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FOURRE (REWD) OBREER

[#E]
1. H#®

K< > (1-dodecylguanidinium acetate) (%, Doguadine. Cyprex FD &M TEUKIZEWNT. HL. VAT $
LEREHENEER. EEREVHBEEROBRICERSNIREFTHD, KU ORHELLTHEE "
RU GC & PIDBESN TS SHTRIENER GRS TA TR MEIZH 15— £ % (0.01ppm)
LRILD IR L. T RHREBRENERINA TN, X T, FPU% LC-MS FfzIE LC-MS/MS #H
WTC. FEREETICEEI T SaRELAETREL .

2. PHRZIELEVORBERXRUMELFENEE
AHRRIEEY: K2 (1-dodecylguanidinium acetate)
Hat .
NH; _
CH3(CH2)11NH/C\NH2 CHLCO,
2FR: C15H33N30,
DFE:287.4
{E=4: IUPAC 4 :1-dodecylguanidinium acetate, CAS &5 :122-39-4
S R=R=E
RS 136°C?)
ERE:<1x10%2mPa(20°C)?
SEARTME: K ;630 mg/L(25°C)?
TRV 14-OF—)L 1-TR/—)L . ooanty/—)L 1-T0/8/—)L:
>250 g/L?
ZEM HETRE"Y
R 1L

[H 8]
a) Tomlin, C.D.S. ed. The pesticide manual, 12th ed. Farnham, UK, British Crop Protection Council,
2000, p.187-188.
b) BEAEFBHEEEELRREN EEBHE 0815001 SIE=MRUVEIMIEESSED—EHIEICDLNT].
194 8AH158 BliK5
http://www.nihs.go.jp/mhlw/chemical/doku/tuuti’/H190815/0815001betten5.pdf



3. BE#(E

End E#{E (ppm)
SEVEEE(PDOALLEED) 0.2
MALEK 0.2
PFEOL(EWVLEZELD) 0.2
ATV 0.2
ZDHDNELEE 0.2
TASL 0.2
FWSAB ST 1Z2E8T) DR 0.2
WA (STAv 15E80)DE 0.2
MAFEDIR 0.2
MIEDE 0.2
EEFEHIY 0.2
LIy 0.2
[E<ELY 0.2
FyRy 0.2
FXeAY 0.2
r—Ib 0.2
ZFEDOiE 0.2
3PN 0.2
FUlrHA 0.2
Hh)257— 0.2
TOMDHSLLEREETE 0.2
ZIx5 0.2
HILLTa— 0.2
T—T4F3a—7 0.2
F3aY 0.2
I EAT 0.2
L AEL 0.2
LAR (U SAERUELOZED) 0.2
TDMDECHE 1
f-EhF 0.2
REN)—FEED) 0.2
IZAI1ZK 0.2
125 0.2
T RINSHR 0.2




HirE 0.2
ZTDMDPYF EFS 0.2
IZALCA 0.2
IN—RZ= S 0.2
+0Ol) 0.2
HDIE 0.2
ZTDHDEYRIERE 0.2
<k 0.2
E—<> 0.2
Y 0.2
TOMDLGT EE X 0.2
EPSY (H—F2FED) 0.2
T 0.2
AOVEERE 0.2
[F5NATD 0.2
L&A 0.2
ERBWAITA 0.2
AEFED 0.2
Tvia)l—LA 0.2
Liv=1F 0.2
TDMDEDIEE 0.2
DD EFRE 0.2
FHINA 0.2
BOAMADERELEK 0.2
LY 0.2
AL (R—TIWALUDEED) 0.2
JL—727)L—Y 0.2
SAL 0.2
TDMDONAZTDOFERE 0.2
YAZ 5
AARGL 5
FEFELGL 5
<)LA0 5
UhH 5
953 5
R:OR) 5
HAT (FTT)aVREED) 3
TEH(TIL—FED) 3




P12 3
BIES(F)—ZFED) 3
WsZ 3
SAN)— 0.2
Ty~ — 0.2
TI—AR1)— 0.2
Do) — 0.2
INY LA — 0.2
ZTDMDAN)—(ERE 0.2
AES 0.2
nE 0.2
INFF 0.2
Froq4— 0.2
T7HRAR 0.2
INMFyTIL 0.2
7N 0.2
Id— 0.2
Ny 3arI7I—y 0.2
TODRE 1
FABGA 0.2
<Y 0.2
Ay 0.3
T—E K 0.2
{BH 0.3
TDMDFVVEE 0.2
ZDDRINAR 1
ZFDDIN—T 1
[RBRAE]
1. &8
LK KE, [FINATI. FARY, SEVWE AL YAD DA RUVUERITHIRTAD/NTETHEAL
Tz
(MZERKRUVKE
¥ % Retsch #1 & ZM1 2RO EZ AT 425 um DZEEFSDINEBDH LS ITHREL. 5—1EL
Tz
Q) F3NAES

EHOVFRRUEEEEREL, MYLL%. ATEREE G R /FU=vy #) IBRE— Dy
S—MK-K77 £RNTHEIE— LT,

) FrAY




HAHONMIZEERVLAZKREL, MUILI-E. MTEREE B[R RFHV=vwy @) 18 XE—FH
vA—MK-K77 R THYI—ELT=,
AhHEEWNg

AHOEZECEVLVRL. MUIL-ER RTEFEX®) [ T2y @) IBRE—RAvE—
MK-K77 ZFWTHRYI#—1eLT=,
BYALD

AEEMUIL-E. RTEREX )[BT NFVYZuI R I1BERE—FAYF—MK-K77 AL THITIY
—1{eL7t=,
BIYAZ

REOEEE. LARUVRFEORIEREL., MUILI-&. MTEREZL R[] NFVY=vo#HR) 1R
E—KFAy52—MK-K77 ZRLTHItIY—{ELT=,
(1) <BH

AHONERERELER. MTERERE B IR N\FVYZvI ) IRRE—FHyE2—MK-K77 ZHLY
T1~3mm D55 EESESITHREL. K<H—1ELT=,
(8) %

¥ % Retsch # 8 ZM1 B #E DL ALV T425 um DIEERESDVEBDESITHBRLY—ELT=,

2 HE-HR
ROUIZEE S FiFE 98.5%. Bhm 136°C [Dr.Ehrenstorfer GmbH %1 &4]
TNV TR BRI FIL n-AFT YL RBEERERA [BIREFE (bR RUFMEHMET 3 (K)
&]
AB3/—)L:LC/IMS A [BEFRILZF (k) RUFISMEEE T 3 (¥R) R ]
#ZBK:LC/MS A [BEARILZ (k) RUFSLME T 3 (%) & ]
TAVI L 2540 No.545 [FIAMBEIEXRRR)H]IZHOMLHEBKRVO T THRFRFERAL-,
IFLUOTIV-N-FTRE LI AL YA ILE=HF L :BOND ELUT-PSA(500mg. 3 mL:Agilent $t34)
. HohLOT RN RUY n-AFHU(4:1)RBR 10 mL TIVTo2a=0d L&, ALV,
J5774 h—1R2=hHS L Supelclean ENVI-Carb (500 mg. 6 mL:SUPELCO #t&8) %, HiomhLHF
R MILIORUAZ/—)L(1:25:75)iB& 10 mL TaAvT4a=>J LIz, AL =,
BKWREFM DL RBRESARA [BARLZE )R]
BAEF R LG, XBE. BFER 7 E= 0 L 458k [BAERIES (F) RO MIEE T3 (45) &)
IO —R2#E:No.707 x 60 mm [ B ARIEBILEE8H (k) &1,
AHK:150 mm, No.5A [FR/AUTv% (¥) ]
BERRKR: FOUEER 10.0 mg ZFHRFFL. A2/—)LICBEMEL T 1,000 mg/L BREFARELT -,
AMARERR ZERREAZ/—ILTHRLTO0.1.4 RU 100 mg/L iBREFARLT=,
BRERRAEERR AMABRERREAZ/—I)LTHEHERRL. EUXEE 25, 50, 75, 100. 125 RV 150%
HAREORERREAHNL[XAKRUVAE (FEE(E 0.01 ppm) (&, 0.00125~0.0075 mg/L. [FINA
25, FHRY EENERUAL LS (BE(E 0.2 ppm) (. 0.025~0.15 mg/L. < (EHE(E 0.3 ppm) 1%
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0.0375~0.225 mg/L. %% (%4 0.01 ppm) (. 0.00025~0.0015 mg/L. YA GEAIEEE 5 ppm) £ 25
ZEARL. EURE 100%H% 0.2 ppm B LEDLSIRERBRERRLIzE. BIEL-DT0.025~0.15
mg/L].

TR ) R RIELE A R W AR ER K AN AEERREAS/— )L THIRL T, 0.001 mg/L, 0.005
mg/L. 0.1 mg/L B U 0.15 mg/L i8&ZFAELT =,

3. FE
REDSFHA Y — I—ZRFREDFAH—AM-7[ (¥R) B RAFEEERRR]. DILMSETVY IR T25 TR (2
¥ 7k;S25N-18G) (IKA #t &)
WS ZM1 & (Retsch #1 &),
AE—FAYyE—: MK-K77[IATEFREZE H) B N\FV=vo#))H&],
EMEEE: T/\VRL—42—; N-1000[FRELEEM (B W] EZRU T, FTP-34A[AGC T9/9 3R
(M) ®W]  BEZarba—F; NVC-2100[RmEBILSW (BR) &), /=T RT L CA-112[RFRE(E
= () &1,

LC-MS/MS
x® B # X = #t
MS LCMS-8040 (%) B2 &R
LC Prominence (%) B8 Em
TR0 LabSolution (%) Bz 8ERmT
4. BIEEMH
LC-MS & YLC-MS/MS
LC &#
5L (%) BEHE =5 CAPCELL PAK C18 AQ (3 um, 2.0 mm i.d.x 100
mm)
FENHEFRE (mL/min) 0.20
FAZ(ul) 5
A5 LIRE (°C) 40
A i%:0.1 vol%X g
B B #%:0.1 vol% Bk 7 £ = b LB
B (59°) A& (%) B & (%)
00.00 75 25
20.00 50 50
JSOIUNER 20.01 5 95
25.00 5 95
25.01 75 25
40.00 75 25




S &
BEE—F SIM R U SRM
A EE—F ESI(+)
AVB—TIAREBEN) | Fa—=T774ILDIE
DL 2 250°C
FrITSAF—RKE 3.0 L/min
E—rJOvsRE 400°C
RSAAVTHRARE 15.0 L/min
ayoavhR ER
_ MS:+228
ERAT (m/2) MS/MS: +228.2—43.1[29.0(eV) ]
o MS :+229
RIEAT = (m/2) MS/MS: +228.2—57.2[25.0(eV) ]
R FEFEFRE (min) 1.7

5 &

ROUABHE 2 10 mg EFEFEL . A4/ —)LISEAEL T 1,000 mg/L S8R ERE LTz, CDBKEAL/—IL TR
RLTER RV AT HE GRINERE 0.01 mgkg) TlE 0.00125, 0.0025, 0.00375, 0.005. 0.00625 KU
0.0075 mg/L. [F3NAZI. F¥RXY, LWL RUVA LU DM GRINEE 0.2 mg/kg) TlX. 0.025. 0.05.
0.075.0.1.0.125 R 0.15 mgl/L, <354 GRIERRE 0.3 mg/kg) TlE 0.0375, 0.075, 0.1125, 0.15,
0.1875 R Uk 0.225 mg/L. Z 34 GRAERE 0.01 mg/kg) Tl 0.00025. 0.0005. 0.00075. 0.001. 0.00125
KU 0.0015 mglkg DAZHE R RERRLT-, OB 5 uL % LC-MS F7=[Z LC-MS/MS [SEALT, B5h
FE— I ERERVCTREGEER LT, REAK 5 pL % LC-MS F1=(% LC-MS/MS IZEAL., E—/ &
Mot REREICEYRD UV DEEFEH LT,

6. AN DRAR
LARUVKRE (B RMEE:0.01 ppm) : 584 10.0 g [THRMAZEAEF K (0.1 mg/L)Z 1 mL ML, LGB
ALz, 30 HEIMELT=.
FINATS. FrAY, SEWE AL D (BHRMEE 0.2 ppm) : 58# 20.0 g ITHRMARERR (4 mg/L)
1 mLHMmL., KGEALI#. 30 SEIMELT=,
YAZ GRIRE 5 ppm) : 5%} 20.0 g ITHMAZEERZ (100 mg/L)Z& 1 mL il KCEELF-£. 30
SEBELT=.
{BHH GRIMRE 0.3 ppm) : 58 # 10.0 g [THRMAZEERZ (4 ppm) % 0.75 mL iFML ., KGRELT-£. 30
SEMELT=,
(B RMIRE:0.01 ppm) : 5% 5.00 g [(THRNMAZELERK (0.1 mg/L)%F 0.5 mL L., KCEELF-E.
0 HREIKELT=,



7. RBRBEROAR

W=

FOVERENST LD THEL., E3NAZS. TRV, LWL AL VAT RUERBETZOE
F.EZKRERVKDARBET =P ILRUERRR/I AT YU SEBRICKYRIELIz%&. BFEBTFILIC
ALz TR KB, FyRY SEWVE ALV VAT RUKBHABIEIIFLOOTIV-N-FOE LY
WESUATIEZAS L, EINAZTIRUVEABIEIFLOSTIU-N-FAELDY LS AT IILEZHS
LBRUYTZI7AN—RUZ AT LTHEELIZ#£. LC-MS RU LC-MS/MS TEERUHERLT=,

(1)

KBHAIE 425 um DIZEMSDVEFBDESICHFRT HIENEEEZ o712, 1~3 mm D55 EEDHK
SICREEH—EL Iz, DB ARBEDAR T2 2otz RUNAVBKREDS FAHF—[D LS5y
DR T25 TR (2 TH;S25N-18G) (IKA #E) IZAVTHRES A XLz, ZDDEHM DT
FREDFHAF—hyTE2RAVTRED A XA HE [T —RREDFHAHF—AM-7{ (¥) B ARFEHEERRE)IL
1=

DXk, KERULDADIGE

LABRUVKREDIGZAIEFEH 10.0 g #RESHAHF—HV T2 KBHDBEFFHE 10.0 g ZHSREFLE
([ZHRY. K 20 mL #M0Z 30 HREIRELT=. CHIZFEFY 100 ML ZMATHRESF A AL, (1YL %
91 cm OESIZEUV=AH[EE 60 mm, No.707: B RIBIL 35 (3) &I Z AL TR S A8LT-, AHE
DERBMIZT7 b2 50 MLEMATHREDFA XL, LERERKICABLI-, AFREEHE. 7, T200 mL
ELT=o 2D 20 ML ZERY , T/NRL—4—ZRAVT40°CUU T TH 5 mLIZEMELIz, ChIZ7EF=RILEY
0.1 mol/lL #5E£(9:1);B& 40 mL B n-A¥H> 20 mL #/0Z. #RESL. PEM =N ILBERE 1= n-~AF
HUBIZ7ER =)L R 0.1 mol/L 15 (9:1)iEBi& 40 mL ZMA. R&ESHEZF 2 EREYRL. b &RES
hHt, T/NRL—42—ZFAT 40°CUUTTH 20 mL ITEBHEL=. ChIZ 1 W% REEFRIDLEED 10
WIV%IEEF R LSRR 50 mLEMZ ., BFEETF )L 50 mL R U 25 mL T2 [@RESHH L1, i & IZEK
RER TN LEMZ TRIKL ., BAKFREET M) I LEARILIzE., AiEET/\RL—2—%HUT 40°CLLTFT
EfEL. BEERELz, COBRBYET L RU n-AFH 2 (4:1)BHKR 5 mL ITHERELT=,

QIFSNAES, FvA_RY, VL, LU RUYAZ DA

¥ 20.0 gEREDFAYT—hyTITHFE o= TNIZT R 100 ML EMA THREDFA AL, (FULVES
T8 1 cm OESIZELV=AH[ERE 60 mm, No.707: BRIB{LZ3mW (%) Z]1F#HW TR 5| A8LT-, A
MEDEBEWIZ7EL 50 mL #MATHREDFHFARAL, LRRERBZRIZAHBLE, DiEEEHE. 7T
200 mL &LTz, 2D 10 mL Z#RY . T/ARL—2—Z AL T40°CLL T TH 5 mL [SR#EL Tz, ST 10 wiv%
BRI LEKR S0 mL M, BFEETFIL 50 mL B U 25 mL T 2 EiRESHHE LT=, 30 &I EKBREE
FRUDLEMZTRRKL., BARETNIDLEARILI-E., ARET/NRL—42—%FHUVT 40°CLLT Tieffa
L. BEEREL . COBRBWMET LU R n-AFXH2 (4:1)BK 5 mL [TBEfELT=,

QRDIZE

HH5.00 g EFREDHAHF—HYTIZERY., K20 mL 2i0% 30 DEIMELT=. ChIZF7tk> 100 mL %0
AZTHRESFHFARXLE=R. A4V EZH 1 cm OESIZELV =S [ER 60 mm. No.707 : BARIE (L35
(B HZANTESIABELT=, A EDEEWIZ7ELY 50 mL £#MA THREDFA XL, LERERFRIZAE
Li=. AikEADHE. 7EFT200 mL ELT=. 2D 4 mL F1RY . ThiZ 10 wiv%iBIEF R LA 50 mL
A BFERTF )L 50 mL B 25 mL T 2 [E#RESHHE LTz, i &RICEKRER T M) I LT MR TRHIKL.
EKEEEFT RO LEARILIzE., ARET/NRL—2—%EAUT 40°CLL T TRMEL. BEEREL, COK
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BYET IO RY n-AXH (4:1)BiK 5 mL ISRfELT=.

(2) %R

DIFLUPTIU-N-TOE LIRS VAS LA 5T4—

IFLUSTIV-N-FOE LI ALY AT ILES=HS5L[BOND ELUT-PSA(500mg. 3 mL:Agilent #t
BT RY n-AFH U (4:1)BK& 10 mL FFAL. RERITE T, 2OASLIZ() THLNIZEA
BEZIALI-E ., TR RS n-AXH 2 (4:1)RBK 10 mL ZFAL. R &RITR T, 7EAN RUAR/—
JL(4:1)iB#K 2 mL TU) THONEBEA A>TV ERBERL. BREIFLUSTIV-N-FOE LD YL
LS AT NI ZHSLITEAT R EE 2EBYIRL, SSITT AN RUAZ/—)L(4:1)BE6 mLEEAL.
EBRHRERY . TNRL—4—%FFHAT40°CUL T TiafEL., Al xiREL -,

ESNAZSRURICIEUTOEEEEMLT,
@Y F577A h—RUhS LA 54—

95774 h—R2=Hh5 L [Supelclean ENVI-Carb (500 mg. 6 mL: SUPELCO #t&!) JIZ¥E. LT
UBRUAR/—)L(1:25:75)iB%& 10 mL ZF AL, REKITE Tz, COATLICOTHRON-EZEME L.
FMLIVURUYAR/—)L(1:25:75)E&K 3 mL ITBBLIZBREEALIZE. FB. MLIORUAZ/—)L(1:
25:75)BBR 7T mLEFAL. £ BFHAEERY. TNARL—2—Z2AVT40°CLA T TEML. BEEREL

SZHSLRBRICKYBONEREYMEAR/—IVITEREL, TXK KE. [EINAES. Fr_RY, &,
FLoP YA RUKBSHDGEIFEHEIC 2 mL, ZOSE(FIEREIC 1 mL EL-LDZHEBRBRELT=.

[ FTET7O—Fv—hH]
DK, KERUWKDSADIEE
| ##10.0g127k 20 mL /% 30 D REKE
| 7tk 100 ML ZMAREDFA4X
%5 5@
BEWIET Y 50 ML ZMAKRESFAX
%5 5@
HikEEHE. TR, T200 ML IZER
% 20 mL #1%5

— = — — —

i
Al
mF

#¥5mL =TENE
7Hk=F)J)L-0.1 mol/lL 15E&(9:1)40 mL X 5
n-~"NE4220mLE=MZA5

— — —

N
&
H
o

TN IILBEERD
7tb=FK))L-0.1 mol/L t5F£(9:1)40 mL T 2 [EH
TEr=F)ILBEEDHES

$<—<—<—

i
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| #3120 mL E£Ti6s
L1 WV%REEKRF R LEED 10 Wv%bIEIEF )™ L& 50 mL
ER
| BFEETFIL 50 mL. 25 mL
Rt 7K
| |ABBFNYLEEEMZS
| BB LEARTS
D GRER )|
| BBWMET L -n-~NFTH(4:1)5 mL [ZA#R
TFLUSTIU-N-FTOE LS LS AT LI = HS L [Agilent 15 BOND ELUT-PSA (500 mg/3 mL) ]|
| 7ebo-n~ATH2@4:1)10mL TavT4a=>yg
| AR EEA
I 7Ebr-n-~"FH2(4:1)10 mL THE%
| FHbo-A27—)L(4:1)2 mL THEERNASTO-REEHL., EETA (2 BEiRYEL)
| PHr-A27—)L(4:1)6 ML TEE (255 KERR)
SR CRIERE))|
| BEWMEA/—)L2mL ISR

LC-MS U LC-MS/MS|

QIFINATS, FYAY, LWL ALV RUVYAD
| &% 200¢g

| 7tk 100 ML ZMAREDSFAX

| ®E|58

| BEBWIEI7E, 50mL Z2MAKRESFAX

| ®k5|5:8

| 2®EEHE. 7R, T200 ML ICER

| & 10 mL 225

| #5mL £TEME

I 10 wv%iE{EF R LAk 50 mL
5B

| EFEETFIL 50 mL, 25 mL
5

| BKFEERTN)OLZEEMZ S

l

FOKMEFT NV LESRT D

T

St

p===]
x
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SR CRIERE))|
| BBYET L -n-~NFH2(4:1)5 mL ITERE
TFLUSTIU-N-FAE LY LS Y A4 LS = HS L[ Agilent 48 BOND ELUT-PSA (500 mg/3 mL) ]|
| 7EbY-n-AFH (4110 mL TaAVTaa=0y
| HHEBFREEIA
| 7Ebo-n-AFH2(4:1)10 mL Tk
| 7HEb-A2/—)L(4:1)2 mL THHEBED AT BR/RERL. ERETA (2 EEYERL)
| 7ZHb-A/—)L(4:1)6 mL TEH (£FHREERR)

EAE GRIERE)|
l
ESNAFSDIHEE

| BBMEXEE-MLI-A2/—)L(1:25:75)3 mL IZA#E

5774 h—RU2=HS5LI[SPELCO 48! Supelclean ENVI-Carb (500 mg/6 mL)]|
| FEE-FLIU-A%/—)L(1:25:75)10 mL TAVT4a=s
| #HHBRREIA
| FE-FLI-AR/—)L(1:25:75)7 mL TEH (5 KREERR)

i CRERE)
l

LC-MS U LC-MS/MS|

©F
| 5% 5.00g(2K 20 mL /0% 30 HRERE
| 74Eb> 100 ML ZMAREDSFHAX
| 558
| BREBYIEIT7E, 50 ML EMAAREDSFAX
| 558
| AEEEHE. 7 T200 ML IZER
| & 4 mL %3R5
I 10 wv%iE{EF R LAk 50 mL

| EFEETFIL 50 mL. 25 mL

| BKFEERTN)OLZEEMZ S
| BRI DLEARNT S

s
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SR CRIERE))|
| BREBYMETEL -n-~ANFTH(4:1)5 mL IZA#E
TFLUSTIU-N-FAE LY LS Y A4 LS = HS L[ Agilent 48 BOND ELUT-PSA (500 mg/3 mL) ]|
| 7Ebo-n-AXHL(4:1)10mL TAVTa3=y
| #HHEBAREIA
L 7ZHbo-n-~AFH(4:1)10 mL THE
| 7Eb-A2/—)L(4:1)2 mL THEBREN ATV RBEELD. ERETA (2 EEYRL)
| 7HEbo-A%2/—)L(4:1)6 mL TEH (2FHREREER)
R CRERE))|
| BEBYEXEE-FILI-AR/—)L(1:25:75)3 mL [ZBf7
'S5 774 h—ARUI=H5L[SPELCO # 8 Supelclean ENVI-Carb (500 mg/6 mL) ]|
| FE-FLI-A%2/—)L(1:25:75)10 mL TAVT4a=s
| HMHBRRETIA
| FEE-FILID-A2/—)L(1:25:75)7 mL TEH (£5HEERR)
R CRERE))|
| BBYEAL/—)L 1 mL B

LC-MS B U LC-MS/MS|

8. YV R RMZRERRDRAH

BISVVHERBR 200 uL Z21RY . ERI[R TAEERELLR. SRFAFRERORMEURGHERIZEH 1T
ZERE 100% HYREF-EEERFEIREDBFERERR 200 LZMA TERLEZLOE, M~
FIVIRADREADFE FHEREETEERFDHEE IFHERA TN VIR FMRERREL =,

[HERRUBE]
(1)MS o

FOUIFT T BEZBL . BEICECIEEMTHS2O . (A UEICIFILINBRTL—(F bk
(ESNZEIRL, REIKE—VEEZAROTATE—FTRELZ B 1 ISR UIZBHEAR 0.1ug/mL DT R
ARGV ERLIZ, COFEREY . LC-MS AIERAEEAAVICIZ EBOREERINIEDUD N-FT
WI T8 DTaMAL D F m/z 228[n-C1oHsNHC(NH)NH] Z5&4R LT =, -, EEAAVIZIE. E
ERFEEICBVTERIFGREBRETH Iz EEAAVDORGLIAAA L THD m/z 229 ZEIRLT=, Fi=.
MS/MS BIFEIZIE. MS BIEAEEAA> m/iz 2282 T )h—H—AAUITFEIRLIz, m/iz 2282 ) h—
Y—AAEL,. TA—A2 D30 RIZEKY MS IRSA—AFFZBEILLT-ET A, +228.2—43.1 ARzt
EAEL RUVT+228.2—57.2 THofzo CNLDAAVEAWTRIERENMZRELIZECA BEE—VE
ROoNT | BIFERIEMNTRETH o1z, UEDTEMS,ESI(+) E—FTHIEL. m/z +228.2—43.1 2 EE
. m/z +228.2—572 ZEMRADBAEA A2 LTz B2 R 32 m/z 2282 T )h—H—AA2ELT5
BOTOZ I IV ARG ILERLT=,
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Inten.

1004
90|
80
70
60-
50
401
304
20

104

74.10

115.10

228.20

0——
50.0

‘75‘. 0‘ —

1 KOUVDIARARGRL
A&y EH :50~350 amu
BIEEH ESI(+) . AVR3—DIAREE  Fa—=0F 77/ ILD1E.
FOUEERRRE 0.1 ug/mL

Inten.

100.0  125.0 1500

175.0

[nten.

2000 250  250.0  275.0  m/z

] 1 43.10
100] 43,10 10037 67,1
1 90
904 ]
80- 805
] 70
o3| 5110 ]
60 60 71.10
504 504
407 40
30 304
] 71.10 ]
-l 20,
205 ] 85.15
104 85.‘10 103 ‘
S 3
50 100 150 200wz 50 100 150 200wz

B2 FovnTaFTINMADARIML(EER)
TUh—Y—A%>:m/z228.2

BITE & ESI(+)
AVEB—DIARBRE  Fa—=T 774 ILDIE
CE=29 eV (CE:collision energy)
FOIREERRIRE 0.1ug/mL

3 RovnTaRz oAU ARGV (EER)

TUh—Y—AF>:m/z 228.2

BIE S ESI(+)

AVEA—DIARBE: Fa—=2T 774 DIE
CE=25 eV (CE:collision energy)
FOURERKIRE 0. 1ug/mL
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(2)LC £HD#&E

DHHSLIE, LCIMS [Z—BIZEREIN TS C18 WS LZERE L=, KOVIFTTZOUEERETHIE
o BEVS/—IVEIZEYVE—IBIREICEEEZ(TOTVIENEZONTZ R D C18hTLERETL.
ZOHRTHEHICE—IRRICBR TV = (3) EEE S CAPCELLPAK C18 AQ ##IRLT-, BEHBICALS
AHBEEAZ/— LRV TEEZR)JLIZDWTIREILIZECA, A2 /— L TIRIEEIZTO—FEBIKOE—
ILELNEN ST TR LTI EFLERKOE—IDBONTz, BEHEICIMZ S HMEFZDLT
(%, XEE. BFBE. X EE 7V EZ IV LRUEBE 7V EZ D LERLEECA E—IB KRRV EREDTEICELY
TEBIRLEN T, Tz, B, AVISTvIEETATEREALEZDY . EERFREEORELNTRE
LTWlz AV IS5 T & LYEE—IEINTOND T U TUMEHEREI LTz, AKRIZ 0.1 vol%F
B, B i&IZ 0.1 vol%F B -7 =R LB REAVMREILI- R BHBRELRFT. TNV IRDHEE—
HEDHELBIFTH1- B IRERE 25~50% DR ERNEE 20 DB TITOIEHEL-,

EER
4[ZLC-MS IE . B 512 LC-MS/MS BIE DRI UBREHRDHIZETR LTz, 0.001~0.2 mg/L OEEEEE
THERL-BERIL. A>0998 LI ETHY . BIFLEREERL =,

100000000
y = 4E+08x + 781617 BECOOUD y = 4E+07x + 29370
RZ=0.9986 R%Z=0.9987
80000000
6000000
60000000
4000000
40000000
2000000
20000000
0 0
0 0.05 0.1 0.15 0.2 0 0.05 0.1 0.15 0.2
4 ROUBEHR (LC-MS AIE) 5 REUBRELR (LC-MS/MS HIE)
y=447320263x+781617 y=3703536x+29370
r’=0.9986 ’=0.9987
W) E=RFDEHL

EERFDEHBREUTIRLE=,

FLNDEH:0.01 mg/kg [[GABRERE 2 L HABRERHDOHAME 19]
x[FOUDEERFREUE 0.025 ng]l ~[EAE 5Ll

M :0.01 mg/kg [[EABRB&KE 1 mL/ BB RPDEHME 0.19]
x[FoUDOEERFRELE 0.005 ng]l /[EAE 5pL]]
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2. ABRBRAREDORE
(1) # R E O #RET

TR FELET =RV EMEBERELIHE OO ORI E R U RERA RS0 R EEERET
L=

<%# 10 gITF2> 2,000 pg &ML, 30 HEIMEL =, KEMZ 30 HEMELI%. 7Hk> 100 mL
EMA . RESFTAXHMEL., ®EI5BLIz, AHELOERBEMICT L 50 mL #MARERICHHEL. ’E5158
Lizt#&. ABEEHE. 7T 200 mL IZEBL =, Tz, B EET7 =M JLICEE L. RERICIEE
LTz BoNF-7 e, RUT M) L &RER & A2/—)LT 1,000 EIZFRL-ELD%E LC-MS/MS T
BIEL, BREZEH Lz, ZOHKR. BAMLDROUDOEUNEIL, 7 TlE 95.9%., 7EA=NJILT
(X 95.6%&E(XBHOLNLEM DT,

RIIBEMZLEL-ECAH HMERERBE T RET OIS 7R =M JLIXZEHIRRICREL, BE
HNBRLEM o=, T2 T BB EIE TN F2ANSIEELT:,
(2) ERR AR OB®E

KLY 0.1 ug & 10 wWv%i&ibF+RJro L 50 mL (T, BFEETF )L 50 mL R U 25 mL T2 [EiRESHH
1otz TORERER 1 ITRLIz. FFEETF )L 1 BOEATIEIZEEENSNFIEN D, ERFERMEE. BF
BETF)L 50 mL RO 25 mL ) 2 [EiRESHE TITIZ LT,

®1 BFBEIFIL~OEBIORE

50 mL 25 mL
B EEERTTFIL &5t
(1 @A) (2EE) -
E]URER (9%) 106.1% 1.9% 108.0%

(3) BRE A iE D Et

BAEAEELT n-AXHURUTER=RIVIZE DD ERERET LTz, REGETIE T £ F AR IER
Lizh. SEIFDADT =R )LE R TOREHERETRT . BDADT =M LB RICF DU E R
ML GR¥F 0.1 ug/g ITHBH) K 6 ITRT BRAEAEERET L=,

BFBE T FILADERA®R . Dn-~AXH2 30 mL B n-AFH U7 ER=FJJL 30 mL, @n-~F4H> 20
mL B n-~AFHUEBEH7 =)L 40 mL [C&BDEETo=HBEDEIEE, FhEh 351% KV
65.4% &IE Mo,

T BRI FILADELBDRIZ n-~AFH2 20 mL EQ7 A =RJILR UK (9:1) ;B 40 mL THEL .
BEE T F )L CERAaLT-15 4. EINEX 44.1% THo=M. @7 ,=FJJL KRV 0.1 mol/L 158 (9:1);B&RT
AEEL. FFEETFILADEBADIRIZ. 1 WV%IRERKFRFT )V LEED 10 Wv%IBIEF M) D LB EREAL
B(CDEED pH (X 8) 2T, [EUREIL 97.9% EREHELTz, — A . OFFBETFIL~DEB DRI, RER
KEFEFRIDLEMRGENSTHE. 15.8%EIFEEITEVEIURETH 12 (TXTn=2), ULLDFERKY. B
fElE. 7 b RERBER 7R =F) LR 0.1 mol/L EE/AFHUHERIZEYITSTEEL. 7EI=RY
IV R T EEE 1 WVREEKERF )Y LEEST 10 Whv%IBIEF MY LBRERRL-% . BFFifETF L
~NERRTHIEELT=,
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< B HAhHIE
(T7Ebh=rU )
ROV %1 pgGRBFPO. 1 u /gt ) WM

40 mL%& & % fhHiR4omL % & 5

A @ n -—~FH220 nL
| iR | @ n -~FH 220 mLds L0, Imol /LIEFEA nl

10 w/v% it 7 b U w7 AKEEHR 100mL
e /1100 mL+50 ml CHlith |

B n —~F Y20 mLE L 0. lmol/LIEHE4 mL
S

| [T T h= RV VEERD
MWEKFREET N U ™A @n-~FHEET7 ' b=FrU /K (9:1)40 mL TR (Z2[]fhH
IR @n-~FH L ExE 72 F=FU/ 0. Imol/LIEEE (9:1)40 mLT 5 (Z 2[4

DO n-—~FH>30 mL

@ n —~FH 20 nL

| sy | |
On-~FHo @7 r=rYU/L 30 nLX3
@n-~FH M7 =k 40 mLX3
T h= bV LEORBEE

TRy n-~FH(4:1) 5l

On-~FY o EE T h=HrY/L 0. 1lmol/L¥EEE(9:1)40 mL T |22 H

finva |
@10 w/vo%iHEibF N U v AKERK 100 mL
@1 w/VhREEKFZET U 7 AE2EGT10 w/vhiE{bT Y 7 A KR 100 mL
®10 w/v% LT ~ U 7 LK 100 mL
WifE = F 1100 mL+50 mLTHiH

WK BT NI T T 4 — | Bk
PSAS =7 7 A (500mg) EOKHEEET B U U A
T by n-~FH(4:1) 10 nLTHH W =

TR AKX = (4:1) 10 nLTHEH T hy e n-~FHY(4:1) 5 nl

VLB % o hsa~ b T T 4 —
A K ) —) 2nL PSAX =7 7 A (500mg)
| BRI T | TRy n-~FHr(4:1) 10 nLTHG
| FE Ry - AK J—/L(4:1) 10 nL T
[ LomscEt-gEs | VLR %
A B ) —) 2nL
| R BA T |

[ rteowscEh-di |

6 BilEsHniREt

(DHSLFBEEDOBE
DXFLUTTIU-N-FTaB LI AL AT ILZZASL (LT PSAS=HSL) ICEHFEE

HILET R RO N-AFH L (4:1)BR 10 ML TFHEEFELZR, TR BREn-AF S (4:1)RBES
mL [TBE#ELI-F2L 0.1 pg ZRFL. RVTT M BRU n-AFH U (4:1)RE 10 mL, 7 10 ML, 7
TEORUAZ/—IL(9:1)BE 10 mL F=ET7ELRUAZ/—)L(4:1)BK 10 mL THEHL, 215 &%E
Fof-LEDEIREZEZR 2 [TRLIZ, FOVETEMN RU n-AFH 2 (4:1)RBR. 7 10 ML TIHFHE
T T EFRUAZ/—IL(9:1)BE 10 ML RUTEF RUAR/—)L(4:1)EB&R 10 mL TEEMITAHL

1=,
% 2 PSAIZHSLMSDBEHKR (KT 0.02 mg/L)
Py Ttbk-n-~ETH Tb-AR2/—)L | T -A2/—)L
Vi A
& 10 mL 4:1) (9:1) 4:1)
EESCTY 0 0 103.0 98.5

BHE:01 ug[7EFBRUY n-AFH2 (4:1)BK 5 mL [T5E#E]
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RIZT RO BRUAR/—LBEDBHIRREHER Lz, WS LZT M TRERELIZH.FPY 0.1 ug
FERL. TR RUA/—IL(9: 1) BRELIET RN RUAR/—)L(4:1)BERTEARLEEDFHRK
NER I BRUKR 4 ISRz FOVIET RN RUAZ/—IL(9: 1) EBRRUVTEMN BRUAZ/—)L(4:1) Bk
WFhIZETEH. 6 ML TEERHLT=,

UEDEERIY,. ROV, TEFN RUEAZ/—IL(9:1)RBR. TR RUAZ/—IL(4:1)ERODVNTH
FAVWTHATLOLBEEINZA S 2HFLOOVMEEZFLEEL. S2HASLILTELRITAELE LSO
(2. A2/ —LHLEDBVEHZERL. TR RY n-AFXH2 (4:1)BK 5 mL THIE&REERLZE. 7
BEORY n-AFH(4:1)EBHR 10 mL THEL. TR RUAZ/—)L(4:1)BER 10 ML TRE T HIEE
Lz, BdH. COBREERAWN-CEICKIWEE—IFIERHO NGO,

&3 PSAZIZASZLALDBHRKR [T RUAZ/—)L(9:1)RBR]I(FP2 1 mg/L)

FER-A2/—)L(9:1) st
0 3mL 3 6mL 6_9mL B
[E] 4% 2 (%) 95.9 8.9 0.0 104.8
BHE:0.1 pg[7EF RUA/—)L(9:1)58% 0.1 mL IZi5fR]
=4 PSASZHSLLILDBHIKR [T BRUAZ/—IL(4:1)BKR]I(FP2 1 mg/L)
FHR AR/ =)L (4:1) -
0. 3mL 3 6mL 6.9 mL o
[ 4% 25 (%) 99.0 3.4 0.0 102.4

BHE:0.1pg[7EF Y RUAR/—)L(4:1)B%& 0.1 mL [ZEAR]

@T5771H—HRY (GC)I=AS LIz LD HEE

HoLERBEBE TRREERRELLEZ. PP 0.1 yg ZEHEL. ZAE 10 mL TRHELIEEZDBHERRE
&5 ITRLIZ FOUIE A2/ —ILTIE 9.3%. FEERUAR/—)L(2:98)BETIE 67.1%. FLIVRUAS
/—IL(1:9)BETIE 1.9%LMNBHELEMN A, FEE. MLIVRUAZ/—)L(1:25:75)iBi%& 10mL TE
ERHINTZ, T TV IT7AM—RUEZASLBEETIE, FBE. FLIVRUARZ/—)L(1:25:75)B&
#ERTBHEELT,

£5 GCIZAFLMLDBEHINR (FiEE) (kP2 1 mg/L)

YL 28— XEE-A2/—)L MLI-AR/—)L FEE-FILIT-AR/—)L
£ 10 mL (2:98) (25:75) (1:25:75)
BN (%) 9.3 67.1 1.9 105.4

BHE:0.1ug(A2/—)JL 0.1 mL [ZAHE)

HSLEXEE LIV RUEAS/—)L(1:25:75)iBK 10 mL TRIEEREL-%E. B MLIVRUAS/—)L
(1:25:75)iB& 3 mL ITRELI-FPY 0.1 ug ZA%RL. FE. MLIVRUAZ/—)L(1:35:75) THEH LT
EEDBAHIRRER 6 ITRULI=. ROVIEFEE, FLIVRUAR/—)L(1:25:75)B% 6 mL TIXIZ&E5H
LizZeMD, S2ASLDOOVMNEEZELEEL. FEE. MLIVRUAZ/—IL(1:25:75) 8% 3 mL TARL
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=%, FEE. MLIVRUAZ/—IL(1:25:75)BR 7T mL DEE 10 ML TAHT H&ELT,

£ 6 GCIZHTLMILDBRHIKR[FEE. FLIVRUAR/—)L(1:25:75);Bi&] (K22 0.033 mg/L)

FEE-MLI-AR/—)L(1:25:75)
0_3mL &5t
n 3_6mL 6_9mL
(BEARET) - -
EEICTY 86.0 20.1 23 109.2

BFE:0.1 ug[FEE. LIV RUAR/—)L(1:25:75)Bi& 3 mL (5]

QPSA = ASLFEHBRFROBER

PSA S=HSAICHEREARIIRIZEAT 7 BRY n-AXHL (4:1)ERISHT IR DiEME
HEHEEL =, 100 ML FRE TS XA (A) 22 pg/mL RO AZEERK 1.0 mL Z12Y . BEEEL-, COF R
BISZA(A)ET o RUYn-AFH (4:1)B&R3mL T3 EEL., & ZEHD 100 mL +RETI523(B)
[ZFELTz. (A RUB)DFTRAETIZROAPDBEERER. TNTNITAZ/—)L10mMLZEMA LC-MS [Z&Y
BIELIZECA RTISRTESY.FOUIE(A) DFRETSRO12410.9~23.8% KB 1=, TErU BUAS
J—IL(4:1) BB CRIBRDIEFEELIZECA . FOUDFABTISRO(A) NDEBZXRHLNT . EEMIZF
AETS5R2a(B)IZFITLIz COFERMS, TEF R n-AFH (4:1)BETIEF DU EI AT LITSE
[IZBRTELEWTENHBALI=D T, PSA STASLDBRIRETIE., AHBETHLI 7BV RUAE/—
W (4:1)BRTHFABEISRAAITE SR VENSLICERTHIEELT,

K7 PSAZZATLADATBEDREHER

Fo (%)
No. YL d i
%8 BT 5t
1 FERURY n-AEHS (4:1) B 23.8 79.8 103.6
n- 1)k
2 ~ ” ~ 10.9 91.7 102.6
3 0 104.0 104.0
U RUAR/—)L(4:1) RS
4 TR RUAR (4:1) B’ 5 ey o1

FRETSRAIZ2 pg/mL FOAZEERKR 1 mL Z24RY . BERER . LEEBETR O ORI 077 XaI2BL
FEEDBITEEZRE

(5) ABRBROBEDEE

SSHSLBEEROEREBMEBET HAEICOVTRE Lz, S2hSLBEZOEREMIZT A= )L,
FEER UK (80:0.1:20)E%& 2 mL ZMA1=E2A, ISRARMEISEEFRDLSILRBMMNEDON. 7
Eh=F)JL. FEERUIK(80:0.1:20)BHRDOFERITE L TRV ER bz, ZTTT7 =M ILERIE AR/
— L COBEMBERITLI=. 50 mL DFRAETSRAIZRKTPY 0.1 ug (0.1 pg/mlL A%/ —)LiEik%E 1 mL) ZiRY.
BEBRER. TR =RV EIIAZ/—IILEMAT-#%.LC-MS THREABRDEEEFRRLI FOUNTES
[TARLTSEEE 100%ET HE. TN =MILBRIE 72.5%., A2/—)LiFi&IE 100.0% TH >, F=.
SSHSLRHEBEDORBYIAZ/ —ILEMATZESA, RBFMERDHONGEI T, LLEDFERMI S FHEBRE
BDBEEAZ/—)LELT=,
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3. FhnEUEAER

LK. KB, [FINAZES. FoRY SEVE ALUD YAT KBAHRUVED 9 BREHBICANT. X
BRAED 7. AERABROFEIHE>THRMEUGHEREEREL =,

AMNEURGRER(ZH (T HEUNE 100%4E L DB EIZER K. READ TSR R UHRMEH OZER
BOORNISLER 7~15 TR, T, FBRDITSUIRBORF vV BIEICLDRBHLEN—2ILA
Ao S L%ER 22 (TRLT=,

(1) ZEIR %

BIRMEDORIHERZERBIZTRLIZ. LC-MSIMS BIEICE TR AKX RUVET. ROV OREBMICHEE—Y

NEDHoN=A, JEE—I RV UIBERZDE—IEIELL TR 20.009 RV 0.017 EZFDREIF/NSK,
BIRMEICKELFEIE G, ST,

* 8 FENME DT

- T BEE—YOHEHE E—VE#ES .
No.| smmmkan | mee | T | BERT) BRI e | g | ERRE| T ok | memE | BRES | gt %
ppm) (ppm) HERRE | DFHE
(ppm) [kl (a) (b) It (a)/(b)

LC-MS 0. HAE 0. < 0.100 #DIV/O! (o)

Koy %K 0.01 0.01 0.01 EERFA | 0.01 < 0.333 |@# 0 #DIV/O! O

Koy RE 0.01 0.01 0.01 EERFA | 0.01 < 0.333 |E# 0 #DIV/O! O

[ ES5hAZES 0.01 0.2 0.2 HAE 0.2 < 0.100 |®Ef& 0 #DIV/O! (o)

Koy FrAY 0.01 0.2 0.2 HifE 0.2 < 0.100 |®E#% 0 #DIV/O! O

Koy EX4%%) 0.01 0.2 0.2 HAEfE 0.2 < 0.100 |mE#E 0 #DIV/O! O

[ Lo 0.01 0.2 0.2 HAE 0.2 < 0.100 |®Ef& 0 #DIV/O! (o)

[ YAZ 0.01 5. 5. HifE 5. < 0.100 |®E#% 0 #DIV/O! O HEBRARERRETHE
Koy <BH 0.01 0.3 0.3 HEE 0.3 < 0.100 |mE#E 0 #DIV/O! O

[ #* 0.01 0.01 0.01 EEREF | 001 < 0.333 |mf#& 0 #DIV/O! (o)

LC-MS/MS

Koy %K 0.01 0.01 0.01 EERFA | 0.01 < 0.333 |m# 1465 166855 0.009 O

[N KE 0.01 0.01 0.01 EERFA | 0.01 < 0.333 |E# 0 #DIV/O! O

[ ES5hAZES 0.01 0.2 0.2 HAE 0.2 < 0.100 |®Ef& 0 #DIV/O! (o)

Koy FrAY 0.01 0.2 0.2 HAEfE 0.2 < 0.100 |mE#E 0 #DIV/O! O

Koy EX-4%%) 0.01 0.2 0.2 HEE 0.2 < 0.100 |®E#E 0 #DIV/O! O

[ FLroe 0.01 0.2 0.2 HAE 0.2 < 0.100 |®Ef& 0 #DIV/O! (o)

Koy YAl 0.01 5. 5. HAEfE 5. < 0.100 |mE#E 0 #DIV/O! O HERAKREFRETAE
Koy <B%H 0.01 0.3 0.3 HAEfE 0.3 < 0.100 |mE#E 0 #DIV/O! O

[ #* 0.01 0.01 0.01 EERF | 001 < 0.333 |mf#& 587 34475 0.017 (o)

1 BEER, BEERKEDHECIT—RELE(0.01 ppm) ZALD.
FEHRRENRLDISE (EERRLALBELOBRL. [EERF<HEEBEERA x LB 2HE) IS, [ * INRREND [ * INRFEN 25
 RIMREEFHEN RREH RGBT, B, ERBAREBLOIL) IR FIMREZEREARLCHET 5.
RAEBBOIRICRELAERN LTS 5. (BEISISCTREEAZTS.)
E EATEHE RRE (REERERSERRFRE) IBLITADESIC, IVIRHORBARTRAMLBERR (TN VI RFMBERR) 2ALS,
Bk ‘HM IEE—ISBRSNGEASTEEICE, BERROE—VER (B FROLTHRL.
*5 EH (B KA SEE— VO FHEOHEREISHE T HHECIINOL EBELEWERITIE x 1ZRHT 5.

QEE.RERUEERS

EERUVHITHREDRIHERER 9 ITRLI= VAT IZEEEMN 5 ppm EEM o110, HERBKRE A2/
—JLT 25 E&FRLI=%&. BIELT=, LC-MS BIETIL. EE(X 86.0~100.5%. H1THEILX 1.0~5.7%.
LC-MS/MS BIETIE. EEIL 86.5~98.6%. HHTHEEIL 0.9~6.1%THY. RIFLHERENFELNT, F=.
EERFAEAFMBELNRLTHoIzLK. RKERURIZDOWTIL, SIN LEDFH{E(X., LC-MS BIE T
234.5,209.5 1 43.0, LC-MS/MS BIZE Tl 706.0. 228.5 X1 65.0 THY . EEIC+HRHIREHERENGFS
nTu=,

AMBEENEERALELGDIHAMCOVWT. EERFROHEEZToIERER 10 ITRLIz, F=. EER
ROMTEIZHITHRERHLEIOTIN SLER 16~21 [TRLE, YVATEHBIZDOWTIE. RERBREFRE
FRIELT=, SIN LEDFHE(Z., LC-MS JAIE Tl 257.0~429.5, LC-MS/MS 8|5 Tl 426.0~688.5 THY .
AIEICHRHERENFONA T,
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®9 EE. BERVEERF O

EEZRF s | FIRE | EERA BRER 1R (%) BHE | BHTRE SINEE™
No. | AHHRALEH RES (mglkg) %;ﬁrrng) (ppm) | OFHE” [ tax | o5 | 2@ n=1 n=2 n=3 n=4 n=5 (%) | (RSD%) | Max. | Min. | FiE o #
0. #DV/O! [ #DIV/O! #DIV/O!
"k 0.01 0.01 0.01 23185 [ 40778 | 0.9942 | 1086 | 926 | 1003 | 995 [ 101.7 [ 1005 57 | 2330]236.0[ 2345
XS 0.01 0.01 0.01 23444 | 23212 | 09953 | 875 | 837 | 842 | 836 | 910 86.0 3.7 | 2480]171.0] 209.5
FES5hAZES | 001 0.2 0.2 * 449455 | 1133352 | 1.0000 | 93.5 94.2 94.0 92.2 92.1 93.2 1.0 #DIV/O!
3 Ry 0.01 0.2 0.2 % |459398 902422 0.9997 | 937 | 956 | 936 [ 928 [ 931 93.8 1.2 #DIV/O!
Foy L 0.01 0.2 0.2 %  |458866 [1162046 | 0.9996 | 923 | 919 | 913 | 947 | 938 92.8 15 #DIV/O!
Koy FLoY 0.01 0.2 02 % |464443 1766253 | 0.9998 | 947 | 916 | 960 | 943 | 024 93.8 1.9 #DIV/O!
KoY YAZ 0.01 5. 5. * 415445 | 1396076 | 0.9987 | 85.4 88.9 95.4 86.1 83.0 87.8 5.4 #DIV/O! | B TRIE
Foy <% 0.01 0.3 0.3 %  |666315 912488 | 0.9997 | 937 | 911 | 925 [ 917 | 809 91.8 16 #DIV/O!
FoY *® 0.01 0.01 0.01 301 | 522 o998 | 1019 [ 950 | 801 | 978 | 910 95.0 5.4 420 | 440 | 430
LC-MS/IMS 0.
5 Kk 0.01 0.01 0.01 1876 | 5338 | 0.9916 | 107.3 | 909 | 975 | 964 [ 1009 [ 986 6.1 699.0  713.0 | 706.0
K XS 0.01 0.01 0.01 1835 | 3009 [ 09904 | 873 | 844 | 848 | 854 | 908 86.5 3.0 | 25702000 2285
F E>5hA%5 | 001 0.2 0.2 * 38283 | 1362 | 09998 | 919 | 930 [ 927 | 912 | 910 92.0 0.9 #DIV/O!
S FrRY 0.01 0.2 02 * 38565 [-11472 [ 0.9995 | 931 [ 947 [ 921 [ 919 [ 911 92.6 1.5 #DIV/O!
5 TE0g 0.01 0.2 0.2 * 39103 [-22582 [ 0.9992 | 904 [ 901 | 8os [ 929 [ @32 91.2 1.8 #DIV/O!
¥ FLoT 0.01 0.2 0.2 * 38034 | 68137 | 09996 | 937 | 894 | 931 | 920 | 905 91.7 2.0 #DIV/O!
¥ Yal 0.01 5. 5. * 34075 [ 17774 [ 09900 [ 856 [ 884 | 955 | 852 | 819 87.3 5.9 #DV/O! | stmmmtosRRLTAE
K <3% 0.01 0.3 0.3 * 55673 [-64805 [ 0.9908 | 942 [ 912 [ 925 | 913 | 886 91.6 2.2 #DIV/O!
ko B 0.01 0.01 0.01 4539 | 3624 [ 09987 | 951 | 854 | 881 | 897 | 874 89.1 4.1 580 | 720 | 650
1 OREEE, REERREOHEIE—REE0.01 ppm) EHBLVS.
2 FMRENERRFRELZLIFEICE. [ *INRTEND, TOHEICE. SNLOHHEIFTETHZM, ik, EERROUEETS.
*3 BonEREOHTRKELSZHE—Y (Max) RUB/NMEZSZ HE—2 (Mn) DENENDSINEERDHD .
=
& 10 TERFDHE
B s e | 2 E—vEH(ES) FHiE
No.| sEEHZILAH 2R (Efg'fff %ﬁf; fgi:? zgﬁﬁ REC (@] . | PR M EmEs e " %
(mgl) | maosl | 777 n=1 | n=2 n=1 [ n=2 | H®°
LC-Ms 0. #DIvior [ #Dvjo!
Lk 0.01 0.01 0.01 #DIviol [ #Dvjo!
K= 0.01 0.01 0.01 ] #Dvior [ #Dvjo!
E>5haz> | oot 0.2 0.2 * 0.005 i 2530252 2599369 | 25648105 (2685234 |2653612 | 26604230 | 411.0 [ 4480 |  96.1 4295
FrAy 0.01 0.2 0.2 * 0.005 i 2436474 [2457837 | 20471555 2547482 [2507366 | 25724240 | 345.0 [ 432.0 |  95.1 388.5
TEVD 0.01 0.2 0.2 * 0.005 it 2618243 |2654537 | 26363900 (2509989 (2514417 | 25122030 | 269.0 | 328.0 104.9 298.5
TLoY 0.01 0.2 0.2 * 0.005 i 2521755 |2528306 | 25250305 2521671 (2536512 | 25290915 | 258.0 | 256.0 99.8 257.0
YAZ 0.01 5. 5. * 0.005 i 2436111 |2382391 | 24002510 (2559491 (2563441 | 2561466.0 | 318.0 | 326.0 94.1 3220 |REBBEHEERRETEE
{%# 0.01 0.3 0.3 * 0.005 mi# 2449193 2439392 | 24442925 [2307281 [ 2298648 | 20029845 | 320.0 | 261.0 [ 1061 295.0
E3 0.01 0.01 0.01 0.005 mi# 0.0 0.0 #Dvior [ #Dvjo!
0.
%Kk 0.01 0.01 0.01 0.0 0.0 #oivor [ #Dvjo!
XS 0.01 0.01 0.01 0.0 0.0 #Dvor [ #Dvjor
E>haz> | 001 0.2 0.2 * 0.005 @i 210096 | 207441 | 2087685 | 220162 [ 214074 [2171180 | 472.0 | 606.0 | 96.2 539.0
FrAy 0.01 0.2 0.2 * 0.005 & 200505 | 200070 |200287.5 | 206805 | 207086 [206945.5 | 804.0 | 573.0 | 96.8 688.5
e 0.01 0.2 0.2 * 0.005 & 209040 | 215772 |212406.0 [ 203071 [ 211471 [207271.0 | 633.0 | 5450 [ 1025 [ 589.0
FLoS 0.01 0.2 0.2 * 0.005 @i 204177 | 205463 | 204820.0 | 208767 | 213454 [2111105 | 558.0 | 647.0 [ 97.0 602.5
Yal 0.01 5. 5. * 0.005 i 189786 [ 195175 |192480.5 | 206483 | 206657 [206570.0 | 454.0 | 398.0 [ 932 4260 | RBBERERRETAE
< B# 0.01 0.3 0.3 * 0.005 mi# 192695 | 190415 [191555.0 | 180839 [ 182570 1817045 | 4490 [ 4060 | 1054 | 4275
> * 0.01 0.01 0.01 0.005 mi# 0.0 0.0 #Dvor [ #Dvjo!

A, REFERREDHEICIE—REE(0.01 ppm) AL,

2 EERROEELTINR(FMRELEEMARELASRLDFE)ISE [ INRTShD,

*3 AMPORENEERFILRELLL TR ORBRBRTHRL R (IR VIR FIE:
MBS R R R R R OIBIS R EIC2EU LR 5. (BEISHCTRIREAZT, )
BROBERITIEEELEIVEEANS,
RIS BE—VEE (RIEES) DL (%) ERDHB.

) BT B,

) RUTAIE THRELLE

6 YMYIRFMBEE KO BT

(3) AHIMVIRDBE~NDEE

HBEIMNVIZXDAEADEZLZICDONTHRETLERERER 11 ITRUz, RMMEUREGKERICEH (T HEIRE
100%HHBREICEDISITFARLI-TMN) VI RFINEEBRDBFEIZEBRRIIH T HE—VEFELERD
fzo WAZERBIZDOWTIE, HERIBREAZ/—ILT 25 EHRMLUEZBEL, @mFELL(X. LC-MS BIE Tl
0.96~1.08, LC-MS/MS BIE TlX 0.97~1.05 THY . Tr) VI RDBIEANDEE (L DIEh>T=,

AMEUGRERICH TAEEEZR 11 TROFE—VEBELTHRLTHEEEZRO . R 12ITRL MEE
X LC-MS BIE Tl 85.1~101.6%. LC-MS/MS B|ZE Tl 86.2~100.0%THY . HIEEELBIFTH-
T=o
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£ 11 BEINVIRDBIE~NDFE

e et | e | TR E—v@Eik (&)
No.| SHFHRILAM 54 il Il Kl BT Sl S BN IOV E D LTt BRERR E—omE| %
gror ] e | PP gy | B0 |77 [Tom | w2 | wm | ot | w2 | E | BOK®
LC-MS 0. 0.0 0.0 #DIV/O!
oy Xk 0.01 0.01 0.01 0.005 [EEd 0 2109991 | 2113416 |21117035 | 2125752 | 2143135 21344435 |  0.99
oy KB 0.01 0.01 0.01 0.005 [EE 0 2216700 | 2261403 | 22390515 | 2223244 | 2203596 |22134200|  1.01
rFoY FS5hAZS 0.01 0.2 0.2 0.1 ki 0 51271209 [ 51554247 | 51412728.0 | 50231371 | 49482413 | 49856892.0 1.03
rFoY FrAY 0.01 0.2 0.2 0.1 i 0 51170476 | 51678399 | 51424437.5 | 51928245 | 51885417 |51906831.0 0.99
% eV 0.01 0.2 0.2 0.1 i 0 52026171 | 52305205 | 52165688.0 | 52161461 | 51887802 |52024631.5 1.00
% FLoy 0.01 0.2 0.2 0.1 i 0 51216033 | 51630209 | 514231210 | 51432709 | 50937955 |51185332.0 1.00
Koy Y 0.01 5 5. 0.1 i 0 37351385 | 37759839 | 37555612.0 | 39194385 | 39306496 | 392954405 |  0.96 f;?;ffﬁﬁfﬁﬁ
rFoY <BH 0.01 0.3 0.3 0.1 ki 0 62520693 | 62474397 | 62497545.0 | 59993348 | 60238569 |60115958.5 1.04
oy B 0.01 0.01 0.01 0.1 L 0 432170 | 416408 |424289.0 | 395859 | 391898 |393878.5 1.08
LC-MS/MS 0.
% 2 3 0.01 0.01 0.01 0.005 ki 1465 166855 | 169990 | 166957.5 | 170568 | 168155 |169361.5 0.99
Foy A= 0.01 0.01 0.01 0.005 i 0 180033 | 184728 | 182380.5 | 181648 | 181548 |181598.0 1.00
oy E5hAZS 0.01 0.2 0.2 0.1 i 0 4219009 | 4237408 |4228208.5 | 4124571 | 4121940 |41232555|  1.03
Foy FyRy 0.01 0.2 0.2 0.1 i 0 4193080 | 4266113 |4229596.5 | 4224693 | 4340690 |42826915|  0.99
rFoy TELd 0.01 0.2 0.2 0.1 i 0 4255244 | 4273990 |4264617.0 | 4243186 | 4270823 |42570045|  1.00
Foy Lo 0.01 0.2 0.2 0.1 i 0 4161732 | 4180609 41711705 | 4148172 | 4163312 |4155742.0|  1.00
ko YhZ 0.01 5 5. 0.1 [k 0 3166524 | 3181336 [3173930.0 [ 3278710 | 3285163 (32819365  0.97 Eﬁigﬁ?ziﬁ
RLTAIE
oy %% 0.01 0.3 0.3 0.1 i 0 5048740 | 5045240 |5046990.0 | 4809707 | 4832389 48210480 |  1.05
Foy * 0.01 0.01 0.01 0.1 i 587 34475 | 35273 |[34287.0 [ 33203 | 33109 |33201.0 1.03
M EEEG, BEERREDHEICE—RELE0.01 ppm) ZFALVD,
*2 RMEYRGHERICH TS EIRFE100%MLRECH DL, TS I/HAMORBRARTRAYLBERR (NI RRIMEERR) RVBE CRBUAZERR CRRIFERR) 1R T 5.
*3 IRV IRRIMBEBRRRCBEIZERROIBISREC2E L EAIE L ERNSFET 5. (BEISECTRBEAZITS.)
*4 TFUYIE—INRBOLNIIGEICF, IRV IR FIMBEEBRDERF IV VEEELIV-EERANS.
*5 TRYYIRRIMBEBRRESHBRL OISV IAMORRBREAVTRET S,
*6 YUY IRFIMBERBOBRTERRICHTHE—VER (RETFS) OLLERDSD.

& 12 WHIERE

[ ataa

FE (%)

v — 7RI

MEEEE (%)

LC/MS

100.5

0.99

101.6

86.0

1.01

85.1

EF5hAZS 93.2 1.03 90.4
TRy 93.8 0.99 94.6
&Y 92.8 1.00 92.6
rLoo 93.8 1.00 93.4

YAZ

87.8

0.96

91.8

91.8

1.04

88.3

(2%#
#

95.0

1.08

88.2

LC-MS/MS

%K

98.6

0.99

100.0

=

86.5

1.00

86.2

ES5SNAZES

92.0

1.03

89.7

TRy 92.6 0.99 93.7
e 91.2 1.00 91.1
rLoo 91.7 1.00 91.4
YA 87.3 0.97 90.3
K BH 91.6 1.05 87.5

-+

i

89.1

1.03

86.3
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4. TOOFREREICEE T H1RE
(M EBBAR B EIU n-AFHUREDRE

F2 0.1 ug & 10 Wh%IBIEFRJ D L 50 mL ITEHRML., n-ANFH> 50 mL B 25 mL T 2 [E#RES
F1o12ElA ROV IFEEIRESNENoTz, —F 2. RERBRAREDRET (2) sninFEDKEITRLE:
KO, BFEE T F LTI, EEMICEIRSNT -, ZCT. BB -EH-BREORBRUIEINAZTI-RDKZE
BROBRELER T NATHUTHERLER. BRI FILTHE T SIEEERZA-. KDY 01 pg & 10
WIV%igAE R L 50 mL IZFHML., n-AFH > 50 mL THkELI=%&. BFEETF )L 50 mL R U 25 mL T
HL-ECA, BUREIE 103.4%ERFTHoTz. TITROVEFRMLUI-R KB REREMEL. 10 wivhigit
FRUDL 50 mLEMZ . n-~NFH2 50 mL THELIz#%. BFEETFIL 50 mL R 25 mL Tt LzEZ A,
EURE (L 50.3% LM o7z (K 23) , EUREAMEMN>TZREEL TR DO UM n-AFH U BIZHEITLIZATREMED
Ezbnf=1=%. KEIZ0.1 mol/L EEEEEL 10 Wv%IBIEF R LBRRERAL., DHZERETF )L CTHH
THOHEERELIZECAH, EUREFL 63.1%TH= (R 24) , RIZnAFHUBMDOFDUDEIRER LS
#5728, 0.1 mol/LIEREZEEL 10 Wv%IBIEF M) D LBR T2 RIME T 5HEERETLIz, 34bhb, ZXK
HHBRE=(XIZSNAZIHHERERGER. n-~F Y2 50mLENMZ. 0.1 mol/L EFEFET 10 wv%ig1EF
R LiER 50 mL B 25 mL THHL., PREFFBRTFILCEALIZESAH, BURED, £482.1% K1V
71.7%THY . EURED R LAROHONT=, Fi-. ZKMHZEZAL. 0.2 mol/lL IBEEZEL 10 wiv%ig{ET
)™ LA KR CRISRIZIRELI-EEDEIREX 75.1% TH o= — A TXBHOBREE7 EF=FIILED
B R IR/ AT YU DB TS5 A DEIEL 87.0%. FINAFIRHMOBBEREDREEZTST7(
H—RUZZHSALIZKYITo=15E DEIUNEIL 91.8% THho1=1=8. RIGREFX 7, =M LR UVIEEEE R
/INEHULRER. REBBROBREITTST7AM—HRUIZASLICKYITITEELT -,

[ %kiog | [ 3k10g |
: Std 0.1 ¢ gi&xAN(0.01 g/g)
Std 0.1 ¢ giAN(0.01 pg/
Ttwl:go@sé ngfmjgj) 721-2100+50 mL T
3158 R5158

7, T200 mLIZAR YT
20 mLERRY . BT =N
0.1 mol/L¥EEEZE$10%NaCl 50 mLEMAZ S

T, T200 mLIZAR TP YT
20 mLEFRY. BT R

10%NaCl 50 mLE/Z % [~k
Lonxdig | i ~FH50 mLEMZ  BLURES
’\#"U'Z50 mLZMA . BLIRES KBERY  AXHUREILERTS
e R, ARV REETS BEUBAFS ) LR
ti )
| | Hg’f}gﬁl*"’l’é’]”imﬂj(5°+25 mL) | | E?Eﬁl?)b%hui#mth(swzs mL)
%
#moKIRER D L TRK KRS M) L TREK
|KEREE TR LEA R KRBT R LEA R
BIEERE BIEERE
FEr -AXH2(4:1)2 mLIZBEMNT Frho-AExH(4:1)2 mLIZEMT
[ PSAI=HSL | [ PSAS=HSL
PSAIZ&fT PSAIZE& T
Ty -AXH2(4:1)10 mLTi% Frby-~AFH(4:1)10 mLTHE%E
TR -AR/—)L(4:1)2 mLX2TETH Frh-A%)—)L(4:1)2 mLX 2TET
TEb-A2/—)L(4:1)6 mLTEH TEb-A2/—)L(4:1)6 mLTAH
BIEERE BIEERE
A8)—)U5 mLIZIEMNG AR/ —)b5 mLISENT
[ LC-MS/MS | [ Lc-MS/MS ]
23 ELARERUATSUEEDRET(1) 24 ELIRRIERUANTHUEEDRET(2)
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(2)2=H5 LD
DVNTIVEZASLRY C18 AT LMILDBRHIRRER 13 RV 14 ITRLT=,

T YhH IVE=hF L [waters 15! Sep-Pak Plus Silica(690 mg/1.6 mL) 127+, 10 mL THEk%LT=
B.EDOUV0 1 ug ZEFL. EEBETHEHLEEDBHIKRER 13ITRLI, FOUE, 7N (TR
BUAZ/—)L(4:1)RBER. TEF RUAZ/—)L(1:1)EBHESZ 10 mL TIEAHET . A2/—J/L 10 mL T
FEAEBHLLGA ST,

FOR2TIII) AL AT ILE=HT L[ Agilent #13 MEGA BE-C18(1,000 mg/6 mL) 1Z&A4/—JL 10
mL TRmERFELI=E.FD2 0.1 uyg ZEFL, FEBFETEHL-EZOBHIKRER 14 ITRLI. KOV
(FAZ/—)L 10 ML TILBEE T . FEBRUAZ/—)L(2:98) BRTIEIELEBFELI, LHL., (FINAZS
ZRVTREILIZECA /A MHIDAREND E—IBRNBVVGRE TN I RBREICHUKRELHENFS
NEM21=28, 512, C18 SoATLMODBBICITEEEENAVETHY . tMIBEDOI=—HSLIZLSIE
MBERNEEZ IS BOBENXEILEIELREDERAMNS C1I8ITASLTORUTEY THRINEEZ
b=,

& 13 VUNTNIZASLALDBELRIKR (FP2 1 mg/L)

Py Trh-A2/—)L | TN -A2/—)L
ke AR )—)L
%10 mL i 4:1) (1:1) 5/
EESCTY 0.0 0.0 0.0 1.9
BHE:0.1 uyg(FHbk> 0.1 mL [ZEHR)
K14 FOETIUILI)ILEDIAS IL(CI18)IZASLMILDARHIRR (K 1 mg/L)
LS XEE-AR/— )L
AR)—)L
£ 10 mL o (2:98)
EEICTY) 0.0 98.5

B8 0.1 ug(A/—IL 0.1 mL IZ3EHE)

5 EE

PSASZASAIZKDREEIT. TN RU n-AFXTH U (4:1)BRTRER. TN RUAZ/—)L(4:1) B
BCROUEBHT DA FRERALEZ TN RUAZ/—)L(4:1)BRTATLAHIEIGE X, BHA
EOBENSNIEND FRIEMNMEN M., TR BRY n-AFHL (4:1)I2KDEFETOITET. B
RORERERET DIEDNARETHD (IFISNATSRUFRRBEROLZE . BRMENEH o1,

LK KB, FPRY, SEVWE FALUD YATRULKBHHABIZDONTIE. PSA S=HSLDHDIREET
RAREM M STz, LML, (EINATIRUVEABIDVTIEL. ZFEFRY n-AFH (4:1)BRICEDH%EE
THAIEREDREERIIBREMETH M. BLRICKRET A LIETERM 21z, ZI T IF3RAZTSIRY
HHABIZIOWTIET 774 h— RS AT ALIZKDBMBRER LIz, FOUIXTST77M b A—RUIC
FREIN-0. FHEHERFLEER. TEE. MLIVRUAR/—)L(1:25:75) BB CEEMIEHA
BETHY., T, BRLFEFRLICRET DIENARETH oz ULEDIEMS, PSA S=HSLBEDAT
FRBERNIELIRETEGVERRICOVTIK. FII77MM—RUI AT LICKHEMBEREITIE
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&L=,

ZAF 591K 0.05 ug(0.01 ug ) EHRMLIE. 7 THHL. 200 mL ISERLz%. &
20 mL(ZRE¥ 0.5 g HHY) ZRY. BiEER. BFBTFIILERBL. PSASZHS LRUI S T7A/bh—RU22h
SLTHRELLESA, FOVIEERENGEMF, BIFHB TRV IZANZ 0. PSA S=ZAFLRBHIZE
WTBEIARICEY, FOUNPSASZASLIZRFSNGA SF-ATREMENEZ NI, TITET . FEBHER
YR VIREBRCB TR R KERUKDAHHORERFRAREZEALVRMEUREHREZ T oA Y
VIEEURESNE M o1z, RIZ, EREZ OB FIRINEE 4 mL(FFHM 0.1 gHHH) ICLIzLIA, RIFEEIRER
NEoNTz, COLEELC-MS [ZEITHEERREENDE—V(X SIN=43 THY. FOUDEEXAIEETH>
f=Zehn, SEIOAEEERAL .

RAELIAEZRVTIZR. KE. [E3NATS. FvRY LWL FALUD YAD  (BHRUEIZDLY
THRMEUGREEZE TR WTHOBRICOVTERERE. EE. HTRERVREREXRIFTHY.
AETRIVIRDAEANDELEL DTN LMD KAREL. . ZH. FXR. RE. BEHERUVEDE
EYICEATRETHLLFI SN,

Kt

EEPROROURBREELT.FOVEZRHEANS T THEL, BE. BERUVETZOFTE., FHE.
SEARVEERHETT7TEFM =M IILETERERANFYUOSERICKYBRIELIzE. BFBBTFILIZEBL. REE
FEEETUHERVERFIFLUCSTIVU-N-FOE LYWL AT IVEZAS LR BT ST7/ h—RY
STHSL,. FOMDEEYEIIFLUSTIVU-N-FAOELIYILIESYAST LI ZAS LTHREL-%.
LC-MS X% LC-MS/MS TEERUVHERTIHEZRFE L. RELIHEEBEEXR XK. XKE. E5NATS.
FoRY EENE FLUD YAZ KBHRUVED 9 BRISEALEHER. LC-MS BIETITIEE 86.0~
100.5%. HH{THFEE 1.0~5.7%. LC-MS/MS HIE TILEE 86.5~98.6%. HTHE 0.9~6.1% 0D BRiFiifE
BABONT-, T, EERFEELT0.01 mgkg ZRETRETH A EMNFERSNT-,

EL-pay
1) Steller, W.A., Klotsas, K., Kuchar, E.J., Norrs, M.V., Colorimetric estimation of dodecylguanidine
acetate residue. J. Agric. Food Chem., 8, 460-464 (1960)
2) Newaome, W.H., A Gas-liquid chromatographic method for the determination of dodine residue on
food. J. Agric. Food Chem., 24, 997-999 (1976)
3) HajSlova, J., Rathouska, Z., Davidek, J., Gas-liquid chromatographic method for the determination
of dodine in fruit. J. Chromatogr., 348, 437-440 (1985)
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OFMEUREERIZBITA R RMEIOTRT S L

(x1,000)
1 0(x100,000) 35"
O'QE JSuhaE 3.0 IS5 HEE
0.8 1
0.7
0.6
051
0.4 \l/
0.3
0.2 ‘ ‘ ;

Ny By B B AR \ T T T
10.0 105 11.0 15 120 125 min 10.0 11.0 12.0 min
(x100,000) (x10,000)

6.0 ]
] N 25 s

5.0 EIERE S ] EIERE S
] 2.0

4.0
1 1.5

3.0 ]

2.0 1.0

1.0 0.5

0.0 0.0
5 \ T NN \ \ \ [ [ \ \
10.0 105 11.0 15 120 125 min 10.0 11.0 12.0 min
(x100,000) (x10,000)

6.0-] ]
] 25

507 RERHK ] EHERK
] 2.0

4.0+ 4
1 1.5

3.0 ]

2.0 1.0

1.04 05

0.0 0.0
L B B B B B B By B B B I T I T
10.0 105 11.0 15 12.0 125 min 10.0 11.0 12.0 min

7 1 ZHD SIMHATRTS LA
(m/z 228)
IR :0.01 ppm

7 2 %KD SRMYATRIT S L
(m/z +228.2—43.1)
AINEE:0.01 ppm
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(x10,000)
o] ISUoEE
6.0;

5.0

!

3.0

10.0 105 11.0 11.5 120 12.5

—
min

(x100,000)

EIERE S

10.0 105 11.0 11.5 120 125

(x100,000)

—
min

5.0

|

3.0

B

10.0 105 11.0 115 120 125

8 1 KE®M SIM&ZAOTrT S L
(m/z 228)
IR :0.01 ppm

T
min

1,000)

IS oEE

(10,000
401 B
3.0 \l/
2,04
o
0.0
100 105 1o 15 120 125 min
(x10,000)
4-‘% BRERHK
20
o
0
100 105 1o 15 120 125 min

8 2 KEM SRMHAOTrIS L
(m/z +228.2—43.1)
IR :0.01 ppm
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(x10,000)
325 N,
1 TS50
3.004
2.75-
2,50 \l/
2.25-
2,00
1.75
R B B e e A B e B
10.5 11.0 1.5 12.0 12.5 13.0 135 min
(x1,000,000)
757 ¢ AmEH
5.0
2.5
0.0
R B B e e A B e B
10.5 11.0 1.5 12.0 12.5 13.0 135 min

(x1,000,000)
7.5 e Sk s
] \l/ BERR
5.0
2.5+
0.0
R I I L B e B s
10.5 11.0 115 12.0 12.5 13.0 13.5 min

9 1 [E53NAZTSD SIM OIS
(m/z 228)
AINRE:0.2 ppm

(x1,000)

IS oEE

0.5

0.0

100 11.0 120 13.0 min

(x100,000)

607 A
5.0—; \l/

4.0%
3.0%

2.0

0.0

100 11.0 120 13.0 min

(x100,000)

6.0 \l/
5.0

4.0

BRERHK

3.0

2.0

0.0

9 2 [F5NAZFSM SRM /ORI 5L
(m/z +228.2—43.1)
RIRE 0.2 ppm
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10,000)

457
4.0

3.5

2.5+

2.0

IS oEE

1,000.000)

7.5+
5.0
2.5

0.0

\L wInEt

1,000,000)

2.5+

J WEEH

0.0

101 Fv_YD SIMHOTRTS L
(m/z 228)
RIRE 0.2 ppm

(x1,000)

IS oEE

10.0 105 11.0 11.5 120 12.5 min

(x100,000)
7.0

6.0
5.0 \l/

4.0

FIERE S

3.0

2.0

(x100,000)
7.0

!

5.07

BRERHK

4.0
3.0

2.0

10.0 105 11.0 115 120 125 min

102 FvAYD) SRM HOTRTS L
(m/z +228.2—43.1)
HRINEE 0.2 ppm
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50X10.000
457 TS50
407
354
307 \l/
25
Z-OA/\\L\A/\A/\W
154
1.0y N -
105 110 15 120 125 130 min
(x1,000,000)
] FIEE S
7.5 \l/
50
2.5
0.0
e -
105 110 15 120 125 130 min
(x1,000,000)
] S NS
754 \l/ *m Iﬁ'l&
5.0
25
0.0
-
105 110 15 120 125 130 min

11 1 SEWEHD SIMYATRT S A
(m/z 228)
AINRE:0.2 ppm

1,000)

1.00
0.75-]
0.50

0.25-]

0.00

IS oEE

11.0

100,000)

min

6.0
5.o—f
4.o—f
3.o—f

2.0

\l/ FIERE S

0.0

11.0

100,000)

min

6.0
5.o—f
4.o—f
3.o—f

2.0

\l/ BRERHK

0.0

11 2 SEWED SRMYOTRT 54
(m/z +228.2—43.1)
WINEE 0.2 ppm
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(

10,000)

5.0

4.5

3.5
3.0
2.5

2.0

IS oEE

(x1,000,000)

2.5

0.0

\l/ EIERE S

(x1,000,000)

7.5+
5.0
2.5

0.0

¢ BEBR

12 1 ALYSO SIMHOTRT S L
(m/z 228)
HRIRE 0.2 ppm

1,000)
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