TE2-Fr=FFT A
Butane-2-one=oxime

Wb 2 2-T 2 ) TR ATFNVZF T FFRT A
2-Butanone oxime, Methyl ethyl ketone oxime

[ RME D]
CHzr— CHj
H3C — C = N— OH
CAS#E 5 : 96-29-7
ﬁj\%ft . C4H9NO
[E{b. AR ] i o T
)ivin I\ =R ‘{‘ n\\*) ?\Rtij:*) 7 ?g 743:;*) *
g 5y C) (mmHa) (glL) LogPow?”
-7 K8 ) FFT L 8712 152.5 0.904(25°C) 0.114 0.63 (ZFEHIfE)
" SRC PhysProp Database
[FHROHR]

AIHACK[E FE R £ W 22) 845 TWA 10 ppm (36 mg/m?®)

2RO LDsg ;4 mLkg (T v B)

SMERAFRE : LCsy 3 >4.8 mg/kg (T v 1) )

T M SR (375 Eg%{f@? v MO~ AOAEJERER (K2F) THADHKRIZ
155

A& 2R BHIEA. kAl

S1 o &
(1) SHEOBE

KBBS00 mLICY v 7 — M EZ L, B — //737Aa:@7}<bf7“5{ v-2-
FmA RS NPT 5. T VA REEE T CHH L. K. GOIMS(SIM)IL Tz &

1%,
(2) AXK - &H=E
[RAZ]

TR Q- =F T A

TR Q- =T s AT

2-7 % ) 2-1,11,33-ds (TWh Jﬁ)

ke Faxi L7 I

~FH TR E’E@zi?/lx A B ) —)v PR EEERE000/5 IR
FERLK - K ELEIEE I D AR K

BOKEREET R U o A FRER RS

EAHH— R U v 245 A OASIS HLB(L g) (%74 — 2 — RHt-f)
. : Sep-Pak Plus C18 (A —% — XtLf)

AR UK — AR TT A, mOE (10 mLA B )
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avkvyhL—F— U —F =tk ar s hL—H—,

(3) HfEE

[FUBtOBRE S URAF] ) i i

BREEE by mEREFEEREEMO T &) (CFRI843H) ITHEDH, B
TR Q- =R U AFEEYE TARLER T O, iEHIpH 7L ETHRAET 5 & & HITEREL
70 D RGN D,

[REtoriE (KE) ] ) ‘

AEFRES00 mLZEL Y Y1 7 — NRIE (77 -2-F =A% h-ds 1 mglLA X J — )R
%) %100 pLiRin L¥—IZIRET 5, EMD 7 A@KERHZ HEEE 0 B TPAEIN D56 130k
K EFLARL umAREE D T T AEHENGAK CIEIE LatEK & 372 (B O BREEIK TIRLEE),

TR 20 mL, AX /—/L 10 mL, FEREUK 20 mLONBIZHEE L2 T o a =7 L
7ZHLBg)h— bV v P Hh T LAORHIERIZ, LT 5ELTAH /—)L 10 mL, Kk 10
MLONAIZ 2T 4> a=> 7 LICI8— U v b T A& L, 5 6 mLOEE TR
Bl @K L 9%, \

AR T, FBEUK 10mLTHRF L LA T L5204, HLBA— MY w0 7 AidiE
DB (5000rpm., 304Y) 12k 0 KT B,

iK% DOHLBA — b U v U h T AnGEETZT LT mLTEH S, Ay VAlD10 mL
IR 5, OB IZKDA~2 mMLEE)NEH T OTEIE (kE) 232y —/L
By hEHWTERRE L72%, BKEERT R U AEZMABKT S, "AY—1LEXy b
HAWTEE T L 2R ORBRE I L, S50 FCTL mLE CiEfE L. Rk E 72,

[FRBRE DRI ) ) ‘ o
HEHAPNEREL L C4-Tae 70 A a XY 5 ug/mLa10 plifshn LGCIMSRERK & 9
%o

[ZeBR TR ) o
AR A U EoREEOK &2 IV, BB ORTLEL] K OY BRI OTRE] OIRIZHE - THIE
U1 & 7o ik & 25 Bk & 3%,

[FR¥EH D] o
BEUERIR (7% v2-F =A% b)) 27 & b CHERERIRL 7 & b iR a4 %
Yo — MEITERAIR L, A X — Rl GUBHIINE) K OWERR—F L (FREHH)
DIFHER 2 RS 5,

PNEZHEIT25 moZ A5FE L25 mLICIAM#S 7 & b o CAIR L CUSINAEHERIR & 3 5,

BT 2 IR A UAEMEM T 40.005~0.1 pg/mL, H17— kDA% 2 A-dsl30.1 pg/mL , W
PEUEIX0.05 pg/mL% & Te X 9 EEUERE 2 BePEAICHERE = T U2 L 0 RS U SRR AR UE & 5
50

ZNENDOERITEREFTC CTRTFT 5,

[HE]
(GCIMSZ:]
GC/MSHgzs : GC:HP6890 MS:JEOL JMS-GCmate
717 2 HP : INNOwax (ARUx=F L 7Y a—/LR)
(30 mx0.25 mmx0.25 um)
FIRSAE - 60 “C(1 min)—7 “C/min-130 C—25 “C/min—260°C(3 min)
EAEE 7OV ARAT T R A
(VOVA RIES] 30 psiv FREfE : 1.1 min, ~X— B : 1 min)
HEAMRE @ 250 C
¥ U7 —HA:He 1 mLmin (EH&EET—F)
AR 2 pb
A B —T = —ARFE 250 C
A A AL : 600 pA
BHE— K : SIM

216



FT=H—A T

FXxvh 87 (E=EH) . 86 (MEEH)
Yulr—h 92 (EEM)
A-TuaxEsT7guX B 174

(Fr B
FEHER2 LA GCIMSIZIEA LA A& a7 — h O EE L O — 7 EfE e 2 O T

AR 5, ) \
S 4 K & N DY e R OV — 2 TR A T C IR L AR R (R B

%“Hj‘é—éo

(& &)
A2 pLEZGCIMSICIEA L B — 7 IR L 0 Bt 4% o A OREZRET D,

(O B 1Y) ]
KE R (ug/L)= BB & sk - Mt R4y st

@R PR (IDL))
AL AN TZGCIMSDIDL%E F#R IR

e o IDL ESSINE=N B9k s B =Pl =N e
Xj‘%q:@ﬁ (ng/m L) uﬁ*/"% B ISR B |DLuﬁ*/I'EI:ﬁ§‘/)EE
77 R-2-F/=4%Y 11 500 mL 1 mL 2.2 ng/L

GRIEEORHE TR (MDL), E& FRR(MQL))
ABEIZEB T HREEOKE FIR (MDL), &8 FR(MQL) % RIZRT,

XRWE AUk g S Fo HH TR ER TR
VA VB 500 mL 1 mL 4.4 ng/L 11 ng/L
T

H 1D Vel —hMIRESh Wiz 2-74% 7 2-1,1,1,3,3-ds EHifitE Ref LT
VB ERM LT, BRITIROFIEIZX B,
WAL RaX L7 I 059 25K 20 mL IZIAfE L, 2%/KER{ET R YU 7 AIRIK
T pH 5.8 ITFR#Et: 2-7 % /7 2-1,1,1,3,3-d5 0.1 g Z N2 —IEFT CHOE L7, Z DR
W HLB Q)W 7 MK L, AR LTIZT H v-2-F v=4F v h-ds ZHHET D, F
UK 40 mL TYEFL, BEfE— /L CTHH L oK - i L e 77— MEERK & LT,
B, NECEIVELNTZY 2 — FOIERIT 10%FfRETH -T2,
o — FOREEIIV e — ND4GyAA A E— 7 (Mz=92) DA A BRE N R A
Ty T (T X -2-Fr=AF T L)DZFI (mz=87) LIFIFELWEREL, x4 T «
T OFERERY| & VTR L=,

CD3-C(CD2CH3):O + NH,OH-HCl — CD3-(CD2CH3):N-OH

H£2) HLB A — U v U h T A~OlAKEEZELS T2 (TmL/min BLF) Z & TEULE)
LET D,
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H3) HLB(QO0g W — MY w7 NMIFEENZ W2, HKZITZEDOKS (F2mL)
o A, 1wy BECERF O/ N— U THD BRS Z EIIREETH 5, RFFH O/ I—UR
RIAT—RN) T LAOERLEZLNDN, WEWENMIS TR THY ., BE
WEDORBADIREIND Z LD LDBEO T L, Wi L7e K3 IE s Ay — v
By hTHIE RO, KRR R U U A TR LT,

H4) 77X 2-Fr=AFT AT anti-ik (Z-F) & syn-tk (B-1R) DR EMEENPFET D
PN, RHEEZE OBIR ) B AIETIE WAX RO B T A&V, ili#E O BN R ars
1RO —7 L LCTHIET S,

WD) BET 7 7 BB SNDGEN D D, SWTRNCEEY 7 0 7 2R+ 5 L & BT,
REFFNDEMET 7 U 7 EEB A TR SN GE8 II3EIU R TR 21T 0,

1 6) HIEVEDRH TIRME & OVE & FRREMQL)IE MbsMEREERREDFII =) (OF
% 184E3 H) IZit>TCEH LT,

#F1 EEBRHBEAR (IDL)OHEH

WE 4 7" Hs-2-k =¥V
Bk (L) 0.5
B E(mL) 1
HENEIREE (ng/mL) 10
HEEEAEL) 2
5 1 (ng/mL) 9.14
it 2 (ng/mL) 9.30
it 3 3 (ng/mL) 9.08
5 4 (ng/mL) 9.90
fiti = 5 (ng/mL) 9.27
fiti = 6 (ng/mL) 9.44
#5587 (ng/mL) 9.72
fiti 3 8 (ng/mL) 9.28
FEIfiE (ng/mL) 9.39
PR A 0.29
SIN 10
IDL (ng/mL) 1.1
IDL &EHFE A (ng/L) 2.2
CV (%) 3.1

IDL=t(n-1,0.05) X 6 X 2
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#2 WEHFEOKHRES (MDL) KUVER FROF N OKE)

1.13 oooooooonog 149

~00e6ng/L(SDOOOODODOON)
~[0015ng/L

~004.8%

W & 4 7" B2k =A%V
B - KE (L) 0.5
EAERINE (ng) 15
AUBHABR IR (ng/L) 30
BRI B (mL) 1
TEANWRIRE (ng/mL) 15
HEAWE (uL) 2
BAETZ 7 ) (ng/L) 1.0
HERIEY) (ng/L) 1.0
FEH 1 (ng/L) 30.2
#5532 (ng/L) 31.4
FE 3 (ng/L) 28.8
FE R 4 (ng/L) 31.8
FEF S (ng/L) 32.8
FE 5 6 (ng/L) 29.2
FE 7 (ng/L) 31.8
I HE 30.9
PR 22

MDL (ng/L) 4.4
MQL (ng/L) 11.3
S/N Lt 17
CV (%) 3.7

¥MDL=t(n-1,0.05) X on-1 X 2

XMQLZGH-I X 10

OEET T v 7 8y

T FEREDEREZATVNRIE L7288
@EEFIEY) . MDL B HHFREHIERELA TN L T
WRUNVRAE TE £ 5 IR O E
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←個別値からの計算では 1.49

←同、6ng/L(SDより整数値が適当)

←同、15ng/L

←同、4.8%

2010/12/10補足


7 2
§ 2 ﬁfF H
[ -
7u—Fy— bz UTRT,
ARG [EIFEH HH oK Tt TEAY
500 mL T C18 + HLB (10 g) FHRf 7 mL A AN I 1mL
P)=/797" AN AVEIN FHE 3 min ME/KNa;SO,
butane-2-one=oxime-ds 100 ng
T GC/MS-SIM-EI
Y AN ATERIN
4-bromofluorobenzene 50 ng
X1 SobriE7e—F v —h

m 0.9
ﬁ 0.8
~ 07
g 0.6
i@ 0.5
5 0.4
H 03
o 0.2

| 01
E oy

=
04 70
®
M ‘
I

v =0.7844x + 0.0036

0 0.2

0.4 0.6 0.8 1 1.5
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REL IgME,/ Y r— MyE)
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20000 miz=174 4-77 vEIWuN" /8 /(1.S)
10000
174.0 |

m/z=92 ELTAR
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[} ) ] [} ! ] ] ] i ' | i t [} [}
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X5 {EHEME D u~ h I A
(7" hv-2-t=1%h - 001 pg/mL, For =} : 0.1 pg/mL., 1.S. : 0.05 pg/mL)

EVEIELT TS|
IR A EINES 7T RS
HIE Bl Z#EfR Yes—
S SEHE VOR[N RINE RutiuE 0 % MENRER
(mL) (ng) (ng) (ng/L) %) () (%)
JE K 500 RN 2 10 0.002 78
500 30 6 280 0056 90 47 80
ik 500 M 2 10 0.002 82
500 30 6 302 0060 97 25 79
GRS 500 M 2 10 0.002 80
500 30 6 315 0063 102 19 80

) (AR TR O B A 5 W CELH L=
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SRR 2 ) —=2 23R

7" -2k =Fvh (%)JPQ@?E%;TE : 0.2 mg/L)
G . PPN
pH ﬁfﬁ; BERDpHEA XL LOFEFE O EEE
3 1.5 120 B5H#%
5* 03 100 — ] ] W
6 7 | e 5 | I
65 103 | g L BB
7* 103 | & ° ‘HE:AE:
o* 101 % mi-ml:
10 101 20 :Ei :57 E:
L BEONREA T U—| ., 2 LB R
3 5 6 6.5 7 9 12
pH

(AL DOSFRER 7 U —= Tt

2% ¥ AIpH 3 TEHSHNT i
L. pH 7L N C5H &I Em A
5, FRZpH 5TIZIZITHA L
oo 7V U EERTIIS H R S ZAE
THY, B ERMFT 255 13pH

1X0ELTORERDD, T,

AEHIpH 6L ETotrd 2 L E )N

bbHEEZBND,

(EFERH ORRES)

F5HLK500 mLIZA 324 0.1~1.0
gL, B — Y 15 LD
TR Z B ER AR L7z, HLB(L.0
Q)7 B DR b B < AL TR

M9,

6 WD pH & A AOFR(TR

FELA B E4E 40 H D B4R

100
rTT
80 | 4
LA L
LA L
—_ oo o
£ 60 -
{éi.'. LA L
) LA L
_E(l' L 2 4 LA L
Bl 40
L 2 4 LA L
L 2 4 LA L
ey L 2 4 LA L
20
LA L L 2 4 LA L
LA L L 2 4 LA L
0 m ) E ) LA L ) g ) L 2 4 LA L
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; i#7K 8;500mL. GL-PAKI(£200mL
EFEDIELH AC-21FN99759%a
X 3 ) D2
X7 [EFE7AOFREER EER
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— ") P h T MBI T AR, T
R ATHKORE, 7 mr X 2 36
CIMSHIE TA > LDHIE~ Am/z=86.
QUL B2 57 Lh, IR T
Hiis—F 1 & Lo,

FEROKIZA T AL (1 pg) .
[EFE A 7 22k i%, BEE—T /L%
SYEERER LT, A% AIHR T L
7 mL FCOMNEIC 95%LL FEHT A = L
5, ANETORHAESEIX7mL & Lz,

EREIDLRAFE)

7 ZHBNIT])IK (pH=8.9) &p
H=7 205/ U 7= 1K 7 4 2= =
A LA LIREOL pg/l), s
H GBI 2 It LT,

20 H DL Rl CRISEIDFRIF Cdh o 7=,
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BIOZREI IR, RIS 7 m—3— Mt TN 5,
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(B
(HIESRF)
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T : HP 6890
77 I : INNOwax(HP) 0.25 mm x 30 m 0.25 um
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EADRE : 250 C
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AETHEHRI0 ng/LOSHHIFRE TH 5, 7272 L, AE TR 25845
DTZ 2 OFPEEZT DA D5, FIERNCEMET 727 2l 9 0 L LI
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E-mail : terasawa-junichi@pref.nagano.jp, watanabe-tetsuko@pref.nagano.jp
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Butane-2-one=oxime

A method is described for the determination of Butane-2-one-oxime in water by gas
chromatography-mass spectrometry with selected ion monitoring (GC-MS-SIM).

A500 mL of water sample is spiked with Butane-2-one=oxime-ds as the surrogate standard (100
ng in methanol).

If necessary, the water sample is filtered through a glass-fiber filter (pore size 1 m).The sample
water is passed through two types of solid phase extraction cartridges (Sep-Pak C18 and Oasys
HLB) preconditioned in successive connection at flow rate of 6 mL/min or less.

After washing the cartridges with 5 mL of water, residual water in the HLB cartridge is removed
by centrifugation (300 rpm, 5 min). Butane-2-one=oxime is eluted from the HLB cartridge with
7mL of ethyl acetate.

If the eluate contains appreciable volume of water, the aqueous layer should be removed with a
small pipette. The eluate is dehydrated with anhydrous sodium sulfate and concentrated to 1mL
(under gentle stream of nitrogen).

Finally this concentrate is spiked with internal standard (4-bromfluorobenzene 50 ng), and
measured by GC/MS-SIM.

The method detection limit (MDL) and the method quantification limit (MQL) is 4.4 ng/L and
11 ng/L, respectively. The average recovery of Butane-2-one=oxime (30 ng, n=6) from added
river water sample was 102% with a relative standard deviation of 1.9%.

Solid Phase i
Water Sample . Elution
Extraction
500mL C18+HLB (19) Ethyl acetate 7 mL

Clean-up spike
butane-2-one=oxime-ds 100 ng

Dehydration Concentration GC/MS-SIM-EI
Pasteur pipette N, gasto I mL I
Anhydrous Na;SO4

Syringe spike
4-bromofluorobenzene 50 ng
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= i K
Wl F /L 7 mL N A= Ay |
7K Na,SO,
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1mL YV AN ATERIN
4-7" n¥7jvfen" /" 50 ng

SHTEFE : GC/MS-SIM

Rt R RRAE -
[KE] (ng/L)
44

DUESCE
fgenn

GC : HP6890

MS : JEOL MS-GCmate
77 I

HP-INNOwax

30 mx0.25 mm, 0.25um
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