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The flushed oxygen combustion method with
the biological material for trace analysis of
phosphorus, sulfur, and halogen

Yoshiko Baba

Summary Phosphorus, halogen and sulfur in samples of the organ were measured using the

flushed oxygen combustion method. Phosphorus in the sample of an organ remained in the combus-

tion tube, and revealed its structural characteristics. Organic chlorine was separated from the

inorganic chlorine and phosphorous. Organic sulfur and fluorine were separted from the phosphorous

and then measured.
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Sample weight/mg Ca’lcd. Found Rec.,
STD-1 35.872 0.26 0.28 109
STD-2 16.372 0.71 0.70 98
STD-3 34.740 0.28 0.28 100
STD-4 45.820 0.19 0.19 100
STD-5 43.635 0.22 0.21 95
X: 100.4%
0: 52%

STD-1~STD-3 ! triphenylphosphine + sodium tartrate dihydrate + sucrose
STD-4 : C24H2009P + sodium tartrate dihydrate + sucrose
STD-5 © CioH1709P + sodium tartrate dihydrate + sucrose
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Nr. Sample Liver/mg Standard/mg Added, % Caled., % T Found, % Error, % Reovery, %
weight/mg
1 1611.4 5.47 - - - 0.34
2 791.3 1.98 — — — 0.25
3 675.8 1.55 — — — 0.23
4 510.2 1.22 - - - 0.24
5 264.0 0.95 — — — 0.36
X=0.28%, ¢ =0.06%
6 1125.4 3.15 0.47 0.04 0.32 0.29 —0.03 91
7 1120.1 3.14 0.40 0.04 0.32 0.34 +0.02 106
8 1031.8 2.89 0.22 0.02 0.30 0.34 +0.04 113
9 851.9 2.39 248 0.29 0.57 0.48 —0.09 84
10 785.0 2.20 0.46 0.06 0.34 0.28 —0.06 82
X=95.35%, 0 =13.76%
R.S.D.=14.43%

Nr. 1~5 : no added

Nr. 6~10 : triphenylphosphine + 2-amino-4,5-dimethylthiazole-HCl + s-benzylthiuronium chlolide 0.4-2 mg was added.

T : Represented as the sum of 0.28% and the "standard added"
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s 1.96 0.60 136 0.12
1125.4 X 2.40 0.66 1.74 0.15
P 3.24 047 277 0.25
s 3.40 128 2.12 0.19
1120.1 X 3.06 1.41 1.65 0.15
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I & LK 5 ml% v, BB ERIERE L
7oo PVELDBRBES TRIL. WEAEEE & PRIBEE A & B
DAL, IEEEH A PRV LT La-ALCIEIR (N
— A4 NTIVT Y 5B HHIL HKICE
2L TI00 mliC L CTHW) 2mleéTE >4
mlZ A TE®%20 m& L7z, La-ALCIETE 2
mle 74k 4mliIKEMZ CEEZ20mle L
VAR A PR & L C9053 7412620 nm D IROLE &
HE L7z,

3) EBRFER L EE

@O RO A7 0= A p-T IV F
0% DEMBOME % 7N L Calet a2 BRIsE D% L
RKEFOTvEET vFEAT L LTRIGET
WoRTHE L, BA4IHERERT, A2 0
— A10-20 mgZ BRBES R L 72 & &, 7 v RIIH
HE3nehroiz,

2) FFRGREHISE 12 B4 5 7 » IR OB
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REBRTIT, L 5RO mREIL L7
v FZOWE I La-ALCH: & XA 72D T, BRI 1%
L72iE 0 7 v FOWME W HED &9 R
5HMT, 7 v MFERE0.1-0.5 g% #bBES
BLT7 v HEEME L, FETFESITRT,
WG REE0.01-0.061TF 3 DI G EE O I E B O F FE %
MDD B7-012, 7 v bF My ol (BT
7y FEEEWRET L) EAVTHEO 7 v &
A F VEROMEMBE R T 5 L, K8 IR
EHWCERMD R otze T, Ty FEAF Y
D—EmEHODLOFMDO A XTI VRLIZA
N, WMEDT v FEAF BRI TRBEDZE
ftx s &, 0.9 gFmlll FIE9ITRT &9
WNT Y EPBRENTz, L7zdS> T, RERT
R SEEE03-07DEPHICA L L ) —EEDT v
FAFEFMLT, MEO7 v FzAL &2
ETAHIEwHBE L THFZIT- 720 208
FHI0EART &) ICHEEO RWEREI TR
ENTze L7zS> T, T v Mg 7 v FEill
FIE, BHDOAZINR NI K —FEREDT v
FAHE 2 AN TB & RBRBED: TRkl % R
R, WIEB L O H 5L L0 T v R
WAL D —F D Ao T2 A A TN NV |ZHEVIA
ALa-ALCETHIE L7ze 7 vAibF b o 2 0EHE
W SVER L MEin s 7 v FR2EH L7z,
Sw & 7 v FRERUETE + B AR AURL & R R L TR

4 TEATEERRE O 7 » FOWERR

Fluorine

Sample weight (2 g)

Caled (12 g) Found (. g) Recovery (%)
26304 26 29 112
13771 17 15 88
15124 14 14 100
17299 5 6 120
12797 1 1 100

sample; sucrose + p-fluorobennzoic acid X: 104, R.S.D:0.1185

%5 7 v A R L C 7 v FE % La-ALC
% 620 nm THll5E L 72 OWLEEE

Sample weight (g) Absorbance (620 nm)
0.5284 0.089
0.2527 0.037
0.4009 0.032
0.2364 0.014
0.1581 0.010

L 7RG O W
SLa : EZRFEL D & % IE L 72 RE DR EE
(S - PN S N7z 7 v RIS
Sar=SLa» + (S8)av
SLas=Suaz — (S8)av
WML 727 v ZEEROFERZED? HHMED
7 v FAF L OBM I REFEI 2 HEE L7z, HIE

0.06 |-

=3 o
o o
E @

T

Absorbance (620 nm)
=
2

0.02

0.01

T T T T T T T
[ [ ]

0.00

AN

0.09 0.10 0.11 0.12 0.13
F  g/ml

% 8 La-ALC#: 620 nmTilllsg L7z 7 v A 4~
0.09-0.13 1 g/ml DML EE

0.09 |-
E 008 d
g
= L
g °
< g07}
8 °
5 F °

°

E 006 |
2 F °

0.05 |-

T ‘
0.8 09 1.0 1.1

F y g/ml

9 La-ALCi%: 620 nmTl5E L7z 7 v EA 4~
0.7-1.0  g/ml DY

09
0.8
0.7
0.6 |-
05

04 |

Absorbance (620 nm)

03

02

0.1 [~

7/ I l)‘AZ ‘ l)f‘l l)fﬁ l)j; L‘l)
o gF/ml

[X10 La-ALC{: 620 nmIZBUF 5 7 v N TFlEAF O

T v FEA T VMEICB AW OB
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WZHlzoTET VT vV i3 EaE L <R
B, WL 7 v BEHEE OO O R
AEFEI LT, SLoTEHE(R 7 % 1 2 722 M8
BRL7cEE 7 v RMEMBEAELE LT, Wi
WS 7 v FEME L2 HE L7,

#61Z7y boHEEEBEO 7O v 71250
2o FLTEFRENOTO Y 7% 245 LT, &
THy 73 —TH D EREL. —FHIIER O
AHEPEOML ., F IR 7 v SR
DA PR A A L CllE It L 7o, BlHEAE
3570y 2R, — ) OFE D& ERIE Lz
BAOWEMEL? S, F—710y 7N, 5o
R OMEMZHEE L. AU L 22 LA
OEREREF O 7 v FRHEMEEINE L 72,

Fl: (&R il 2 B8 7 v #LaW)

N7 v FEH

F2 : gasalklo 7 v el

F3 .MU 7 v ZILEWF o7 v HZH

il

a: (EMEE+p-7 VA OREEFER) %illE

s S AR =YY X N2

b AR 2 I L7 & & D4R

S

Recovery%=100(F1 —F2/a/b)/F3

FO6ITHEMERT

5) ) ¥ Oy

DooE, FELTY VEMEE LT, B
PIZFERE L, WA~ OEEE SIF5 2 L5 T
& 59, Jali% & LB s R O 35 A 12 s
DY IE, ) VIR E LTRGBS L
WEMEWHETLOT, BREBELZVE D E
EPLETH D,

Q¥ > 7)) » s BERBIEERD
W, KEHT—300 4 g/minBIEOBENH > 720
L% Lppmd — % — D72, 100 mgll EOFk}
12 &0 720 Th 53050 LN O#E/E Tl Bl EE~
DI 0,

@V v EJRGy L ARETIZFARIZY ~ OHlED
WReCH B9, T2, 7)) 7R — I
TSR B IR O B4 OHE L1 OB D 5
Y LTS 2,

@LIHFAHA (L—VH) DT v FE
U VERICBITAMES ) v OERERE L L
THENZLTHFATAHFOY &2 MET S

O S S )

6 7 v Msigh o7 v FZORPERER

Nr Caled (1 g/g) Found (2 g/g) Recovery (%)
i = 3 =
1" 11 13 117
2 - 15 -
2" 178 196 113
3 _ _ _
3" 47 38 82
4 - 11 -
4" 12 12 100
5 _ _ _
5" 26 26 100
1,2,3,4,5: liver,

1",2", 3" : liver + p-Fluorobenzoic acid
4" : liver + haloperiol

5" : liver + CéFs COOH (alchol solution)
Sample weight : 193~520 mg
Recovery, X=102%, R.S.D.=13.45%

EFBFICT v ROPE DT o728 A, KRED
MEPEONT, ZORBILBO G ERZE
TY YOEEMEID S5 LOHE SN TWIE
B CTH o 72720, REBREOREZHRT
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FEHCHEIE LTz 7 v 32 ER LIS
HEMEAE L Bz TE 7 v ERS O EASE
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ATHMET S EICED, S50 EHIDN
TOEBRIELNL LD EEZ D,

5. K5 DMEfE~ D 5 EE
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B R HIRBERROHSE & L TPRRIb R G %
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L. PS80 I L72F FOEOFEHT
MERHCTHET 2L KTOREDIE LV,
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TR A AP L7 & SO AR, FEAME
#10.3% TH o 7oA F 0 ) Y EEAD
KT OWEN L AREDE FNI-MEME T AR,
HETH2EROMEMEEL T 5 &k~
T 7%, TERDATH UL 1 B S 720
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weight (g)

2.80 -

278 L L
1 2 3

time (h)
11 KA THIE L 72 FE 0 JiFig 2 o s
(M r 7 IR — POE
i 1 1.770070g), HiEDER=1g

DY aEzat LTI Ha=24 mg/ht § 5
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