REA IR DR A BR BT AL A0 FE Tl

#5548, 48-52 (2024) &k}

3) LC-MS/MS I= & % KTFRh D BEE S TR DIRE

e iant

RUEE

IZC®IZ
KIZHANOBAFEZ X 2D FERMEWTH Y, ARGix
AIEFEM OVEN T HED 30%% 5 5 EHERMEST
Thb YV, KkDOZEAEFEITIE, ERPEDOIMHI AR AT K
ThHY, WA LAK LKBENTRBITEEMNT 2 hEAr

MRS A 5

T HE, KRBT DK ROEEERIHEESNLTEDY,

ZRAET D LN 2SI S 2 L, IR A2 KIS S
HEREL DY,

MEA By A OBRICIE, BaRie A (CUT T
Al Evo.) EARMPIEREZMAE DT PIERATR D HELE
SNTWD, wHEAlOk ML, LAENIBAERGE 23 %7 >
726 DO, S TR O KRB LI OB HERE I O
BINERRD B TND Z &b, #EFEREH] &8 & LT
W59,

Lol OB E CoBmMBIMITB L2 1 A H
% 7o, REREIEHE & REAm A C I3 Am t O R R D
FrtIRIC A H 5 & B 2 B, REREIRFE 3R R A 1
&Pl U TR KRR O BRI EE 2SI % & & DS EAT
IV CHE SN TWD, ZORITHIETIE, KRBOBE
FikE LT, BUKEEZ HWT 1 RIZEENAKT 58 E
Bk & KR 2 5500 C— I ACIR B & i RF L CH 4
DIEED B WK SE D JEREAGKIZOWVTHRIT SN TND,

AT, AKBAEEEE W D KO —HIC KR 2 3% T
BT 5 HEGEESY T3 ThhTE Y, KHERIET
THRREACIRIEANHERF S 2 720, SATHIJE CO B i &k
KV FEFETOLEKNE VIR MR SN D, 2ot
BRI DB LY, SATHFZE O REFRERAALEL & AL D
KB T OREFRRFALER T, 7RG P D SR B OHERS
(CEPELCDFREMENBZ 2 bz, £2T, KHBE®ET
BFH LICEEICRT 5, mAaA O BRfE N & A
WZDOWT, Btk O R E OHERS 23R4 L 7= D THET
Do

REAE
188
AREHT, BEAIREEIE Y v & — A EEBR BRI E R
WFFEsE X 0 SR 7o 72 T KRR & O T2, R o B A
ZFE1IRT,
AEHE, WEHAFSHH S T2y T X,

—H= A

H AH

48

TERFIORERAFHDENCKIBERERREDHBRE

B okRET HERERE AimeE
RIS FERRRIZ N S av7e THEFERFIX ), BRI HE M <4
7o TRAEIEX ) 23 0, FEREREX & BRI X O & 564 O i
HAEIXS0 g ThoTz,

FEHIBRI A IS YT~ IRA S, Y H £ T-30°CD
SMETHED E TWMHEE LT,

x1 #EHE
Kfg (e eHh )
SRTHE (20254) 5 A 19 A
[ 6 H 19 H

PR (nfi)
iR A
ez

2. MR REE
IMRIBREIL, P TAAVEY L, R_RUTLT =,
rmnZ b= Fu—E Lz, 2k, EHIM S
HFHANL, ChODBRELEALTEY, BHREATOEE
RNV IAAYEYI AL T U N T =20 Far— LR
5%, XTIV T 2N 20%TH D,

S o

.EREE
1 EEER

RU TR AERER LTV o fERER,
07y b7 =) T e BRI, BT A L AR
WOFERERRB A E Az,
3.2 ZDithDEE

7 h=HKVU (HPLC H), A% /—/v (HPLC H),
AKX J—) (LCMS H), ¥ (LC/MS ), Bifg7T > =%
= b GRERER) 1T, &7 A L ARG A N,
JIEEFRBRVESEERDAR

KIEHESL 2 10 pg/mL & 72D K DAY ) — VICERSE
L7cbOFERERKE L, ThbEREL, 04 pgmL &
RBHEITER=MIATHERLE L DA RAGIEER S
L7,

4. BIEHEERR R ORI &

Waters f.> LC-MS/MS & AW TCHIE L7 (32, & 3),
MR IL IR DR E ST HONT, FY 7L AV EY A
IEEER S 2% LIZED, XTI T2y, yaFr hF=
U a—iE, 47 a—2a U EITY, st i
ko= (F4),



5. 7R —

RN, ARBEERIC AN I THIBIY L, v L FE—X g
v 71— (MB3200 (S), ZeHawtiil) THE L THric

L7z,

BIEAL ORHIEL, B Y BB LR, HED

FEEREDTA XPOY LT E—X v a v —TOk

WRCER L7, BRI 2 Blo@EFkito L = A%
1 BT ODRE YT A X & BEFMHICET L (K

REA WL PR IR SR AT SRR

%54 5, 48-52 (2024) &k}

6. IRER

BB, IRAEWERE A 4/ — /L CHERRL, i
R & AR EZ RN LIz~ b Y » 7 AR R % A
W (St A KR - K IRAIEEER =5 14 : 1), W
NOEETYH, BMERRIT 0.05~10 ng/mL OFHIZEHENT
Bif2pEstez s~ L, MR 099 UL Tho7eZ &
b, ZOHHETOERNAERTHD EEZ BN,

1,
2 LC-MSMS BIE & il ik
«— X2 /=) 05mL
LC ACQUITY UPLC H-Class Plus GEM@IREER £ 04 ueml B&EERE 05mD)
(Waters ) NHERE
T ACQUITY UPLC BEH C18 (Waters ) «— CH,CN:H.0=65:35 20 mL
KA 1.7 pm, PIEE 2.1 mm, K& 100 mm e CH/CNH:0=65:35 20 mL TH LA S
BT MEEE 40°C (15,000~ 20,000 rpm. 14)
o 0.1%%W/025 mM EEEET L E = AEATK |
. AR e B |
HH N y
B 0.1%*£/0.25 mM BEET o =7 WEH A I I |
K ) —VIRIR | @A | | B |
IR RIDEBY | <+— CH,CN:H:0=65:35 20 mL
=y >
it F3IDLED | BEE (52 l
” Xevo TQ-XS |
MS/MS #5 (Waters ) | B (3,000 pm,5 %) |
. g I
A A Ak ESI | FEAEAE | S[.)ng)(Rj'i%:l
67\4‘:}‘[‘:&;__]\“ MRM I H2A9—-b&ENHE=D-
AR 2uL | CH.CN:H,0=65:35 T S0ml ICEH |
3 HSUTL &M ‘ SmlL 4] | 10 L B
. e x2/=- 1 mL
Time A B Flow (REBIL. 0EREOBETE 1 mL)
(min) (%) (%) (mL/min) S —
0 85 15 03 -
| 238 (02 umIKZETAIOT 1 LA—) |
13.5 30 70 0.3 I
285 5 95 0.3 | LCMSMSBIE |
28.6 0 100 0.4
1 SHoo—
35 0 100 0.4
35.1 85 15 0.3
45 85 15 03
4 SMHRRBELAEAAUF
» S For  PRFFRE Ql — Q3 Cone Collision
|- &4 .
£—FK (min) (m/z) (m/z) V) (eV)
‘ ERA A 399.1 — 279.0 2 19
U ZAATEY A ES+ 10.5
TEPEA A 399.1 - 306.0 2 19
ERA A 318.1 — 141.0 32 32
NUTNT ES+ 16.2
EMEA A 318.1 - 234.0 32 16
EEA A 484.0 — 112.0 12 68
rmag v b= Fa—u B ES+ 13.1
EMEA A 484.0 - 285.9 12 12




REA IR DR A BR BT AL A0 FE Tl

1.ILVFE—XLavh—TOHE LK

<~ NVFE =X g v h—i%, HAF -7 L —
WCAILD A Z )V a— 2 Ko T AT 5o AT TIE
50 mL OFF = —7 (ST5010PCR, ZeHtaatgil) & 50
mL BeF 2 — 7 AAZ L a—r (MC-5038R, ZZH-5aMk
) ZAWT, B FEERE L (RS,

£S5 TILFE—XTavh—HBEtEH
EI[R EUL(RIS ]
15 %
20 #
15 %
20 B

2,500 rpm

3,000 rpm

8. TR DZE L MO FFE
8.1 LT A E

AIFFED FHTENE, YETR MR L TEE L TWbH 5
Wrik & WAL D TIFIERN R > TR Y, EREO ClE—E
G HEE IO L2 2 &0 s, DrikoZ4S >
WTTRR LTc, 723, koSS, M6 H X %2 A
T~ ASMENERBR D EIGRIC k- THRL, TR TICEE
T HEREICET IRBRIEOZYMFM Y A RT A7
OFEOQEB %25, FEIEREN 70%~120% 0% &% B
IF7afta & LR L7,

8. 2 A INEILEER

BB #% O IX A 5.00 g 13200 BLY , 3Bk A A
0.04 ug/g L 702 X 9 ITIRAIEMER AL, 30 4 &%,
- WE LT,

8.3 B L DR MR ER

PVEALRT O HEHE FH KAZFBIHIR D 0.04 ng/g £ 725 &
IIRAIRMER 2N L, 30 srdfiEts, BWHE L7, BHEk
#HOFEE 5.00 g 1INV EY, i - WE LR,

F 7z, BEALE O R KICIRA R 2 N U723
[ ERER & R C R L, WELOREE L L7z,
8.4 AEREIL ZEETHRER

BB #% DR IX A 5.00 g 13200 BLY , 3Bk A A
0.04 ng/g 702 X O ICIRAEERERIML, -30°CT 3 H
VRIS 7ok, Mo L Chlld - JE L7z,

F 7z, AT BICIRAFEER A B0 U 7 IR %
OFECM L, WEBREICLD2HEZM LT,

9. RFEM AT

SN 7 B —OJFEIC XY, BRI, RTERX, B
KD IR 2 AT > 720 20 LI2 KB O BRI A K Uy
HrHZ%E6IRT,

#5548, 48-52 (2024) &k}

x6 HAHERARUSHA
MR A 534 H
6H24H (5H) 7H 108
7H 8H (19H)
7H22H (33H) A 121
8H SH (47H)

50

¥ () moRET, B LHRIE TOREETRT,

BRERUER

1. B DR

AWFIE % D T2 WS T, BBIZ ST CHEM L TV 2
EPEY R ORI ERfRIS, 7— Rk v —T
M, RSEVFA P LB ENERARTZ, LaL,
AEIOREPRAKROERE TH 2720, 7— 7 ak v
—RORE DT A F—DHNCEEN B XX, WELTE
ot £ T, HBEIOHEERET T A AhE L
FE—RXT g v —CORRHMIEFE Lz,

v NVF =X g v hh—COWEIL, WELEHED A X
Jb T — v DFEERALIRIE# 2 B E L C, [E#544 3,000 rpm,
PR 15 fp & L7 (M 2),

v s

X2 HELELEROFEM (3,000 rpm, 157#)

2. HEOZ LD
2.1 FhnEIRERER

YV At% o Wit F XA 563 2 BN a0 38R o [B1I 3R 1%
WO EIEL 70%~120%DHFANTH Y, RIFTH-
T2 (EDe ZOZ DD, HBELEST 7 r—Toti T
5T EDIRENT,

=1 AMEYGRERDHER
B FUCE (%)
FUZAATEY A %52
NROTNVT = 81.8
smaZ 7= a—n 81.6

2.2 WEBEIICKDERE~ADEE

BB ARl O MR A KR S EERZ N L T El L
72356 OWMEIGREBR O BIEE, WTIhLoREIES 70%
~120%DHFFANTH Y, BIFThHoTz (£8), £/, B
EACATNIR AR 2 RN L= 548 o RIERIT, ¥WEk#



WIRE AR 2 U L2856 ORI & g LT, 7T
DOEFETREETH Y, EFRTBERICoMIngne
Ez b,
=8 HEILOFE
B (%)

IR ygienn  WHEb#%

IR ESEEm
U TR EY A 81.6 78.7
RUOTNVNT = 79.9 79.5
s/mI =) r—u 85.3 79.0

23ABREICLDIERE~ADHE
3 BB HRE L7258 A OEHNEILEER O BRI
FTHDRIED 70%~120%DHFHEANTH Y, RiFTho7-
(£9), F£7, 3 EMWHELRE LHE OBMEIGER
DEULERIE, 43472 B IR A ER 2 N L 72556 DRI
L LT, TR TORENMREBETHY, 2T 3HE
MOWMBEREFIZHRINRNEZ 2 B,

x99 AEREOEE

g, @W%(%)‘
mERRE MR

FUZARAEY L 80.1 80.5

NUTNT 2 82.7 81.1

ruzrb7=)7n—1L 82.2 80.1

3. EHMOMOBER

FEREHDO ) T2V Y AREOHBEEE 10 IR
. 6 H24 HERU T A 8 HIZERE L 7230BHTBWT, &
FERFX AR L 0 K<, KB HIECL YV BE LA
REROAER G AT & FRROER & 2ol 7235, 7 H
22 B LARRIZERER L 7= 30k Ol B FRRIER & 720, %
D% DETRBD NIRRT,

NRTNT 2l MU TRV EY L ERRRIC, FERERE
K ASTEREIE X L D ARWEUE IR THERE L7z (3% 11),

—F, ragrhI7=UFa—n1lE, 7 H 22 AERER
B2 B TR R S BHEX L 0 & OaR R R T
BL- (F12),

F£10 FUTLAVE) LOHR

REARIRORAEER IR AT JERT R 25 54 75, 48-52 (2024) ¥kt

R11 RUILTT DR

BERILH OFEH IR (ug/g)

6/24 7/8 722 8/5
5t A X ND ND ND ND
FEAR IR X 0.368 0.077 0.014 0.003
A RFIX 0.544 0.123 0.067 0.006

XIE & T IRAE:0.001 pg/g

£12 2052 k5 JOo—L0i#RE

BRI B O RS (ng/g)

6/24 7/8 7/22 8/5
I i A X 0.001 0.001 ND ND
FEREIREX 0.734 0.303 0.035 0.018
T At IR [X 0.316 0.211 0.054 0.008

PRI H ORI L (ng/g)

6/24 7/8 7122 8/5
5t FH X ND ND ND ND
AR X 0.044 0.001 ND ND
FEREIE X 1.252 0.018 ND ND

OE T RAE:0.001 pg/g

XER THRME:0.001 pg/g

xF & 0H

AWFFETIE, AKRBHPORIESPIZBNT, v L FE—X
va v DI X DREOWELEITD, FETTAXEH
T X0 IR L, LC-MS/MS ClIlET % bk %
L, HELEOTIEOZSIEIZ O W TRET LT,

E BT, R UISMEE RO T, RN E 72 I
WCHAAZEA L, KHEEECR Y B Lok a x4
L LT, Bl OKRHEEREOHBEZRE L, TO
FER AROBEBEERTHD A B U IIXTHHR)
sy b U AR Y NE, RO 1 H BN
FEREREE A <, BRI & bl U CRiith o BBk e
PR HEB T 5 Z L BB TE T,

ZOZ kL, AEVBRORHZRD DIZHZoT, Hif
RIERTHD LB DN, BEARRBENIE X —TOR
FEROBERTFAESCKEDFEL GDEDH 2 LT, EED
B3 B2 SR D FAG B OVh B 72 B BREE AT D BRFE I D72 A3 5
LEZLND,

F iz, KRB THE LI X5 e R o RIRE O
HERSIC B9 2 A 0, SN =l L < 2 BEMm T o5k
IR AR AN T Z N TE B, £, HITED
Wit 208 L C, JEEERE R i S B R AR D 4y
BrEgffiom Fiz b &+ 5,

LShbEI X EREARREENEE L ¥ —2IT L L L
T MRS & MR SR L, EPED B INE £ TORBMIC
BT 52BEOREZLDOMRICED A TN Z & BHIRE
End,

£ =4
AFREICHTZ0, KOV T EB NV REAR
B v X — A FERBEFIEPT G R L B £,
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7)
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REARB - B0 4~5 FEREAR L EB NFER, 3536
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JEMKPEE - EAIRSZEDET LA 27 W
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226 kumamoto.pdf (2025 4 12 AR'E) .
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TR, UR—&, /MR, EEBEY  REARRA
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I E 2=, /pRrse, hRET, At REARRMR
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