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E ST BB (Fig 1)
sample (wet, 50 g ; dry, 5-—10g)

reflux for 2hr jn KOH-EtOH
add HyO(30——50ml )

extract with n—hexane (100ml x 3)

washwith HsO (if necessary, with 109 HCI )
dry over anhyd. Nay 30

conc.to 1—5iml

SilicaGel Column Chromatography—I (l0g, HyO 5%)
elute with n—hexane (200ml)

% lst fr, (0—100mt) for paraffs, etc,

*ond fr, (100——200ml) for B @)p
Ist Fraction {n—hexane, 0——100ml)
conc. to Sml

Fluorometry

(B{a)p)

add CHz CN(50ml)} 3
shake for Smin

% n—hexane layer for paraffs, etc.
% CH3 CN layer S—compds

n—Hexane layer (paraffins, etc.)

conc. to dryness FPD—GC
add isooctane (ca 10ml) and (S compds)
molecular sieve (5A powder, ca 500mg)
reflux for 8 hr

* moleclar sieve phase for n—paraffs

* isooctane phase for isoparaffs, etc.
Molecular Sieve Phase (n—paraffs)

add HyQ (5——10ml) and ¢. HC1 (5—10ml)

let stand for Smin

add MeoH sat.with n—hexane (20ml )W «
shake for Smin

add 5% Nay 50; (30ml)
-extract with n—hexane (50ml x 3)

wash with HyOand dry over anhyd .Nag SOy
conc. to 1——5ml

FID—GC
{n—parafs)

3

Fig.l. Scheme for analytical procedure of hydroc-
arbons in foods
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CHROMATOGRAM
Na

Date 51 1.21 Carrier Gas N
{ Room Temp C Flow Rate 60 mlmin atm

Model GC— 4BM Inlei Press kg /" cf

Sample AZEH (K ) Hy Flew Rate ¢ ml .
G.L.S. ml.ul mg. Air Flow Rate 40 ml /nin.

% Solvent Detector FPD(s)

Column 1.2 ml D. ¢ mm. Bridge Curr . mA
Temp. 100 °C— 230 °C Applied Voltage v
Temp. Rate & ‘C/nmin. Rad . Scurce

Paking ov—1T7 Range 0.64 mV@

Wt % 2% Sensitivity 1o

Support Cromosorb w Detector Temp. 270 C
Mesh 80 ~ 80 Cbatt Specd 5 mm /nin
Treatmen AW—DMCS Operator T.M

Kef .Colum
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Fig2 GC—FPD Chrombtogram of Crude oil
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Table 1 Concentration of C—Crude o1l

in Marine Samples by

Gaschromatography (1975)

C—Crude oil (ppm)

NO Sample Source calculated by calculated by
n—paraffins S—compounds
1 Geta (D) Kagawa 16 54
2 Geta (ID ” 11 ND
3 Bora “ 128 200
4 Karei ” ND ND
5 Namako (I) ” 118 400
6 | Namako (&) # 56 125
7 Namako (I} " 24 45
8 Tinu ” ND ND
9 | Ainame % ND ND
10 Tako # ND ND
11 Wakame (I) # 132 144
12 | Wakame (IID ” 36 31

) RICFig. LWCR LI GHITR U L GHRICEE - TR
WS 7 4 RS, 4— B POSIR2TT o iR
BHE UKL, XE—HEO N =F 2T s AHE
UtciiRe TR LIz, 27 4 »BLU8, 4-B
POWVWENG HEHEEL K Oh TE 22 & HBHL 72,
BHCS, 4 — B POSMTRRERD i PPl TS
ETHEL S I { BRPOATEE L TRIFTH 12,
RITIST 7 4 BT BT L F 25 & — JIENE
WA VRS 7 4 e n=%T5 74 DR A o

R —R54 YOEENE I v EEOoR EBED oI,
L UIRFEDS L LT v — F 0 0 — 2 SRICiE TR
HEPE 2D,
ZThhbhid/ss7 4 2O ) T o FICFEMIRAL
I % T otz & T ABNIC 2 Y 7w TEBLEAR
— ARG 4LDESELTIZ o b7 LADMEONII, L
LA IST T 4 e n—NT 7 1 & DOFHDIAE L
LGOI ARIFHICL b ThEVIT N, BT
LRI 2 1712 - T HEDRE 2R LT,

Table 2 Concentration of Hydrocarbon and & 4-Benzopyrene in
Marine Sample (1977)

Source Benzo (a) Hydrocarbons (ppm) Carbon
NO Sample (Kagawa) Pyrene n— iso number
& (ppb) Paraffins | Paraffins
1 Hamachi Tuda 0.5 29 225 Cig is0Gy
2 | Hamachi Hiketa 0.7 2333 ND Cis Cyy
3 Tinu Hiketa ND ND ND
4 | Tinu Sakaide ND 77.1 ND Cts Cir Cup
. 24 29
5 Seigo Kannonge ND ND ND
6 Konosiro Takamatu ND ND ND
7 | Kaki Tuda 2.6 ND ND
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Table 83 Concentration of

the Hydrocdarbons in Hamachi

No .of.Tests (nCll;'e)lrafi;r:; I(%TQ)PMEI“;;; Ben;lc;b(a) Pyrene
1 2.9 225 0.4
2 3.1 19.7 0.6
3 2.5 20.7 0.4
4 4.2 26.0 0.6
5 2.7 18.3 0.5
X 3.08 21.44 0.5
g 0.664 297 0.1

Table 4 Effect of Fuming Sulfuric acid on Clean—up

Carbon Number

1098Sulphur Trioxide

n— Cig
n— Cj7
n— C3
iso— Cyg
n— Cgy
n— Cog
n— Cag
n— Cyp
n— Cgy

96 %
9T
98
100
98
100
98
96
100
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