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Study on the development of analysis method of chemical substances at the time of water quality accidents

—Study of water quality analysis method of 3-chloro-2-propen-1-ol —
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A (REE99.9 %)

BURFE N (RB£99.9 %)
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B (500085 A

TruauAy w7 A VARG R
PCBiAERA] (500045 i)
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HIAT—N: FOTE M WL, REIELHD
FBEUK ¢ ) R T7EMIlli-Q Advantagel X 1) FHL

IAT I+ —%— : Volvic
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fEHBERE © GC © Agilent7890A, MS : JMS-Q1000GC Mk
II

il #H 5 & : DB-17HT (Agilent#, 60 mx0.32 mm,0.15
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AT AN 45 C (2 min) —7 C /min—180 C (0
min) —20 C /min—250 C (5 min)

1EAJ71: : Pulsed splitless (20 psi (1.6 min))
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WAL © 250 C
Fx)7—HA:AY 7L (1 mL/min)
A5 —7x— R 240 C
A A VIREE 210 C
A4 VLEIE : 70 eV
B E— F 1 SIM
E=F—AF > im/z 93 (Y ARERA V), 129 (b
5 VARERA T V), 95 (YA, MT Y AEENAF V),
136 (F 7%V >vdgE®A )
23 YVAGERU NI AFREAEEROFAR
231 EAEEROAR

VARKO N T v AR % 4100 mgE D ILY, Tk b
Y EIMZTI00 mLIZEZA L, 1000 ug/mLOiRA LR
WAL 7z, RABEREEEREZ 7 £ b TIHRARL T
100, 10, 1 ug/mLOPARHER Z L 72,
232 WNEEROAR

T 7%V rdi®100 mgm VY, 7 b rEMAT
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100 mLIZZEZ L, 1000 u g/mLOPEEHE R %2 F3 L 72,
R % 0L, 71 b Y THML TS5 ug/mLOW
R A AR L 72,

233 HRERAEERORAR

WEHNATVICY 700 %% 2] mLE AR, Kk
DIREHEERZRIML, BSTFAZ50 uLifshntk, #% L
THEIMTIORMEE L, REGHEER 2 AR 72 M
R R HE S OO 5 1X1.0 ~ 500 ng/mL & L, ik
ORI, WK 25 u LR L7z,

2.4 HIRLETE

GHED 70 —F v — b 2 K2R T,

200 mLE &= Y $RY, 74 b 10 mL, FE# K10
mLTaI 74 a7 LEEMAZ— MY v PI210
mL/minTHEK L7z, #AKTHOBEMI—F) v %
FE8K10 mL T L7z, BRE D LI, 927 —
MOHEKRBEEES b)) o 2% ANn/zu— b, B2 — MY v
VEEy ML, Yr0uiry TNy 75y v anil



Fe OBk, #H4 mL%& RS 220 72, iR
AP =ty Yoy MILo THEENRL LA
Wbz, FANHR Lz, HEEEESN AT mL
i L 728, MEHINA 7V L, BSTFAZ50 uL
Wk, &% L CEETIORBEE Lz, ik, Wi
AL u LMLz b 0% RERR & L7

1 [ 1 [
AREERE [ESEGEE iiTas} | | el | | T - ik
200 nl. Waters AC-2 HERIK 10 mL vrmm iz
PR 4 mL

L‘ i A PERHETRIN GC-MS-STM |

LR T BSTFA 50 pL (F7%V>-d 25 ng)
1 mL HE 16 BN

X2 SirEo70-—Fv—b

25 EBHRETIRME (IDL), MEO#HKETE@ (MDL)
RUEETRE (MAL)

IDL, MDLK& O'MQLO 5 &, [ B BrBaih 4 5
REMAD T & CRR2TERER) I (MTFTFHIE v .)
\ZHE 5 720 IDLIZ, 231256V 1.0 ng/mL o> H i A e i
TR L, GCMSTHIE L, 35 du 7zl fifl o #E i
fRz% MW THE L7z MDLEOMQLIE, Ik (4
JEAG) 200 mLIZ, IDLOSREREDRE L %5 X HI121 u
g/mLIR AR 25 pn LIRIML, 24256\ LeE %17 -
72b0ETEERL, GCMSTHIE L, 5 h 7zl
DFEHEAR 2% TR L 72,

IDL = t(n-1, 0.05) X @ ,5; X 2
MDL = t(n-1, 0.05) X &,y X 2
MQL =10 X o,y
t(n-1,0.05) : fERERS %, HHEn-1otE (F)
0 wap - IDLEEH 0 72 0 3l 52 A1l 0 A A R 1 {2
0wy - MDLEEH 0 72 8 0 {52 filh D R A HE {7
26 YZRERV BT ZEORMEYRHRR CRER
D
i K BURHOK 51200 mLIC10 ug/mLEAEEHEH %2
uLTML, 24 VR 247> 72 b D%, GC-MST
WiE U7zo BRBERAEE LT, RMoFIIK K OEK D
ST L 720 T ZKIEMDL R O # F % 170 E] DGR ER A SR
ELTHH L,
T/, BIET 7 07 & LTRHEIK200 mL & 241256V Rl
WP %475 72H D% GC-MSTHIE L7z
27 JPZAERV NI AEORMEER T ) -2 THBR
RUOREFHERER

FHIE I, GREA 7 ) — = v 7R B OBRA-
RERE FERE L 72,

GRIRPEAR 7 ) — = v 7 B O BB K & »
TpH 5 pH 7K UpPH 90 b D& EH L, 45200 mLIZ10
wg/mLOREGHREREZE LRI, 1R K& O7H#%
(#9720 C DI B OWE I PR AF) 1224 FE W RTALER 2 4T 5
72b O %GC-MSTHllsE L 720

PRAERBRE, B EBIAIE LCTT Aa Ve Y BER
m (10 g/L) L7zd @ &SRB oK E > 123
NK (4 & W5G)  Je QMK (JER58) 2 MK IS AL, 5
WE OWEEDT00 ng/LICZ7% 5 X 91210 ug/mLEE#E R %
WL, W Tl ~ 7HMRAER, 00 7 1 — 12w
GC-MSTillxE L 7z,

F 72, MR i B O PRAEE R & L T500 ng/mL
DR R 2 WA IO L, I H I ML
PR AR HE I & S A R & FEIE L 72
28 HHBOBEEI—I) vy IADERN—-VICLZE
IREADEE

ARG CTILMEAKGERE T I V) 7 A% L 72K % 7
HALTWA7S, @F =TV EMHF LKLY Ak
F O b T v 2RO RN OFEIZOWT b HET L 72,
H5 k200 mLIZ100 ug/mLOBAEEER #2 u LR
L, EAHA— MYy DIk, B — ) v Ik
L C&EH£ /= TV E55MAT-> 720 ZOMD THEIZ24L [
BeDEAEZ ATV, GC-MSTHIE L 720
29 BFEMLICET 3 RICEEOKRE

BSTFAIZ & %3-7 nu2-7a~X>y-1-4 — VO F#EkL
WKCETZRMEICOVWTHRE R T/, Y7uu Xy /]
mLIZ100 ug/mLORAEER %5 wLikML, BSTFA
50 uLZ iRl ~ 20 RIHE L, PIERHEIR &5 w LIl
F#GC-MSTHIE & 1T - 720
2.10 AIEFEEDOKET

FEMALGC-MSELS TOHNTTEE LT, ik o
< N7 g 7 EEGHES (BT [LCMS/MS] &v9o) K
O~y FAR=ZAHFAr7u~ b7 5 7E&5HEHET
[HS-GC-MS] &) N X BME B 1T 70

LC-MS/MSTIZ, ¥ AKRKU M ¥ ZK4%]1 ug/mLd
A% ) —=)VEWEI0 uL/minTA ¥ 72—Yavickh
HEAL, YAAXRZ MV EMR L
MS (LC-MS/MS) % 5
fEFIHEAE © Micromass Quattro micro API (Waters#)
Fr¥IY—®HE 30kV, V—RARE 100 C
FINNR—= 3 v HARE 500 T
I— I AjiE 50 L/hr
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FYINNR— g v H A 600 L/hr

A F+ 4b#: : ESI Negative

a—VERE 10V

A% V#iP D mz 30 ~ 150

AF¥xrHA40:04s AVF—AFv 2 FAL25:01s)

HS-GC-MSTIZ, #fbkFr vy s (EL74VAf0k
MR KB REH) 3 g2 MANA TNV AT
v+ —%— (Volvic) #10 mLAM, X%/ —)ViEHWT
PR L 7R A RERE 2 R L, HS-GC-MSTHlE L 720
HSHESLME [Ny 7E—F]
fEFIFERE - 12031HSA (JEOL#Y)

NIy TEIGLENT v T

T 1% < 31

FrFvTay 7 80 C

FEPERER - 30 min

FIURT =T 4 ViE 150 C

NVTTay 7 100 T

b7y THEIREE 1 23T

T

JEJJ 140 kPa, MIEKEM :10s, b T v FiE 200
SCCM, ¥ ¥ 7V v 7 THEN : 3 kPa

KA 8= VM2 min 30 s, ¥ 7V ¥ F R
3s

GCA vy =rvav

gy FTENRE 220 C, W3 min, M7 v 7EHR:
20.0 SCCM

GC-MS il e 4t

A GC @ Agilent7890A, MS : JMS-Q1000GC K9
il 79 4 0 AQUATIC2 (V—x V¥4 = A8 60
mx0.32 mm, 1.8 yxm)

HT AiME 40 C (5 min) —10 T /min—100 C (0
min) —20 C /min—220 C (5 min)
[EPNR S AR

Fx YT —=HRAX AU T2 (2mL/min)

A5 —7x— R 200 C

A F ZIRIEE 200 C

A% VLEIE 1 70 eV

MIE—F : SIM

E=Y— A4 Vimz 57 GERAA V), 55 GEMEA + )

3 BRRUEZE
31 GC-MSBEIEAHORTER
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VARKO T 2RO mER % X3 ~ 612, 500 ng/
mLMEBHEREDO 7 a< 75 A2 MRS 10~
20 ng/mLOIKIEEE$HIE, 20 ~ 500 ng/mL oD ik SE
THHEOEWEBED H 5 BTSNz,

3.2 IDL, MDLXEU*MQL

IDL, MDL} O'MQL % #2127/~ 3o IDLFUEH 8 54l 1
v AMK14 ng/L, b+~ A4K50.80 ng/L, MDLIZ > A1K3.9
ng/L, b v A4K34 ng/L, MQLIZ ¥ ZA4K10 ng/L, b
7 v A88 ng/LTHh Y, RFEHADIRKEE (56 ng/L)
M TE DM TR IS 5 2 e TE,

3.3 RINENREER R CIREHM TSR

TN RS R 2 23R 976 IR D IR 1E > 2
95 %, N7 ¥ ZK80 %, KD EILERIE T AK8T %,
b7 2 AKT9 % & BAF AR TH o 720 MK
Ttk (BREERA) 2ok, YAK b vAKkED
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04 y=0.0216x-0.0068 ®

' R2 =0.9995

3 03 >
=
=
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0 . T T T T
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K3 ¥ ZFEBEBESKRER
0.4
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y=0.0225x- 0.047/0
10 R?=0.9999
8
&
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2
0 T T 1
0 200‘ 400 600
2 B (ng/mL)
R5 ¥ AFEREESRER
12
y=0.0211x- 0.0995
2 —
10 R? = 0.9997 °
8
3
}E 6
4
2
0 T T 1
0 200‘ 400 600
= FZ (ng/mL)
X6 k72 REERERBRER
[7117[:;;]6] Y8 - 181100 _
MA/ f/}({Z’K l/\\ ]\ 7 ‘/X ,fjg 1127318 - 805
/\ / m/z 93
/\ /N VAMRE=R
198 [u]-—————J \K_—/ Y
N\ [\ m/z 129
o MARER
m/ z 95
- YA, bV AMAHETR A

X7 500 ng/mLREHRAZEEROI/OY TS L
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R E N h o7z,

o, BTS00 ru~ NI A RKBICRT .
T o0 nBT 2RO T v a vy s 4 AHECmz
129, VI Y AEDYF U Y a vy A4 LImz 93DOWE
=27 s N7z Lo Ty AR ERIZIEm z 93,
NV ARDERIIEIm 2 120% T A2 & & L
34 SBMII Y- JHREVREMHARER

GIRYEAR 7)) — = v TR BRE R A RATR T, TH#IC
BUIE, WIThoLEBFIIBWTh, YAKRRT NI VA

ROFEAFHILTO W%LL I & 2 L 72k R 54 BTz,
PRAFERBAE R 2 IR T 7T AINVE VBRI O
WK TIRIHBIZ Y 2K, BT ¥ 2R E B IERAAFENI0
%ERY, SHZEIIE Y AE, FT U AELEBIT0%E -
720 7 ANV E VERIERIMO MK TIELH #2132 2482 %,
kT ¥ AR100 % & BEF 2GR S N7z205, 3HEKRIZY
A4K22 %, T v AMK80 % & HEIC Y AMKRD A AR I
WA L7z,

—F, TAANE YBRERMLSEE, THHROWIII

%2 IDL, MDLRU'MQL

IDL GRASHE L MDL MQL
SR
AEUES (ng/L) (ng/L) (ng/L)
3-ruu-2-u-1-4—/ L4 - 0
(A 1K) ' '
-7 mu-2-u~X-1-4—/)L 0.0 - g8
(b7 21K ' ' '
%3 RMEIRERREER
Er T B ‘ )
W T ek i mier smEs
PUE Towe T e ® ®%)
) ¥ ) £ ' '
0.20 0 1 1 <39 - -
2k
: 0.20 5 1 7 23.8 95 4.2
WK
(2 WA 0. 20 0 1 1 < 3.4 - -
ALY
0. 20 5 1 7 20.0 80 4.4
0. 20 0 1 1 < 3.9 - -
AR
. 0.20 20 1 5 86.6 87 3.7
HEIK
(K E53) 0. 20 0 1 1 < 3.4 - -
ALY
0. 20 20 1 5 79.2 79 3.7

1703 - 1334

m/z 93
YAMBIE B

193 0

=7 F?VXW//\ 'z 129
;//\M/”\\\w% o Lﬂ/ T bR
oo | Pave - S e
\ \A»A/”/v\ . IS L w295
- ’ VT b N YA R AR

X8 #ETZ>/DyAXNI I L
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KB OHEKTY AR, b T v AR E HITFRAFHEH0 % T
Ho7

AKEEEHNDS, 3700270V 1-F—VOSHriEH
LRLDFAKE VICTAINE VBERIMLUTERAL, 7
HUPIZAOHT T2 2 EDEE LW L0007,

T 72, MEHAEERICOWTIE, 12HRBICY 21K,
b7 ARE BITIZITTRAFRI00 B TH o722 &D D, 7F
EARAL L7z Y s a2 7 RN
PREFHETH > 72,

35 MEBOEHEI— Iy IADERN-TICLZE
IREADOEEHR

BHENA-VIEEOFEICE LY AKRT LT v 2 kD
BN OEEE R ETROIR T, BRIV HTIETR
R32 %, b T AK20 %, BHFR/X—TETIT T A1R2 %,
b T ¥ AMRT9 %D RINERTH - 72720, HHi A O FEH A —
M) Y INOEFN—TIEBAKGEE LTAR#ELTH -

720
3.6 FHEMHELICEY 3 RLEEOKREHER

FIERME LM OBETRRIZ OV TRINIR T, HiE 166
BTy Ak, FT7 2R EDICE — 7 HRELNZIZHRK
LB Z b holzizd, ROWEOFEMRIICET

AHEFFNEI6RER & L 72

T 72, BEHHEEER 2 BAMEO WAL T60 T2
952 & T, HiEOLGO8EMHTY — 7 HkEdNZ
WRELRDBZ LDz LrL, ZOHETIEHN
HoBEWEHETY 7R Ay v (B 40C) %, R
160 CITINRS 2 L2 H 5720, IO RENE %
R L 7RSS, AROHT I EE S X 2 FEME e SR L7,
3.7 BIEEBDORFIER

LCMS/MSIZX B4 v 72—V a YHEDHEE, ESI
Negative TlZ, 3-70u-2-7a~X . 1-4+—)VDOM-H] IZ
MY5 Bmz 91D A & VTIRBFEE L 2R TE Lo

x4 DEER7) = THEBRER

RHIERE (ng/L)  (FEAF=R (%))

SR R 49
Pl ﬁiﬁ; 1 WS T AR
LES PR FT
5 250 211(84) 205 (82) -
AR 7 250 218(87) 232(93) 209 (84)
9 250 218(87) 215 (86) -
5 250 198(79) 186 (74) -
AN 7 250 190 (76) 192(77) 176 (70)
9 250 199 (80) 193(77) -
* FRITER () - PARURE IS DM 0SS
x5 FREMSRBRER
oy 7’;; @g/ TR FEATHR (%)
(ng/L) 1AM 3 HM  7HM 1 7°AH
RN 50 12 0 0 -
WK v whn 100 94 92 93 -
(4% 2 W) o ik SR 50 12 0 0 -
wan 100 87 36 90 -
o 2k RN 50 82 22 0 -
WK whn 100 86 85 89 -
(R Ji5) s SN 50 100 80 56 -
whn 100 87 36 87 -
500
R A vl B (ng/mL) - - - 102
IR 500
PRI AV N (ng/mL) - - - 100
* TRIFER (%) ¢ PRI RS T D IR E O EA
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F6 EBEN-—VICLZEREADZERER

. .. RRBHRE WONE RHEE [EICR
W/gl%‘/\_y
R (L) (ng) (ng/L) %)
A 0.2 200 315 32
AR
il 0.2 200 915 92
S K H 0.2 200 195 20
A
Ziis 0.2 200 785 79

720 —7Ji, ESI Positive TOME DT 7225, [M+H] 12
MU Dmz 93D F VIR TE L olze U EOKE
BH SLC-MS/MSHNTIZHEETDH - 72,

ANDONOD R
i s
2
1000000 =
JX b B8] (BFTE1
500GGG0
[N $ e ”
5 e
2000000
2
8] i 3 iz is 20

X9 FHEFEICET 3 RICEFEOBREER

HS-GC-MSIZ & % il 5 & % X10, 1112 7/RF 10000
ng/LOERETIE Y AR, Iy AREHICRIFRE—
7 DB S Nz

—Ji, BET S bRV AR, FIyAKE DI
WEY — 7 3Bl s niz7z20, ¥ ZA4K200 ng/L, T~
AAR1000 ng/LELF OWEIZHEETH Y, HS-GC-MSTIZ
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BB OBKREE (56 ng/L) 2T L3 TELdo
720 1221, BERECTONGWEOHFAMRR OS2
EEEVWSTZAZ ) —= VAL, EHTTREE E 2

b7z,

b Z AR

e —2)

E11 HS-GC-MSTRHMETZ>/0UyAX NI I L4

4 F&ED

3-7 0 02-7uRY1-F — IV OSHTEE R L2k R
KITTRT & B Y BIRE R OIEDFIETE 72,
(1) BSTFAIZ X 2 3FEMHALE4TH 2 & T, BWIEEIZHH
TEDLIENIGD T,
@ 37uvu27axRry1-F = VoOMmHB TR (MDL) &
3 AMKR39 ng/L, +F ¥ A4K34 ng/L, E= TR (MQL)
13 AK10 ng/L, +F >~ AK88 ng/LTdh - 72
@) FNIK R OHEKRE HVW7z3-7 0 u2-7a Ry 14—
OFMEIPGRER O WS, WA S AR5 %, b T
v AMR80 %, HEAKIE Y AKST %, b T v AKTY %L KT
RAERTH o 72,

(@) BREFEORP CORMREATER S NIz, TAINVE



VEERRNT S I LT, WHHTCTH M ORAEAFET
Ho7
(6) LC-MS/MSIZ X 2 Cld3-7 nu-2-7a X y-1-4 —
VOREA + 3RS NT, SN ETDH o 72,
(6) HS-GC-MSIZ & %40 #7 1% ¥ 248200 ng/L, 7 ¥ Ak
1000 ng/LYL ETHIIRETRETH VD, HiREDN3-7 1
U2-7uXY1F = VOB HA ) —= v e L
THEHEETH - 720

BB, RUITEIXBREIE B OFi27 ~ 304E LB
SIATIEB TS AT (BRI BRI Ail) &M L C oM L 72

X ®
1) IPCS(1993)Environmental Health Criteria,146
2) USEPA, Estimation Programs Interface (EPI) Suite
v4.11
3) REARGRBIBUR R BRI 4k - L
PWREBRBERBRAEEEO T & CP27 FEM),
2016
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