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Survey of Hexavalent Chromium in Atmospheric Dust in Nara Prefecture

SUGIMOTO Kiyotoshi * YOSHIDA Miki + YAMAMOTO Mao and NAKANISHI Makoto
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1. BIEAEDOHER

YBEREE L LT A ha—2fE 16930 =Ry
M (7 ryt R, Bt s LT Agilent
Technologies L8 ICP/MS Agilent7900 % f VT, Cré*
DOWEZIToT (F 1), MiKE VTR L 7oA
1 (0.01~1 ng/ml) KLU~ == 7 WIZHt-> CTIER L
o7 TV EE AREOR R A BV TR U 7o i v
& (0.05~1ng/ml) ZHEL, HREMMOEMREL D
& OMEREITV, HEEER FRELOHEEE T
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WHl L TiTo7-. F£72, PMas TR L7- T-Cr D
> 7 iE PTFE 847 ¢ L % (PALL #1:8¢ Teflo) %
AV, 5T 23R —E 2 (KK L MCAS-SJ 2T
30 L/min, 23.5 BREfEEREC L, ICP/MS {EIZ CTHIE L7
(2 ).
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TCr | A7 agm x23.5h ICP/MS
RBREER
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K A FIV T U 724 HEIR © Cro DR &R & 1Rk
L7ze 24 (142), R>ME 0.999 LIk L BAFAe i
Boiiz. £72, 001 ng/ml EAER A 5 [l 5= LR
L, EEERE FRMEZRDTZE 25, 0.007 ng/ml
(0.009 ngm®) TH-o7- (EROEE ng/ml 75 m* H
720 OPFE ng/m® ~OWFEIX, KEUEREZ 72
i EA 10ml & LR, BLEND, 3BT~
Cro DML L Tv=a 7 /WIE#HiE T\ 5 EPA
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CKEBRBEET) D105 Y 27 LoULHHE 0.80 ng/m?
D 1053 D 1 & +43i /e 3 5 2 & T IRMEDG 5T
WAHZ E kR LT

Wiz, TIVhVERARD T T 7 itz AV
FRYENE 2 A U A RR L7 (X 3). ok TR
L7oERE R L& 2 A, XX 298954 (fli/Kk)
& 292335 () TIRIEELIT/e <, HhbiEh o~
MY w7 AL DEEELIRTTEANEE 2 ST,
£z, EY T LORBIEIC 0.5 ng/ml FH2Y4 OFEAEE %2 1R
IMUENREZRDT=E 25, 96~107%(n=3) & Bif7a
FERDG BT,

TNAHVERAROT T 7 i % 5 B0 L
HEL, #AE7 7 o 7R OFIEER TIRIE (100) &
Ko7, FHEEE FIRHEIT 0.047 ng/ml (0.065 ng/m?) T
HAZE & FIRAE 0.08 ng/m® % FE1 D = & & HERd L.
BWET T 7 OFEHEIT 0.042 ng/m® TH- 72, 21U,
H A& FBRAE 0.08 ng/m? & b~ 2 43D 1 & Lk
REVEZID Z LD, ARROIERRRFCHIEREC 7
TUIENRREL LBV IEEEL I LERS .
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2. HHEHDY OL(T-CrEHE

RUWBED A/ E ~ =2 T Ve TG L2 A
HICONWT, TCr & FREZIE LI E Z A, RUHO
AT 12.4 ng/F (1.7 ng/m?), FEVEE# D AHEIE 5.8 ng/
B (0.8 ng/m?) &, BEUEHZIT-> Th, RLEHD HHK
Wk LRI (47%) BBRETEFIE->TnbH Z E
R ST, FRIEL TV D T-Cr 134 - 2 - 3Bk
FREFIC CroMc B b T 5 FIREED B 5 0 D, RiTLER
BRI EZET 5.
3. ERERE

A 1 FRGERIZT, &R+ O T-Cr « Cr®, PMys
O T-Cr » CrD 4 IOV 7V > 7 24TV HIE L
7. WIERREE 3, X412, 7 v BiCktd D et

&3 FAMOAERR

(ng/m®)
_ ki1 EXvAS PMz.s PMa.5
PRECH o o
T-Cr Cr T-Cr Cr
2019/3/5 4.9 0.10 1.3 <0.065
2019/4/4 4.2 0.11 1.4 0.075
2019/5/8 7.9 0.18 2.2 0.091
2019/6/4 3.8 0.14 1.2 0.068
2019/7/4 2.4 0.14 1.1 0.090
2019/8/8 4.2 0.11 1.4 0.085
2019/9/5 <2.4 <0.065 <0.32 <0.065
2019/10/1 <2.4 0.070 0.4 <0.065
2019/12/10 3.6 0.075 2.0 <0.065
2020/1/16 <2.4 <0.065 0.7 <0.065
2020/2/6 <2.4 <0.065 0.4 <0.065
2020/3/5 <2.4 <0.065 0.4 <0.065
K 7.9 0.18 2.3 0.091
i/ <2.4 <0.065 <0.32 <0.065
1) 2.9 0.09 1.1 0.051
T-Cr (ng/m?) Cro* (ng/m?)
Ha T A7 @ — PM2.5 G0
7.0 T-Cr T-Cr 0.35
50 0.25
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1.0
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EAMDAERR

0.20
0.15
0.10
0.05
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DIHREF 4 VR, AT N L5 &SR0
Cro O —RBRBEIRE L UL, 0.01~0.32 ng/m?, £ 7=,
AR O Crot LRI 3.3um LU R 1-H D Crot i
DT 70% & & 5 . ARl D 4hi+H o Cro il &t Fi,
<0.065~0.18 ng/m* & Z DHEIPHANIZH 7. £z, BHL
FHD Cro & PMys D Cré* D b 44 61% (49~76%)
ERERQFRER 2SR S Bz, 2RO T-Cr & Crt
DTV 3.0%, PMas 10O T-Cr & Cro* DT
6.0% & PMys D Cro* OAFLELLD Ao 7z,
S4B O T-Cr 1233 % Cro O X 2 7”7
BB BR SN TN D72, WiEIX TE /20, i
IR OARBARIR 2R LT, £ 2 C, M 23R
BRI D EAE L, RO T-Cr & Cro D % i

F4 EAHOAERR(LLEK)

(%)

S ppor® | PMesth cr’ | PMastCr®
FIA / / /
AT HT-Cr | PMasHIT-Cr | 4ok b Cr®
2019/3/5 2.1
2019/4/4 2.7 5.4 65
2019/5/8 2.3 4.1 51
2019/6/4 3.6 5.8 49
2019/7/4 5.9 8.5 63
2019/8/8 2.6 6.2 76
2019/9/5
2019/10/1
2019/12/10 2.1
2020/1/16
2020/2/6
2020/3/5
K 5.9 8.5 76
TN 2.1 4.1 49
-1 3.0 6.0 61
0.20
y = 0.0156x + 0.0481 .
0.16 R2=0.6225
T .
:‘éf 0.12 ‘
LOG ° [ )
Q=I: 0.08 °
<
0.04
FHEAFREL : 0.79
0.00
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£ HIF T-Cr (ng/m3)
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% (201344 H~20194E3 H) @ T-Cr (23 L Cr™* D
ZRH L (K6, 7). OTFEME 3.0%% HWZHE
D CroZ, K 0.23 ng/m?, ) 0.081 ng/m® TH - 7-.
DR KAE 5.9% % W56 TH O, &K 046
ng/m?, ¥4 0.16 ng/m® & EPA @ 10° U 2 7 L~L Sk
0.80 ng/m® Wz 5 Z LT oTe.
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% (IC-ICP/MS 1E) IZOWTHRTEITW), R (—i%
BREER) ICBWCHERKIGIERAER (A 1E)
WA DEERBIEEIT o 72, BIERICEIT 5 Cret s
1L, EE TFIREAR~0.18 ng/m?, F#J0.11 ng/m® & &
B L7 B HEE (0.80 ng/md) ISR LHAEVMETH B
ERbo o T2, BRIAHFO Crét e T-Cr (21 agFa
FEBABEICRIRANL L, ZDHOFEIIL 3.0 % TH o7z,
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070 | NfEY B L (LLD&RK)
0.60 —_— iy B L (LD )

S O > N in O Mm 0 +d4 »w A g O
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97% 100%
89% 100%

80%
60%
40%
20%

0%

~0.06 ~0.10 ~0.15~0.20 ~0.25
=EE ng/m3

K7 £HFHCORENHEE EXRITILA
(2013/4~2019/3)

£, WHERICHWEARIZIITY 7 0 AN E68Sh T
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AENRAE 21T > 72 D% 1 R TF — & g b b7
Weh, S%RITMHE S BT —F ZFEAER TN
FENEETHD.

SE R

1) BREEAE - RRUGGPIIEIES 22 ROBIEICHES K
ROVEY ORI O 5 R BB B3 2 85 O I B AL
H PR 1345 H 21 BERERE 177 5, REHSE
75 )

2) R AERKIGIMEENE HiE~=27 L,
CFRk 31 45 3 HEGT)

3) AR Y R 7 RN 7 1 L O R S AT
W OEEAL « FEMTEH & 38D - RAFEAR, R
R BB RS T (2013)
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Long-term Trend of the Concentrations of Hazardous Air Pollutants in Nara Prefecture

YAMAMOTO Mao * YOSHIDA Miki « SUGIMOTO Kiyotoshi and NAKANISHI Makoto
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7o HEWEORETIEICOWTIL, BERAICL2A8E
KREIGHE I E ST~ = 2 7 ARl CTHITE % Ehi
L7=2.

AlEl, BAEZELOFHmM & LT BT 201,
AERE U CHIE & F20 L 72 R 10 4R 5 5 % 30 4F
FED 21 4R & LTz,

HERMEARILAYE UL, VOCs ) 1%, £7 9
WV % R 9 AR 10 A 0D, PR 22 4510 A OWE O
RELICE Y, TRk 24 FEMN S brz L ATV
DORFEZEBMLT, Fr=AF—HAUZLD GCMS
ECEMLTWD. BMb=F Lok, FERk 124F 10 A
P HHEABE L, BIERERB LOBERIZT, &
EARARRIEIC LD GOMS JETEMR L T\ 5.

HEBHOT T, KR OZDOILEWIE, Pk 11
10 ADFEM L, BIEIL 3 RTET ~ /L AEIC
LD MG IR FIEIC L £ LT b, iz
ZOMOERIE S WEICE LTI, Rk 10 4206 i
L, BAETAEAMBEICLIFEFE T T AVER
SHHET3 RICTRIEEZIT> TV 5.

TAT e R (BLF, ALD36) 2 WL, Rk 11 4
10 A2 B30 L, BUEIIRER L EFERICT, FER
AERHHEEIC £ % HPLC IEIC THEMiz LTS,

T:XEF, G: 2B, K BREB

LB ERRACKFZEDR Y [a] Bl (BLF, BaP)
I, AR 11 AERE S FE M L, BIAE I RE R R X OER
JIZTC, A AIHEEIZ L D HPLC A THEME L T\ 5.
HIEBIG R OFT — 2 1%, HHEE2E LR TR
b, Fe, MERBBIEDREHi>TnD
BEBEL AL, WET —X OREELE NI HEID
AT 2EE L. 2 b oElAN D, VOCs T
B 10 45, ALD 8 & BaP (375 12 £/, b7 1L
VIXRR 14 R, BRI 16 A O OFHE
xtg L Lz,
3. PRTR ZEH R VB & & DB
BERKIGIWE 21 WEIZHOWT, THELwE
DBREEAOYEH B DR K OVE B O YB Ot |2 B
I 5] (LLF, PRTR i) 1ICE5 < Rk 30 FEE D4
EROEREICB T 2EHPEE &, Jas e
FHIE) GEHEAETH 5Tk 16 4FEEOE & O Z & T)
2R, MEEOHER & Ot a1 T~ 7.

RBREER
1. BREEE
21 WEICHOWT, FRPFHIEIC L DRELR (D 7 T
T a2 (R, BRETIEYEE, FREHE 2 B AEE L
TWDOWE T, BITEBAAGRF DR 10 FEELIZIX

_32_



2) B EZILE / v —($EHHE 1 10 ug/m?)

0.2

3) 7 ARV LFEHE 18 ug/m?)
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H14
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Q9 o ¥ © ®
S8 9 S a2
I T T T T
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£ 04
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IUA, Niizas BLy, KB T FUE
B WEENLIHENRHY D, ZLEMNREALE
IRBEC/KERBR & 0 L7230, AKEIGEOZER %75
STHBILTLE S fTREMEN S 5. Bl Y ClIizilsy
B (SS) MMM 20 mg/L LI ERRE L 7= ik A %G
2, AIBIZ LY U DSED S ORETIER O%R

il

ELIEGE OKERBRIERA~ DB SV TR L2,

AT R CERK ST RREIR AR 72V T 7GR
Bz, APk e KERAER R & ORRA T
L7z, i, BAART IR TSR TE (1S
K0102) (ZiE % ICP H&ETEIZ K D@y il
FECHEC TR L7z, 728, 7 vH, FUHE, bHE
Ak, BEARBICITREY L, FnE o85G
KPRIESS 2 5556 | THIZED 25 MR EAEWE (E
GRS LLTEDLNTNDS Y 728, ZZTlIES
L LTHDRD.

A &
1. B
2019 AFEEPNIZEREL L7 RN O 1K 2508 E LT
JEE LAY/l
2. HEZH

IR O IE, (RS & LT SPEX £
il XSTC-622 (10 pg/mL, S%ofifie~—R) % fu iz,
AR S 7 A /L AFEREE (1) o R~
AREAERE (100 pg/mL, S%bHfiE~—R), XU U 7 LfE
YR (100 pg/mL, 5%fHfE~—2), A > U o LIETE
W& (1000 pg/mL, 5%fHEE~—R) Z iz, 3B Ay
PFEEIIMAE T () 89 20 & KE-0147A TfE
b:CN B sl 241 g S VY A 117 4 = s RN 1y 1
(BF) BoOfEE (1.42) % iz,

FUBLD A Z I T HEIER R B DBIKME PTFE & A
TDA LT T T 4 L4 —DISMIC-13HP (0.20 ym)
KO, TRfRVESRK, TRfRYE~ > B D53t (JIS K 0102)
THWBILD 5C AR (AFRFLEE 1 um) Z Ve,

3. Mo

AEHIE I (1R 2L Xy FR bUTER
KUTz. BOK LTl o—E IS, BobrEh R %
BT DDA T T 74— LLIL 5C AT
AL, AEFEREIE LTHER L. AiE LTy
B AT T ok & 25 OEHIKE 50 mL
I%, SCP SCIENCE ##l/R ) 7o v'L L5 OF 2 —7
(TEREL L, AHERIREEDS 1.0% (500 L) & 725 K 9 IhY
i Nz T=. ZIUbZER%, 100 °CibigAKia T 20
DREESR LT, untk, 2 CoRBtZA LTI 07
ANE—=THEL, BREKE L. 7ok, Bt
K, BREL, AWOFTRIZBWT, A E RS, 7
PO AN e R o e RO o | o PP Y e
b, FEHT K 2 e A 52 L 7=,

4. FHHOBIE

Agilent Technology #1:#4 ICP-MS 7900 % i\, PN
WEIZKVER L. NEEWE (IS) 1%, AHEx
Bt LB BTN DA RTE L. EEORIES
fF, WEEBZZTNENE 1, 21TRT. BB LMk
HOBESBHDOHITIL 1S By (RUH#E B), 7/LI=
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UL (Al), 70 (Cr), $ (Fe), ¥ 772 (Mn), =
v4v (Ni), 8 (Cu), T Zn), EFR (As), Bl
(Se), EUTTY Mo), # KI VA (Cd), 7 FE
v (Sb), 8 (Pb), TT (U) Al Uiz, it
X772 (0), 0.1, 05, 1.0, 50, 10, 50, 100, 500,
1000 ng/mL OFEFH CYERLL, MHREZETe 3 RLLE
DR BRI % E RIS, TG L7cEE o
e MRMEAR 3 IR T.
%1 ICP-MS OBEIEEM

ICP-MS Agilent ICP-MS 7900
RF Power 1550 W
Sampling depth 8 mm
Carrier gas flow 1.05 L/min
Time for integral calculus 1 sec
Integral calculus 3 times
|

x2 BIEEHE
element B Al Cr Mn Fe Ni Cu Zn
mass number 11 27 52 55 56 60 63 66
s Be | Y Y Y Y Y Y Y
mass number (IS) 9 89 89 89 89 89 89 89
collision gas He He He He He He He He
element As Se Mo | Cd Sb Pb U
mass number 75 78 95 111 121 208 | 238
8™ Y Y Y Y Y Bi | Bi
mass number (IS) 89 89 89 89 89 209 | 209
collision gas Ha H, He He He He He
**IS: Internal Standard

=+
BREER

B OBEAFR DR L) HAGREE (3 3 1R
910 BN TR E Lz, SS b E o 7D
%, {7 D26 mg/L T, IRWTHJI10 @ 14 mg/L T
bot-. ZnSDMJIKFD Al, Mn, Fe JEEEIIfho
K & g LTV MEZEHERE LTl Y, et
ZEIRE DB DNV ER LT D ATREMED VRIE S
7. LIBETIL, 5SC ARB LA T T 0T 4 L H—D
AU L D BYIBRENRICONTELET 5.

1. 5CAHRICk 2EYBRENR

F 4 (a) 125C AHTAIlE LTZBA DERRY DR F
e QRINK Atk O IR EE, /T K H O R R EE)
ot —EROMEBEIZ OV TIEARIC LY EE FIRME
K L Tp o=, FRAFHIT [ FIRME R
A& L CERPICEHEI L. B, Sb, U 2o\ T,
WIHOTRJIIKIZEBN T S AIROF I X D IREZ b
TR TE o T (B 7L = 1.0). —75, Al, Mn,
Fe |\Z2WTIE, Mgy & it L7 2alE C A% o
TRERRE P (B OFEEIFRAEIT 04~0.55)
L7z, 72, Cu, ZnlZOWTIESS 28R Ml 1|

@117 : SS=26mg/L, {#JI1 10 : SS=14mg/L) (ZH\
TEAAHDRE DT D8R L7572, As IZDNT
IO, RERD T AEMZ R L0, Al
Mn, Fe ® X HIZKRE FRAELITEE) Lo 7.

2. AVITSUTANEA—IZKDEYBREHR

K4 ) AT T T ANE—=TABMLIZEGAED

BRI OFEFHE Y. B, Sb, U 22\ T, 5C

AHROGE LTRRE, WD) IZKIZIRBW T H Aiad

A L DIREEUIMER TE I o 7208, 5C AHD

BE LR, FNLSDOETORSGNTHOW TR

O DR E AT LU TIHEBIER > OFEFA D0

Tiah%. Al, Fe [Z2oW\W T, 5C AHOBEELY b

FRATLLIIR & <P CEEAERAFERIE, Al T 040 725

028, Fe T0.557>5 022 (2084 L7z, MnlZoWT

R FRRELLE 2 L7z 5, )11 9 Tik 5C A

HULBITFRIFEE N L QD Z E AR S NT-. Cu,

Zn |22V T 5C ADYG & #7210 | SS 78 s

VRDIT GREJHE 7, 10) IS C AR E b T2

fERZ R LTz, As BIRERIZZ < O] IZHV N TEFLL

D 10%LL B b - 2R 2R Lic, Al 12380 T,

WA SS 23 BRI, AT K e @Ry 05k

PRI 5 2 E PRSI IVTE Y, SS OELfEIT R

725 b DDOAFER LIIES LTS Z LRSI

7.

EXt)
EHERFZEK LI HKERE 2 R8T, Al EN

FRJRAREICE 2 D84 M Lz, B 15

ROy % ST AIBOF I X AR A bl LT &

A, FEUIOWTHLNZ L.

O  JIKEREL 10 iR Z R 5T, AR TIERNC 2
BREROHIEEZ B e oT2 b 25, 5C Atk
DY, AUT LT 4 VE— 285 AEOREY
BN K& o Tz,

@ 2 Al, Mn, Fe [ZAMIZ L HFEFLOLEE N
KREL, AVTIZU T4 NE—IZLDAE TR
FAFLE DO T 022 FAE L TR F L7-

@ AR ORGSR & [FIEE, 2 SS 23 ER-F BT,
AU K DFRAFLED NS < IR DA A B LT,

AHIZBNTE, IBRA LB OREIZIZTE > TV

IR, AT K D BREDPRERSRIZD RN

R B Z DT ENHONERoT. RRT, As,

Cd, Pb X ADREFEDLRGEIZRET 2 BRETIEMEN IR E S

NTWOIMETHY, RBEE=FY U 7IZB W TH

EIZE LA 20 EERES B L TR LE
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£3 AKASBRHESN-EREE (B : ng/ml, & Sh-IEBDHEH)

SS 11B 27A1  55Mn 56Fe  63Cu  66Zn  75As  121Sb 238U

(mgl)  [He] [He] [He] [He] [He] [He] [Ho] [He] [He]
A IR 52 8.0 - - - - 0.5 - -
A2 2 24 19 19 65 2.5 3.2 0.6 - -
ATIN3 1R 37 7.9 - 13 1.1 - 0.3 - -
A4 3 - 22 26 94 - - 0.1 - -
NS 4 21 35 71 400 3.6 3.0 0.6 - -
G 7 63 48 65 330 4.0 4.7 12 - -
N7 26 40 180 150 410 8.5 31 1.3 1.1 -

AN 8 110 89 54 170 3.6 5.7 1.6 - 0.20
A9 3 45 24 80 180 3.7 8.8 0.8 - -
SA1I10 14 210 100 100 540 4.8 17 1.1 12 -

EE TRiE 1 10 0.1 10 10 1.0 1.0 0.1 1.0 0.20

x4 ABLISANIIKD SBE Sh-ELEEDEGFL
GANIK AiBEOREREE /KD OREERE) : (@) 5C A, (b) AT T0ILE—

(a) 5CHHR (1 pm)

SS 11B 27 Al 55Mn 56 Fe 63 Cu 66 Zn 75As  121Sb 238U
(mg/L) [He] [He] [He] [He] [He] [He] [H] [He] [He]

AT IR 0.9 0.46 = = = = 0.94 = -
A2 2 1.2 022 <052 0.44 1.1 0.8 1.1 = .
A3 1R 1.1 0.47 = 0.82 1.1 = 1.1 = =
A4 3 . 027 <038 0.39 5 > 1.3 . .
IS 4 1.2 0.48 0.68 0.71 1.1 1.1 0.94 . .
A6 7 1.1 0.31 <0.15 0.48 1.0 0.89 0.90 . .
A7 26 1.2 0.25 0.28 0.42 0.65 0.38 0.93 1.0 =
IS 8 1.0 0.70 0.32 0.53 1.1 0.70 1.0 = 1.0
IO 3 1.1 0.63 0.92 0.70 1.1 1.3 0.92 . .
SN0 14 1.1 0.23 0.28 0.45 0.83 0.5 0.93 1.0 .
TigiE 1.1 0.40 0.50 0.55 1.0 0.81 1.0 1.0 1.0

(b) A2 TS5 T4)LF— (0.20 pm)

SS 11B 27Al  55Mn  56Fe  63Cu  66Zn  75As  121Sb 238U
(mg/L) [He] [He] [He] [He] [He] [ He ] [H] [He] [He]
AL IR 1.0 0.35 - - - - 0.85 - -
A2 2 1.0 015 <052 0.17 0.85 0.65 1.0 2 -
AN IR 1.0 0.21 - 0.16 0.94 - 0.87 - -
A4 3 - 009 <038 0.25 - - 0.89 - -
sANs 4 1.0 0.34 021 0.29 0.86 0.36 0.82 - -
Ale 7 1.0 016  <0.15 0.18 0.85 0.42 0.81 . -
AT 26 1.0 0.16  <0.06 0.19 0.52 0.22 0.88 0.92 .
SIS 8 1.0 066  <0.18 021 0.83 0.40 1.0 - 1.0
A9 3 1.0 0.48 0.80 0.39 0.94 0.89 0.82 - -
A0 14 1.0 0.16  <0.10 0.14 0.70 0.30 0.84 1.0 -
T19fE 1.0 0.28 051 0.22 0.81 0.46 0.87 1.0 1.0
N5, M HOKEGMEN BRI R NRA L ARSI T | & (R 27 4EEERR), (2016)
TLE-E, BEeRFORELBRICEMAD > T 3) FIHE—ER . IR 2 ESEFHOERE, H
LE 9 AR D 2 L ICEET D ERH D, 414 BREREE, 15(1), 15-21(2010)
bR 2k L, MR ROEEMEOm RIS 5T 4) VS EAE, HVEEE, LS SRR - R
ETHD. Fenae o2 —iigei, 6, 33-36 (2019)
SE X 5 BRBEA - HIITYSRIEONEE,
1) BEFI46 49 H 30 HAHTERAKSE 30 SERET/KE LR https:/www.env.go.jp/water/dojo/gl_ex-me/pdf/01_chp
LR DKERAE) tl.pdf

2) ERETHBRIEOMETIERIIR R | (LB R
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HEERH - BERGL VWIS - 75

AT AR R

APV IILFEHEMNVFISE S DI E T B ETNE S EDRE

JAD - TW - I7E FEE - P e - I E i

Examination of Pretreatment Method in Analysis of Five Components of Fungicides Including Imazalil

KAWABE Chiaki * URANISHI Yosuke - URANISHI Katsushige and YAMASHITA Hirokazu

B =

MG T EOREL AT DB, KRRl
BT R AET D0 ORI Z E N EE L 70 5.
IODFEZBHIET D 1= OIIFERR I S bbb
ORI, BATHEERIM E LTS Tnd D,
BIisORID 5 B, BN 46 FEZ T 7 = = /LA SLNIN
& L CTHRESH, ZO®%REM 2 ANV 7 ==
N7z ) =)k, BFA S3AEICT T XU H Y =), SRR
AFEA~V I, R 23 TN TSR Y =,
W 25T YRV A b B B Y A X =L,
% 30 4EIC 7 1 B — U IEREE E ST 29,

FIZAPCRMTITE N D0 UFIO A
OWTHE, BRTEEERE SIS 5. LL, BibE
IKENAFHET DB ORIDO ST, AITE
D DIV TEIT R

Z T, ElRks a~ NT T8 T NEEGHT
F (LC-MSMS) CTEEE TN FTRE A~ U L,
FTRUES =), TNIFHR =)L, T FA
FEEY, B U AZ = LOSTREDNUH] (F1) 12
DUV, BRI G DORIFATA I 270 9 7201,
BOl AT OV TR L2, FRHS, RIUEET
BT AEED— R U v POBEIT OV TR
SNEATHT-DTHET 5.

DS~

1. BERBIUHES

A~PF U, TIVRIRA o EYELIX
PESTANAL #, F7 X&) —)L, TLTFF Y =
JUEHESTE 7 L ARG T3 (B R
EHEGRERH, BV X &2 =/UEHER L Dr.Ehrenstorfer
GmbH % fu 7z,
FAEWEE 2 ZINEIA X ) — VIZEEfE L 1,000
ng/mL OEEHEFGE L Uiz, MEsiEkiciy, £Eue
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J o
/@/Eo/\%“‘ @m

A~=HF U FTRUE ) —)v

Easas
/N
B AZ=)v

CH,
o~
N
| | i g °
. 0.
Y\r
N\%N

TYEFEVA LY

X1 BOUH S5 RO DEER

TINIFFY =)

kA A & ) —/VCIEEAR L, 0.1 pg/L~100 pg/L
DR RGAFIER A AR L7z,

AH )= UTE L7 0V AFDEHER T (k) &
mEEIR s v~ 7T T, HEET E=T LR
7 4V AFOGHETEE (B) SRR, REERUKITE
K BLEEEE Milli-Q Reference(MERCK MILLIPORE
B 12X 0 RERLL 7 Ek A
2. #»E, KE MEEH

FEAD— Y v, VAP TR ()
#14Y InertSep PLS-2 270 mg, 6 cc) (ML T, PLS-2),
Waters #1#4 Oasis HLB (200 mg, 6 cc) (U4 T, HLB),
Waters 1% Oasis HLB Prime (200 mg, 6 cc) (LT,
HLB Prime), Agilent 1% Bond Elute C18(500 mg, 6



cc) (LT, Bond Elute C18), v —=/LHA A
(KK) -5 InertSep C18 (500 mg, 6 cc) (VL T, InertSep
C18) MW ThRit&1T o172
LC-MS/MS % Waters 2 ACQUITY UPLC-Xevo TQ
MS Zf#H L7z, LC-MSMS (2 X HHIESRMEEFE 1,
SRM G:fF&# 2 IR LTz,

=1 LC-MS/MS 7t

LC-MS/MS
LC system Waters Acquity UPLC system
VIRTN Waters ACQUITY UPLC BEH C18
1.7 pm 2.1 mm X 100 mm
BaEfH A: 5 mmol/L BEfR 7 > & =7 A in/K
B: A% ) —/b
7T77= N A 90% (0 min) — 20% (2 min) —10% (3 min)
S
— 10% (6 min) — 5% (6.1 min) — 5% (11 min)
— 90% (11.5 min) — 90% (15 min)
ik 0.3 mL/min
H T LR 40°C
AR SuLor1pL
MS/MS system Waters Xevo TQ MS
A F Ak IMZ, TBZ, Az, Py : ESI-Positive

FLD : ESI-Negative
WEE—F SRM
¥y b7 U —&EE 3.00kV
Desolvation{ £ 500°C
) — A VRE 150°C
APLA A 650 L/Hr

#2 LC-MS/MS TO SRM &t

TVA—Y— FuXsk ayVar

W4 A AA TRLF—

(m/z) (m/z) (eV)

‘ GERA) 298.82 158.9 »

A (Wez ) 298.82 69.01 18

ey CERTD 202.03 131.04 EY)

=) 202.03 174.99 2

o (e R) 246.90 125.90 3
TNTFX Y =) ~

(HERRH) 246.90 179.90 30

o O GERm) 404.01 344.12 2

TAXRLAREES ez 404.01 372.08 16

o in GER) 200.03 106.98 2%

(HERR ) 200.03 82.04 2

3. BiEH— U v SORE

1) SEEAER

FERUKIIRAENER % 100 ng/L L7225 X HITiRL
TR ONT, AR Y ~—Fetaf 3 fE (PLS-2, HLB,
HLB Prime), >V 717 /L% FcdH74] 2 #8 (Bond Elute C18,
InertSep C18)Dit 5 FREEMDENRY— F U » V% HWT
SERER AT o7, HHMUOT T =R UL, FER
K& 10 mL ZMERAEA LTS, vas L= —

U 210 mLmin TRk 200 mL Zd/k L7z,
HEKKE THROEREA— N U > 20K 10 mL CHed

L721%, 3000mpm T35 i miL, 15 ofERy
AHEREAHTCRERER O ZRRE L. 20k, 7
Y b= hUNVEREIAS ) —VERHWTORE L. T
¥ b= FUVRHIZOWTIE 10 mL £ T2 mL 475
EL, ZOKIZ1S mL £ TS mLIAH L. A%/
—VRHIZOUWTIE 10 mL £TE T mL 3900H L,
ZORITIS mL EFTSmLiEH L. 7ER=FUL
FRHIRITOUVNTIE 40 °CLL R CEHRN A ZREHT T
AR L%, A% /=T 1 mL ICERLEZLDE
LC-MSMS JIERRIR L Uiz, A X 7 —/VERHIZ O
TINAHIREZOFE E LCMSMS JIERRKE L=
72k, MEEIEARILS UL & LT
2) AhnEUIEAER

B — R U CRIOREREERA T 572, &
~ MU w7 23R AR D A4 ] 17K, BOD 1 7.5
mg/L FRED) A W IRINEGSR - Ik L7z, [EHA
— MU IR Y ~—FeiEAl 2 #E (PLS-2, HLB), ¥
U 717 )V FeERA 1 FE (Bond Elute C18)0D7 3 TR
Iz, I b= MUV (AHE 6 mL)
EAX )= (BHE4mL) L. TeER=RUL
VRHIRI T ES A 2 ) — L | mL AT LT, A% ) —
SR 1 mL £ G L7=. LC-MSMS ~D7EA
BITS L BEON pL &L, BREH~ R Y v 7 20%)
AL LT
3) HKEIAZEICKD IDLEDFE

B AR RO SED &, B ORK
AR T 243 < 729, IDL CEERTTIR) %~
ERHDHEEBEZOND. ZD®), HEIFEARLTE
NIRIREE %78 %2 C IDL 3BHI R EZ R L, ZE L
T RBECRIEN FTREZR S DV TR 21T o 7.

BREER

1. HEEAER

SYBRREBROFE R A 3-1~3-5 /3. IRHIATEA A &
J—NVDSE, WTIORERSE S 4 mL OFEHT
IINED 80 %L ENEINCE -, 370bbh, KEfliz
ATOERET— RV 2B THIE S O
EHES LTS, —0, IR T & b=k U LOYA,
BEFHA— R U v POFIEAN L - CHIE S A
224 I 7 RE S ZA#H) L7, PLS2 B LUYHLB
Tl 6 mL FREOEHTEINED 80 %L E23EIY S
7273, HLB Prime "CiJ 6 mL LARED /3L 2330 yCRIE S
SRR U=, %77, Bond Elute C18 TidA <4V
JUFAENLCTE T, IertSep C18 THA ~ U L% 80 %LA



%= 31

ARFVILDI A5 LARHHER, FINEYGEHERIER

" SR mL] O : 80%IENIY = IMEN R (%) (n=1) % D/
=T A i -

02 24 46 68 810 10-15 DOsuLiEA @1uLEA (Matrixsh )
InertSep PLS-2 o | 94.6 104.7 0.90
OASIS HLB s 83.3 95.6 0.87
OASIS HLB Prime O |
Bond Elute C18 | | 0.9 0.7
InertSep C18 | O

<> =
AHE: 6mL
InertSep PLS-2 72.8 76.2 0.96
OASIS HLB 78.1 89.4 0.87
OASIS HLB Prime | AZ/— /v
Bond Elute C18 80.3 88.7 0.91
InertSep C18 ¢ N (F—&72L)
BHE4mL
£32 TACHRVYIADI =T LRABHRAR FNEHRER
o " Sy EBUE mL] O : 80%IE1IY = WHINEL (%) (n=1) % D/
02 24 46 68 810 10-15 D5uLiEA @1uLiEA (Matrixh )
InertSep PLS-2 96.8 104.9 0.92
OASIS HLB 90.6 99.0 0.92
OASIS HLB Prime
Bond Elute C18 91.2 103.7 0.88
InertSep C18
InertSep PLS-2 73.5 75.6 0.97
OASIS HLB 81.1 90.1 0.90
OASIS HLB Prime | A¥/—JV
Bond Elute C18 88.0 98.6 0.89

InertSep C18

(F—5%0)

FEMT 2D, A 10 mL FREEVEEE LTz,
B ORI FA e D b SE 228 b
WEx D&, EHAIEA 2 < ELE 4% HLB Prime &
InertSep C18, F7-A ~V U L &EFEULTE 720> Bond
Elute C18 [IAMNEDRIENE I T#E S, PLS2 3
JOYHLB 23ABERHEIC WD DIZHE E LSS
7.
2. FhNEYRERER
TINEIGABROME R 3 3-1~3 3-5 (R T, IR
BNTHRERZ T 5 &, W T HUORERSIEIZ DT
b, A=K 0TE =N ADHH, RINEIEE
3L 7e B fEA 77 Lz, 72721, Bond Elute C18/7 & k
= NUVEEIIE, HERER L R, A~V L EBEIT
otz £z, FERSWEIZHEE LT, InertSep

PLS-2/7 & h= kU VR OEINEE R b E< 72D
fEmZ R LT

LEETARIZOWTE, 2 CowEIcaaL ¢, HE
HEAEDVD72 S uL K0 6 1 ul ©) SAFTHINEIEE
NUGELZ. W/ 'E 91, LCMSMS & HnTTr Y%y
A b B a BT A2 Ry A BU T | K H RS AT
WZBIT 5~ MY w7 ZhFIAT OV THEEL, 30~50%D
A A A Z R RRERRIE 5 SRS D 2 LTk b
10%ASHEOIIHNC TE D Z L 2HE LTS, BLEDD,
HEEEARDSRINEIERI AL 52 RN E LTS,
WINEMGEGER A&~ N U > 7 ZGHT X HlE T
GWWE~DA T AUHE (A ATy ial) O
BNE 2z DTz,

_46_



&33 TUYFVAMOELDIZH S LAIEHEER, FINENEERER

" SR mL] O : 80%ImliY = WAL =R (%) (n=1) % D@
=T A e X%

02 24 46 68 810 10-15 D5uLiEA @1uLiEA (Matrix) %)
InertSep PLS-2 86.6 104.1 0.83
OASIS HLB 74.9 97.0 0.77
OASIS HLB Prime - -

Bond Elute C18 83.1 89.9 0.92
InertSep C18 - -
InertSep PLS-2 62.6 74.0 0.85
OASIS HLB 63.8 85.3 0.75
OASIS HLB Prime | A& /)—)V . }
Bond Elute C18 75.2 96.6 0.78
InertSep C18 (F—&72L) - -
£34 FTRUEJ=IIDI AT LHBAHRER ANEUGERER
" Sy HeE (mL] O @ 80%IE1IY = WINENEE (%) (n=1) - D/
1=HT A b -
02 24 46 68 810 10-15 D5uLiEA @1uLiEA (Matrix’s) )
InertSep PLS-2 69.8 97.6 0.72
OASIS HLB 433 72.0 0.60
OASIS HLB Prime - -
Bond Elute C18 58.1 87.4 0.66
InertSep C18 - -
InertSep PLS-2 46.5 68.8 0.68
OASIS HLB 40.1 722 0.56
OASIS HLB Prime | A& J—)L - -
Bond Elute C18 48.4 84.7 0.57
InertSep C18 (7 —4#721) - -
£35 EVAZZIDOI=HSLABAEGER, HNEUGIERER
" SR (mL] O : 80%[RIIX =R WANEN =R (%) (n=1) HE - O/Q
=T A e -
02 24 46 68 810 10-15  D5uLiEA @1pLiEA (Matrixsh )
InertSep PLS-2 98.2 103.6 0.95
OASIS HLB 86.1 96.7 0.89
OASIS HLB Prime - -
Bond Elute C18 95 104.4 0.91
InertSep C18 - -
InertSep PLS-2 66.3 69.5 0.95
OASIS HLB 76.4 85.6 0.89
OASIS HLB Prime ~ AZ J— b - -
Bond Elute C18 88.4 95 0.93
InertSep C18 (F7—%7L) - -




41,
HETASS5 PLTOIDLEAFHEEE (ng/l)

x® 42,
HEIAZ1 L TOIDLEEHEEE (ngll)

B A AR E 0.1 pg/L 0.2 pg/L. 0.5 pg/L 1 ng/L PR AL SN 0.5 ng/L 1 pg/L
- 036 0.50 058 0.90 e 10 21
A~y In 9.7) (6.2) 2.7 Q.1 AFIN (53) (5.1)
ey 0.47 0.29 0.68 11 g 0.91 1.7
FTRLTT= gy G.7) (2) @7 A (4.2) (4.0)
e 0.54 0.87 0.92 23 T 45 7.4
TNTAF = an (a1 4.5) .8) TN AT = an (18)
I 0.23 0.38 0.58 0.73 I 1.5 1.6
TY XA R E Y ) 4.9) 2.9) (1.8) TYF¥FA b 1) (3.9)
A 0.38 0.70 0.68 0.76 i B 23 26
EYAZ =N (13) (9.4) (.4) (1.8) el xs=n (11) (6.5)
OFEFZEERELCV%
72k, AX R LTI R~ N U v o FEH

Ak B A FENRRLNN, T8 b=k U/WE
HCIEEAIIHER CTE 2o T, TRIEDIR LT Rk
WY, SEETEARERD S5 2 L CUINEIER)S
UL LDz, T = RUVEHEEARTAS
= RHOTINENERIMERNZ LD, AKX ) —/L%
HOBGPRIEHIZE W £ O~ b v 7 AR EIEH S
TV EEZ LI

3. HEEIAEICLD IDLEDFE

AL A2 LC-MS/MS OIS0 IDL 34+
HARfEng/L) 2 4 4-1 CREETEAR S ub), 3% 4-2 CGEETEA
&1 DI

(LB FREA O TS5 1% 9 T, IDL OFEHIC
1%, RERMERHDRARIRE (SIN=10 F2E) DOREFHERIK
ERWDZ L Lo TG, SEEEAR LWL TlE, 2T
ORTERSIEIZONT, FEANREE 0.5 pgL LLETL
7> IDL HHOHZECTH D SIN=10 Ziilil= & 7ehotz. &
2D, TNV F R = UTONTIE CV (R
D3 21%& REL ol

—J5, MEEEAES UL TlE, ECORESHEMEIC
UG, FEANGEE 0.1 ug/L T S/N=10 Z7ii/= L, CV & 10%
At ThoTz. Lo TETORENSE TLIE LTk
JECRIEDN ARE R, TEEEAG: S L, FEARGREE 0.1 ug/L
TIDL ZliEd 52 & & Lz,

728, 2OWNMEGERICIBNT, = MY v 7 R5UT
KD EEEE AR 1 uL OJDE RITEMEEE MG D
TWb., 20728, v N v 7 ZABAROTZ L&
R 1 mL 7225 5 mL ~ZEH GREDKZ 10015
TEHED D 20 FEISMRICATE) L, SEEIFARITLE LI
JECHIERTREZ2 SuL & L7z,
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BREKPICEENDA T UL, FTRUFY —)L,
INTFXY =), TIHRVA By, BUAX=
NOFREIHTEI 72 9 12HT= 0, FIPREZ DN T
SR AT o T, T ORER, B — Y v
InertSep PLS-2, IRHIAMNIT & b= VUL, Filkpika
X5 mL (20 F50EHE), JEETEARS uL BAIHAICE T
DHEGESECH D Z LT (K2).

LRI BRI V2381 BB ORI ESRE A I
BNTT AW, A~ F VI 5 RN TEREEIE
AT O TETH L.

| KTk }—{ A |—| o —

100mL InertSep PLS-2 bEChie
(270 mg/6 mL) 10mL
10 mL/min
H moose | we — w
30001pm 5 min Ny B Tz
15 min 6 mL

|—| TEHE |—| BV H LC-MS/MS-SRM

N,RE T A& s —)-  ESl-positive : IMZ, TBZ, Az, Py
I1mLET 5mL ESl-negative : FLD

2 BESWmo7O—Fy—+

SE 3T
1) AU tEmRE ) HP
https://www.fukushihoken.metro.tokyo.lg jp/shokuhin/s
hokuten/bokabizai html, 202043 A %
2) —MMEE AR HP
https://www .kenko-kenbi.or.jp/science-center/foods/top
ics-foods/17003.html, 2020473 1 [H]E



3)

4

5)

Wk 25 -8 H 6 BAFRZEH 0806 &5 1 i : []
SRR AR TR A UET 28 B RO,
RIS DRI HED— R & COES D22\ T
Wik 3047 H 3 BAHAERFE 0703 55 1 5457 ¢
R ERE TR A SUET 28 B KO
R, YIS OBISFEED— At 3 AR
W)
FARERE, FESEE T, BOREAR, M IR CRpE
BREEWIETITE, 27, 1-14(2019)
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6)

8)
9)

KFEHITH, AL, EmyEs], fh: 7)1
Bepdige e o Z —prk, 13, 58-61(2014)
EER, AeEr, FREER - AR HES,
56(5), 228-232(2015)

MU =30 BERREE, 26(4), 191-201(2016)
BREEE TR R R AR, - (LR EEIEE
T IEREDOTFT &, AR 27 FHERR



