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2. FEHEE - B

BRISAEL A LD, A 1E, REOLEHZEE L 7B OFR] 9B S FFi 1 BT » T THK
Ui BIEGMEE L TREPTH S,

FefE L, OIFSMEE, ODIESTFEOHOREMETH S,

3 ®RHEEE -

FERETHWE, EMLENBEERR (BOD), {LEMEBRERE (COD), ) (T-P),
AF Ly Tu—iEE (MBAS), BEHR (T-N), R4 4~ (CI7) #ELH, KFEA+
VEE, REREE, BEYE, ABENY TrT=THER DHSUEER, HREEE
oy —nEHR, ) BB yEBIURBD BT DV TRAEL /.

WA A, JISHE:, TkEEhE #Eilie, BAEHAES T -7

RRBEITEE

BEBK BT 3, WAHORSE (MAX), SEM (MIN), FigfEf (MEAN), EBHRE
(CV), RERHK (N) 2&F—1IERLT

EOFNBENT OB nESL B i, F— 1 OEHIEL D ERIECLEKD .

EIEE D/ OB W HHEESEA T B, SEEOMERDNEHEBEAMPRETE 2,
Lil, BEBOY T FBELATFIEELRLN, Tk, — 1 OEEFEME, &
HEZOREMICERL, TOMNEGHRELEL, FRIAMEREL L. BREE—2KRT,

#F—2 HER - HARREES LUHEEE - BRI

me%s| BOD COD T-P MBAS €1 T-N 1EiElE lBAE.
1 30 25 25 30 9 23 142 11
2 32 29 26 30 35 32 184 10
3 34 32 29 31 33 33 192 9
4 94 81 56 58 48 54 391 3
5 49 83 94 43 92 103 464 1
6 51 44 50 60 55 55 315 4
7 44 46 52 45 56 56 299 6
8 46 48 52 51 54 56 | 307 5
9 41 40 42 53 46 41 263 8
10 87 79 77 104 67 46 460 2
11 43 44 46 45 55 50 283 7

BHIRRE 30 21 25 30 "6 22 134




&—1 HHARHE (MAX, MIN, MEAN: ppm)

—

BOD COD
- MAX  MIN MEAN CV% N MAX MIN MEAN CV% N
1 2.8 0.2 0.6 100 12 4.9 1.0 2.1 52 12
2 4,8 0.1 1.6 75 23 12, 2.1 4.3 51 23
3 14. 1.2 3.7 72 23 13. 2.3 6.0 46 23
4 | 100. 16. 55, 49 11 | 52. 15.  31. 38 11
5 37. 7.4 17. 44 23 130. 17. 32. 69 23
6 34. 8.0 -18. 37 23 19. 7.3 12. 27 23
7 25, 4.6 12. 39 23 23. 7.6 13. 23 23
8 26. 7.5 1l4. 37 23 21. 11. 14. 18 23
9 24. 4.6 10. 52 22 15. 7.0 10. 23 22
10 78. 17.  49. 40 11 52. 16. 30. 36 1l
11 18. 6.4 11. 32 22 16. 8.7 12. 15 22
T-P MBAS
MAX  MIN MEAN CV% N MAX MIN MEAN CV¥% N
1 0.04 nd. 0.00 -180 12 nd. nd. - - 12
2 0.24 nd. 0.05 100. 23 0.2 nd. 0.0 280 23
3 £.38 0.05 0.17 54 23 0.8 nd. 0.1 110 23
4 2.7 0.9 1.5 39 11 3.0 0.7 1.7 46 11
5 6.2 1.5 3.3 38 23 2.0 0.3 0.8 51 23
6 2.2 0.56 1.2 34 23 3.7 0.7 1.8 43 23
7 2.2 0.83 1.3 26 23 1.8 0.4 0.9 40 23
8 2.2  0.78 1.3 32 23 4.5 0.1 1.3 76 23
9 2.1 0.44 0.83 45 22 4.6 0.3 1.4 74 22
10 4.7 1.2 2.5 41 11 6.7 1.9 4.5 32 11
11+ 2.1 0.55 1.0 31 22 2.8 0.3 0.9 66 22
T~N Cl-
MAX MIN MEAN CV% N MAX MIN MEAN CV% N
1 1.0 nd. 0.3 69 12 13. 8.8 10. 12 12
2 4.4 1.3 2.5 33 23 48, 16. 28. 32 23
3 5.2 1.3 2.8 36 23 56. 16. 27. 30 23
4 10. 5.3 8.0 21 11 48. 25. 37. 22 11
5 53. 0. 20. a2 23 170. 37. 68. 44 23
6 i2. 3.5 8.1 28 23 76. 23. 42. 34 23
7 12. 4.9 8.5 20 23 82,  25. 43. 29 23
8 14. 5.7 8.3 27 23 58. 23. 41. 21 23
9 8.7 2.8 4.8 35 22 64. 23, 36. 28 22
0 8.9 4.1 6.0 23 11 85. 35. 50. 35 11
1 10. 4.2 6.8 23 22 72. 27. 42, 27 22
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Sardin oil 0.75 0.54 0.73
Tung oil 0.69 0.50 0. 66
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“A-fuel oil 110 0.80 1.08
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Elute solvent system
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Instrument Shimadzu 5a FID
Column, 3mm X 2m glass column
packed with 15 % DEGS on celite
545 {n 60=-80mesh)

oven temp holé& at 150°C for Smin
then programmed to 200°C at 2'C/min
Carrier gas N3 60mk/min
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Fig & Gas chromatogram of alecchol
acetate from substance X

Instrument Shimadzu 5A FID
Column 3mm X 2m glass column pa-
cked with 15% DEGS on celite 545(A
60-80 mesh)

Oven temp heold at 150°C for 5min
then programmed to 200'C at 2'C/min

. .Carr:i:er gas Ny 60 ml/min
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Fig 1

Gas chromatogram of Propylene Glycol

Table-1 Analitical Result of Propylene

Glycol from Yudemen analyzed
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Instrument Shimadzn GC-4CHM FID

Column 2m x 3mm I.D. glass column
5% Reoplex 400 on Chromasorbh W
AW 60-80 mesh

Inj temp 235°C

Column temp '50°~235°C (5°C/min)

N, flow rate S0ml/min

L~ Sample size Spl - . Instrument Shimadzu GC-5A FID

1 Column 2m x 3mm I.D. glass column

5% Recplex 400 on Chrosorb
AW 60-80 mesh

Ty : Inl temp 235°C

2 . Column temp  50°-235°C (5°C/min)

N flow rate 50ml/min

Sample size 51

4
s 6
J :
10 20 30 40 50 min v 1o 20 0 40  min

Fig 2 Gas chromatogram of Orgaric agid Butyl ester Fig 3 Gas chromatogram of Butyl derivatives of

l:Formate 4:Butylate 7:Fumalate Organic acid in Yudemen

2:Acetate 5:Lactate | B:Malate l:Lactate 2:0xalate 3:Fumalate 4:Malate

3:Propionate 6:0Oxalate 9:Citrate : - :



Table 2 Amount of Organic acid invudemen analyzed by Gas chromatography

N, Malic Oxalic other N Mag(‘::i Oxalic other I Malic, Oxalig other

amd acid cid acid acid acid acid acid
1 0.12 - 0.03 14 0.08 0.03 31 0.06 0,02
0.12 tr 0.06 0.02 : 32 0.13 0.05
011 “tr : 15 0.11 0.01 ‘33 (.07 tr
2 0.09 0.02 . 0.09 0.03. 34 0.08 tr
: 0.09 tr - ) - tr 35 0.02 0.02
0.08 0.01 16 0.06 0.01 0.02 tr
3 0.04 - 17 0.09 0.04 L0oD4 36 (.09 0.05
0.02 0.03 18 0.06 0.06 0.09 tr
4 0.12 0.02 19 0.09 0.01 37 0.07 0.04
0.08 0.02 20 0.08 0.01 38 0.12 tr
5 0.06 - 0.03 ) 21 0.04 . — ) 39 0.04 0.05 .
. 0.05- 0.02 : 22 0.05 0.01 C tr 0.03 0.02 C tr
0.03 0.01 23 0.02 tr ) . 0.03 tr .
6 0.05 C L Er CAQ10 24 0.06 0.02 40 0.42 tr .
0.07 tr A0.24 0.06 tr 0.50 tr C tr
0.06 0.01 ‘ . 0.07 0.03 - Q.07 0.11 C tr
7 0.26 0.02 25 0.09 tr C0.03 41 0.06 0.03
0.13 0.02 0.08 . tr C 0.02 0.09 0.03 C 0.02
8 0.05 0.03 0.12 tr 42 0.24 0.04
0.08 0.04 26 0.03 0.02 : 0.39 tr
9 0.30 0.03 0.04 0.02 43 0.09 0.08
(.28 tr 0.02 tr 0.07 0.01
10 0.07 0.03 27 0.10 0.03 44 0.10 0.02
0.01 tr 2 0.03 tr 0.07 0.03
11 0.06 0.03 0.02 tr 45 0.12 0.03
0.02 0.02 28 0.12 0.01 0.07 0.01
12 0.09 0.03 0.07 tr 46 0.19 -
0.09 003 L0116 A0S 29 0.09 0.01 AQ03 47 0.03 tr
13 0.08 0.02 0.10 0.03 AQ0.03 48 015 0.01 € 0.03
0.03 0.03 30 0.08 0.02 49 0.29 (.01 ‘
L ! Lactate A . Acatate C | Citrate X tr---0.01g/k 2T
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Fig 3 Relationship between pH and Malic acid in Yudemen
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BHEOEYPHEL S OARHEMSBICE, AR E L TRERD Y vE X # (SoA)

PHEEOY »# Y ¥ (SaC) BL{HHEND. CASORFITE—HCH A7 o= b &

74— (GC#) BECHLWLNTWED, SoA G CTORIEMRCLPERE . ES
BL, SaC DBBRYTV AL yOL S BEREEHEES A F L LFEFER LB TR S
Be Z2ZTHE, LOBESTRESHTEENELT, /o~ by 374 Frvt
A MY — (TLC-D#E:) it & % SoA & SaCOFEBERORIAL TN - 1. TOERID
WTHRET 5.

=Bk

1.

TR 4 20 #fdk, FPIERERS, 15 BiF

SoA , SaC: HBbsiEsl fERE

SoA #EHEME | 10~ 1000 T & b VG

SaC HEigE | 30~ 2000 0T & b R

B : HPTLC Kieselgel 60, F254 (&4 ¥HIA, 10emX20cm, » A 73150

BRI CFER T FLl A L FE=200 100 015

BT . Visking Company, Cellulose Tube ({227 m, EHMT 43 mn) '
DB SRR TR S F O Feo

3 =

FyyrA—8 - GRS EE s ov PR+ v+, CS—910E
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41 HEEEOEL
MY URBRKIS08 £k 9 £ X o FIFELL, KEMEEMA T < A 9 4 X4 B0

| CO3B208 EBTRICHY, WEIEE LTKO0RG EHHEE LTK 200nBERL, 240
WA 5. TO% BISE 15004 AT — LD, 0BTRIONEMA, =71
5074, 40nf, MOMT=EHRHT 5o = — 7 VBELHADY, THTRWKL, AEEEELE

B, T VIESLTRRINGE L, SREEET .

4-2 TLC-FUL b A RY-CEBER

4—2-1 SoADEE . _
TLCAIZ L — F DT & DHY L 6 enD &S IHREEATE. (MBIRA) & L UBRIEREE %
26095 15 cnflIRICA Ry b L, 7L — F FHEDMH T~ 8enDHS & THBIT 5o BB
B#L, ZHRy ow b R3S~ CEBEFHLHAOHFNCR £ + =¥ F £, £OKE
BENIER R o b ORGHED BEREFTI 5

TLCF L= ~DRARy FEE1028 & U 1DEET SocADIES LRI TILS,
s 0w b R ¥ —ORERE

BIEHHE . Xs=265nm, Aa=365nm O

AYw b L25xL25Mm

E—FIRHER, VSVt v

¥ SoA: pro.x 100, Int.X50
SaC: pro.x 20, Int.xX10

@]
Fo— bR E—F I 20mm uia

SoA BA DHA §ac

E%EJU%E Fig.l. Thin layer chromatogram
1. BB o B - . : of SoA,BA,DHA and SaC
SEOTLCHEMTRONAI w7 PEFig 1IRY LB DT, SoA, SaCORI{EEZ
NENOTE, 020Thoto £HChOOM, RABHE (BA) (1082, TFE Falh
(DHA) {3087C, BADREEMSSoAIELLTWAN, MEEE (1) #265am
Thaiw, TOREL, 100mlTTRERTEIEETH -,
2 % B ® |
SoAlZ 0.02.9~3 29 TRIFLERMEATL, BHBRIZ00122 TH- .
SaCit 0.3 g DL TEHBHETR LS04 DA E ARy POF— Y ¥ ZIFAREL
ot TORDERRIL 0348 ~106F TITI L LT Ui, BHIEARL 01548 TSoA i



B &, 75D BERIITE
57 LIBEATH D, BLED
FER & HEORHBh ORI
BELTH5E, SoAld20~
2500ppm, SaCi:k,_ 50 ~ 1700ppD
TEBLHHET, MARFE
SoASHs10ma, SaCii25ppme
155,

KiCHER B 5 BHREE
BRI B ¥, — DT v —
b _kiZ S o A DSOMWEATE A 2 8 |
Fol10fER F» P LTEREAL
& B, ZOEREHMED
ZERE (CV) 12273 %

X 509

1 lchagnei|2 7 |

= . T x207 ‘1 _
-
B

B S e B Y R R Y

Tdb - 1o [EIFRIT 500 DI Fig.2. Integration and profile curves of densitometry

&, EUCL 273%, 1000 pm
TR 2T CREERTH X

A:80A, B:SacC.

1,0.4p9 ; 2,0.8}19 i 3,1l.2pg : 4,1.6pg

Dt at, SaCOBAE, S0 A10ss P oRAMRy P LACEZIOCVHIL21%, 150
PUE 272 %, S00MICIL 175 % & RIFREEMNE O, PROERBEICE 2R EGWES

fi‘)f:o

3. FMEMTEER

RO EE ZEEHOEY (1 RE
% i, B OZhThiog ke

FREIFALAXLTNFEHL2THDB)

T, Ve R Y 7 s 5000, oy

AN v+ )y A 700 mDBAEK

2. smEE IR L TAIEITRE S » THRfE

Table.l. Recoveries of ScA and SaC
. Recovery of Recovery of
Sample SoA. (%) saC. (%)
Kamaboko 97.5 96.9
Narazuke 99,7 100.3
Hakusaizuke 94.3 101.3
Syogazuke 94.2 96.8

L, BohtENBTablel KRTEEDTHB. HEF— 23 3 BOFYEER L1,
KEEE LEINENBLLET, Lird 100 %%52AkE{ OS50 G BIFEEREME ST,

4, GCILLIRERMBEELDER

5B LELDFEIC-HVT, FALDY uv b ~DEEEL LI, THIROBEWZ08EE
FAER S 1SR D X, 4RO TLC-DEEERERD LTI - T3 G CHEOMETRE HHCE



BAE{TAV, EREOHEZET
Hoto DERIIFIE 31T,
FFEBDT, Bk —HL
Clodtt, SoATHEMES
BDREAEHTLC-DTORE
B TEVEATL, SaC T
0.5 kel Dz b A
HTLC-DETOERMBETOP
B AR L BBk
TR Td - o 0.5 4
13, SERERERG
TSaC OREINIEBNIL -
bt 7 | I '. '

2.0 ] SoA

(g/k9)|
O Fish paste *

1.5 | @ Pickles

GC method
[
o
1

.TLC-D methbd
¥ & O -

SoA L SaCEEA—DBETV (g /xq) sac
—rEAVTRIBIERT 5T 1.5
& E RN RS IH, HEOR
HRREDSK &  Rfd B fed K] | 4
HeCh »toe £OT SaCOE 1.0 o '
BOBRARy bEEZLT
Mo 7 vy — b TRIRETIES
LitLize L LERTHEL 0.5 ® n=1%
FARE LTV, S ‘ ’ r=0.927
Bl foskEhd 8o SaCIRED
100 ~ 1200 ppn TREBERICSZRE .

RiEAso fohs, 100 PODE 0 o.'5 1.|0 1.5 (g/kg)
ARERIERERET DHED TLC~D method
HarLEEBEbND, Fig.3. Comparisocn of Determinations depending on

SOAG'JE.E?EE"]K%%EW‘] i h TLC-D method and GC method

EUFIEESE LN TBY, RAEANEETH 5 LBhbNb,.

GC method

&% XM _ o
) tHEETE, SHEAETL DASREEELSOEEfERe #BREER PO, 1980
‘9) HOERF, ARER BEEEESE 15, 177, 1974 ' '
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I
23]
&
i
S
B

et T
b B—E8 ek =BT

\
£
~—
e

#

ill]

frfhs b O HTRE - REROMHEE LT, SESRETE, Yo v (Sace) @B
Bl A, ZEEFE (BA), v vk (S04A), FrioufiEk (DHA), ~74%
UREER (PHBA) 227 MEIVKESRER, FRERBRASRET>TH5. 217

-&m,ﬁﬁﬂm%oiiGCT,ﬂyﬂuyuﬁﬁwmbt®BGC?ﬁorméocm;ﬁ
i, Fon v LRERTR M, L bIRAMELL D, LL, BLORRT, Vv
B Y v LRERSECER SNTB Y, T, B—RRCk 30D EE N5,
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2, EBREHOEE
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£y Tt = (91 1) TORETRMHL, BHMEGHE FAiEs Lk, REEA S/ —
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3. HSLCILLBERE

SBEROERIE Table | ICRLIGHTH- o ERIEF — 5 MBI & 5 &~ 7 iR
BT -0 ZOKE, Na.Sacc, Na.BA, K.SOA, Na.DHA (3 0~ 1004%/nf, PHBA
T2 FVERIE 0 ~10 28 METEBMER L. |

RBERHLUEER ’ Jable 1. Measurement Conditions for Na Saccharin and
_ Preservatives with High Speed Liquid Chromatography
1. HsLC OFEET ;
it Colfumn. Zorbax 0DS 4mm X‘]S((:m : . )
5 Mobile phase A soln 0.05M KH2POz{pH3.5 with H3P0a
A3 46ELTZorbaxODSEHN 8 soln  MeOH

Gradient Start B soln 0%

foo BBHME LT, 0.05MKH PO st step B soln 20%(5%/min}
2nd step B soln 45%(1%/min)

MeOHF AV, pHIZDWTHREIL  column temp. 55°C
Flow rate 1.5m1/min
fc&dh PH 3L0LTTE, BAL Detector UV(254nm and 290nm)
Sensitivity 0.04 AUFS{254nm}, 0.08 AUFS(290nm)
SOADSEENT 18 5%, pH%E3LS Sample size 10 w1 :
E Lt REEER, BAELT254nmAERAY,, HEC—27 0EM - SOA & DHA DT
iZit, 290nmAERV, Figl ZEEM#ID s o=t 75 A%R LTS
2. TFR hLJb—= FASLIEDNT '
rER b L— MIIFLEEDOKEIEEKX
MlEHRLTTH 5, i?ﬂ‘ BB O E
ot TEAR L~ AT A0 5 NE
gepEssro0nd (Na . Sace, Na .BA K .
SOA, Na .DHA 100047, PHBA T 2 7 JUH
10009 ) %H o UHEBL TEHS, e
RIMEONEA- L, ZOBHOENRERD I,
R Table 2ICRL L Sicz—F0, 2

o O[ &~ 8§ 12 16 20 24 mn
WLTC -t EEBTFAVEHWAL  Figll. Liquid chromatogram of vinegar extract
1,saccharin; 2,benzoic acid; 3,sorbic acid
Lz Lo FOBORE/ Y — v B~ & 4. dehydroacetic acid; 5, PHBA-Et; 6,PHBA-
" 1isoPr;. 7,PHBA-Pr; 8,PHBA-is0Bu; 9,PHBA-Bu
TA, EOImETR%BLAEMEHL Thi. - 15,4-ni tro-m-cresol
iz, EEMEED pH &EORIETT > 1o EIHEES L TR, FltcFsmizaL, &
RO pHAREEAY, 05~ 25 EARH L, 20#ESRE, Table 3itmLicd?d
iz pH. 2. 0 & O AbEEITIE Sace OENEAIEEICR M >t pHA LSBT LS LD

iz, 0.5 NpifgzRi,

woAL, Psarts TR Sace HE




3. a‘ibuiillﬁl

b‘ PHB
Table 2. Comparison of Recovery Rates by Eluting Solvents ﬁ””mﬁ%m %
>

SRt T CiToro- Dielor>-— FihyT- w20, 200 R "AZ’C’:

"~ ether form an

Na Saccharin —_— — m-e_t_h ggz.egate plido Ltﬂg’f@@ﬂi%;ﬁ

Na Benzoate 96.4 87.9 95.0 96.9 . s

K Sorbate 97.0 93.4 97.7 . 93.6 Too ZOBE, ALY IV a—

Na DHA 100.0 101.5 101.5 99.7 _

PHBA-Et 93.6 95.9 97.0 . 96.1 A CHRINEMN R AT e &
- PHBA-isoPr - 98:8 - - 96.3.: - 98.2 - ~ 95.8 .
-:PHBA-Pr- . . . :97.4 - 94,8 - .-99.4. . 957 5, BBTFLITTTE
..PHBA-isoBu - - - 95.6.- - . 94.0 97.0 . 95.0 T :
PHBA—Bu , L 96.1 979 97,9 94.9 . Sacc @®ENELTEHIC biE

Litdhoich, w%@4/7nn/-»%mxr¢c5 %ﬁ%iﬁiﬁbtomqf,m@

(D?‘%Eﬁf‘i HiER & L’TE}E&I - Table 3. Comparison of Recovery Rates by pH of Satz?)e

FI—4 ‘/7"13}\"/'-"}1/»(9:.1) H

2.5 - 2.0 ' 1.5 1.0. 0.5

R Ra Saccharin 0 0 92.2 96.8 97.0
EMnsT Lt L, fRiETable o plbidte - 0 3.2 5.0 9.9 %5
— - s L K Sorbate : 0.4 46.9 94. . .
iRk diT, BRERTE 3o 0 - 9.5 104.1 99.7 101.4
) . PHBA-EL 95.8 93.9 93.7 9.1 9.1
BEGERNELNLOOD, B paeA-isoPr 97.9 95.0 97.3 958  93.1
‘ PHBA-Pr 96.3 96.0 95.7 95.7 96.8
DRI TSR 5o £72/Y  PHBA-isoBu 97.0 .96.5 95,0 95.0 95.3
PHBA-Bu 99.6 98.0 97.5  94.9  94.]

g -, =—HY rOXHEHIER

DV TH  Table 4. Récoveries of Na Saccharin and Preservatives from Foods (2)

=t feAs Samples = Sacc - BA SOA DHA  Et isoPr  Pr isoBu__ By
AL 7o, Sausage 94.3 97.8 101.4 93.9 B8B8.5 82.0 80.2 67.1 B65.

i

. o .. Miso e 95,7 85.5 92.3 100.6 101.5 96.6 87.6 99.3 92.5
Y ¥7 VYT Soft drink "Apple” 101.4 92,7 85.5 93.3 100.2 100.8 96.7 99.9 95.8
e  Soft drink "Orange" 98.6 94.5 90.6 100.4 103.3 101.8 98.0 95.8 93.3

Bpic, #hlEAY  Tukudani “Konbu"~ 108.7 97.4 93.6 111,31 96.9 100.6 98.7 96.9 -93.5
Soy sauce -+ 90.0 95.2100.6 113.9 102.5 105.2 100.8 97.9 96.6

SEEL, ¥ —  Sauce ' 95.8 101.7 91.5 103.9 97.7 101.2 98.9 96.7 96.9
A Tukemono “Sansai" 83.9 89.4 91.3 85.0 84.2 78.8 79.5 70.1 68.1

HEE% &% Tukemono “Takian" 86,0 96.7 94.5 84.8 91.6 95.4' 98.1 99.1 97.9
. Kamaboko 52.0 93.5 83.8 108.3 72.7 76.0 69.5 60.6 60.2

7 LhiTxtr - Chikuwa 74.7 93.9 85.3 102.5 84.5 B0.B 78.8 69.0 66.9
Cookie 96.6 98.3 96,6 92.8 95.0 95.4 99.3 92.9 94.9

75,?,:0 Vinegar 100.1 100.0 93.2 102.3 701.6 99.3 98.5 101.6 103.1

E3 é )
EXES A La— b c':HSLC%&#ﬁ%\Abﬁ“ bR & RERIO BRI - el sie TO

SR ADREOHISAETRAERSS bOD, MORT T RIFTEINESE D,

X [
1) U. Leuenberger, R.Gauch, E.Baumgartner - J.Chromatog., 173, 343 1979

2) U.Leuenberger, R. auch, E.Baumgartner : ibib. 161, 303 1978
3) J.Breiter, R,H.Laug : Forensic Science, T, 131 1976

4) F.T.Delbeke, M.Debackere : J.Chromatog., 161, 360 1978

5) JLEHEZ, EREEAM, ke ARBT, @IEE, ANE: R, 21, 480, 1980
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HIROHHTHA SOBEO—FIE, WAVAERREETOKRICAS. §4b5, Ki
2 g OMEEKR O 7 BEOKE~OHEBEGEAIC L 0, FLAKRICERBBTIC LY, 55
WZEHIS LOFRHEEEIZED, KENOHRABEZLLND, KBITA - LBEIREICE
OEERETT 58, KEEMOEFCEEL KTTRENREREFSNBEEE, BN
ﬁ%m&%ﬁ%iﬁéoLtﬁot.%%@*%«@ﬁ&%@ﬁﬁm%%%ﬁﬁ<ﬁ%%ﬁé
ATV, FROBLS LEMAETHCLTHD, RBETRERCDEN, T THE
S, SEOKRELSERYAME T3 &L LT, AERERENZORTERIATNS
XADMINERMT B2 Eick D, 1980 EDZERATICHN 3 BOMIEBRATEE LTD7
r= b OF A vEAOEREFERRELT, KRB 7=t oF4 > (MEPLEET)
BUZOMKSRERTTHS 3 —A F—d—= o7 =/ —s (MNP LE§T) OEBHIT
DV TREFAEETE > DT, TOBREITKERET Do

BEFERUSHHE
1. #fpithl, MHFTHRRUBEKRR _
HETEEIAT (12ha) THESAF~NY
275 —ick 3 MEP DEHhEEAHEDOHNE
E L7 '
fds, #anid T MEPELF 500 020K
A LA10mDE S 5604/ haD&MTS A
TaI& 6 HpEo 2 Eichy TEES i,
1T, Fig ligsmLicgftigR L oTE0
Bl oihdi s A~FO 6 KR O 8 Hg 24
ki & LTE®D .

®ig.l. Spraying Area and Sampling Location of River

MEP 13, FGaidE TRGR, RREEENT




MER A, $/ MNP, HE{LARLERHEA V. XAD —2853, KEo -4 -
T Eo -2 E Mallet gaﬂiﬂi#tﬁbt%ﬁ%&@'ﬁ& LTER L TLCFL—}
i, A2 HE, 2 —€AFVE0Fs T —b (5X10m) A L. T LTZTOMDE
Tz, BERERSMAAEEUHREERERV S
3. EBRUSEHE
3—1 #HRrowls77 (GLC) &
B8 OVEERE 073% (FPDHEHSEM . REHARCAF L1 2% OVITRY
2% 0V-—210, 70V TAW, 60~80A v, AR 3Im, B&2m, #7528, &
B A7 42000, HEAD:C 230C, £+ )7 —#XIFR - EHE500, vin, 7KFE 750, i,
7254 0mé, vin,
3—2 ks o<wbs 37 (HPLC) &
%Ei%ﬁﬂﬁ%LC;BAﬂ.&ﬁﬁl%ﬁﬁﬁﬁ@SPDilﬂ%ﬂﬁﬂﬁﬁ%%
ESt. RBAIRUA I L PSGC—100, AR 4m, RX20em, 27 L8, FHHE:
AE 7 —o FaE D 0.5 me Suin, MIEEE | 308mm,
4. S3¥HE (Fig. 2)

Samp]e(!Ol% Y02 col
. — | Throug D-2 column
Fig. 1 ©RL/- 84 Elute with etyl ether (100m1)-
Eluent
i 3.1 + H,0{150m1) and alkalize with TH-NaCH
RIEBOT, TRZERI0 Shake with ethyl ether {100 ml)
- 1
£ Ak L, BERK Aqueous Phase Ethyl Ether Phase
| Acidify with IN HC1 ( ) Through anhydrous Naz50.
; Extract with ethyl ether (100m1 and concentrate
BAEM5 0icKE, Ethyl Ether Phase FPO-GC Analysts (MEP)
Through anhydrous NaESO. and cacentrat&on( ’, (7:31]
=1 X 4 - Two-dimensional YLC [n-Hexane:Ethyl Ether 1 1},8enzene:Methanol (7:3
HERVREEAEL /2. Elute with 0.1N-NaOH{3m1}
Eluent
e~ iz Aclidify with TN-HC1
ﬁﬂl 64 %&’ P.{‘H‘t lem® | Extract with ethyl ether (3,2m1)
. Ethyl Ether Phase
JavrERSX8mamE | Concentrate and dry under N,

Residue
| Dissolve in methanol

TXAD—2H{liEAFiE HPLC Analysis (MHP)

Lich 5 &L, #i- Fig:2.  Analytlcal mthod of MEP and 1P

e IR - 1ctk, TF 0T —F%PEMA, 107MERE L THlBOEEICRSRE

9, SEAEOTHL 1000 F A —FATHEH Ui, EHKIZ 2 néd | NKE{EF
b ABEEEMATT A UHEE LAREK%E 150mMZ, LD LTMEPLEMNP#%

Ha DB Lo T—FNEBOMEPE, ks 7 4@ L TEER GLCHERE L/,

—EMNP I, KGic5aep | NEFBREMATEHBEEL, 1000 F 0 — 7 TIHHIER,

Bk, &Lt &5, TR TLC (n—~FH v IFAz—F0 (1:1), v

EYiAF =N (T13) )TN —v7 o 7%TEN, HPLCHERE L.
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1. HHEBICHETBMEPBRUMNP OFERE(L

B EE S 2090 0 & BEFA0S A TEES IR, BB DORREERUYA—®

(Fig.
fhicagcEml %
=l 38.2 ppb), M

TEEbITERTEDL,

T OREBERLDEET
I0BFLL RIS I —ED#E
B (2 ppb) Z#RF L7
—AMNPE, SHEHH
BEhThHLE U B
ENLFEL, #THkIE
fElZE T2 0.6 pphBEZ
HERR L 7008, LIB2nEi
> U MEP®DWQLIF oD
BEEL 275

2. HtEELOEC6

KFRICHEHIFEZMEP DiF
=&

MNP @il E /5 % Fig.
4R Lichs, LEoE
75 7 A EERR P OB
MEZZDLLLLDTH
%, A, B, CO3KFR
ek T, B&iHH IR
Ehxgbe<, s0#kE
T TAPhRD L
45, D, E, T 3XKE
r:inig LN TER ey il
I~2B®ICE -2 %R
L 38%D 5 miZE

40

HEP  (ppb)

1) #HEiEHE 2 MEPEU MNP OFEEELE Fig,

JiwmRLf, MEPI, &

Weather Condition at Spraying

weather:¢loudy
temperature: 20.3—21.3%C
humidity: 87—89 %

wind: 0

41.0

0.8
5
0.6

DA

0.2

Fig.3.
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Fig.5, Change of HNP



OBERETIS~HEOAFC LD —HYICEOBERENL 7245, ~10H0McE -7 "
R BEMATED SR D 2 oo 40FRICIIBRRICE LV EDN L 0.001~0..02 ppb FZE
Al L7, MNPO#ME Fig. 50&B0T, BiF&EULERZED, 498%OH
SEfE 0.001 ~ 0.007 ppb T& - /oo - ' '
3. FHBOEL

AR D SIKFE DM — |;”"|H-"'“'} 0
EPRUMNPOHHBOE o :
fb% Fig. 6w Lize ME
P, BBEIC 10 giREAH
H‘Jl._.f:?bf, JHBRETIIIT A
PRIED L. LbL, B
BEBFHOFBCLOEML,
ITHETOARC IO BAE o}

R TRBBARE Lo M E

NP2\ TH, Hliiics 0 T w W 2 —
BHELODRELBULYE . rice. e of ot s i

EAATR Lo : ‘ ,

9EMEIHG 3 EMEPHRERIZ, % FRMEPR® 0.7%, #MNPEERLIES

1
v
o

MEPugmg)
=1
(=]
Rainfall {mm)

=]
1=}
[

B -4 To49

O LOBRHES L,

%

=
KBICHA LB, Fkick 3HR, ki SOMM, BENTROEE~NORE, #*
SR, ACENARROBLESIC L3 ARSI L OZ OBERET T 5, #KPRETOMEP
@¥ﬁﬂ%,emmmmh%ma%~wja,smmm3@a7&watﬁ&tm5ﬁ,%
£ LORBETIR, MAEROE TEROBEBREAR LD BAERICREESS ppbER LI,
AR —BIT 1.5 % ICAH ppd ETHA L, 3BRIEICEWMT &K %0 LOBELR
DOERABAK X BFREELSNBM, TOMCHY (Maguird) ©, 78 (Maguird,

‘Kovacicova, Greenhalgh) ickd ks E@T 3 U4ENH 55, BELOHE I XAUL,

KT SOWHIE, BETRO 0.7%, MASEUOMNPEEBLTS LOKTHY, 20
5 B0% & E YA AL E T B, Wauchope b L DERASVERD, kD08

OB 0.5 B30 Lk TEF EB~TH D HE SOHRITGENL T 5,
ETHEOMEPIE » THREOEEBIRE VL, WMk, HHMBERNOAROES S FE,



+ific 455 L7z MEP REEVFLES h, 7oW KT~ DR DA T B o AP OITR2EEEL
BT, 80mEMT KFIICE DEE, HHELSICBINL, RERICSLTEEEEICK ¢
LOTHHHIHRLEAL LD, ,

i, Y CRBEEMEEM LD b PRHCBES B LS TED, EASD TLm
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