fi\f

an—

OH
H//L‘N !/O (J
RO HN

o~ NCHs vk

o

ah—

INNT =V (ergosinine) B o) P AV - XN

CAS %5 596-88-3
ﬁj\%ﬁ C30H37N505
TR 547.2795

T LT X I v (ergotamine)

1L OH /-
H T ---ko\'-"i( A
i i PR
A No T A
| H H 5O
N <

CAS &5 113-15-5 g WP

5T CysHaN:Os SO >f:

STR 581.2638 N
T & I = (ergotaminine) @ T =X I v EPEK

CAS &5 639-81-6 ﬂ,\' e

33 C33H35N505 %E?ﬁdcm 3 “}j;

NTE 581.2638 -

PR RBR (R - FRD

INE (KE) OBRE I 3B 2L 72 0

4.

ST

4 — 1. BRETRiEL E&E TRME
TRCOGHNRYE CH T 2B TRIEE 1.0 pg/kg, E& FRIE%E 2.0 pg/kg &
35,



4 — 2. {HFHES
(D) EEEksv<t 2972y 7F L WG
FREREEB IR D DN 2 EARN AR LT 5. k. FHICHET 2 2EE O
% 9THITRNT,
@O XA 7 0.1 mL~5 mL/5r OfiPH CEFREXRATRER D D
@ BiXEE : T 2BIHoREEL LR T 2 2 & aRE - FRREICT
R
717 LIETRRE 0 40°C £ 0.5 CCHEMHER D D
F—rHv 75— FAR (1 uL~10 L) K18 4.0°C £ 0.5 CTHRERE
d D
7 — ZJUPREEE ¢ S 2 EEGIE R O T — 2 IR - R - EREANEYIC T
¥V 7b 2T THBTL
% v 7 WAVERONEL o RE. ERME. BREEE TS X ) &
ETELDHD
D BRI AFREEE BBV ELAREEFICHEAH O DO
® a)VavHR : EERICHEIN-FHEOCLEAMELZEONE DO
@ v—2) =Ry 7% EBCLHEAEAEE L EHATEZ28NE2ET 20
LMo zfiH+ 2L, 2nUlolfEL 25613, RE0MELZHE T2 C
LEMERT L L,
(2) HEBEI X9 —:
TUBE MIXER TRIO TM-1N, TUBE MIXER TRIO HM-IN (AS ONE #}:#1)
VORTEX GENIE2 (Scientific Industries #1%)
(3) ZEHWMTIEMLEE - ERLATM UK 50 Cohmig REEFRIE] 1 X b i3 aTpE
D
TurboVap LV Evaporation System (Biotage #1:%)
Dry Thermo Unit DTU-1C (TAITEC %)
EYELA MGS-2200E (Bt #E{b g fied )
(4) ALK EE2 0.0l g FDd D
PL602-S. PL802-S (METTLER TOLEDO ##l)
GX-400, GH-300 (A&D ##Y)
(5) HONEEHE : 15 mL B 77 X F v 7ELF 2 — 7% 3000 [A]#5E/ 4y Tz A HE 72
H D
Model 5911, S700FR (/A f#H ik 4L)
LCX-100 (F 3 — T Z4:81)
(6) HOMIBE : NFEXFE AN T 0.5 mm X CHRATRER S D
ZM-200 (Retsch %)
(7) BA: NEZEOMBHE 10 kg £ C2E—ITRATRER D D
HPi-30M (BIHURE A T 3E4LR)
BT v —x— CHEBR)

©®@ © ®e



(8) kL& « IR 18.0 MQ (25°C) LA, TOC (Total Organic
Carbon) fii 5 ppb LAF D /KAEKATHEZ H D

Milli-Q Integral MT10, Milli-Q IQ7000, Milli-Q Integral5 (MERCK i)
250w d (NMAETFrEED

(9) ) : —30°C~—20 CIcKERE D D
MDE-U537D, MDF-235 (SANYO #f#)
DGF-1A (KA TZ4E4), GS-5210HC (HA 7 V) —+ —44l)

(10) #R¥EHE : 200 ML A=A 7 7 2 a #3%@E T &, MHERIREERE 250 0]/ 5 A5 3%
AREZR D D
SR-2DW (TAITEC #:#4). EYELA MMV-1000W (B 5 FRAL 2abet#)

(11) B PEPEHHE © UT-205S (SHARP #:41) | ASU-6M, MCS-3 (AS ONE #L4!)

4 — 3. AERUTMEM
RER P EM L, I —F, EMobo%FATIIL, Zofhioil
EROSTEMEHAV 2 5E. ASotEE2HE T2 L2 ERT I L,
(1) 7xbF=FVn: . LC/MS M., %L <I1x HPLC H
L7 4 v ZADEEERA SR B LA )
(2) A%,—n:LC/MSH. &L <X HPLCH
(BL7 4 v nfehliEA 8L B R b gtk i)
(3) L(+H)-7Ararvvig: fk (174 v 2REmizEiEE)
(4) RET7vE=7L R (EL7 4 v LRSS B (b 25
(5) ZEFRWATRMEEHERT A @ HE 99.9 vol% L |
(6) Hlizk @ MUKBLERE 2 L EOK S izi@ifik, L Iddiiss (LC-MS F%)
(7) FEHvr~<vy b
~A4 7w~y :Pipetman (GILSON t:#!)  Nichipet EX I (=Y a —#tk
#1). Eppendorf Research plus (Eppendorf #:%1)
SEE~<y}:2mL, 1.5mL, 1mL, 0.5mL, # 7 2% (IWAKI ##)
(8) =M 7o22a: 200 mL &, &7 28 (IWAKI #)
(9) ARV v&F—:100mL%. 200 mL 7. 1,000 mL 5. # 7 2% (IWAKI #k
B)
(10) <=2y —n v~y b: #7288 (IWAKI #1:5)
(11) AEELE : 10 mL &, #7283 L <13 PP 8 (IWAKI #:%, AS ONE L&,
DURAN WHEATON KIMBLE #}#%)
(12) 87 522 :1,000 mL %%, 100 mL %5, 50 mL %%, 25 mL %%, 20 mL %. 10
mL 7. 5mL %, # 7 28 (IWAKI #:#1)
(13) @wLF =2—7 15 mL &, PP i,
ECK-15ML (AS ONE #:#1), 188271-013 ("5 4 F —#f:Hl)
1332-015S (7 b v v itHil)
(14) %H¥EEES 7 L+ MycoSep #150 Ergot (ROMER #14)



(15) TA4RARIZBRA VTS v 74 08—
MHFLEE 0.45 um, [ELE 13 mm, GL Filter PTFE Hydrophilic (GL Sciences #t:
)
HIFLEE 0.22 pm, EFE 13 mm, Millex-LG Philic PTFE (Merck 1)
WFLA 0.45 um. A 13 mm, DISMIC-13HP (ADVANTEC %)
(16) 74 AFK=¥F7rv ) vy 2mL%E, PP# (ASONE &, 7 e1L8)
(17) LC-MS/MS HANA T2 A7 28 v 7 LI FEO b o, b L < 13 PP #
(Agilent Technology #1:#!, GL Sciences f:#!, Thermo
SCIENTIFIC #t%!)
(18) LC-MS/MSHA~NA 7 F¥x v 7 Fx v 73 PPH, 7% LI PTFE/> ) o
vl
(Agilent Technology #:%!, GL Sciences t1:%)
(19) v~y +Fv 7 PPHEL
(GILSON #t#l =5V o —#t# AS ONE #:#, Eppendorf #t#, 7 + v
VL)
(20) HPLC H7'v % 7 4 : Phenomenex SecurityGuard Cartridge C18,
WEE2mm, & 4mm (P/N:AJ0-4286, By —z
¥ — k)
(21) HPLC H4% #» 7 2 : Phenomenex Luna C18(2), P& 2 mm, £ & 150 mm,
K& 3 um (P/N : 00F-4251-B0, Bty — v —:#)

4—4., FROFH
ARIICHE - TR L 233813, B I N2 RESLNT ol o »H 2R & &
%,
B, AEEF, BAKELRFRIUCTHOHNIEEL TH RV,
(1) 0.02w/v% IREET7 vE=7 24 (L¥ERBEE2HCCKRBT vE=TL02g %
IR 1,000 mL 287 7 X 2 ICEI L, MK TERT
%, B IZERG C~35°C) TRET %,
(2) 01w/ v% L(+)-7T2arvy fLERBEEAVWCLH)-TRare viiEolg %

EB AR — 100 mL 287 7 AL, A X/ —LVTE
KT 5, FERIZERG C~35°C)CRIEFT 5,
(3) A B 7 b =+ VL 840 mL. 0.02 w/v% ki 7

VEZY LB 160 mL A FNEFNARLY VX
—CTREL., BAET 5, #HEIT=ERG C~
35 °C) TIRIET 5,

(4) Az —nN/#AK1:1D)RKE  AZ 7 —21 100 mL, #fik 100 mL % 7 ZFh 2
A Y v A —TERL., BAHT 5%, A% IT=ER
(5°C~35°C)CiRET %,



4 — 5, BEEABOFHE

(1)

(2)

(3)

(4)

LLTo(1) s X2 oFE#ERK X, 2z nififltz, Bl RET 5, 3)205(6)
T CORAGEERR T, HEE, 1HoffHEREI L ICHFELUREL. ZERICRL %
BTN & LCHRE L 2w, REHRIZ. (DB X U0Q@)23#8% 14, 3)»
O FTEHRAHEIPAHLET S, WINDEHHE N (20 CUMICTRET 5, &
B, (MBIUCQ@) FHEHABE L, REIXL RV,

T2, Q)o@ T, BAREZFHLL THNITFHHUBILEHEL THR L,

B, WP TE, e —fLET TR BE~ORECHRD BRI ND, BR
DIRERER VBB FZEMICIFCHERSLETH S (80(2), (M),

I T an = v fEAE BEMT A A FERER 0.5 mg 28 % 0.1
IAT ) AT VIR w/v% L(+)-TRAare viEgGHE X X ) — LT
a-TNITT Y TFUREEREER RAV-—rEXy b EHAOTEEICDZ > THED? L

I TR Y R A, B LARERET7 7 A2 BL72®R5
Ty ARAER mL ICER L., ThieHEERIKE T2,

T x 3 v EE

(% 100 pg/mL)

I T aL = =y R E HEMT VA A A FEEFRFEER 0.125 mg 28
IAT2 ) RF = VAEEER % 0.1w/v% L(+)-T2AaAC VEEEHA X ) —
A-TNTZ Y FF o VFEREE L TARY — A=y AW TKEICH > T
i W LA, WL KR EERE 7 7 A3 L
TATRA LY = AR 7% 5mLICERL., ThE&IEEFRIKE 35,
IV Iy = VAEHERR

AT R I = R

(% 25 pg/mL)

EMTAATA FIBOGEER Trgal= VEEREE, ATy ) RF v

e (mix1-1) iR, a-TA= 2 ) FF /SR, T T A
(%1 pg/mL) MU VERHERWR, vy VIFHERIR, T X

IVEER R 2By P EZEe A 7 rER
Yy FEHAWTE 0.5 mL o887 7 2 a3 T
L. 0.1w/v% L(+)-7TRar e vgaa A x )
—AT50mL ICERL, T NEEATFEHERR (L
T Imixl-1] 2 w3)E 53,

ZAT A e A FERERRS sagar== R, tAT s Y RF= v

FREERIR (mix2-1) FRHEFR, a-zra2 ) 75 = VIR, ©
(% 1 pg/mL) TR MY = VAR, v Ty = v EEHER

W, Trax I vERFERE 2Ry P E
lE~A vy b 2HWCE ImL$o28E 7
FRAICERL, 0.1w/v% L(+)-7 2are v



(5)

(6)

(7

EMT LA B A FRESEER
i’ (mix1-2)
(% 0.05 pug/mL)

FHTAha A FEERES
REHEVATR (mix2-2)
(% 0.05 ug/mL)

LC-MS/MS HI5EFHZE /AT v
S1m A FIRAERERR
(e & R R HE VAR

Lv.1 (% 0.2 ng/mL)
Lv.2 (% 0.4 ng/mL)
Lv.3 (% 1 ng/mL)
Lv.4 (% 2 ng/mL)
Lv.5 (% 2.5 ng/mL)
Lv.6 (% 5 ng/mL)

BRaHEAR ) —ALT25mLICERL, Thiri
HARRAGEERERR (LA T Tmix2-1] &wH) e T
%,

EZAMT A4 FRAEERK (mixl-1) %4
t«vkiti747nt«yb%%mflmL
EEET7 7 AITERL, 0.1 w/v% L(+)-7 &
AN VIEERARX ) —AT20mLICERL.
INZRAEEARRCIT ITmixl-2] EwoH)ed
%,

EMTAAm 4 FEEREAEERRK (mix2-1)
EERErXy bl 7oy PEZHWT
ImLZ287 7 A2 L, 0.1 w/v% L(+)-
TARAaAVEVIBERA X/ —nLT20 mL ICER
L. Tz ZEREAFEEERCAT [Tmix2-2]
twnH)E T3,

EMTVh e 4 FIRAEERRK (mix1-2)1 mL %
EEEYXy FEhI~vA4 7y PEHWTE
B7 7 AL, 0.1w/v% L(+)-7 22
CVBER AR —AT10mL ICERT S
(Lv.6), UTRkiceEBr~<y bz~ A 20
vy P ZHWT, Lv.6 # 1 mL FJEELE I
BL. 0.1w/v% L(+)-7 2Aare vgaEa X &
J—nA1mLZMz7=dod (Lv.5) & 1.5mL
Z7bD(vd) %, ThZNABRE I ¥4 — TR
A3 5%, Lvid % 1 mL AEEILE ICERINL . 0.1
w/v% L(+)-TAar e vEgEHE A X/ — 1 mL
A CHEBE I 9 —CRAT % (Lv.3), Lv.3
% 1 mL K@ EICEIL, 0.1 w/v% L(+)-7
Zane viEEH A X —n 1.5 mL 22 TR
BEIFV—CiRAET3(1v.2), Lv.2 % 1 mL K
R 1AL L. 0.1 w/v% L(+)-T 22y
VEBEH A X —nA 1 mL 2Nz CERERE I X9
—TREAET % (Lv.1),

XLv.1 3 T IR SR, Lv.2 [ZER TR
EAH LR & 7 B,



(8

LC-MS/MS HIERZAMTAL  EATAA O 4 FEERBESEERK (mix2-2) 1
A FPEERBESEERZKR mLreBvrvylrIrii~ o<y %M

(e 2 4 P R TR VR R WTRE 7 I 2L, 0.1 w/v% L(+)-7

ZanEVBEEHEAX ) —AT10mL ICERT
Lv.le (% 0.2 ng/mL) % (Lv.6e), UTRRICEEBLY <y FEid~A
Lv.2e (% 0.4 ng/mL) rav~y FZHWT, Lv.6e % 1 mL HERIL
Lv.3e (% 1 ng/mL) BICERELL . 0.1 w/v% L(+)-7 2 a A v Vg
Lv.de (% 2 ng/mL) FAZx/)—n1mLZMz7zdD (Lv.se) & 1.5
Lv.5e (% 2.5 ng/mL) mL Mz 72b O (Lv.de) . ZNZNWHBE I ¥
Lv.6e (% 5 ng/mL) —CIRAT %, Lvde % 1 mL AUEEILE ICEREL

L. 0.1w/v%L (+)-7Rar e vEBahra At x/
— N 1mL ZMx CilE I ¥V —CRAT S
(Lv.3e), Lv.3e # 1 mL FLE@IE ICERILL |
0.1w/v% L(+)-TRarv vBEaE xR ) —0L
L5 mL 2 CHBRE I ¥ 9 —CRET 2
(Lv.2e), Lv.2e % 1 mL IJEZEE ICERAL L |
0.1w/v% L(+)-T2arevBaEa Az /) —n1
mL ZiNz CHAEBE I F 9 —TiBEET 5 (Lv.le),
XLv.le [dHH FERMEMA S ERE, Lv.2e (3ER
FRAEAH S IREE & 72 5,

4—6. AR

(1)

(2)

WYy 7)) v 7FETE ey PO RIE Wiz/NEXE (FRD AT, L
ToX) L Ch O T 2, thomirk, BAHEERC 254
. Ao -T2 7 -2 %0, H-EAHEETE 2L CH 2
TeERMEAET AL, WAL 20— flE LTk, 4 -7 Q)HEEIFM@WIHET
AL 23 e Td Ry,

Zed. TRLOMEE L FEFICHE. BE. WEA S 2R B2 Z#E L 28561,
ZDFEEoMrictd s,

K s

AEEEL 10kg U TOGHIXEEX ML, 10 kg BOEE X 10 kg Z @Y ICEK
L ThEL Td X,

¥yt 7 i

Fif% 0.5 mm DAF & TS %,

BIR L 7@ Dt (LiFESES) Z2Hv284813, 0.5 mm ¥4 X227 ) —
VEIRD BT 5, (NE24 Kow — 2 %Y fF1F T 16000 [0/ 5 TRy
T35 & AR

BH2 O 2856, 2BBOMIAERE LT R, bbb, E928%



(3)

(4)

e Chifg 1.0 mm~2.0 mm F2R) L. KICHBMFEED 4 kg BLEZ L
T, 52 0.5mm L FE M2,

HEl GRG) Hik
Fife%x 0.5 mm AR £ oL 23lkhi3, IRAEZEZHWCeER2RAT LT
HET 5,
IR L 7= iREHE 2561k, BikEzZz 2 e—Fer 2+ 2 (246 [HE5/5)
h%/FLTS\utW@é%é

fhoEAHE MV 25613, REFEZZE L CGRAEZMABEL, RitEGTh
T3 k%%E?é L,
(S EVRES

THICLERVZFLVERTI AT T ey AR T RS ICERERE L, AL
KA E SRR L, % (—20°CULT) ICCTRET 3,

4 — 7. GWE~DZRERIE

(1)

(2)

TR DM o THNE D BAE X BGEET 2, AT, 77 v 7
Bl asmENGREBRF R 2 w2, 72720, B2 & otk o R OF
FE) ofEEiciz, BAGEEMEZH W 2 BEE Ly,

B, RFMEEARDHEEYNICHER I N ERTETCWEI2E2RIET 20 TH

D, ZUMHEERBO —HTclih T LICEET S,

77 v 7Rk

KEMT VA A A FIRERSHEOHRE TRIERTG L 72 5. £ 7213 EHIRE R
AR 07 - ERICEE L b wRElk 2z 77 v 7ilkl e 35,

277, EATAAu A RBPBRB IR %2 77 v 2R L X3 25 RV

Hlx, TP ER D TR RS EAT AR, FRKETHEZ & EHERL, &6
. ZOEHERENSHMEINGABRO ERICHE L AW L E2RIET 2, 20X
77 v 7kt mMENGAEE T 3 2 B2 13, 8 (6)HZSHT 5,
a0 E R P AR o
77 vk bR L LCHER L ZAR (4 -8 (2) QHEZBI) X LE
ETIRME L FBEE RO 20 (558 CK) 742 X5 ITEEREEZRM - BE& L.
30 SrfEIAE L 72 D @ Z g e PGRER Rk & 3 5,

IS I NI & 1 PRt icm 3,
. mixl-1 & mix2-1 KU mix1-2 & mix2-2 1ZBEET. FHZF nadsnmEIE

BREAT 9,
i ISR L IR
(ng/kg) (mL)
mix1-2(%% 0.05 pg/mL) 2.0 0.4 mL
mix2-2(% 0.05 pg/mL) 2.0 0.4 mL
mix1-1(#% 1 pg/mL) 40.0 0.4 mL
mix2-1(% 1 pg/mL) 40.0 0.4 mL




(3

(4)

MK SOP T IER FIRMED 20 f5HEE (40.0 pg/ke) 1o 3513 3 FA B IL—
Ble LRz, GHRESHRIEEL D EL C@uBaE. 2 OWmEs 5
—CE B X A VMEIGRER R § 5 & DI LRI 2 2 ¥
7ZixEmTsz e,

H 2875 Btk o 2 4R

EMTAAA FREFEINTVWEXRETH Y., 22, KOWE L RO,
BEINLZXERE 77 v 7k 2 BRERHE L LT, A SOP O FIHICHE > T
abricE L. B BE) oEEZ1T 9.
ARGEARBRAFcE R nga GUREIREEZER 2 &3,) O thretRar e
D i

77 vk (b LI FEE) o d4kg L EIcH L, ERT A4 FiEE
W EARML, 30 pMMEST 2, SEZHEHEY THIE - BAELEZbDZ, K
SOP O FNEIZHE - Tobricft L, HEME FEE) oMiEz{T9.

4 — 8. HTERAE

(1)

(2)

W

AR S RIET v E= Y LKBRERT 2 =PI AVTEATAIBA N R

M L. ZHEED 7 LI TR, SRRk n~ 777 2 v T LB RSNTE

TIRERE S 2,

HFF IR

@ bR % v CEBREVE 10.0 g (10.00 g~10.04 g) % HRELL . ke =
77 Al ANd, (MaeslBrARRNE, 4 —7(2) HIHE > TERIEL. o7
T L CHERR T 2 MR (Procedural recovery) D¥&134 — 1 3HICHE - T
BIFET5,.)

@ AR 100 mL # A2 ) v A=tk Y, RO Ao =A7 522
L, % L 2 8%IciREH % Fv T 250 [B/4)C 30 2 [EMEE IR S5
35,

@ IREBORE L HHEEDORAY O 9 B 10 mL 2iE0F = — 7 IR L .
L HERE & AV CE OB (3000 [BIER/4r. 540D L. iR e 3
%

@ MK 6mL 2T Ay T —va vy TEHRIEEN 7 LIHET 25 2 — 7 I
T2, SHEEH 7 L% F 2 — 7 I LIAA 2%, HEEILE IS S ¢, K



VD@2 ) 4 mL ZEI L, ZhixEHKE 35,

® BEHEEZRBE IFH—CTIRAL. 2mL 22Bvr Xy bE/kid~v( 2
vy b CHIEEILEICE B,

© T DEIE % BRI (45°C) KRB L. ERXMCHRELRES
%o

D HEIC0 1w/ V% L(+)-TRarE VBBERA X ) — LBy T/
~A7vv<y bTlmLBpMmL, dABEI XV —CTRAELEZ. b2y
RS Ve I T C X BT 2,

® TARIMMAVT I VT ANE—%E LT 4 AFR—FT ALY v DA
LIOVICIRIRIR Z /B L . LC-MS/MS i ANA4 7RIS 7T v ¥ % % v BRI &
%5,

@ 50 N7-ElE BRI E 75,
B, REREH O OW N RV EEE S REMROF % B2 2 lRetE» H 55
Hld, 4 — 9 OREHERTIC, HBRBRRO % 0.1 w/v% L(+)-7 2 ar e
VIBEEA X ) =V ERA L APEBRAREFHEEL TH v,
v— 27 OFMSMAE 4 — 1 1(2) H, FPU73EE 7 ()T L OMIESA1E 8 (4)
Hx 2,

4 -9, 5Bk - AIESH
(1) LC i X 2 5r8Estt

TTEER A T A Phenomenex Luna C18(2)
M 2 mm, £ 150 mm, K% 3 pm
H—=Nh7 A Phenomenex SecurityGuard Cartridge C18
W% 2 mm, & 4 mm
717 L RERE 40 °C
BEHK 77T b A 0.02 w/vWIRIET v & =T LRI
e B:LC/MSH (b L IEHPLCH) 72 bF=F
Jo
0-30 min A:B(75:25) —(20:80)

30-30.01 min  A:B(20:80) —(0:100)
30.01-35 min  A:B(0:100)
35-35.01 min  A:B(0:100) —(75:25)
35.01-48 min  A:B(75:25)

FAE 2 puL

MTRES 0.2 mL/min

7V EA L 48 min

= — P BEHAR AR =0 Rk (1:1) IR

e by TR 4°C



(2)

BEMNEHC X 2HE A A+ v

HIE € — F LEKISE=4Y v 7 (AMRM)
AFvibE—F L7 btur2x7L—A4 414k (ESD) &
A F v HgE Positive
HIE A v &t LLFOMEEA A v b, EEA A v KRR A
FVERIBEETDH L,
Paami e 7" Vh=¥-4tv VARV SAVE

Iya ayzy 562.2 544.3 223.1 305.1 208.1 277.2
ya apzzy 562.2 544.3 305.1 223.1 277.1 208.1
a JYAFy 610.2 592.3 223.1 305.1 208.1 325.2
va JYAFzy 610.2 592.3 305.1 223.1 325.2 348.2
o -Iva 77 576.2 558.3 223.1 305.1 208.1 268.1
Fv

o -Iva 77 576.2 558.3 223.1 305.1 291.2 208.1
F=v

va ApYv 326.1 223.1 207.1 208.1 197.1 182.1
ma Ay 326.1 208.1 223.1 180.1 191.1 153.0
a vy 548.2 530.3 223.1 208.1 268.1 192.1
Iva yzy 548.2 530.3 223.1 221.1 192.1 208.1
v zlv 582.2 564.3 223.1 208.1 192.1 221.1
va alzv 582.2 564.3 223.1 297.1 221.1 192.1
v — 7 R et

v — 7, AL — Y v I ROR/MEHME S ETEET 5,

4—-10. REROEBRK CRHBARHRE O HE

(1)

AR O E R
4 =5 (NHEOFECHEL 72 LC-MS/MS HIERZ AT vh v 4 FIRAEEERRK
Kktrd —5(@)HEDFNECHFHB L 72 LC-MS/MS HIEHZEA T A v 4 FEEERE
BIEERRE 4 —9HDOEMATHIET 2, 4 — 1 0 Q2)HDNEFTHIE L 7z Lv.1
225 Lv.6 KU Lv.le 2> 5 Lv.6e DIFMEREbFObNzs/n~ s 77 LD — 7
HfEZ Y fif], S EERREE  Xihe L2 RRER (1 XRX) % Microsoft Excel 7z
DOV 7 TR TR/ANFETERT 5, b, MEROIERITDITO
WEFEM L, EATIIITHT. REMRE0.990 U L2k T0ER D 5,

(FHE0)
[Y=aX +b]®
O X RERAEERROFRTNIEE (ng/mL)

Y RERIEERRO v — 7 1A



a  fHZ
b+ yUlh

(2)  GRBRIEWR IR o HlE
HIE R RIATFERL A EARR R S IC X o THIEY — 7 2 v 2 ¥ e @ticild 2
Lo HENEZ SRS B — iy il % R,
LUFOBEERTICIE, H—y =2z v 2 ETAhnded 1R EFEAREZITV,
WEPLEL TS Lx2EERT 2 (BonT7T —XIEAEMET2), LC-
MS/MS HIZERHZEAT Vv 4 FIRGIEERKE Lv.l 225 Lv.6 XU mix1-1 d L
<Id mix1-2 Z w7z W EE 2 & DA EGRBE R (KIRE 2 L SiEE
DIE) ZHEFT 5, K< LC-MS/MSHIERZMT Va4 FEEERBEAEE
B Lv.le 25 Lv.6e XU mix2-1 B L { 1 mix2-2 ZH W70 2 & ICiER T 3
[FYF# (Procedural recovery) %AUEW&?EE?}? R (RIRFE 2> O ERE D
JIE) % HIER. BERMO SN REZ D 2 56 3o oRBEwR., 77 v 72
Akt o FER A TR O NI HIE 3 % 6

(3) #EoavFiva=vy [HEFRHE]
LB O HEHEG 13, MIREOLH A L O R 25 X TAEENES D B 20,
e L Coabr 3 2 R % il R (10 M) $32EEELV, £/, D
Frif-CRREREELZ R L BT, Ee 2 IO & TR E IC# L 72 X
/T%/X%ﬁw\&E3/74VH:V7%EEK?50
¥, TEEOVEEHNII AT ISR T,
A K
B:LC/MSH (3 L<IRZHPLCH) 7b=FVU

0-60 min A:B(75:25)
60-60.01 min  A:B(75:25) —(0:100)
60.01-90 min  A:B(0:100)

4-11. ABRBRBEEORH &

(1)  HAEHAREE R AL
%EﬂkﬁDVFﬁibmkmf\iﬁ?»ﬁﬂ%F@ﬁ%ﬁ%&#ﬁ?é%E
— WS, 4—10. (1) DHEIZLVELWEREGRLS., HBBEROZE
BT AT a4 FERE(ug/mL) ROEEMAT Vv 4 FEREREE (ug/mL) 2 2 1
Tk 5,

GHRE=D

[x=(y—b)/a]?

Pox o RABRIATREE (ug/mL)
y @ BB O v — 7 A
a : fHZ
b yUlhk



(2) FREERAMR % RRs T L 7256 IC R~ & ¥ — 7 [t
BB O HE L 256, W—0XMAT rv 4 Fickw» CREMRHEFHN T
RERHER Y -7 HEBRONIHARH D, wThov—2 b RENR L
LBald, XY RERY—ZJHEZRT 7<=t 7 2L CERLORDZ T
%

4—-12. FRHEEOHEN

(1) HEREE OB TL
KA LV RRFOREEMT LI B4 FIEE(ng/kg) R UEEMT LA B 4 FE
PERIE (ng/ke) R SIS 2. b, ER FIRCRI OB K1 6 (QIHICHEL
%
(GHE =0
SEHIEE (ng/kg) = AERATRILE (ng/mL) X 1(mL)"*+2(mL)™
X 100(mL)"+10(g) " x A=K
BRI OB, Y, R ER, CCBURHRIREL, (ng/kg & ng/g 131
HAT)
¥ FHERIZ7TIHQ) 2 SIH

(2) E#ETE
UERRE 23 FIREAREG O 5 a1, <HH TIRME & LTl 2.
BRI 23 Bt T IRMEL B o R FIRMR M O B 413, #effie () PIc An
TERLH T %,

4—-13. T L icHER T 2EIE (Procedural recovery test) D FEJ
(1) W & DM DB IR ik

SO, L T L CRICR ST RMEINGE 2 Eiti 3 5,

O AT 5L, 77 v 7B R ERT 2,

@ ZATAAv A FERAFEEERIOCEMT V0 4 FEEREBSFERRE Z
nEnHEmMmL, 5978 T1) &35, BIMREIZ. 2IBEL T3, 0Eolk
Em PRIBE S 35, b9 0 & DEHEMENERE S N2 I3 B EEHE S IR
L, BEEARBFEOGAFIERETRRED 105U e L, 4—7(2)IHIC
NTERE (40.0 pg/kg) 2L TH X,

77 v 7@k RIS g %,

KEHTAAIRA FROEEMAT AV A FEEERORBINEZ Z W ENEHT
%,

7B, aBRIEGRE N RRHRE O MUGERMIE X fTh R b D &3 525, o
Z EICHERE S 5 AR (Procedural recovery) 23, Codex Alimentarius
Procedural Manual (Procedural Manual | CODEXALIMENTARIUS FAO-
WHO) ICHUE I NARAETE 2GR OHFHANICH 2 2 & ZiERT 2 HED
»5, 722 D Procedural recovery 130T R & & D ICEEHKT 5,

® ©



https://www.fao.org/fao-who-codexalimentarius/publications/procedural-manual/en/
https://www.fao.org/fao-who-codexalimentarius/publications/procedural-manual/en/

(1)

(2)

(1)

(2)

7 — X e
F— XY 7 b (& L £ 1 Microsoft Excel) #f#i->T{79, 4 —1 1HEHMU4
— 1 2 TR L ZFHREAR KM I N T2 T & 2 fERT 5,
HEMEIX. FEEEMED+0.4 %UNE T2, &k, RERHICIIHFEBEE 10.0
g zHwd,
TEREH X7 — 2 LHEE (35 L < 1X Microsoft Excel) Ofix W TK®D 5,
1) HE#H (Y =aX+b)
2) BFHEYVE o v — 7 R & PR FEIRF
3) MEERE GREBARREE. SRR
4) PIEFRBU(r?)
5) [FUNE (%) = GRIERE FHE1ME / BEmEE) X 100
6) HXEEHEMR 722 (%) = (e £ / “FHfiE) X 100

BfE 0 B v

%7 — 2 DB IE

AEHRE ORIV 2 MAEME. H2, Uk M OCHEBEIREL X, Lo 28l T
I EEr O I N EEE VS,

FEfE, R, RS REZOREHICHV 2EHEE S . ZHE-rOH 1T
EMEERCCHEBE L, RREEEROAER TIRMEDO X DM CNESLITE 2
7)) ZPUEERAL TA® %,

7272 L. Procedural recovery DR % 13 U ® & 3 2 SN EIGER 13 T L Ic #EJ°
%5

R DRI 2 3EHRE O BT DM, €8 TIRIRERINO LG X
2 M. R (Bl A XER T IRMED 20 f5RERM) OG&IE3ME 35, %47
LEMBTF OHBDO—> T O ZMWETLA L, ZRENND EEZ 5,
SR L % DA IR HENR 2212, &4 D [EINER O /NS LUTF S 2 (% s h
AL TAD =Ml W THRIT 5,

BT — 2 DFIRFIE

& S O] 3l NI TR E FR (1) 1. Microsoft Excel % TfF & # 7= $Ufifl D /NI
LAF 347 UNBUELATE A M2 A A L TD 72fH) 2RRflEL 35,
AUEHEE X, NBURBATEE 1AL ONBURBATEE 2 ML 2 DU H A L TALD 7-1H) %
FRMHE T3, 2R, ERTIRMEY FE 2841, 412 QEOEICHEL
THERT %,

AINEPGRER O GURHEE 12, E& THRIBERMOE A, /IR LAT 360 UL
RUATH AN 2B AL ThHO 72ME) . &iRE (B2 I3ER TRMED 20 fFiRE
A oA, NEMUTE 16 OMNBURAUT S 2 fiz PR LA L CTAL®D 72
fill) #FRnfEL 325, BEUEROCFEEINE, SHERZE, SRR ZE 2N



(1)

(2)

AT 1462 ONBURUATEE 22 PURE H A L CHO 72MH) 2 FR{E L T 5,
ZoMD T — 2 IEE., HWICAEL 2 (ZF0—2> FTOMTHELAL TR
DfE) TEILTIEIL, RBE2HOT—XONMEAADHER, HHDO—2F D
K230 £ 5 DT Lk dznEait, JISUSO) D EUE D AL Dd DL
—AED S B L EWBEIC D AL —IichiES (0F 0. FlziE 1.25 L
Z 1.2, 1.15 oEAEIF 1.2 10 %),

¥ 1 JIS Z 8000-1 : 2014

7 — X ERFEHE

P S OER ] i v

TR ICBERD - GE R, TORKRKCRECE Y UTowT ez EhL

WY T — 2 %155, 7272 L. FEANGRBAERR R o (R17 77 55 I O 77 1118

KHET D L&,

O FHEN - Eoh=2ru~< b 27 LA0FHE X T ICHERT 21T,

@ HEA:BondAREHFEALTCZDOT — X 2T %,

@ ot s AR N 2E R SRR O RE - HE F o —HEOBE LY BET
Do

LTogald. 7— 2% A RHE L. 8Oz ElT 2,
O A SOP | L 7253 T #AE - WESMFIC B T 2001, WO 27 NAsiI7e 3 A&
(FEIR, fiRERIA, HIEY -7 v REF VY ITAMEI 2 E), R
BN O BE L EACIBMOREDE G,
@ HFHfTL CHEAEL 72HIR (Procedural recovery) 7% Codex Alimentarius
Procedural Manual ICHE X 172 ZA TE 2 mICGREOHHZ N 7z55,

BB, T XA AERMAENRELGE R, BEDORRKRKLUERL 28EK R D
kTS5,

RERIAR D 75 E

&R CHBRATR S E MR O #iPH (EIRE) 2 2 T L 28& i3, £
LWnwZ &Tidavny, AR EEARL 2%OME DS L IXHINTE 1T,
BRoOBHNTERT 5,

(7RG ARG 10 5]

AR L D 100 p L ZIEREICHELL . BFas (Bl z1E TLC-MS/MS Fi~4 7
A AR, 0.1 w/v% T Rane vEBER A X7 —A 900 uL % IEMEICNZ 72
DHLRBE I FF—FEFHOCRAL, MEHARBRBERE T2, @REE : 10

&) b, ZOBOREEEORHIZ4 -1 2HICX VTS,



(1)

(2)

(3)

(4)

(5)

% ofts, FEEER
SritiE o i
2008 (*F-5% 20)4F Anal.Bioanal.Chem.,391,563-576.
Krska R, Stubbings G et al.,
Simultaneous determination of six major ergot alkaloids and their epimers in

cereals and foodstuffs by LC-MS-MS. (Simultaneous determination of six major

ergot alkaloids and their epimers in cereals and foodstuffs by LC-MS-MS -
PubMed)
2010C°FRE 22)4F 2 A 11 BT F 4 v Y = 27 FEfiffF 52 AT (BR)
WIEREERES [RAThoZMT A0 4 F Dok

(Analytik und Vorkommen von Mutterkornalkaloiden in ausgewihlten
Lebensmitteln, BMEEEAERY A7 4 1 BaR2FERIEHREM)

EHRTARLER I O 8 & fRTF

BERHEERBIC BT, T 2 A% K ORHEREIC X o T — 7 M5
VI BARENED D 5, HEICH VG 2 ERIT. F—FMOEHRTE R EB VR vER
Db DZHET 2, b, FRBIIATERBRYECLICHEST 22 L REE
ns,
6 RiREDREMICE T 2 ERELFONRVGE
6 RURFE DREMIC BV CEMRIE (BRIERE 0.990 LI L) 23/7F oz nwBHait,
Lv.l (4 L<iELvle). Lv.2 (b L <k Lv.2e) &0 4 REM L CHREMRZE
K352 & CEHMRELFONZGEEIE., TOMEBMTERL T RV LLET
5, LRELZDERICEBNCE, BBAR»R/ONS ©— 27 MESRERD K
RKEEOY — 7 HBEZB25 B8R L2545,
BRI o HI7E
AP TiR, s —fLETThL, BR~DOREPHELBEINDG, BIRD
RERE M ORGSR FEMICITEE L. SUBARTR R T E L 2 lET 5,
WL 7eA =+ F v 77 —hThoTh, HHL THO—-HEERE L 723 5A
Wiz, ze~—ALCHBOBNDEDH 72O FAICKLEERITEITEINEZTDH
%o
o T, MEREHZEL CHRRSBLETH B 2 L2350 - e alBial GUED
3 D THD 2T, BEINZRELOFEH L CHANCHFRL 72 O %2 |
ET LI ERET LWV,
B, BROFHREERORBIAR ZIE L 25A T WINOFHR T RERE
PN CTERTRERG G X, FllZHEBOR VIR XY -2 HEIREWIZ) D
T2 EHAWCTERT 5,
AMENGRBRICB T2 v~ —¥Y — 27 DOER
ASINENGRER 1< B\ TR E LA oA 2 FR L Coth 35 2 Lic X
., LC-MS/MS TG d 3 T v~v—04K L CwaHE, 2o 20 - &8
THIEDHTES, 2L, EROFHICIE, BMLAFEEYHO Y -7 D i
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FHWSZ LT3, WnT 2z ~—20HTE -G53 EEL. E[EE L
TRiix L. Bat&ER L 35,
(6) INEIGER I 351 2 %G
EBA AV, RAAVZEECA A VIBEROIAA VA7 FT L, $/201F, ¥
— 7R B L ORFEREE 2> S O 2 I AR ER S NN R E 3 R X 7z
i~u zov—2mHED L IFEBREERE., BAREFOCEMIIZNG D
— 2 %FZLBIELC, IME2LLHELNLEIEKERD 5,

9. &% (fEFIHE LC-MS/MS & HI5E %)
9 —1 Agilent 6460 TripleQuad LC-MS/MS (Agilent Technology %)
(1) HEEHK

B A v 7 1 G1312B 1260 Bin Pump (Agilent Technology #1:%1)
Wi 2 © G4225A 1260 HiP Degasser (Agilent Technology ff:#)
717 LEHEAE 0 G1316A 1260 HiP TCC (Agilent Technology #f:%1)
A—b+FH v 77— GI1367E 1260 HiP ALS (Agilent Technology ff#)
7 — ZJLHEEEE 0 Mass Hunter (Agilent Technology #:84)
2 v 7 LIV B HTEE ¢ G6460C (Agilent Technology #:%1)
EERHNAFEREE © AT-30NP-CS (=7 —7 v 7 #4)
ERNAKR Y0 M 99.99995 vol% LA E
n—xY—xKv7: MS40+ (Agilent Technology #f%)

(2) EEHWEHC X 2 HlESM:

HEE—F LEGE=42Y v 7 (AMRM)
Ax+vfee—F TL 7 bmrRA7L—A4F v (ESD &
Gas Temp 350 °C
Gas Flow 11 L/min
Nebulizer 345 kPa (50 psi)
Sheath Gas Temp 400 °C
Sheath Gas Flow 12 L/min
Capillary 3000V
Nozzle Voltage 500 V

2y Y a v AHETE BEREHAR YR

HIE A A v St KEPERAA V. ZOfIIERA A4 v

L& 7" Vh-9- 7" u¥ 7h 777" A/b al)y’ av Cell Acc. Polarity
AtV AtV BEWV) THVE - )
V)
Iva’ apzy 562.2 544.3 154 12 4 Positive
562.2 223.1 154 40 4 Positive
562.2 305.1 154 24 4 Positive




562.2 208.1 154 60 4 Positive
562.2 277.2 154 28 4 Positive
va’ apzy 562.2 544.3 154 12 4 Positive
562.2 305.1 154 28 4 Positive
562.2 223.1 154 40 4 Positive
562.2 277.1 154 28 4 Positive
562.2 208.1 154 56 4 Positive
va’ yYrfy 610.2 592.3 154 12 4 Positive
610.2 223.1 154 40 4 Positive
610.2 305.1 154 24 4 Positive
610.2 208.1 154 60 4 Positive
610.2 325.2 154 28 4 Positive
va yYrfzy 610.2 592.3 154 12 4 Positive
610.2 305.1 154 28 4 Positive
610.2 223.1 154 40 4 Positive
610.2 325.2 154 24 4 Positive
610.2 348.2 154 24 4 Positive
a-Iva yy7 §v 576.2 558.3 154 12 4 Positive
576.2 223.1 154 40 4 Positive
576.2 305.1 154 28 4 Positive
576.2 208.1 154 52 4 Positive
576.2 268.1 154 24 4 Positive
a-Iva’ Jy7° Fzv 576.2 558.3 154 12 4 Positive
576.2 223.1 154 44 4 Positive
576.2 305.1 154 28 4 Positive
576.2 291.2 154 28 4 Positive
576.2 208.1 154 60 4 Positive
zva’ ARy 326.1 223.1 154 20 4 Positive
326.1 207.1 154 48 4 Positive
326.1 208.1 154 32 4 Positive
326.1 197.1 154 24 4 Positive
326.1 182.1 154 40 4 Positive
va’ ArY=v 326.1 208.1 154 28 4 Positive
326.1 223.1 154 24 4 Positive
326.1 180.1 154 44 4 Positive
326.1 191.1 154 48 4 Positive
326.1 153.0 154 60 4 Positive
va vy 548.2 530.3 154 12 4 Positive
548.2 223.1 154 36 4 Positive
548.2 208.1 154 56 4 Positive
548.2 268.1 154 24 4 Positive
548.2 192.1 154 60 4 Positive
va yzy 548.2 530.3 154 12 4 Positive
548.2 223.1 154 40 4 Positive
548.2 221.1 154 56 4 Positive




548.2 192.1 154 60 4 Positive
548.2 208.1 154 56 4 Positive
Iva’ Ay 582.2 564.3 154 12 4 Positive
582.2 223.1 154 36 4 Positive
582.2 208.1 154 56 4 Positive
582.2 192.1 154 60 4 Positive
582.2 221.1 154 56 4 Positive
Tva’ x3izy 582.2 564.3 154 12 4 Positive
582.2 223.1 154 40 4 Positive
582.2 297.1 154 28 4 Positive
582.2 221.1 154 60 4 Positive
582.2 192.1 154 60 4 Positive

v — 7 iR A

v 7. AL — Y v I ROR/MEHME IS ETEET 5,

9 —2 LCMS-8060 (BH:SU{EpTstal)

(1)

(2)

e

KA Y 7 ¢ Nexera X2 LC-30AD, &8/ 4t #il
DGU-20A5R, B8 i -
717 LEIERE : CTO-20AC, Bl {E fr 5l
NexeraX2 SIL-30AC, B8 Tt #l
T — ZWLEEAEE ¢ LabSolutions LCMS., & Et S fr - 8l
Z v 7 LRGBS NE 0 LCMS-8060, il /E iyt #il
ZEHEHN AFEESEE 0 Genius 1061, PEAK Scientific #8
THAITYHARY X
SOGEVAC SV40-65 BIFC, Leybold # !

i<

F— by T I

g—xY—FKv7:

HEo ettt
HIEE—F
A+ fbEe—F

NIAA4 v 7HRARE
b —T 4 VI HARE
fvir—7 x4 REBIE
AV RER—=T x4 RRE
It s A 3

DL i#

t— bt 7uy 2EE
CID # 2t
N—T 24 A

FEE 99.999 vol% LA I

%ERKIGE =2 Y v 27 (MRM)
L2 rux7FL—44 v (ES]D) i

3 L/min
10 L/min
10 L/min
3kV
300 °C
526 °C
250 °C
400 °C
270 kPa
0.5 sec




a V)Y a v AR

HIE A A v 4t

TAIT AR

RKEDBERA A V. Z OMIIHERA A v

((#A=x7EA 7" Vh-4- 7 u¥ b ayy’ av Polarity
Aty Aty ¥ -(V)

va’ apzy 562.2 544.3 12 Positive
562.2 223.1 40 Positive

562.2 305.1 24 Positive

562.2 208.1 60 Positive

562.2 277.2 28 Positive

Iha’ ap=zy 562.2 544.3 12 Positive
562.2 305.1 28 Positive

562.2 223.1 40 Positive

562.2 277.1 28 Positive

562.2 208.1 56 Positive

va’ yYrFy 610.2 592.3 12 Positive
610.2 223.1 40 Positive

610.2 305.1 24 Positive

610.2 208.1 60 Positive

610.2 325.2 28 Positive

Iva’ yYrFzy 610.2 592.3 12 Positive
610.2 305.1 28 Positive

610.2 223.1 40 Positive

610.2 325.2 24 Positive

610.2 348.2 24 Positive

a-1va 17" §v 576.2 558.3 12 Positive
576.2 223.1 40 Positive

576.2 305.1 28 Positive

576.2 208.1 52 Positive

576.2 268.1 24 Positive

a-Iva’ 7)7° §zv 576.2 558.3 12 Positive
576.2 223.1 44 Positive

576.2 305.1 28 Positive

576.2 291.2 28 Positive

576.2 208.1 60 Positive

va ApJy 326.1 223.1 20 Positive
326.1 207.1 48 Positive

326.1 208.1 32 Positive

326.1 197.1 24 Positive

326.1 182.1 40 Positive

va ApY=v 326.1 208.1 28 Positive
326.1 223.1 24 Positive

326.1 180.1 44 Positive

326.1 191.1 48 Positive

326.1 153.0 60 Positive




va’ vy 548.2 530.3 12 Positive
548.2 223.1 36 Positive
548.2 208.1 56 Positive
548.2 268.1 24 Positive
548.2 192.1 60 Positive
mwa y=y 548.2 530.3 12 Positive
548.2 223.1 40 Positive
548.2 221.1 56 Positive
548.2 192.1 60 Positive
548.2 208.1 56 Positive
ha’ a3y 582.2 564.3 12 Positive
582.2 223.1 36 Positive
582.2 208.1 56 Positive
582.2 192.1 60 Positive
582.2 221.1 56 Positive
Iva’ alzy 582.2 564.3 12 Positive
582.2 223.1 40 Positive
582.2 297.1 28 Positive
582.2 221.1 60 Positive
582.2 192.1 60 Positive

v — 7 B &t
v— 7k, AL — v 7 ROR/MRHE IS ECRET %,

9 — 3 SCIEX Triple Quad 5500+ LC-MS/MS, (SCIEX #1#)
(1) SEIE K
WA~ 7 1 Exion LC AD AD Pump, SCIEX #}#l
Mt 2% & @ Exion LC AD Degasser, SCIEX -8l
71 7 LEEFE @ Exion LC AD AC Column Oven, SCIEX #-#!
A —+r¥% v 77— Exion LCAD AD Autosampler, SCIEX #f:%l
T — ZALPREEE ¢ HIE Y 7 b ¢ Analyst 1.7.2, SCIEX 8
fERT Y 7 b @ MultiQuant 3.0.3, SCIEX #:8
£ v LRV BN EE ¢ SCIEX Triple Quad 5500+ LC-MS/MS, SCIEX #4l
EHRN AFEALEE © Genius 1024, PEAK #:4!
n—xY—xKv7: MS40+, Agilent Technology #:%!

(2)  HEEDWESES

HEE—F GERIGE=2Y v 7 (MRM)
AFLEe—-F T2 tux7L—4F A (ESD &
Curtain Gas(CUR) 207 kPa (30 psi)

Collision Gas(CAD) 62.1 kPa (9 psi)

IonSpray Voltage(IS) 3000 V



Temperature(TEM)
Ion Source Gas 1(GS1)
Ion Source Gas 2(GS2)
a )Y a v AMEIR

HIE A A v 5t

400 °C

345 kPa (50 psi)
552 kPa (80 psi)

ERALRKE

KEDBERA A V. Z OMIIHERA A v

ftL&m4 7" Vh-94- 7" g 7h DP EP CE CXP Polarity
Aty iy (volts) | (volts) | (volts) | (volts)

ha’ anzy 562.2 544.3 55 10 25 10 Positive
562.2 223.1 55 10 45 10 Positive

562.2 305.1 55 10 40 10 Positive

562.2 208.1 55 10 65 10 Positive

562.2 277.2 55 10 40 10 Positive

va’ ayzzy 562.2 544.3 45 10 25 10 Positive
562.2 305.1 45 10 35 10 Positive

562.2 223.1 45 10 45 10 Positive

562.2 277.1 45 10 40 10 Positive

562.2 208.1 45 10 65 10 Positive

va’ yYrFy 610.2 592.3 45 10 25 10 Positive
610.2 223.1 45 10 40 10 Positive

610.2 305.1 45 10 35 10 Positive

610.2 208.1 45 10 65 10 Positive

610.2 325.2 45 10 35 10 Positive

Iva’ yYrf=y 610.2 592.3 40 10 25 10 Positive
610.2 305.1 40 10 40 10 Positive

610.2 223.1 40 10 45 10 Positive

610.2 325.2 40 10 40 10 Positive

610.2 348.2 40 10 35 10 Positive

a-1va 197" § 576.2 558.3 70 10 25 10 Positive
v 576.2 223.1 70 10 45 10 Positive
576.2 305.1 70 10 40 10 Positive

576.2 208.1 70 10 65 10 Positive

576.2 268.1 70 10 35 10 Positive

a-1va’ 7Y7° § 576.2 558.3 60 10 25 10 Positive
=y 576.2 223.1 60 10 50 10 Positive
576.2 305.1 60 10 40 10 Positive

576.2 291.2 60 10 40 10 Positive

576.2 208.1 60 10 65 10 Positive

va’ AhJy 326.1 223.1 65 10 35 10 Positive
326.1 207.1 65 10 55 10 Positive

326.1 208.1 65 10 40 10 Positive

326.1 197.1 65 10 30 10 Positive

326.1 182.1 65 10 45 10 Positive

va’ A=y 326.1 208.1 50 10 35 10 Positive




326.1 223.1 50 10 35 10 Positive
326.1 180.1 50 10 55 10 Positive
326.1 191.1 50 10 60 10 Positive
326.1 153.0 50 10 70 10 Positive
mwa vy 548.2 530.3 45 10 25 10 Positive
548.2 223.1 45 10 40 10 Positive
548.2 208.1 45 10 60 10 Positive
548.2 268.1 45 10 35 10 Positive
548.2 192.1 45 10 70 10 Positive
va’ yzy 548.2 530.3 60 10 25 10 Positive
548.2 223.1 60 10 45 10 Positive
548.2 221.1 60 10 60 10 Positive
548.2 192.1 60 10 70 10 Positive
548.2 208.1 60 10 65 10 Positive
Iva Ay 582.2 564.3 60 10 25 10 Positive
582.2 223.1 60 10 40 10 Positive
582.2 208.1 60 10 55 10 Positive
582.2 192.1 60 10 80 10 Positive
582.2 221.1 60 10 55 10 Positive
Iva A3z 582.2 564.3 40 10 20 10 Positive
582.2 223.1 40 10 40 10 Positive
582.2 297.1 40 10 40 10 Positive
582.2 221.1 40 10 65 10 Positive
582.2 192.1 40 10 70 10 Positive
v — 7 B St

v 78 AL — Y v I ROR/MEHE RS ETBRET 5,

10. fERH

SM74 5 H14 H




