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1) LC/MS/MS ZR W=V DXL TR 2 IEED

RS HTED R ET
WKL R AL EREE EA B
AT Bk I% BEET
BEE

BhEOIRK Z IR IZRE T 5720, #UBHT 10%MEER 3K 22, Ak

LC/MSIMS ZFHWTCTEETHIZ I AL EH T 2 UED
[R5 R IEE T B3 2 Bk

o7 E£72, EREROWIEIZHOWT,

A TR O R & 17

DEZEPEFHE AT A BT A 2] 1IZHEDS < U MRHlER 21T -7 & 25, HEEE

T Bk RS ST,

*—7J—F : LC/MS/NS, ¥ D XA E,

IFL®IZ

70 R4 FIE, WEFE»S TEE, K727
OB IR I LT DY hAEHYS b TR
IR ERDEFESERETHD, £2, JIVAA T
I, RBEMEDO Y 2 BN T L ESBICEATED,
B L7236, ZOSHRES @A E 0, akeks
BRI L WRIEZ 23 PO EER e BET 5 &
ZzbnTN5HY 2,

7 U XA ENE, BEROEROHEFNY A EE L
BlTwnwaZ b, BoTHRETHZEICLARTH
FHIAE 2729, WELER TIOALL LD T REYS
WIAELTNEY, Zo-n, BhBEORKEEN L L
TIURALEDODHBMEL IR D r— 2135, KRR
IZBWT S, ER274E9A I, VU XA R hAEL
AR L TR & LT L- 2 SIS X DA a
DHRAL, EOXILNRD LT,

7 U RXAERFRN E DD BT EOFRERIZIL,
B OMIBICL Y, BREEE D S FIK O R &2 7
B2 b H DN, 7 U XA NGB R TR
ELEOTWRWIEBBEESNS, ZO%E, Bk
BT L DY 2 TEE N LY T A DOERRAE S O RN

alg, BHhE
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BTN, v A EROMPIIE Y 2 VB LT A
OFRERDEFEET LD ENDHY, ZNOHTITERRE
ORFEIRETHDL EEZXOND, v, JURXAE
oY F A TR OB RIEE Y = VRO ER
BNREL, £, TOEREAENR T 2T T A
ELTHEELTVDY, 2o, ELERRICEY
REEY 2 VBOGEEREZHLMNCTHZ X, &P
FORKROFEIZBWTEETHL EEZDBND,

7R FHDOARNEMEY 2 TEROSNIE, = Vg
DI K o TRIEME Y = U BRI % HEE3 5 TR0
ZL< VDL, v a VEBEOSHEE LTI, BEREY,
EiER s 0~ N5 7S, HRosu~w NS T Tk
O 4 Frru< 7T 7EY), ¥y T ) —ERIKE
ENR ERWE SN TV, 7B, ZhbOFIER,
WS ERIOMEE E, HUEME, & ONERR
PEOR TRBERH 5 Z ENRL,

FIT, AE, UL ENRERE DL ETHE
DOFAERFIZ, BRI O FFE 23 A B2 53 HriE O B FE
R, S, o, EmBRREDOLC/IMS/IMSE A
W27 TR FH Y 2 UBEORESHED R 21T o
2o Fio, REICHONT, [TREPICERET D BEIRSE



(BT D RBRIE D SRS A KT A ¥ (BT
(HARTA] LD, ) ITED < Z LRl ER
BT L 25, RIFRFERBELNIZO THRET D,

EBAE

1 HESE
1.1 BER

Vo DR Y a U ER K (RS T2 S asik)

VA UBANT TN TR T A—KFY
(FnyEpiss T 2 RIERR)
1.2 ZOhORESE

T =RV FOGHISET 2R (HPLC )

Hmg o B b CEESERIER)

K FEELK

W5 Am— |k : IWAKI £ 11G2

A7 ¢ v 4 — : Agilent # (Econofltr PTFE, 0.2um)

/XA 7L :GL Sciences # (R VY Fr v L 8 1.5mL)
1.3 BERRK

o VR TOKFY) AR R, AKICEE LT 1000mg/L
DFEER 2 FHR L7z,
1.4 BERRK

HE R & 10, 50, 100, 250 M % 500pg/L (2725 X
21T, 75%7 2 h=hFU AR THR LIz bOE Hn
770

2 Ha
2.1 BmERAEM

P hAEERT7—RTrEy P —TCHBILIZb D%
Wi,
2.2 mLMFMABRARN

WEDY U AL ERPHEAIBNTRE I ZY
2 UMBBREESEIC, ki 21 TRLEREHS, v a
VXY 2 VB LT AOBERER A 2500pg/g &
B X OWEML, 30 5RHME LD E WL,

3 LG/MS/MS HI%E &4

LC : Nexera X2 (BiflfErd)

« JENE ;5L

< BN T 20 Merck #:84 ZIC®-pHILIC (2.1x50m
m, 5um)

W T LA —TEE 60C

- BEIFE : 10mM FEEET = AGAKT & b=
U VEHE (25:75)

- P& 0.6mL/min

MS/MS : TRIPLEQUADS500(ABSCIEX #L)

- A A ALk : ESI(negative)

21

« A A b4 : CUR(20psi),CAD(7psi), TEM(650°C),
GAS1(80psi),GAS2(70psi),IS(-4500V),EP(-10V)
< HTE— R MRM GRIESMFIEFR 1O LEEBD, )

4 BREAMWE
4.1 FBEMTaIBOERZE

B2 vl (REEY 2 vBE L ORIEEY = v
WHdkDT 2 vig) KORENEY = v (At =
VR DV 2 V) ORENDL, RNEEY 2 U

(SvavBhLyvh) 2ERTAZLE LT,

R 2 U= 2 U — fEEY = VR
4.2 @FIAEEE

MRS YO EEBEIC,
U A BN 35 TREATLEREE B R L,
DRFEIT- T2,

2 TR U7=30kE 1.0g (CHh R 5mL %12 CTHE
CFARXL, HTAua— b EHWTAE%, KT 50mL
WCERT D, & T5%T & ~= kU JLERIE AT
W5, 7ok, MHHRIEL, By o VBOHET 10%E
BiEHW (LT Ry vii) Lvwo, ), mIEdE
TaUBOLEITKERNDS (LT TRy = v g
Kl Ewno, ) (W) .

W2 vlgs ity =
GiMTik

=1 NSNS B S
Q1 Q3 DP CE
Compound M) (mz) (V) (V)
oxalic acid 89.0 60.8 -45 -12
89.0 45.0 -40 -12
89.0 35.0 -40 -12

k109

HhHIHEY (10%H82 or k) 5mL
ARE )4 X 20,000rpm(Lmin)

Al (I xw— )

KT 50mL IZER

75%7 & b= b VLA Tl B AR
LC/MS/MS

MY 2 UEROBA T 10%HEE, FIETEY 2 VBOBAITKE VD,

X1 giE-IO—

BRRUERE
1 BIEEHO®RE
F7, MS MOMERMEEZRET DD, Va2 vl
FEYERRIE S0ug/IL & A > 7 22—V a 2 X D EHE MS
HIEAL, A3 UMb E R LTz, Z0OfER, ESI
B, X BT 4 7E—RT [M-HOB T 7 b oAbA F
DHBLL, R UIORT SN EE L o7z,



KIZ, HPLC DA 7 AR OBIHGHOME 21T -
7o Va UERITIE S T EEmE LS (K 2) ThY,
HPLC S CIR< HWo D7 v~ T 7 41—
TIEH 7 L TORFIINETH S, b, T4, v=
UEEEBKENMEERA s e~ 7T T 40— (LLTF
THILIC) &9, ) ZHWTHIT 2 FER@E ©
WsnTWws, £72, YFrTi, ®EIC, HILIC 7
Lx AW 2 F I VEORSG TEEmRME LS D5
Brikzads WP cnszenh, IhbEBEIC
Merck #L8! ZIC-pHILIC %AV, BEMHETOKRET %
1To7,

ZTORER, 2 U, K: 7 =KV (25:75)
FROWERE T v =7 5 10~200mM BEDHFMET TR
RGN, B7e ik A a2E=4
—LTWAEYD, BT = AEENFHT 2 &
A A AIHEN X 0 IEENME T T oA R L, F
7o, TE=XZ—LTWAB A A OfFEN 35~89m/z L Ltk
A NS S, N—=R T VEB DR LT
W, 7V RN CRMERRETH -T2, Z 0
ZEDD, RELEEFEN.IEL0, BEMEIT
10mM EEfe 7 v E=U AEHEKTERN=FU L
(25:75) W ER\, A Y7 7T v I 5Eir> 2 &
L, AR THE LY 2O/ u~ N5 7
%X 31ZRT,

BB, YaUBOE—213 77—V VI RKRENST
e, MEBRMEZHERT 52080 K LNE
(500pg/L , n=5) IZ XA x4T o7z, F£iz, T
W ZHERT D70, v a UBOKREORAEER
(10, 50, 100, 250 K U* 500ug/L) Z A Sef:THIE L,
15 5 A7 B B O FH BIARE K OVE BRR S KTIG T 5 iR
B (10pg/l, AT TFRRME] Lo, ) ofFond
E—27 O SIN lhERDT-, TNHOREREE 2 KUK
4T RET,

F2IRT EB Y, LREFRER O E) (RSD%) 13 0.21%,

v— 7 REOZEE (RSD%) 1% 0.22%TH Y, BT HE
DFRBRIHI A BRESM L LT+ 7 iEl
MERG O, 7ok, BIEHE 10~500ug/L (2B W\ T
RAF724E (r=1.0000) K OVEMEUELIF LN, Fi-,
TERMED SINLBSH A KT A IR ENTN D ERR
ROFIEME (SIN th=10) 2L TND I &b,
10~500ug/L. OFIFH CEENDFAIHE TH D I L 3R T
77,

O] OH

Do

HO o)

Oxalic acid
(M.W. 90.03)

B2 YadEoBER

Oxalic acid
(m/z:89.0>60.8)

. min
15

K3 vaoBoyovrs52

Area
5.0E+05
v =2860.2151 x - 169.9273 -
4.0E~+05 RZ=1.0000 —
/./'
3.0E+05 —
-
2.0E+05 A
-
//
1.0E+05 o
/’
0.0E+00 -* ‘ ‘ . | ng/L
0 100 200 300 400 500
4 TaBOBRER
2 FREERO®KS
LC/MSIMS % H\N 725307 Tl, sRBRISIE H D W)

DOEEIZL Y, BRI DA A AL T A A1k
et (AT = RhY w7 28 Lnw)H, ) BlEZ Y,
ZOHERENEIHNT D720, BRBIEZITDR VA
BRI B WL EEBOITOREE L 720 B\, LR
ST, AEAVLATLERE S, BREREE1Th 2RV
b DOTHDL D, v ) v I RAHRIZLDE
BEREENBRSINE,

7B, v M) v AHRIC I D ERBELZILT S
FIEELT, v bV v A —FEHEREZ AV~ b
Vw7 AMBRICL D EEEDMONTNDE2, HIW
MBORENEMDO~ Y v 7 2 ABREOMERS VT

x2 AEBREFOFMER
Rtime Area Correlation coefficient Signal/Noise
Compound Ave. RSD(%) Ave. RSD(%) (r) ratio
Oxalic acid 4.05 0.21 4.3E+05 0.22 1.0000 26.4
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ThdHed, BPHEOFEEBROIIEL L TUIBERN
TR,

—F5TC, —IC~ bY v 7 2R, HWEBRIEET
D~ hY v I ABNZWVNEIERE LS D70, RBRE
EOFRIC L VBB RD~ Y v 7 2B A AW
HIENRTEDEEZ LN,

FIT, JURAEFLRABOY A EZH, 5.2
AT R OFRREEIC BT, FREREZZL (K
AR AEER & LC 500, 1,000, 2,000, 5,000, 10,000,
20,000 f%) &, ¥ hU v 7 ZAGROBRIEEZITV, &
BRFREER OB EITO Z L & LT,

72k, AMALERIE, = R CIIiHRIC 10%HE
a2 M, £72, A o ORI HRIC K %
ANB7-%, = ORIHEE & L > T LC/MS/IMS
WCHEAT RIS OB N R b Z iz b, L
NoT, WEtHEkDO~ MU v 7 AR oM, HhHE
MEkDO~ N v 7 ARORIELMLETHD LE X
b, iz, HROY bA EHHEZ ImL 5 H
L, = UBRIERE 250ug/L & 70 % K 9 ICHE VAR &
ML7bD UUF I~ hY w7 2EHE] Lo, ) &,
BRERAEZRIT > 727 5 > 712, BRI SRR 2 IR
MLi7zbo (BLF 7707 o, ) 2Fh
ZHLCIMSIMS IZTHIEL, E—27mEDl (%, LA
T OTEE) LW, ) EEHTAZEICLY, B
S M OB sk D~ b Y v 7 AR OMGEE 1T
AT bbLiz, v N v I RBEHRLT T I IEHEDOE]
&K 310, TNENORELEK 5 ICRT,

EF, R B HEDO~ MY v 7 AMBEEREET 5720,
R T EIC~ R Y v 7 2R (v =2 VEER © TM,
AR 2 UBER SM) T T o FERE (RY 2 Ui
FoT, ARMY 2 UBER:S) AHE L-, T ORE,
I F 1 500 1% K& OY 1,000 5478 C i, TMIT J& OY SMIS
23 110~120%FRE L 720, TEDO~ b v 7 AEHEMNA
BT, 7283, 2,000 5 A BR LA b CUIRss B i3 IFIX 100%
Ly, ~ b Y v APBRIEBEATE DL EE LN,

wiz, MHEEE O~ MY v 7 AR ERFET 5
7%, TES#EELEZEZA, 500 %A 5 5,000 %
FRTIE, TIS A 50%~80%FRE & 720, AD~ Y
v 7 AMENR SN, 7k, ARG 10,000 524 -
TIEREITIZIE 100%E 720, < bV v 7 22081
mMHCcExL BN,

I, RBFE AR RN T D~ MY v 7 25
RERGET D720, TM & SEkl L& Z A, Eid
TR RS RO~ Y v 7 AR & RO M2 R 6
niz,

PLEIiZE Y, SEORTRERETIE, FRRERIEW

23

B A iRk R Sl K ONA B B Sk D~ Y w7 R R
DHY, FFHEMEERREDO~ N v 7 ZAERK
XWVWZ ERHLNITR ST, — T, mRESE % 10,000
fFLlbicT 5L, ZoRBIIEATE, v v X

BRICEDRVWEENRFRETH D Z ENRBR Iz,
T END, BHLIRICEE LT, IBERE A BB L,
10,000 AR E AT 52 L & L7z,

F, ST, FEEFIEAHEIZ 75% 7 b= MU LT
FRLTZH O EEBAENAE LN EnD, 75%7T &
F=bFUATHERUZEERREHNDZ LITXD,
By 2 UBERAIEEY 2 VBBOEENAIRETH D &
EZ b,

72k, #EHE 10,000 5 L7256 O E & NIRE I
JIORALEFOY 2 VR L LT 100pg/g & 725,
L, BEOS UL EETHEEACBON TR S
NIy = RIS 2% 1,000~5,000ug/g f2)E 3 5 O
HHT L, O 5D 1L THY, JIRXALE
ERGE Lotk LTidtoeEExonhd,

®3 HFREERAARER K

Type )
Name - - Extraction
Oxalic acid Sample
™ Total Matrix 10%HCI
T Total Blank 10%HCI
SM Soluble Matrix H,O
S Soluble Blank H,0O

120 ~
100 -

Concentration of oxalic acid : 250ug/L
Solvent composition :75%ACN

radio(%)

80 - % B TM/T
- asm/s
ST/S

= TM/S

60

40 -
20 1

0 -

\
Q
+6

5 T YUY RAMBRDREE (n=1)
ULomittRaeEx, 7 VAL EP L2 VEED
Bl TiE (BUF TR &vo, ) zfEl Lz (M
6) o



Bk 1.09

HhH* (10%HH B2 or /K) SmL

A€ )4 X 20,000rpm(1min)

Al (F7Ar—1)

7K T 50mL IZER

75%7 & k= kU LIAKR T 200 £5A R
(oA AU 3R 10,000 %)

A (7 4 V4 —)

LC/MS/MS
MY 2 UWER - 10%MERE  RVATE Y 2 DR - K

K6 HiiEro—

3 BLMFT@EAER
ARIEIZDOWT, 2.2 24 PSR AR 2 W,
HARTANHESE, GHE 54, 2 0T TOERM
BIGRER A ML, HE, MTREROCENRBELZHE
L7z, 7o, BMNENGRERIZ W CTHINT 2 = U5,
1%, REMY 20feE LTy 2By 7 A%, A
BT 2vBeE L TrayBe Y, ZREREZRN
L7e BHI D WTC, By = DR OVRVEME Y = VO
EmuE{To7=, £72, REHZHWEY FAEIZH, K
BRIy 2 VB R ORI Y = UG EN TN 5720,
HESOREHICY > TE, LML HE L-E
RV, ZOMREER 4ITTRT,
RKAITRTERY, By aUBRICBON Ty VEE
AN T BEFRMLESGETIX, BE (87.8%) , ff
ITHEEE (2.2%) MOVEINIEE (3.0%) , = VEEZIR
MLU7=BETIE, BEE (87.2%) , OHMTHE (3.0%)
LOENEE (3.0%) L7220, HIFELHA KTA v
IR ENDIRINEEE 0.1mg/kg<d HHEE (2L : 70~
120%, DHTHSEE : 10%>, |WIEE : 15%>) %7
BIFRHERENG BN, ZOZLEE, By a vk
T, Ry a2 vl (RAEEY 2 B+ ARy = U R)

£4 FAETHAREE

2 UL T AETRIMUZES T, EE (0.0%)
LR, AVEMEY 2 UEESR TIEREAENE Y = U ERITHh

ENRINoT=, 2D ENS, RS 2 VIR T,
WML 2 VRIS T 5 Z LN ARETH D
LtEZLND,

7B, KEERNT, KRTOIZ U XL ERPHER
AR S LT BR CRIFEL Y U XA & DARZEE Y,
M7 Rk0O8ZER) &, o (n=5) Lzt Ah, RiE
Y 2 Ug L LC 1000pg/g (RSD% : 3.4%) , Al¥EM:
Yo Ufke LT 330ug/g (RSD% : 6.3%) 23H i,

WEDI7 VXA gD HEFIOREHE L FEFETH T
&bz, RAFRBIRENRG LN,

(B e EH R #E &) GERF A EHIRFE &)
8 MHAIDIAMIRERE (x400, EBWE : BET A
[Z 2N-NaOH /K& 7% ImL 2% 2 BRERE ') o

Colocasia esculenta

. Trueness RSDr RSDwr
Type Extraction Compound . . x
P P (%) (%) (%)
Calcium oxalate 87.8 2.2 3.0
0,
Total 10%HCI oxalic acid 87.2 3.0 3.0
Calcium oxalate 0.0 — —
Soluble H0 Oxalic acid 94.6 2.6 3.4
*1 Mean recovery rates(%)
*2 RSD(%) of repeatability
*3 RSD(%) of within-laboratory repeatability(n=2x5)
DM ARETHD EEZEZLND, xF & 0H

F7, AT 2 UBRICB WY 2 UBBAETRINL
72 A T, BE (946%) , JHMTHE (26%) KO
ENFEE (3.4%) &7 0 BHRERMELNLZN, &
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AR EOHERFAEEICET D20, REHT 10%
Wil 3k Z Nz, A% LCIMSIMS Z AW CEE
B URXALFEHRY 2 TBORESITEORET 2T 7=,



Fiz, REIZOWT, ¥ b EE AN Y PEREGH
BEAT-IZL 25, A RTAOREEEZMIZTR
HRRERPE L, By o vBRE OEEY 2 VO
SHTBARETH - 7=,

KL, < b U v 7 A BRI E A\ RN 20,
RN RAT HRBDEITH L THENTTRETH Y,
FTo, AT DEEERD RN BA LR
i, 2>, BIENHEERT-D, ZORLEERS 1
RN 7-0 30 0 RELEWZ LD, 7 U XA XA
e T DRPERERFORRREMES LTHFIC
A TFEThHDEEZLND,

X W
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