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Quantitative Analysis by Gas Chromatography [1]

Determination of nematocide D.B.C.P. (1, 2-dibromo-3-chloropropane) diluted by toluene

Toshiharu Takagi
Makoto Aiura

Gas chromatography has been applied successfully to the analysis of nematocide D.B.C.P. (1,2-dibromo-

3-chloropropane) and toluene mixture. In this paper the accuracy and reproducibility for standard mixture

of D.B.C.P. and toluene were observed.

By making corrections for D.B.C.P. and toluene, precise quantitative results were obtained. The effect

of variations in eluting gas flow rate, column temperature and the range of temperature at which the

determination was made quantitatively without decomposition of sample at vaporization chamber. Several

stationary solvents have been compared experimentally for the separation of D.B.C.P. and toluene in

commercial mixtures.

The following results were obtained ;

The column (4mmx5m), containing Silicone Grease as a stationary phase, the column temperature

adjusted to 170°C and 200°C at sample vaporization chamber temperature. The & were 0.50, 0.57 and
the Cv were 5.66, 0.66 for toluene and D.B.C.P., respectively.
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Table 1 D.B.C.P. £p{% D Retention time (Air=1)

\\\\jﬁf #l Silicone DC 550 Silicone Grease Thermol-2

No. | B 4 |xt#®%| 190°C | 180°C 1ﬂPC‘1MPC|1&PC 170°C | 190°C | 180°C | 170°C
1 | A 3f3| 0.03 8.2 8.2 8.2 9.8 10.2 11.5 6.5 9.9 10.4
2 ” 0.02 - -— — 11.3 11.8 13.8 6.5 13.5 | 14.4
3 " 0.01 — — — 15.8 17.1 20.7 15.0 17.8 22.6
4 ” 0.01 12.8 16.0 19.0 19.5 21.6 25.9 15.0 21.6 25.7
5 Epi- 0.5 17.8 19.5 22.4 23.0 25.2 29.8 21.2 25.1 29.2
6 toluene 9 16.6 19.6 22.2 27.3 30.3 39.0 21.2 25.2 31.0
7 IR e 0.05 — — — 31.5 36.5 44.0 27.3 32.6 38.6
8 ” 0.02 - — - 37.5 43.4 53.0 33.8 41.4 48.0
9 Vs 0.2 33.1 38.6 46.6 43.3 50.3 61.7 40.5 50.0 59.8
10 ” 0.2 61.0 73.9 91.6 71.8 86.8 | 108.8 72.8 93.5 | 116.8
11 Ve 0.04 — — - 80.0 97.0 | 121.8 72.8 98.7 | 125.3
12 | D.B.C.P. 90 83.0 | 108.8 | 149.3 95.0 | 119.3 | 161.5 99.0 | 138.5 | 179.7
13 | R iz} 0.13 | 131.6 | 165.2 |213.2 |139.6 | 174.0 |226.4 | 157.2 | 211.3 |274.5
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HATZuR Y ITT57 4 — I DEEST (B 1)

Table 1 BIU Fig. 2 KR, COFEELS ML
TVDEFREVLZOED, ML O 713 EDF
EREEHL CHMOTMYDOY —7 & FEi b2 L8
HOEND, B —-eNBICFY Yy DC 550
FIHANC BN, FTRATHD DB.CP. ORicE
DENE TN =5DT T - F) vOF
—7 ¢EETD, T¥Z7u—,Lk ¥ i3 DB.CP.
DOHFEMFRAE L CMASNDBDT, 2OMZ5E
W—ETH 22, Lo MLz OHHEE BRI
BLZEWhkd, Y)ay7) -2 BHNTE ML
T EBEETD AMMHOEY Yoo DX —~&— CTH 2
DC, MVIY QY -7 KhE2D28BIVEN, F
LC, MIVOE~7 3Ly 128mv CRES
NBEOTTRMYD VL= v OS2 5 BEIF &
REBNEZEZOND, LEPSTI VYT —2R
ERIEHELCHEHT I N EYTHD EELZOHN
%,
(2) ERMEER LU He OfiE-Z DM &HD
BE

ERERER JUKILEREORECL T, %
ik & 3 DB.CP. RSO BEDES
BIYT DBLCPY. OBLBOBEICL > CRE SN
5, HHEECEL <iE Table 1 334 Fig.2 o7/ n<w
FIALY, FEHE LT Yy ) - X #H
L, 775 AEEE170°C s D.B.C.P. HRAFD 5 H:
WCBNTCENTIND, 10°C O4H 7 AREEERCL »
THYOD Retention Time OFELBH 29, HFTOH
FLREE LT EE -7 O YHBER D ERIEE
TkEEK=T ek D,
SACEREOZECRIL Tid, LML~ D.B.
CP. fifaz 7o LRE 170°C TEAL, &/tEr —
=Bl CRILBEEEAEE L~ & %0 DB.
CP. OBOMOBREEERL CRET~5C Fig 3

D& EXHREB/i, COERLID, GfEEv —%—
5 W160°~190°C ¢ |t D.B.C.P. OF — 7 ORI
LoZRaNE=HELD, 10W~15W (200°C~250°C)
T -7 0Eb Y ¥ — 7 CHMEEI L, 20W~
40W (275° C ~350° C) T3 4 o iR % 4: 1, 350°C
cl3 DB.CP. OSIHL <A D, LiEd-THb
SEEOBET 10W~15W, 200°%€250°C <573 &
EVSEMTH B,

Fy U T AHRAKCE He 26 AL, WEW 30cc/min.
EMML 72, He Wig &@ImiCiid 32 & &ITERHE
ADEOENEHH KT, XiEERTICHENT 32
EITERREER DL He OEBED KX,

AT REE, THOY —7 ¢ld 4mvy ML
v& DBCP. Q¥ —7 D& AT 128my [ )i 2
THEAL =,

DA Eesagtba 202 & Table 20022 <2 %,
AT DT & » CEBR S AHRRIC S[AL TR 3
WMOEDH D DT, ERICI - THEHAT 2HBO0H
IS U R MR ED D EBHFE L,

(3) WEEKDHE

(1) BMZEEOHRC X 3 N mEELORE

T3 D.B.C.P. Rkt DM I FHH-& B Table
2 ICRBEND L SIC KK Voo A~ X —Db DI %
Wo L TCHARIED BPEPRECHEDEZ AHE
BT L2FRIV TP L, XEFEWPABVED, &
& A BMRERIC X D MIEE T ¢ D.B.CP. Dffifg
WCEZDHEINTHDEEZT, ROEMD M=
v, D.B.CP. DAICIR» CHWERKLE ROEEDIC
WEL CDBCP.OfiEshwEd 5, TEAD.B.CP.
DS ARMICEBHLLVEDIEBNTCOL, &
OHEPEDHEICHL ST 2MHE—DHEEEZ SN,
Table 3 |34EICKERL = bV & D.B.CP. & EMEC
{bLEERFFCRFEL,1:1, 1:90 p)bz v DB.CP—

Table 3 & LI F I 8 2 & IE & K
S(DCSSO Area % WOE R K SDCS50 Area % HoOIE RO

1:1) (1:1 —

No. toluene }D.B.C.P. toluene | D.B.C.P. No. | toluene |D.B.C.P.| toluene | D.B.C.P.
1 65.76 34.24 0.7602 1.4603 10 65.47 34.53 0.7638 1.4479
2 66.33 33.67 0.7538 1.4852 11 65.64 34.36 0.7617 1.4552
3 66.67 33.33 0.7500 1.4999; 12 65.44 34.56 0.7640 1.4469
4 65.64 34.36 0.7618 1.4551 13 65.60 34.40 0.7622 1.4536
5 66.09 33.91 0.7576 1.4746 14 65. 56 34.44 0.7627 1.4517
6 66.01 33.99 0.7574 1.4712 15 65.13 34.87 0.7677 1.4340
7 65.28 34.72 0.7659 1.4401 16 65.09 34.91 0.7682 1.4321
8 65.32) 34.68  0.7655|  1.4417 17 | 65.21] 34.79|  0.7667|  1.4373
9 65.76| 34.24 0.7603 1.4603) sz 4 % 0.7612 1.4578

(19)
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NAZ R YT T7 4 — KX D2EEHN (B1H)

SG Area % M OIE RO, SG Area % oIk RO
(1:1) - (1:1)
No. | toluene [D.B.C.P.| toluene | D.B.C.P. No. toluene |D.B.C.P.| toluene | D.B.C.P.
1 66.46| 33.54 0.7523 1.4907 15 66.81] 33.19 0.7483 1.5066
2 66.64 33.36 0.7503 1.4988 16 65.43] 34.57 0.7641 1.4465
3 66.58 33.42 0.7509 1.4962 17 66.22 33.78 0.7551 1.4802
4 66.66 33.34 0.7500 1.4998 18 65.78 34.22 0.7602 1.4609
*5 66.35 33.65 0.7536 1.4859 19 66.55 33.45 0.7513 1.4950
6 65.87 34.13 0.7591 1.4632 20 65.67 34.33 0.7614 1.4563
7 66.70 33.30 0.7496 1.5017 21 66.61 33.39 0.7506 1.4975
8 65.53 34.47 0.7631 1.4503 22 65.68 34.14 0.7585 1.4643
9 66.43 33.57 0.7626 1.4896 23 66.15 33.85 0.7559 1.4771
10 65.70 34.30 0.7610 1.4578 24 66.36 33.64 0.7534 1.4865
11 66.02 33.98 0.7573 1.4715 25 66.23 33.77 0.7549 1.4806
12 65.62| 34.38 0.7619 1.4545 26 66.35 33.65 0.7536 1.4860
13 65.75 34.25 0.7605 1.4598
14 65.57| 34.43 0.7625 1.4523|| 3¢ 15 ? 0.7579 1.4770(
SDC550 Area % i OE R #H | SDC550 Area % i IE R K
a1:9 - 1:9)
No.: [ toluene [D.B.C.P.| toluene | D.B.C.P. No. | toluene [D.B.C.P.[ toluene | D.B.C.P.
1 18.27 81.73 0.5472 1.1012 6 17.77 82.23 0.5628 1.0945
2 18.22 81.78 0.5490 1.1005 7 18.61 81.39 0.5372 1.1058
3 17.85 82.15 0.5603 1.0955 8 17.81 82.19 0.5483 1.0951
4 18.97 81.03 0.5287 1.1100 9 17.92 82.08 0.5582 1.0954
5 17.59 82.41  0.5684  1.0921| 3 3 0.5511  1.0990
SG Area % i OIE RO SG Area % i TR OB
(1:9 1:9)
No. toluene |D.B.C.P.| toluene | D.B.C.P. No. toluene |D.B.C.P.| toluene | D.B.C.P.
|
1 18.64 81.36 0.5348 1.1062 11 19.33 80.67 0.5174 1.1156
2 18.66 81.34 0.5358 1.1065 12 18.41 81.59 0.5433 1.1030
3 18.45 81.55 0.5421 1.1036 13 18.81 81.19 0.5315 1.1086
4 18.52 81.48 0.5399 1.1046 14 18.14 81.86 0.5512 1.0995
5 18.76 81.24 0.5329 1.1079 15 19.30 80.70 0.5182 1.1152
6 18.74 81.26 0.5336 1.1076 16 18.18 81.82 0.5499 1.1000
7 18.56 81.44 0.5387 1.1052 17 18.18 81.82 0.5499 1.1000
8 18.47 81.53 0.5414 1.1039 18 18.07 81.93 0.5538 1.0983
9 19.82 80.18 0.5046 1.1225 19 18.23 81.77 0.54§'_7 1.1006
10 18.45 81.55  0.5419  1.1037| 5 = 0.5375|  1.1059

(20)
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Table ¢ i E % B & K B K K
EaH : I 1 9
FEHIA SDC 550 SG SDC 550 SG
B 4 | toluene | D.B.C.P.| toluene | D.B.C.P.| toluene |D.B.C.P.| toluene | D.B.C.P.
| .
5 0.0051; 0.0188 0.0043] 0.0153] 0.0134] 0.0060| 0.0133] 0.0078
CVx100| 0.67 1.30 0.56 1.04 2.42 |. 0.55 2.48 0.70
% B | 0.7612( 1.4578| 0.75793| 1.4770, 0.5511] 1.0990| 0.5375| 1.1059
ECE = 0.7592 0.5420—0.7592
1.4714 1.1032—1.5452
H
3
[ =
1
O
(87
a 1 : 1 Tohene-D.B.C.P
2 1 : 9 Toluene-D.B.CP i a
=3 % = §
é ¥ 8 ‘
b 1
5 TOR T (Mim 15 g s v 5 TR T (M) 15 R
Flg. 4 1:1,1:9 Toluene D.B.C.P. BRAWD 7 v 7T A
Column ; Silicone Grease 4mm X5m
Column Temgz; 170°C p.
Carrier Gas ; He 30cc/min
Table & 1: 9RAWCBIT 2 Area % BIURIEY
Area % i E % Area % oL %
toluene | D.BC.P. | toluene | DB.CP. | toluene | D.BCP. | toluene | D.B.C.P.
17.92 82.08 9.69 90.31 18.15 81.85] 9.82 90.18
17.81 82.19 9.62 90.38 18.44 81.56 10.00 90.00
18.61 81.39 10.10 89.90 18.65 81.35 10.12 89.88
17.77 82.23 9.60 90.40 18.64 81.36 10.12 89.88
17.59 82.41 9.49 90.51 18.66 81.34 10.13 89.87
18.92 81.08 10.31] ° 89.69 18.45 81.55 10.01 89.99
17.85 82.15 9.65 90.35 18.52 81.48 10.05 89.95
18.22 81.78 9.87 90.13 18.76 81.24 10.19 89.81
18.27 81.73 9.90 90.10 18.74 81.26 10.18 89.82
18.42 81.58 9.99 90.01 18.56 81.44 10.07 89.93
18.87 81.13 10.26 89.74 18.47 81.53 10.01 89.99
17.78 82.22 9.60 90.40 19.82 80.18 10.83 89.17
19.43 80.57 10.59 89.41 18.45 81.55 10.01 89.99
18.23 8L.77 9.87 90.13 19.33 80.67 10.54 89.46
18.07 81.93 9.78 90.22 18.41 81.59 9.98 90.02
18.18 81.82 9.84 90.16 18.81 81.19 10.22 89.78
18.18 81.82 9,84 90.16 18.14 81.86 9.82 90.18
19.30 80.70 10.51 89.49

(e1)
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AT (1)

REWEFANL, 2OHEEY & FIEARE ROEIER
THd, D1 1, 1:9 M y—DBCPESE
WERH S D CE D Lo, TRPETKbbE
B%EEEOR . LERSTEHEEDEL TEDLTIC
¥, tvxv & DBCP. OEELE#HIEL CPHR
e, RENLFy — & Fig 4 ITRT,
AEFZEHT BIUEBFRRE KD TCERICHOD
L7z=®% Table 4 ©H 5, L D EFRIEAEEA
<%, Yy DC.550 F Yy - ROE
IEBMARIER UC, 2 OMIERBOMICH B
NEEASNDOT, 1:1, 1: 9RAWICET 5 MIE
BEE L CHERLE, TbbMEREII1 2 1
BamiciEL ©0.7592, 1.4713, 1: 9EAMICEL C
0.7592, 1.5452C %%, & DFEFEPS ML T v OWEK
B1E92&, 1:1&1: SOMEMEEHERALE
4 DB.CP. %DM 0.5% ORNEELD, Fk
1:1&1:9 prx v—DBCP. OBEFREDEIC
20H5C . DBCP. OBREBERPERE RS TH
LI » CnD EHETHENTE D, LN
~T My, DBCP. O®IEFEIIIRAGE I
1: ORAYWOEREEFRI~AEC, Mz /Bl
130.759, D.B.C.P. B Cl31.545% & Lz,
(2) REETHZ OEMRECET DML
REEYIRZ e &, BECIEL v VHIKERO
Bl T T A ERMEIL S0, MR D DEEN <
2o T D EERBEENE - C, REETBALE

Table 7 it % &

S ELMERE RIK. LEd - CHRIEMOER
Pex AL CHIEL AT IR SR, DB.CP.O
s Cld, REE 4mov X0 128mv ICEET D
PITHENE, EOREMCIEL <32EF0RERBH
NITRL, EEEOY -7 THOHLUHHIEL THH»
EB BB, '

(4) BRMEGS IUTBEEICOWT

(1) RS ORAE

ARy b7 I 7ECLOMESRET DHE,
HEDERELTCELZOND ~HERORENDD
3, ERRTOFEHICI2HDTH DS, EHHECH
ERREFRL T 3728, h0.1mm OREFHEDN
D.B.C.P. DIiE%IC 57 D W EIRCH D, FC M
T VOV -7 EENES DBCP. OMEXCEAD
B4\ 14 +0.3% Table 5, Table 6 X NS TH
%, Table 5, Table 6 | IEMICHMGERALZ 1

Table 6 1: 9RAWMCET D AT VA
toluene D.B.C.P.
5 0.5671 0.5848
cv % 100 5.66 0.63
P 10.02 89.98
R 0.96 0.96
% AR 10.02+0.982 | 89.98-£0.982

Bowm o 0o K

D.B.C.P. % D.B.C.P. %
5 e : A7 e= (b2
RetNo. |62 |7 m| R [TZZ551w m| RGN
89.96 90.75
1 90.46 90.37 0.73 90.78 90.79 0.09 | -+0.35
90.69 90.84
91.28 91.36
2 91.06 91.25 0.35 91.25 91.32 0.11 | +0.07
91.41 91.36
91.15 91.84
3 91.38 91.38 0.55 91.84 91.87 0.10 | +0.49
91.70 91.94
92.23 92.35
4 92.78 92.26 1.00 92.36 92.36 0.02 | +0.10
92.73 92.37 |
92.73 92.74
5 92.78 92.73 0.11 92.68 92.77 0.21 | -+0.04
92.67 92.89 ]
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HARTu2 VIS5 74 —CLDEESW (GB1)

IEEWHCHIL CERLBBMERDELDTH S,
MUV B CEBMRESKE W C ST T
ThHd, XEEDHREICEL Tix, JPI Vol. 4 No 4,
p. 288 1961 IKFEL < BEIN T2,

(2) fEAHdE O

AVT B =V TN a—-VECEERBRF MY v AR
BRICLDEBEL 2BRE, ixTuv v 757 4 — 1
Lo CERL =#EEs Table 7 CRT, CNSIEE
—ABHC OV T 3 MR L WL 2658, AELLE
STefBERLC0d, HRAZ O N7 5T 4 — Wi
ROTBLLUEDICH TN D, ke LT b2t R
VREL, KERETER?NE L, FEMETHZ Y
BRI N TT7 4 I DBEREOHBIVEINZ S,

S8 ART702 W57 4 K& B EESHEE
rg:

AT NI T7 4 —icd 3 BRAMTWCELT
3, BREHELI~KRA—-KLAEFS BEE 1T B/
Vo LLEDEBRD»SEHERIFERI2SD & T CTH
7=

Table 2 E LI FHHEH

# B BBHRAZ7nw 75 7GC—2 B
il

BT A AT VVARF -8, R4 m,
RE5m

AT LFEE A Silicone Grease (30~602 v 1 =)

R E

%ok = R

— D

170°C (A4 v —4%— 150W o
v hwu =)k — 4 —50W)
200° C~250°C (k — % —10~15W)

-DBCP

~Epichlorohydrir.

< Toluene

- Air
REFE1 28 mV R
~—RXE128 mViDIE

KR cot])if

Fv T A RX ~Y7 A 30cc/min.
I3 B dmv~128mv~4mv~128mv~4mv
7 )y Y EW 170mA.
BOHM R BEHERNA L TRTUTATAY
b, 4 fRPRE

0 &k M =% VD 10mm/min.
£y ¥t = 0.025cc

(1) #1F

Table 2 D& 5 BRITELHL T2, ENENA
Avb—%—, avia—)v—%—, GEr—£
—ERELBREAND, FBICA~Y Y AHZ%E @
o TAEREREISLEL T SRETE LUK
SEMEAL, BRARE 2mv ICTR—X54 Ve
PLY, EOREWE DB FRIFT AP BLR
FHEAETTS,
ARHEAKCBIL T3, REHERARRE 2mv CP
RHELREERRLEL CHRUBEP RN & EFED
el Amv ORREIC TR E TUREMED % X £ —
FMERD, KiICI LB ZREINETI 7Y v Y
(A& 0.25cc 1 A% 0.01ce) (&b IBL, 20
0.02ccZ ABBWCIIN D &0, KRR KILECEAT
o BiFERH TV a vy ) - 2084, R.T.
2 PBRCELDOY -7 BHEL, BEOY —-710
WADBRC I VT O~ 7 0SHMBT 2, MV TV
E—7 MBI D =S, KREE 128mv (CHHEZ, |
WEDQE - PETL2SH/Y 4mv (CH)iaz 3,
TORAMBICT EHEE BEO ¥ —7 XD #17 H81C
D.B.CP. OV — 7 5B 4% 2 & PO RES 5 128my

“RREE4 mVTIE

=)
o[ --Start 4mV

5 10R T (Min) 15
Fig. 5

20 25 30 35

10% Toluene g4 DB.CP. 7 < 75 4 54|

Column ; Silicone Grease 4mm X5m
Column Temp ; 170°C
Carrier Gas ; He 30cc/min
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HAI7 v /574 =L DEESN EL1R)

YR, ¥ — 7% T LRMFCHURES 4ny (ZY)
BACHBIEMHI D, BBITTHES MR~
AT4VEERL B & B, SIEELORBE
2R TLCRODHTOERMEITS, 1 EDOHPICET
3 NG AH40 62T H 5, Fig. 5 B8R

(2) MRETHEE

ENENOY — 7 HREE FMESC CEHEL, i
BARERD, ZNENHMEREERLC Wt % &
LCHERERTRT 5, ¥~ ZEEOWEC B A I
HFA4&x- PR &AL, Yiomm F CIEFK
MAMD L ET D, EEROWERESD DB.CP. O
D RETHEBIANTH D EWCHLDOEREETLS
RETH D, i
kFC X DB.CP. OMEssET 5,

HixWixRix{nxFix100 .
: - ~—Pi %
b3 HlXWlXRlX_anHl

Pi: KA O Wt%
H:E—7@Eé

W : ifE

fn : REYIAIC X 5 FIELRE
Ri: RREEUIHIC X 255

. Fi: 8REE ORI X 2 WIERE
4. #H + T

FEEEA LN 1 : 9 Toluen : D.B.C.PESMICEIL
ik D.B.CP. OMEND FOEBL BWRD TR,
ThE, EELCHERREET D &IC L > TKDE
ETHRETEDEEATC D,

FHEME L TlE SSG.BITSEODNTNEFRL
CTHKER D DB.CP. OTHMOER & o THL
PIFHCEPEZL, BEORRC-BEMEELLD
DEEEORECH D, HEHKIE Yiomm T TIEHEICH
DEedz EMBHFL, ML= Bl T o 130.57
C.V. | 5.66%, D.B.CP. L <i¥ 8 ¥ 0.57%
C.V. |Z 0.66% <&V, D.B.CP. OBEEMEBILI/NT
HD,

715 MR 170°C, KULERELYL 10~15W (200
~250°C) ICRET D &,

HEKE Z OHEREMC Y > T LROBEY XTI
W, MRARCESHOBYRTs
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