2005-xx  (2005. x. Xx)

2005. 1

(

)



S H N MW o

V.

- N M <

iso-

To)

THNOM < 0O

108

(010 G e —



2005-xx  (2005. x. Xx)

2005. 1

(

)



S H N MW o

V.

- N M <

iso-

To)

THNOM < 0O

108

(Lo o e —



3]

(QA/QC)



6.3 “6.1. 6.2°

10.

11.
KSA 3251-1(

12.

13.

)






4.1
4.1

4.2

4.4 10

1961
1 ,
(S)

%

100 mL 100 mL

100 mL 100 mL

(Parts Per Million) ppm
mol/mol

(W/W), (W)

(Parts Per Billion)

ppb

(9

(mL)

(VNV),

pPm

KSA 0105

W/V%

V/V%

mol/mol



4.5

20

(b))
nm(my )

KL

mL
ML

atm
Hg
H,O




51 (Cdcius)

°K 0°K -273 .
5.2 , 15 25 1 35 , ( )
0~15 .

5.3 ( ) 15 , ( ) 60 70 |, ( ) 100

6

7

( )

8

8.1 (142), (1+45), (145-+0) 1

2,1 5 1 5 10

1:2,@:5,@: 5: 10 , (1+2)

(1:2 1 2

8.2 (1-2,(1- 5)

lg , 1 mL 2 mL 5 mL

9- ’ 1

9.1 1 ,

2
(%) ()

HC1 35.0° 37.0 1.18
HNO, 60.0° 62.0 1.38
H,S0. 95% 1.84
CH;COOH 99.0% 1.05
H3PO, 85.0% 1.69
NH.OH 28.0° 30.0%(NHs ) 0.90

9.2



10

11.

111

11.2

11.3

7602

12

12.1

12.2

12.3

12.4

12.5

13

KSL 2302(

1 mL

KSM



14

14.1

14.2

14.3

14,4

14.5

14.6

14.7 “

14.8

15.

15.1

15.2

3251-1(

15.3

(Lot)

()

[ a:_~_‘bll

pH






2.
1.
¢ )
200 900 nm
2.
(  Monochrometer )
¢ )

C, £

( Lambert-Beer )

( Absorptiometric Analysis )

«C )
( Filter )

1)



T
=T
( )
3.
3.1
(
3.2
( )




3.3

3.4

3.5

( Monochrometer ) ( Filter )
, ( Sit )
( Cdl, )
( Cdl Holder )
)
) ( )
( ) ( )
( )



3.7

3.8 ( Cel)
3
(1} By
. L i
{a) Abztea () apabel g (el | % aa g
"w
¥ §epg 'J M sl
h £ S~1 4100
h 30~ap ?""""_'" 25~ 50 a4 B @
B b She1m
12} Wy
fa) whe] 224 fb) A0 ) PhAZE gl o ) pewa
L
1,,
f’J‘_ a8
W 2~ § J-w,,..-*'r —_——
£ 10~5 ) w 10~ 25 20 0
B 20 30 ; £ 1~ 325 & 50~ 100
b 15~20 h 30— 50
38 3. Bads zey
, (©
(d) 50 mm

3.9

» (b)



3.9.1

4
Am

AN
AN (Zero)

=)

1:|_

=]

24

Ama At
— -7

AR 4, OEtesnEE e

= =l

3.9.2

3.9.2
110 3

( Line Spectrum )

Am

)

)

486.13
656.28
486.00
656.10
253.65
365.01
435.88
546.07

nm

(1 ) N2

(

Holmium

)



0.0303 g/L
25 1 nmm
2
2
1 ==-—= 0| Fe] FEn]
= &0 ol del gl&
1} g
gﬂ . \
:il - # -
Y m o am G

S mme )

8 6. nIEEME FEHE2 FE( % )

5 1nmm

2 ( )(S

)

10.0 mm

chr207

) ) )

(

)




220 0.446 35.8 340 0.316 48.3
230 0.171 67.4 350 0.559 27.6
240 0.295 50.7 360 0.830 14.8
250 0.496 31.9 370 0.987 10.3
260 0.633 23.3 380 0.932 11.7
270 0.745 18.0 390 0.695 20.2
280 0.712 19.4 400 0.396 40.2
290 0.428 37.3 420 0.124 75.1
300 0.149 70.9 440 0.054 88.2
310 0.048 89.5 460 0.018 96.0
320 0.063 86.4 480 0.004 99.1
330 0.049 71.0 500 0.000 100
3.9.3 ( , Stray Light )
)
( , Stray Light )
( Cut Filter )
3.
(

200" 220 ,

300" 330

700" 800

4.1



4.1.1
4.1.2
4.1.3
4.1.4
4.1.5

4.2

4.2.1

4.2.1
4.2.1

4.2.1

4.3

370 nm
370 nm .
(L) 10 mm
| ( 8
(
( )
(2W/NV ) ' (
40° 50 10
(1+45)
( Dryer )
( )



4.3.1
4.3.2
4.3.3

4.4

4.4.1 .
4.4.2 ( ) (

443 100 .
4.4.3 ( ) (

4.4.4 100

4.4.6 u2n1u31!.u4n

4.5 ( )

( Peak) 1" 5nm

4.6

( Zero )

10 nm



4.6.1
4.6.2
4.6.3
4.6.4
4.6.5
4.6.6
4.6.7
4.6.8
4.6.9
4.6.10

5.1

5.11

512

5.2



521
5211
5212
5213
5214
5.2.15
5216
5.2.17
5218
5.2.19
5.2.110
52111

5.2.2
5221

5222
5223

5221

5.3

5.3.1
5.3.2

5.3.3
5.34
5.3.5

5.3.6
5.3.7

pH

01

5.1

0.2 0.8

4.4






2.1
(GSO) , (solid  support)
- (GLO)
2.1 (carrier  gas)
2.3 , ,
2.4
(PC )
(peak) (chromatogram)
2.5 )
(retention time)
(retention volume)
3.

(GC)

31



311

312 ) )

3.2

3.21

3.2.2 , ;

3.3 (column oven)

I+

: 0.5
10 % + 05

3.4 GC

34.1 (flame ionization detector, FID)
(nozze), (ion  collector)

3.4.2
(electron capture detector, ECD),



(flame  photometric detector, FPD), (nitrogen  phosphorus
detector :NPD) ) ,

3.5 (Mass Sdlective Detector)
351
3.5.2 (electron impact ionization, EI)
( . M)
(M) (M%)
(ionization energy, |E) , 8~12 eV

(800~1200 kJmol™)

M +e- - MT +2e-

(fragment
ion)
M* = M., M;", etc.
« - )
10°° torr
70 eV
(m/2)

(Library)



_\_\_\_\_H_\_\_‘_‘——\_
]
i
iIH
o
T0 20 30 40 50 &0 70 B9 20 100
EARFEHILARL ey
3.5.3 (mass analyzer)
(m/2)
(analyzer)
3.531 (Quadrupole analyzer)
, Xy =1, :
z V)
(Potentia pulse)
3.5.32 (lon trap analyzer)
(Ring) (End cap)
(U+V cos wt)
m/z
3.5.3.3
(electron multiplier, EM) Cu-Be
(dynode)

X y
(V cos wt)
20



99.999 %

5. :
51
GSC(Gas—solid chromatography) GLC(Gas-liquid

chromatography) :
5.2

521

307 60 (mesh), 60~" 80 , 800 100
, , (molecular sieve),
522

5.2.2.1 (Support)

, : (slane finishing)
5.2.2.2 (Stationary liquid)



5.2.3

6.1

6.1.1

6.2.2
5221
5222

5.2.2.3

6.2
6.2.1
6.211
6.2.12

6.2.13

(Divinyl benzene) (Bridge
/ (GC/IMY
85%
+ 10%
10Q

intermediate)



6.2.2

6.3

6.3.1

6.3.1.1
6.3.1.2 MS (transfer-line)

6.3.1.3 ( , :

6.3.1.1
6.3.2
6.3.3

6.3.3.1 : ( )
( 05 5 mL)

6.3.3.2 : (micro
syringe, 1" 100 pL) ,
6.3.3.3 : “6.3.3.2

7.1

(theoretical plate number) (height
equivalent to a theoretical plate, HETP) :



7.2

1
2
1
2
(tro—tr1)

(rdlative retention),

3

(retention time),
(retention ratio),

(dead volume)

(library)

(retention volume),
(retention index)

*+ 3%



9.1

9.1.1
(GC)
9.1.2
9.1.3
X)
(Mx) (M)
(Ax/AY
(M)
(M)
X)

(Mx/Ms)

(Ax)

()

(A)
(M)

)
S

(A9

B (A
(M/M)



9.1.4 :
a b
v Wa Ws
A
9.2
“9.1”
9.3
(noise) 3
9.4

==

X(%)

(mde)

(SN

>3)

+ 20%



10.

10.1
10.2
10.3

10.3.1
10.3.2

10.3.21

10.3.2.2
10.3.2.3

10.3.2.4

10.3.3
10.3.3.1
10.3.3.2
10.3.3.3

10.3.4

10.3.5
10.3.5.1

10.3.5.2
10.3.5.3

10.3.6
10.3.6.1



10.3.6.2 :
10.3.6.4 : S mole

4. ( lon Chromatography )

(F, Cl, NO,, NOy, PO, B SO;)



A A o 2=
BART CETLED
) K-
HEF
e
A e
:T"él 1. ol2azolsazi=s 7|27
2.1
10
150" 350 / (
2.2
50° 100
2.3
2.3.1
(100 15 )



2.3.2

2.4

2.5

3.2

321

105

( 100 15

5 10

( GF/C)

),

(6

0.45



Cc1l~ NaC1l 1.6485
Br- NaBr 1.2876
NO3~ NaNO3 1.3707
NO,~ NaNO, *1.4998
PO,” KH,PO, 1.4330
S0,~ K>S0, 1.8141
F~ NaF 2.2100
*
3.2.2
323 ( 1)
3.231 ( 0.003M NaHCO; - 0.0024M Na,COs)
1.008 g 1.0176 ¢ 4L
3.2.3.2 ( 0.0013m - 0.0013M Na,B,0,)
1.02¢g 1.0466 g 4L
3.2.4 ( 0.025N H,S0,)
2.8 mL 4L
3.3
" 3 mL /
3
3.4 ( 2)

( N

1



2)

21

(HPLC)

HPLC



22HPLC

3.
1
Ea
R Eay —
vl«zf
-1 ﬁl\}{ﬁ
HOE B/
-[ 2 X EE
i
;o Bul @w= —
—#ee —eOn—— — 550
3.1HPLC
HPLC ., PTFE, PEEK,

3.2HPLC



HPLC
18
15
(v/v)

HPLC ( )
3.2.1 .
3.2.2 T 10
3.2,3
3.2.4
3.25

3.3 (Degassor)

3.4

: HPLC

3.4.1
3.41
34301°
3.4.4
3.45

500 ps
10 mL/

05 %
3.4.6

3.5

HPLC

HPLC



HPLC :
(Sample loop)

HPLC . ,
20 uL™ 5.0 mL
, 20 uL
3.6
HPLC 5,000 psi
. 10" 30

cm , 4.6 mm, 5 , 40,000° 60,000 plate/m ,

(analytica  column) (quard
column) . 5 10 cm

HPLC
3.7
HPLC
3.7.1 - (Ultraviolet-visble detector)

HPLC , -




10 10™¢g

4.1

4.2

4.2.1
4.2.1
4.2.2
4.2.3
4.2.4

4.2.2

4.2.3

4.2.4

4.2.5

4.2.51

1" 2 mL/min



4.2.5.2
4.2.5.3
4.2.5.4
4.2.5.5
4.2.5.6
4.2.5.7
4.2.5.8

(WL

mL)



5.
(Differential Optical Absorption Spectroscopy)

1.
50" 1,000m
( ? ) (Peth)
180" 2,850 nm
(Xenon)
2.
2.1
(Differential Optical Absorption Spectroscopy : DOAYS)
Beer—-Lambert
ly=1,2 10 ¢ ( D
-y
- |
- C:
- ¢
- £
(1/15)
1 (nm)
1 (DOAS

( ) | (DOAY
( ) .



1

Differential Optical Absorption




(Fitting)
2.2.

Czerny-Turner

PDA (Photo Diode Array)

3.1

Holographic
(Photo Multiplier Tube)
(Detection Window)
A/D

A/D(Anaog/Digital)



S S s L .
| FE% 2= C o8 237
= - e — - - —nm
2ol
= o 4 = =
) 2 = = B> xQ p—= = M
Sl 7| # o = o
2|
-2 Library SR
& B/H lnternat
3.
3.2
/ ( ? ) ,
3.21 / ?
180" 2850nm
3.22
3.3
3.3.1
Czerny -Turner Holographic ,



3.3.2

(Peath)
3.3.3
PDA
3.34 (Library Data Base)
?
4
”
zrel
. W2
e
. ] 1 Tl ol BT
O T =a%
> W ZE| e
iy
230|8 —> []
W]
PR e
4,
4.1.
4.1.1. (SO, (NOX)

4.1.2. (G9)



4.2.

4.3.

4.4,

4.5.

4.6.

4.7.

5%

10
10

AC 1000V

B-A, C-A

1

24

+10%
-10%

SODA LIME

0.01Vol.ppm
Kl
(24 )
(RANGE)



()

4.10

(200 30 )

5.1. SO, o}

0.2 vol.ppm

5.2. O

KSC1031 KSC1302

T sv( 50 )
90%

5
Rt = (A-B)/C x 100 ( 2
Rt : (%)
A (vol.ppm)
B : (vol. ppm)
C (vol.ppm)



70%

A

Rt = (A-B)/C x 100

' - Rt: (%)
- A
- B :
- C: (vol.ppm)
5.3. O;
100 vol.ppm ( )
Cdl )
1 vol.ppm
Rt = (A-B)/C x 100
, -Rt: (%)
-A
-B
-C (vol. ppm)
6.
6.1.
?
6.1.1

6.1.2

(vol.ppm)
(vol.ppm)

(vol.ppm)
(vol. ppm)



6.1.3 :

6.1.4
6.1.5

6.2

6.2.1
6.2.2
6.2.3
6.2.4
6.2.5 ?

6.3.

6.4.

6.4.1 (Path)
6.4.2 ?
6.4.2









11
( )

1000 500 500" 1000 300" 500
20 15 15" 20 10" 15

1.2

2.

3.

3.1

311




3.111

3.1 1-.2
3.11.3
3.114
3.1.15

3.11.6

MEFHLU |— FEEEF |—
H
ayn |=|Hes | = | B¥S

(mass flow control)

(Diaphragm pump)

Moz e

Hi

1.0
i




I
E
—
A C D
A: gz D : 471
2.
3.3
( ) (
)
(Teflon) (Tedlar), (Polyester)
I 2L
(slicone rubber) (natural rubber)
(sedls and joints)
34

3.4



3.4.1

5 L/ ( )
) (
3.4.2
& B c F
0N === . $:<c_)
! = il 3
| B
[ul]
L

AL L EiEE EH E . cHETID STETE

B: ZE F: =8 B3

C: g27H =22 G REHE e Y BZ

DialEHE F=ou
3.5 ( )

(dlasy)
1mL (ges tight syringe)
4.
4.1 ( )
1
Acetic Add

1.Owt %

Trimethyamine

0.1wt%




Methylcyclopentane

3.2wt %

3 —Penylethylalcohl

1L.Owt %

4.2 : 14 cm,

5.1

5.11
5.1.2
5.1.3

5.2

5.3

5.4

5.4.1
“5.1

5.4.2
5.4.21

5.4.2.2
5.4.2.3

7mm,

10



5.4.3 5
5.5 («

5.51
5511

5512 ,

5.5.1.3

5.5.2
5521

5.5.2.2

5.5.2.3 1
5.5.3

(glass wool)

5.6

(15 25 )

5.7 48

Im



6.1.7

6.1
6.1.1 ( 14 7 )5 1 4
“ ” ) 1 lcm
6.1.2 5 1
4 4 3,4
2.
0 (None)
1 (Threshold)
2 (Moderate)
3 (Strong)
4
(Very Strong)
5
(Over Strong)
6.13 5 (Panel)
6.1.4 5
6.1.5 19
6.1.6.
6.1.6




6.2

6.2.1
6.2.2

6.2.3
6.2.4

6.3

6.3.1
6.3.2

7.1

7.11
7.1.11

7.1.1.2

7.1.1.3

DB

“3.3

I 2L



fjﬁ 5

7.1.1.4

7.1.15 2
7.1.16

3 (10 , 30 , 100 )

1000 , 3000 )

7.1.2
7.1.2.1
7.1.2.2 ,

7.1.2.3
7.1.2.4
7.1.25 2

7.1.2.6 10

7.1.2.7 1




7.1.2.8

7.2

7.2.1

7.2.1.1.

7.2.1.2.

7.2.1.3
7.2.2
7.2.2.1

7.2.22

7.2.23
7.2.24

7.2.25

7.2.26

1.2.7

) )
( 10
1
12
4 b
2 3
0.6
1.00,
2
2
1

300

0.00

0.60

)



8.1
( & ” )
8.2
1 5 5
1 (x10) |1 (x10)| (x300) (x 1000)
a X o
b O () e} o ( )
C o X
d o o o X
e [¢) [¢) X
H:1 (2 0.8) o’
(1
a a==>5477 )
b b= 1000 )
c c ==5.477 - ?(5.477x 300% 10)=25
d d= 300 R
€ e=10 5




8.3

8.5

(D

200 .

@)

©)

4

©)




©)

(1

©)

©

(10)

(11)




11

(

)



12

pPm , 1 ppm

21
2.2

2.2.1 ( )

2211 20 mL
20 mL
2.21.2 . 10 L/
2.2.1.3 . 1~ 15L/
2.2.2

2 (Filter)
5% 2

1" 2 ppm

0.01 ppm



31

311
549 1L
312 , ()
5¢g () 2 25
500 mL
1
3.13
( 3 10 %) 60/CmL[ C
(NaOCl) ( %)] 10 g
12 35.84¢ 1L
( )
( ) 10 mL 200 mL
10 mL 300 mL 100
mL : " 2g (1+) 6 mL
5 50 mmol/L
(IW/V%) 1 mL ,
10 mL
50 mmol/L
"a'mL  factor
( D
3.2
3.21
130 [(NH,).SO,] 0.295 g 1L
50 . 1 mL
2uL(0 1 )
3.22
0 40 mL 50 mL

: 10 mL



4.1

1 10 L/ 5

4.2
2 (polytetrafluoroethylene : PTFE)
(Quartz filter)
100 20 L/
5. (QA/QC)
51

511

: 5 35°C, 85 %

5.1.2

6.1.2.1
10%
6.1.2.2 )

6.1.2.3 10Q

5.2

521
5.2.2



5.3

531
“3.2.2 "

5.3.2
"6.2 “ 3

5.3.3

(RSD %) . 10
5.3.4,

5.3.4
(law data)

6.1

6.1.1
2 50 mL ,

. 10 mL
6.1.2
20 mL 1

6.2

() 5 mL
5 mL 25 30 1
, 640 Nm
( ) 10 mL



7.1 ( )
3.2.2
(uL)

7.2 ( )
-C;:
-Ca:
-Cb:
-20:
-V:
-t:
-P:

7.3

-C:

- A

-V:

-t: (
(ppm)

(mL)

(L)

()

( Ho

ppm

©

)

(ppm)

(L)
( Ho

(ub)
(ul)

K& 3251-1



1.1



1
— (ppm)
0.004 0.002 0.002" 0.004
0.06 0.02 0.02" 0.06
0.05 0.01 0.01" 0.05
0.03 0.009 0.009" 0.03
1.2.
0.1" 50 ppb(nmole/male)
0.5 ppb
2.
2.1 (cold trap) (thermal desor ption)
2.2 (capillary column)
1 (R=1)
2.3 (Conditioning)
230+ 10 99.99 % 2z 3



3.1.

311

L/

312

DMCS

150 °C

( )
) (Teflon), (Tedar),
& B C F
0 1) === (s
I\_J_)E—{_x’:_n'l_f' — E ]
[ul]
a0 k| ¥ EH E; 2HETIE STER;
B REl F: =4 B3
C: E237H =22 G FENE &2 88 EE
DrAIEME FoU
- GC
(tubing)
sulfinert slico .
Z 4 mm
-180
( )
( 0.2 1 mm)

(Polyester)
5 L



120 °C 10 e

e (FPD), (PFPD),
(SCD), (M9
3121 : ( glass bead)
3122 L )
3.13 -
AHEE F9
B: gZZE XX
C: AU A FAE
O: 534 =
E: RzIMR
F: S
3
3 4 mm
10 N ’
(
) 08 10g : 2 -183 °C
-180
( )
Z 3 _
( 5 °C )

GC 3.12

(AED),



E
o a

it

G =
A O|EE A B SR
o EEEEN D:E=F QA
E: jursk &5 F:ig =&
G0 AR TR H HHNA:5%
1 A2 S JFEE
(=1 |
3.1.5 - GC
GC
Sampling & Split ¥ent (MFC B)
Peltisr Trap
[ —
L ' ' 1 Carrier oas & 3aspling Yent (MFG )

== Sagnlira Flow
="F}— [Desorb Floe

@

Svringe Pump GG Column

Yent

5. u  )- - GC

1" 600mL/ ( Digital

Mass Fow Controller) 1L/
(tubing)



sulfinert (tubing)

silico (coating)
( : nafion dryer )
)
130 mm Z 3 mm, 6 6.6 mm(1/4")
()
Carbopack C  Silica-gel 2 Guard Carbopack
C , Silica-gel 1:6
-30
(syringe pump)
5 (syringe) GC iy
loop GC GC
“3.12”
3.2
321 (1L) 0L , ,
3.2.2 (1 mL, 5mL)
3.23 (10 uL)
3.24 (5L . )
3.25 1 GS-Q, DB-1
3.2.6
3 mm : 3 5m 10N
60° 80 mesh
(dimethyldichlorosilane)
3. B —oxydipropyonitrile 25 % (
) . (TCEP )
4,
4.1.

4.11 : 9%



4.1.2
4.1.3
4.1.4
4.15

4.2

4.2.1
4.2.2
4.2.3
4.2.4

4.3

4.3.1
pPM

)

9%
: 9%

(ppm )

99.999 %

(Gas Tight Syringe)
ppb

. pom

(purge) ppmM

4.3.2
ppb

4.3.3
pPm

ppb

9%

, 1
(micro-syringe)

1

9%

. ppb

10 L
10 N

ppm

ppm

99 %

uL



pPM

100 ppm)
110 ppm

5.1

5.2

- V()=

25 °C, 1001 mbar

5L

(shelter)

100 ppm,



6. (QA/QC)
6.1

6.1.1

6.1.2
6.1.2.1
10%
6.1.2.2
6.1.2.3 10Q

6.2

6.2.1
6.2.1.1

6.2.1.2
6.2.2

6.2.3

6.3

6.3.1
6.3.1.1

5 35°C,

85 %



6.3.1.2
6.3.1.3
6.3.2
6.3.21
6.3.22
6.3.23
6.3.24 GC
, Split
6.3.25
6.3.2
6.3.21

6.3.22

6.3.23
6.4.5

6.5

6.5.1
(minimum  detection  limit,

6.5.2

3
(peak) (RT: Retention
? 3
10 %
6.5.3

MDL)

Time)

5 20 ppb

0.5 ppb

3.14

10 ppb



5L 60 % 80 % ( )

100 mL 50 mL/ 2
(Dynamic How )
6.
6.5.4
13 6. 5.3 ”
ppm GC
0 % ( )
80% , 80 % ( )
60%
6.5.5
1
534
(law data)
7.
7.1 - GC
7.11
( -183 )



(FPD),

(PFPD), (AED), (SCD), (M9
7.1.2
GC
(blank)
-183
100 mL .
GC (injecting)
, 80" 90 °C
GC
3 (cold trap desorb)
GC 150 °C
7.13
(septum)
5 L ( ) 80% (
)
100mL 50 mL/ 2
(Dynamic How ) (Gas Tight
Syringe)
: GC Zero air gas, GC no peak
7.1.4
( )
-183 1 GC
' -180 80
GC CP-SIL, 5CB (50 m x 0.53 mm x5 )




GC

5.0 mL/min

-40 (4 min), 7 /min to 80

20 /min to 190

200 mL (100 mL/min x 2 min)

100 mL/min, 75 mL/min
FPD
() 250
4 E:
54 ul:1 E n{“’ [’
. 2
,&_L |5 i
. [ , _
7. U )- GC ()
7.1.5
ppm (Tee)
“7.1.3 " “7.14
FPD PFPD
( )
7.1.6
ppmM
il il 1 (O ]
1 (ub)

(umdle/male, ppm)



C=A/V=A/(V'*273/ (273+)(p/1013)

C: (ppm, 0 , 1 )
A - (uL)
Vo (L)
Vo (L)(O ,1
t: ()
P: (kPa)
7.1.7
3. ( . ppm)
0.000 0.0000
0.00 0.000
KSA 3251-1
0.00 0.000
0.000 0.0000
7.2 GC
7.2.1 - 7.1.1
7.2.2
GC
(blank)
110 °C
8 -183

4)



100 mL

, 80° 90 °C
GC - 3
(cold trap desorb) GC 150
°C
F
B
|/?\1_ AITIE =8 T
oy B REERHIMFC)
CiAlE mest
D:Hy Al
C
E: B 710 &
F: A& I&IFML
-
u
7.2.3
“7.1.3 )
7.2.4
( )
-183 1 GC




FPD, 200
3 X 2 m, glass

25% B, B* -ODPN
130
80
, 30 /min
9. - GC
7.25 : “7.1.5
7.2.6 " 716 ”
7.2.6 4716
7.4 - - GC
7.4.1
(Syringe Pump)
(Syringe pump) GC
7.4.2
GC
(blank)
-30 ( )
100 mL
(Syringe  Pump)
« )
(loop) GC GC . GC



16.00

6. - - GC ()
GC PFPD (TD)
VP1,
Column 50mx 0.32 |Detector temp. | 250 Sampling(Adsorption) flow |50 /
x5
Column flow |1.6 mL/ Flow rate Air=10.7 Sampling(Adsorption) temp. [ —30
Initial temp. |40 ( /min) H,=10.0 Desorption temp. 90
Final temp. (200 Carrier gas He(13.8psi) |Desorption time 2min
Initial time 5min Desorption flow 5/
Final time 5min
Ramp rate 15 /min
276.542 ;
] = # Retention Time
-1 I" ‘ Area
175342 4 0
. = m: %;
- o = =
] S S
12414 2= =_
| = 1
- =+ L7=]
72 942—_ (4204
B L I
| I T
21 742 ﬂ
1.262 e L L
-29.458 [ | L L =T 5 L F ] 5 T
0.00 320 B.40 9.60 12.20
10. - - GC ()
7.4.3 “7.1.3 i
7.4.5 “7.1.5 ”
7.4.6 “ 716 ”
7.4.6 “ 716 ”



11

0.02 ppm
0.005 ppm , 0.005" 0.02 ppm

12

0.3° 25 ppb

2.1 (thermal desor ption)

2.2 (capillary column)



31

311
20mL 2
1" 5L/ 5%
3.1.2
47 mm, 0.3 um
2 10 L/ , 2 10
/ . 5%
ZoiET  JiAME! anill),
S4
1.
3.2 - GC

3.21
3
5 mm

10 %



CHIEE E
CHIEE RIRICH
DB A AR
=

I REIER

C B

m m O O m orF

282 MEssH
3.2.2

(FD : Hame lonization Detector)
(NPD : Nitrogen Phosphorus Detector)
3 mm, 3 5mm 10 %
. 60° 80 mesh
15 %, 15 %, 2%

1
5

A DRSS B: FEH
CoRSERA D:EEE A
E: REZEH F: ME ZiHE
GiRR R H:yng 23
FRR =3 JiME mal
EiMECSRE L:alz 0%
M TET H:HEZ

O 3 ME B =5 &35



3.3

gas) GC
extraction)

331
3.3.2
3.3.3

(teflon

3.34
SPME

(fiber)

2345 rpm

T1

o

-]
-]
[

6

(headspace vial)

(headspace
(SPME : solid phase micro

L]
i G= 7143 (Headspace)
2]
o afa
@
O o [+]
oo [e]

GC 24

5.

(solid phase micro-extraction, SPME)



. SPME carboxervpolydimethyl-
sloxane (CAR/PDMS) 75 85 pm
GC 250 °C 1

- SPMETHOIH
=M

- L=
HhOI 2 —= — mholul
- Nz
6. SPME
3.34
(FID : Hame lonization Detector)
(NPD : Nitrogen Phosphorus Detector)
4.
4.1 - GC
4.1.1
(KOH) 500 g 1L
4.1.2
4,121
(200 40 %)
100 20 ) 10 mL

( ) ,01M



(mL)

4.1.21

1M
1M 2

4.1.3

4.1.4
01 %
100 mL ) 0.1 %
mL ) 5:1
4.1.6

359 mL

4.1.7

4.3.5

1
( :1952 pg/L)
3

(

47 mm

1IN

(%)

0.1M HCI
(mole/L)
(factor)

(mL)

(¢/mae)

( :1904 mg/L)

100 mg
100mg

mL

1

100



(shelter)

5.1
20 mL
1L/ 5
10 mL 2
5.2
(holder) Z 5L/
5%
Z 5L/
2
, 2~ 5L/ 50 L
6. (QA/QC)
6.1
6.1.1
, 5 35 °C, 85 %
6.1.2
6.1.2.1

10%
6.1.2.2 ,



6.1.2.3 10Q
6.2

6.2.1
6.21.1

6.2.1.2

6.2.2

6.2.3

6.3

6.3.1
6.3.1.1
6.3.1.2
6.3.1.3

6.3.21
6.3.22
6.3.23
6.3.24 GC
, lit
6.3.25
6.3.2
6.3.21

6.3.22

6.3.23
6.4.5



6.5

6.5.1

(minimum  detection  limit, MDL)

3.14

ppb
6.5.2

(peak)
20 %

r’ =0.98
6.5.3

6.5.4

7.1 -

7.11

7.1.2
7.1.21
10 ml
ml
7.1.23

7

3
(RT: Retention Time)
3

(FID)

0.5

5 ug/L
1" 20 ug/L

(law data)

(NPD)

20



5
-180
70
7.1.3
2
7.1.4
7.1.5
7.1.6
KSA 3251-1

50 mL 20 mL

"2.3 "
250" 300 mL/
2 3L
70
( ;I 20 ug/L)
( D
C: (ppm)
A: (ng)
Vo L)
t: ()
P: ( Hg
m: (ng)
V,: (mL)
ppm
GC



7.2.1

Headspace
headspace
7.2.2
7.2.21
4 mL PTFE/Silicone
, 50 % KOH 5mL . KOH
20 '
GC
7.2.22
Z 4 PTFE/slicone
, 50 % KOH 9 mL . KOH
5 ( shaker(345 rpm)
5 ) :
GC
7.2.3

UA-Cabowax KOH treated (30 m x 0.53 mm x 1 um)
. (FID : Hame lonization Detector)
(NPD : Nitrogen Phosphorus Detector)

200 GC .

KOH GC
1 - GC/FID ()
Gas chromatography condition
Column UA—Cabowax KOH treated
(B30m x 0.53mm x 1 )

Carrier gas He(5 mL/min)
Injector Temp. 200
Oven programing 40 (4min) -20 /min-120
Detector
FID Temp. 230

Gas H, 30 mL/min



Air 300 mL/min

Headspace Auto Sampler

Temp. needle 70
transfer line 75
oven 50
Timing injection time 0.1 min
pressurization 4.0 min
withdrawal 0.1 min
thermostatting 10 min
GC cycle time 15 min
SPME :
(headspace) SPME 15
fiber ? SPME
, 250 GC . GC 3
5.0 mL/min
GC-NPD 140 °C (12 min)
250 °C (split ratio 5:1)
NPD 320°C
SPME 85 Carboxe’VPDMS
SPME 15 min
3 min
7.2.4
( 1 po/L™ 20 pg/L) 731
7.2.5

(ug/L)




C: (Mmole/male)
m: (ng)
\A (L)
M : (¢/mde)
( 3
Vs (L)
Q: (L/min)
t: (min)
T: ()
P: (mmHg)
( 4
m: (ng)
C: (Hg/L)
V, (mL)

7.2.6 : “7.1.6



n- ISO-

1.
11
n- iso-
2,4~ ( DNPH )
(High  Peformance Liquid
Chromatography, HPLC) (Gas chromatography, GC)
m
((Ppm) (opm)
0.1 0.05 0.05" 0.1
0.1 0.05 0.05" 0.1
0.1 0.029 0.029" 0.1
n- 0.02 0.009 0.009" 0.02
|- 0.006 0.003 0.003" 0.006
1.2
1.2.1 DNPH (HPLC/UV)
2,4-Dinitrophenylhydrazine(DNPH)
DNPH (acetonitrile)
(HPLC) (UVv) 360 nm
1 DNPH

DNPH



R

h

E}:N—Q— NH— NH, + C=0
<
R,

NO.
2.4-DNFH Carbonyl Compound
R,
Pl
o U;N—Q—N]—[-N=Ex + HO
[

M, 2
DMPH Derivative (a hydrazone)

1.2.2 DNPH
2,4-Dinitrophenylhydrazine(DNPH)
DNPH (acetonitrile)
(gas chromatograph)
2.
(capillary column) :

3.
31

3.1.1 DNPH

DNPH-

(braekthrough)
DNPH

DNPH

(R=1)




75 225 640 6400
150~250
DNPH 1 3 mg 8.6 mg 86 mg
(Bed) 350 1lg 10 g
0.1
3.12
15 g Kl DNPH
3.13
, 01" 6 L/
3.14
5%
315 ?
3.1.6
, , (1 mb), (1 mL), , (5 mL),
(10 mL), Luer type (10 mL), (10 mL).
3.17
3.2
321 (HPLC)
HPLC 2
: (2 ),
( )
(ODSs )
2 (injector) (loop)
207 100 uL
3.211 , ( ) :
3.21.2 (1L), (1L, 4L):

3.2.1.3 (25 uL, 250 uL),

(25 uL, 250 uL) :



3.21.4 (100 uL) :

3.2.1.5 (4L):
3.2.1.6 (350 ML) :
3.2.1.7

3.2.2 (GC)

lonization Detector)

4.1
DNPH

4.2
4.2.1 (acetonitrile :
4.2.2 (HPLC , HPLC

4.2.3 (tetrahydrofuran

HPLC
4.2.4 (ethylacetate)
(1uL
2-4-

5.1
5.11

5.1.2
5.13

5.1.4
(i.d) x 4 Kl
DNPH

(FID : Hame
)
24~
HPLC , HPLC )
HPLC , HPLC )
(time weighted average)
5 .

" 2 L/min . DNPH

1.0



5.15

( )
) (4 )
Air —p ] - [ 1 —» Pump
Qzone DNPH
Serubber Cartridge
6. (QA/QC)
6.1
6.1.1
5 35°C, 85 %
6.1.2
6.1.2.1
10%
6.1.2.2
6.1.2.3 10Q
6.2
6.2.1
6.21.1

6.2.1.2



6.2.2

6.2.3

6.3

6.3.1
6.3.1.1
6.3.1.2
6.3.1.3
6.3.2
6.3.21
6.3.22
6.3.23
6.3.24 GC/HPLC
» split
6.3.25
6.3.2
6.3.21

6.3.22

6.3.23
6.4.5

6.4

6.4.1
(minimum detection limit, MDL)
i- ppb

3.14



6.4.2

6.4.3
(peak)
1 mg/L

6.4.4

6.4.5

7.
7.1 DNPH

7.1.1
7.1.11

7.1.1.2

(
7.1.13

7.1.1.4
7.1.15

(
7.1.1.6
7.1.1.7
7.1.1.8

7.1.1.9

(Field Blank)

3
(RT: Retention Time)
3
10 % . 1" 10 mg/L

(HPLC/UV)

10 nmL (Luer type)

)
DNPH

(10 mL)

1 DNPH

( )  DNPH

DNPH

(law data)

I 5m



7.1.2

7.1.2.1 0.1" 10 mg/L 35
7.1.2.2
7.1.2.3 DNPH
) DNPH DNPH 1 mg/L
(@) (mg/L)

44.1 224.2 0.196

58.1 238.2 0.244

72.1 252.4 0.286

86.1 266.2 0.324

7.1.3 HPLC
7.1.3.1 DNPH 350" 380
nm 360 nm
7.1.3.2 Cis (46 mm x 150 mm) ,
(peak)
7.1.3.3 1 mL ( A) ,
) (50:45:5, B)
7.1.3.4 B
7.1.3.5HPLC 3
20uL (sample loop)
ODS (Cyig) 4.6 mm x 250 mm ( )
100 (V %)

W >

/

50/45/5 (V %)




0-2 : B 100%
2-25 : A
(0% 50% ), B (100% 50% )
25-30 A (100%)
1.0 mL/ min
20
360 nm
1
1
g
p 2 A 12
= i
o l 31 5 6 7 g10 !I 13
£ | 1 ] L i
< [ f | | | | g |I| i'. 1]‘ (14
E | ”. | t I 'I I [t
2 | I | T
[ | | I [l
_| N i |||I|II |
| III [ :l {1 !I I|-II.:ii ||I
I [ |} L I ] (V111
—r A I"——r'l —I"-"'II' —"-.-_._II l I'.—.—fl I!\_'_I'._.—L_rlll I"I B S I
] T T T
5 0 15 1
Time
HPLC
Formaldehyde CH,O
Acetaldehyde CH5CHO

)



3 Acetone CH3;COCH;
4 Acrolein CH,CH,CHO
5 Propionaldehyde C,HsCHO
6 Crotonaldehyde CH;CHCHCHO
7 Butyraldehyde CH3;CH,CH,CHO
8 Benzaldehyde Ce¢HsCHO
9 iso-Valeraldehyde (CH3),CHCH,CHO
10 n-Vaeraldehyde CH5(CH,)sCHO
11 o-Tolualdehyde CH3C¢H,CHO
12 m-Tolualdehyde CH;CgH,CHO
p-Tolualdehyde CH3CeH4,CHO
13 Hexadehyde CH53(CH),CHO
14 2,5-Dimethylbenzaldehyde (CH3),CsH:CHO
7.1.4
7.14.1 0.1" 10 mg/L 35
7.1.4.2 X Y
(ug/mL) . :
"7.1"  DNPH
7.1.5
7.1.5.1
( D
) Qa=
Ql1 QZ!“‘;QN: ]
N =
7.1.5.2
( 2
] V m = ( )
T, = ()
T.= ()
T~ Ty = ()



(mL/ )

7.15.3 (20 ,1 ).
(GRS
Aa = (ng)
Ap = (ng)
V= WL
Pa= (mmHg)
Ta= ()
7.1.5.4 (ppb) (20 ,1 ).
( 4
7.1.6
0.00 0.000
0.00 0.000
0.000 0.0000 KSA 3251-1
n- 0.000 0.0000
- 0.000 0.0000
7.2 DNPH (GC)
7.2.1
7.2.1.1 60
7.2.1.2 10 mL (Luer type) ,
(
7.2.1.3 DNPH
7.2.1.4 (10 mL) 3 5mL
7.2.1.5 1 DNPH



7.2.1.6

5mL .
7.2.1.7 ( ) DNPH

7.2.1.8 DNPH
7.2.1.9 ,

7.2.2
7.1.2
7.2.3
7.23.1 I 2 u

7.232 (1)
1mL

7.2.3.3 (FID)
7.2.3.4 (DB-5)
7.2.35 250
7.2.3.6 200 220 .
7.2.3.7 1.5 mL/
7.2.4
7.1.4
7.2.5
7.15

11



pPm,

12

121

1.2.2

21

222

2.3

2.4

0.8 ppm

- GC ( )
, 2
(FID), (M9 .
- GC ( : )
(FID), (MS

(thermal desor ption)

(2nd thermal desor ption)

(breakthrough volume)

) 5 %

(Safe sample volume, SSV)

0.4



2.5

2.6

2.7

31

3.11

3111

2/3

(Retention volume)

(Conditioning)

3B (
) 99.999 % 50 mL/min

— Hi>

(breakthrough volume)

(R=1)



(conditioning)
24
3.11.2
3.1.13
312

3.121

3.1.22

3.2

3.21
3.211

PTFE
5
(cleaning)
(ail vapar)
(back stream)
( )

(ferrules)

4

(trap)



3.21.2
. 99.999 %
3.21.3 (cold trap)
( -10 ) :
3.2.1.4 (Splitting)
(Splitting)

10:1 .
3.215 (desorb)

-10

(thermal desorb) . GC

(split)

Thermal desorption tube

Sampling &ir Flow Dasorption Alr Flow

3.22 (column)

300 60 m



0.25" 0.53mm
3.23 (detector)

3.24

4.

4.1

Carbotrap 300

4.2
4.2.1
nmole/mole(ppb)

4.2.2

umole/mole(ppm)

4.3

(FID), (MS)
(Scan mode) ppb

’(carrier gas)

, (99.99 %

umole/male(ppm)
. ppm ppb
ppb

( 1000mg/L )

nmole/mole(ppb)

)

(Tenax TA,

(diluter)

99.9 %

. 0.1mg



51
30" 60
5.2
sampling)
6. (QA/QC)
6.1

6.1.1

(shelter)

: 50° 200 mL/
10 %
, 4
250" 320
(thermal claening)
(0.05 mmHg)
(grap
. ( 6L )
(poditive pressure)
(ar pump) 2



, 5 35°C, 85 %
6.1.2

6.1.2.1
10%
6.1.2.2

6.1.2.3 10Q

6.2

6.2.1
6.2.1.1

6.2.1.2

6.2.2

6.2.3

6.3

6.3.1
6.3.1.1
6.3.1.2
6.3.1.3

6.3.21
6.3.22
6.3.23
6.3.24 GC
, plit
6.3.25



6.3.2
6.3.21

6.3.22

6.3.23
6.4.5 '

6.5

6.5.1
(minimum detection limit, MDL)

314
1 ppb(500 mL )
6.5.2
3
(peak) (RT: Retention Time)
? 3
10 %
500 mL
6.5.3
6.5.31 - GC
“7.1.1 “
6.5.3.2 - GC

6.5.5

5.34

10° 100 ppb

100ppb
2

(law data)



7.1.1
. (GC) (injector)
( )
50° 100 mL/min,
(
)

7.1.2

7.1.2.1

7.1.2.2

7.1.2.3

2000 350 30" 100 mL/ 15
7.1.2.4 7123
250" 500 3 100 mL/
2 .
7.1.2.5 2
Thermal desorption apparatus
Parameter Value
Tube desorption temp. 250
Tube desorption time 5 min
Cold trap temp. -30
Desorption flow 25 ml/min
Trap High Temp.(2 ) 250
Trap Hold Time 2 min
Cold Trap Adsorbent Tenax TA
Transfer Line Temp. 200
GC/MSD

Column SPB-1,- 624, VOCOL(60m, 0.32mm, 1 um)

Column flow I 2ml/min

T

15



Oven temp. 40 (4dmn) - 10 /min - 250

lon source temp. 190
Transfer line temp. 200
Mass range 35~ 350 amu
lonization mode El (Electron ionization) mode
7.1.2.6
GC GC
GC/MS scan mode GC
MS library
El(extracted ion)
SIM (selected
ion monitoring) mode
7.1.3
( : 1ppm) ( 1 100 ppb)
(ng)
7.1.4
(ng)
( D
C: (pumole/moale)
m: (ng)
\VA (L)
M : (¢/mde)
( 2
’ VSZ (L)
Q: (L/min)
t: (min)
T: ()
P: (mmHg)
7.1.5

ppm



7.2

7.2.1

71.2.2
7.2.2.1

7.2.2.2

400" 600 mL
707 80

7.2.2.3

7.2.3
“7.1.3

7.2.4
“7.24

71.2.5

ppm

-183

(Nafion

(mass flow controller)

(heating  band)

GC/FID

dryer)

100mL/

GC/MS






(Syringe  Pump)



GC , GC/FPD, PFPD(Pulsed
FHame Photometric Detector)

2.
21 (Thermal desor ption)
222 (2nd thermal desor ption)
2.3 (Conditioning)
230 £ 10 99.999 % 50 /min 2" 3
24
1 (R=1)

3.

(TDU ),

(GC/PFPD)
3.1 (GC/PFPD)
Pg ,
PFPD

3.2 (TDU : Thermal Desorption Unit)

Thermal Desorption  Unit , , , )



3.21
3.211 pump
aL/s )

3.21.2 (Mass Flow Controller : MFC)

TDU 1~650min
1" 300 mL/
3.2.1.3 (Flow & Pressure Controller)
MFC  Power : Set Point Voltage (0° 5

V DC) MFC Control

3.214
Nafion Dryer

3.215

3.2.2

3211
( ) , Pump

AREYN ar YYH

WA ges YWLY

flow
(flow)

3.21.2
130 , 3 4 mm, 6 6.6 mm(1/4")



321

: 6-port valve(24V CE certified Electrical vave),
2,3 way solenoid vave(Low Interna Volume)

3.21 6-port valve GC carrier ges
MFC .
3.2.2 2.3 way solenoid vave purge
3.2.3 carrier gas
purge
syringe pump syringe
3.24 loop GC
GC syringe
3.2.3
, (loop) GC
GC
4.
4.1
411 99%
4.1.2 9%
4.1.3 : 9%
4.1.4 9%
4.1.5 , , )
(ppm )
4.2
4.3.1 (Gas Tight Syringe)
ppM ppb ppm
: (
) - ppm ppm

6-port vave

GC



(purge) ppm

ppb
4.3.2
ppb
4,33
ppmM
1 mL
( )
99%
, 1
(micro-syringe)
1
ppm
100 ppm) ,
110 ppm
, - V(L) =
) 25 °C, 1001 mbar

. ppb

10 L
10 N

99 %

uL

100 ppm,



5.1
511

512

7.
7.1

7.1.1 On-line
7.11.1

Cryogenic
95 %

(Tube)
7.1.1.2

50mL/
6.
, (H29)
Nafion Tube ,
(Tube)
. Néafion Tube , Tube Air
(purge)

Glass Woadl

N2



7.2

Sampling & Split Yent (MFC B)

Feltisr Trap

oTe ; ' ' Carrier gas & Sampling Yent (MFC C)
=== Zapolirg Flow
=} Desorb Floe
Syrinoe Pum @
RELER P Ge Column

vent = Carrier gas (WC #)

7.2.1
7.21.1 (System Sart)

MFC
(purge)
7.21.2 (Sampling)
2,3 way vave , , cylinder,
MFC pump
sampling
7.213 (Purge vent)
2,3 way vave gas line
ar carier gas :
7.21.4 (Syringe Pump)
6-port vave , ,
flow

syringe



7.21.5 GC
6-port vave loop
GC GC : GC

7.2.1.6 (System Cleaning)
6-port valve 2,3 way vave ,

7.2.3
H,S 15.2 pg, MM 11.3 pg, DMS 11.2 pg, DMDS 14.9 pg
1 ()
GC Conditions PFPD Conditions TD Conditions
VP1,
Column 50mx 0.32 x |Detector temp. 250 Sampling(Adsorption) flow 50 /min
5
Column flow |1.6 /min Flow rate Air=10.7 Sampling(Adsorption) temp. -30
Initial temp. 40 ( /min) H»=10.0 Desorption temp. 90
Final temp. 200 Carrier gas He(13.8psi) |Desorption time 2min
Initial time 5min Desorption flow 5 /min

Final time 5min

Ramp rate 15 /min
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(Differential Optical Absorption Spectroscopy : DOAS)

Beer-Lambert

(DOAS

3.1

(I/1o),

l,=1,210 ¢

IOZ

) Iti

Beer-Lambert

1



311

( 1 ) :

3111 / ?

3.112

3.11.2
o

Czerny -Turner Holographic
[ J
(Peth)
[ J
PDA

° (Library Data Base)

180" 2850nm
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=E]
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3.3
331 : 0" 2000 ppb
3.3.2

3.3.3
24

5%
3.34
(24
3.35
3.3.6
A . +10%

10 B . ~10%
10 C . B-A, C-A (RANGE)

) AC 1000V 1

) KSC1031 KSC1302

Y, ™ 5V( 500 ) £ 20mA

'90% ()



3.3.11 (NOX)

(200 30 )

4.1

411
4.1.2
4.1.3 ,
4.1.4
4.1.5

4.2

4.2.1

4.2.2

4.2.3 2

4.2.4 ?
4.2.5 ?

4.3.

4.4
4.4.1 (Path)
4.4.2 ? 6
4.4.3 ?



(Differential Optical Absorption Spectroscopy : DOAS

(DOAYS)
Beer-Lambert ,
(I'(IIO)’ ]
. ( ,
Beer-Lambert .
l,=1,2 10 ¢

7 - IO

™ It

-, £

-0

-, C
2.

(DOAS
Beer-Lambert
3.
3.1
311
/ ( ? )
( 1 ) .
3111 / ?

180° 2850 nm
3.1.1.2

1



3.1.1.2

Czerny -Turner Holographic )

(Peth)

PDA

(Library Data Base)

F 2o i T T— - —
TFE5 L gl #H=z u} g o 2371
< - — - — - - —3
ZHAolg
i
s [ z @ x = o =]
Aol 5 i —
7l E | LA 5 -
Py
a Library IR
& 5/H lnternat
1.
3.2 ?
2



_\'\ = |m_|'_*hm_?| r : TEE

< | | BEE =T
BANZ— W ZE BEEDA
{a
B30T —> |
O
RA237| =P
2.
3.3

3.31 : 0" 2000 ppb
3.3.2

3 , ,
3.3.3

24
5%
3.3.4
(24
2
. 4

3.3.5
3.3.6

A . +10%



10
10

3.31

(20" 30 )

4.1

4.1.1
4.1.2
4.1.3 :
4.1.4
4.1.5

4.2

4.2.1
4.2.2
4.2.3

C . B-A, C-A

AC 1000v 1

KSC1031

90%

(NOx)

-10%
(RANGE)

KSC1302

4 20mA

()



4.2.4
4.2.5

4.3.

4.4
4.4.1
4.4.2
4.4.3

amine),

21

1).

(Path)

(ammonia) (amines)

, (methyl amine),
(trimethyl amine)

107 30

(dimethyl



(loop)

e ® o & h,
714 Y ® . 7| 8E & -
N i o i ® =
gaay (] Eoos L ] ] ® |
< | ] . L ] i & L
@ 7# 25
1.
2.2 ( )
2
12 13
4 . &
3 1 7
g T' — 11
8 | 10
; B
& £
=4
1 , 2 , 3 , 4 5
, 6: , 7 , 8 , 9 ,10:
, 11: , 12: (eluent) ( ), 13



221

2.2.2

2.2.3

2.2.4

2.2.5

2.3

231
2.3.2

2.3.3

(suppressor)

(2.2.4



12 13

4 3

‘- i

1: , 2 , 3 (suppressor), 4: , b
6: , 12: ( ), 13:
3.
3.
3.1
1I8MQ

3.2

98% (@mmonium nitrate, NH;NOs), (methylamine
hydrochloride, CHsN?HCI), (diethylamine hydrochloride, C,H;N?HCI),

(trimethylamine  hydrochloride, CsHN?HCI) 1000

ppm
3.3

99% (methanesulfonic  acid, CH,0s9



4.1
4.1.1
100" 200 L
4.1.2
10 L/
5m
4.1.3
0.5~ 1.0 L/min
(6.1 ).
0.95
4.1.4
50" 100 L/
1
150 p L
0.5 L/min
70 uL/min

4.2




4.2.1

4.2.1
4.2.2 (Suppressor)
(background) 0.2 S
4.2.3 500 © 1500 pL
2.
—S0OzH, 250mmx 4mm
40mM
1.0 mL/min
Self Regenerating Suppressor
1000 p L
5.
51
52
521

5211




5212
5.21.3

5.214
5.2.15
5.2.2
5.221
5.2.3.2
5.2.3.3
5,224
52,25

5.2.2.6

6.1

6.1.1
6.1.2

6.1.3

6.1.4

(22.4

).

(A)

(A, B)

(B)



6.1.5

6.1.6

Ag :

Ig :

6.1.7

6.2

6.2.1

50 ppb
6.2.2

6.2.3

6.2.4

6.3

(Ia, 18)

B A
(Ia's 18")
(60~ 1.0
B ( A =
(mV?min)
B ( B -
(mV?min)
10 pphbv 0.9
4
0" 5 ppm,
4
2
R?>=0.98

B)

A)



Ca A (ppbv)
Ca' A ( ) (ppb)
Ea : A
Va o A (L =10°L)
Vair . (L)
tres . ’
my A (nmol = 10°° mol)
Ver - (mL)
FW, : A (¢/moal)
I:ajr (L/ mi n)
Fabs : (mL/min)
R : (0.0821 atm?L/mol?K)
T K= + 273)
P (atm)
6.4
6.4.1
7
6.1
6.4.2
6.4.1

5%

(min)



(FID )



21 (capillary column)
1 (R=1
2.2 (Conditioning)
230+ 10 99.999 % 50 mL/ Z 3
3.
Online Gas chromatograph 1
1
1 Online Gas chromatography system
3.1
311
3.111 r
(semi-permesble
membrane) Nafion Dryer

stainless—steel tube ,

3.112 (Automated Thermal Desor ption)
GC
(graphite, carbon molecular
deve) trap



trap 600 trap

-30 .
He(carrier gas)
GC
3.1.1.3 SPT( )
Canister GC
6-port switching ,
sampling loop
180
loop
loop  pyrex glass bead
3.1.1.4 (MFC, mass flow controller)
3.1.2
glass, steel fused slica
, 30" 60 m
025 0.32 mm 5
60
3.13
(GC/FID)
GC/FID GC retention time
3.14
, (99.9999%) ,
3.2 ?
3.21

SRM(Standard Reference Material) ,
(Online Gas chromatography)
100ppb 1ppm

3.211



ppm ppb

3.21.2

Cleaning
, line
99.9999%%
MFC
MFC 2
MFC
3.3
1
1
10-25
30—-40%
Canister Humid zero air < 2 ppbc Humid zero air
Blank < (MDL)
TNMOCs< 10 ppc purge




24 +2
On/Off
(
15 /min
10%
(
/ / /
10%
(PLOT, BP—1)< 2 ppb 1)
20 ppbc(EPA TAD ) 2) LEAK
< 2 ppbc 3)
background
4)
> 0.995 1)
(1, 5, 10ppb) 2)
Multiple point calibratiol
( 3 point
)
1)
2)
« / (RPD)
) 10%
, +0.1
(RF) % 80—120%
EPA MDL=t(n—-1,0.9)x S 1)
MDL (
(40 CFR136 Part
B) 7
:1 ppb )
5
( ) RPD
20%
3.31 (Background test)
Bag Bag
600 2 (PLOT, BP-1)
20ppbC ,
10ppbC
3.32 (Lineality)

(calibration)




RT(Retention time) , +0.5
. RT :
RT , 3 ( 1,5 10ppb)
(R) 0.9
3.33 /
(RF)
(RPD) 10% :
+05 , % 80" 120%
3.34 (Detection limit)
(Limit of Detection)
noise
, (Method Detection Limits, MDL) P %
"o (us
EPA)
MDL
7 (Standard
Deviation)
MDL = tp-1, 009y X S.D
t:1% student-t
n-1:
SD:
t(n-1) n-1, 1% student-t , n
. MDL 0.25 ppb
MDL
0.25 ppb 1
ppb 40 600 ml
/4 150 mLl , 1ppb
7 MDL 2ppbC
3.35 (precision)
1 ppm 5ppb
7 RSD

2 RPD



(relative standard deviation, RSD) 7
(coefficient of variation, CV) , +25%
RSD = S.D/AVE. x 100 (%)

RSD : rdative standard deviation
S.D : standard deviation

AVE. : average
RPD(Rdative percent difference) 2 :
+20%
IS-DJ
RPD= —————— x 100 (%)
(S +D)/2
RPD= relative percent difference
S : First sample vdue
D : Second sample vaue
3.3.6 (Accuracy)
1 ppm 5 ppb
7
7 + 20%
(% Bias) = ( - )/ x 100
4.
4.1
< >6.1
4.2
< >6.2



5.1

TD(Thermal
Desorbtion) , MFC
Nafion dryer
GC
52
(Ppb)
53
( )
2
2.
Gas Chromatography
Parameter Value Parameter Value
Trap High 325 Column 1 PLOT (0.32 mm, 50 m, 5 m)
Trap Low -30 Column 2 BP-1 (0.22 mm, 50 m, 1 m)
Ramp Rate 40 /sec Carrier Flow 15 psi (5 /min)
Trap Hold 1 min Detector Temp. 250
Desob Time 1 min Initial Temp. 44  for 12 min
Sampling Flow 15 /min 1st Step 44 120 (7 /min), 0 min
Sampling Time 40 min 2nd Step 120 -168 (5 /min), 6 min
Sampling Volume 600 3rd Step 168 -200 (20 /min), 6 min

5.4



5.5

(ppb)

Ippm

1, 5 10ppb

canister

1, 5, 10 ppb
600 mL



(

1.
( HPLC)
2,4~ (2,4-dinitrophenylhydrazine, CsHeN4O.,
2,4-DNPH) .
HPLC : HPLC .
(formaldehyde), (acetaldehyde)
(acrolein), (acetone), (propionadehyde)
n- (n-butyraldehyde),iso- (iso-butyraldehyde),n-
n-valeradehyde), iso- (iso-vaeraldenyde) 9
2.
2.1

100 30 (micron)



), 13

&
N @ b »
714 ® . 7|H= -
Bl ® 1
o (] Hoos ] ®
< L ] . ] @
@ 74 27
1
2.2 (
2
4 5 ]
3 ] 7
8 i e 10
5 | 5
9 '
pd
1: , 2 , 3 , 4
, 6: , T , 8 , 9 , 10:
, 11: , 12 (
( )
2.2.1
5m

2.2.2



2.2.3

2.2.4

2.2.5

2.3

2319
2.3.2
2.3.3

2,4~



31

2,4-DNPH

3.2

3.3

12 13

F
p '
P4 '
2
3
5 —
, 2 , 3. UV-Vis , 4 , 5 , 12
( ), 13 ( )
2.
(ecetonitrile, C,HsN) (phosphoric acid, H3PO,) 3%
2,4-DNPH 60 ppm
-2.4-
-2,4-DNPH 31
1000 ppm
9%



4,
4.1
4.1.1
100 © 200 pL
4.1.2
10 L/
5m
4.1.3
0.5~ 1.0 L/min
(6.1 ).
0.95
4.1.4

50" 100 L/



150 p L

0.5 L/

50 uL/

4.2
4.2.1
4.2.1
4.2.2 UV 360 .
4,23 20 — 60 pL
4 ()
C18, 250 mmx 4.6 mm
= 60 : 40
1.0 mL/
40 p L
uv 360 nm
5.

5.1




5.2

521
5.211

5212
5.213

5.214
5215

522
5.221

5.2.3.2
5.2.3.3
5224

52,25

5.2.2.6

6.1

6.1.1
6.1.2

6.1.3

(22.4

).

(A, B)



6.1.4

6.1.5

6.1.6

AB:

lg :

6.1.7

6.2

6.2.1

6.2.2

6.2.3

6.2.4
6.3

(A) (B)

(la, 18)
B A
(Ila", 18")
(00~ 10
B ( A o B)
(mV?min)
B ( B - A)
(mV?min)
10 ppbv 0.9
4
0~ 500 pptv 4



6.4.1

6.4.2

A (ppbv)
A ( ) (ppb)
A
A (nL =10° L)
(L)
A (nmol = 10°° mol) ’
(mL)
A (o/moal)
(L/min)
(mL/min)
(0.0821 atm?L/mol?K)
(K= +273)
(atm)
y
6.1
500 pptv
6.4.1

5%

(min)



(QA/QC)( )



(ambient ar)

1 (SOPs)

(1)
@)
©)
4
©)

1
() (bag)

bag
(2

, 24

3

(SOPY,

blank

(VOC-free gas

110kPa(830mmHg)

133Pa(  1mmHg)

(beke)



2)

(1) bag

2

©)

?
bag
K (1) bag

2

©)

4)

1bag

abag



1)
2)
] peak
4.
1
+20%
( 1
(
blank blank
5 ©)
blank
blank
= 3s (mg/m°N)

= 10s (mg/m°N)

blank

(retention time)

+ 5%%)

/10



5. blank
blank ?

blank
1/10
blank

6. Travel blank

Travel blank
travel blank
travel blank . Travel blank
10% , 3
: © ©) :
Travel blank (e) ( , travel blank J) blank (@)
( ) (a e travel
blank(a)
, travel blank (e blank(a) ,
Travel blank (9 (10s)
0] 1/10(c) (f<c)
travel blank  (e) .
Travel blank () 1/10(c) (f>c),
(d) travel blank(e) 0) (d?f) , (d)
travel blank  (e) . ,
(@ e), travel blank )
1/10(c) (f o), (d) travel
blank ) (d f)
, travel blank

30%



, travel blank

(€))
(2) bag, , Canigter,

©) (

4
©)

(D
: ( )
maker traceability

(2

(®)] blank travel blank
(4) :

©) (

(6)



