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B
.‘ Glycerin
T

Change the Purity (11} to Purity (12} and add the followmg next to Purnfy (I )
Purity (1) Dlethyiene glycol and refated substances—Welgh accurate]y about 5.88 g of Glycerm mix m

‘ methanol add methanol to make exactly 100 mL, and use this solution as the sample solutlon Separately, _

weigh accura&ely about 0.1 g of Dxethy]ene glycol mix in methanol and add mcthanol to make exactty

100 mL ‘Pipet 5 mL of this solut10n add methanol to make exactly 100mk., and use this solut;on as the
standard solut:cm Perform the test with 1 pl. each of the samp]e solution and stanciard so]utlon as directed
under Gas Chromatography<2 02> accordmg to the following condltzons Determme each peak area of
" the sampie solution and standard sclution by the. automatlc mteg‘ration ‘method, and determine. the peak '
areas, Ay and Ag, of dlethylene giycol in each solutxon Calculate the amount of diethylene glycoi by the " -
foliowmg equatlon not more than 0. 1 %. Calculate the amount of the related substances in the sample
solution by the area percentage method; each amount of the related substances other than glycerin and
diethylene glycol is not more than‘.()'.l % and the total amount of peaks other than glycerin is l’lO-’[ meore.

 than 1.0%. : e - -

| Amount(%) of dlethylene glycol= (Wsl WT)X(AT/AS)XSIO 85

Wy Amount(g) of dlethylene g!ycol

Wy Amqunt(g) of glycerin .

~ Operating conditions- ‘
Detector A hydrogen flame-ionization detector. ‘ ‘
- Column: A fused-sahca column 0.32 mm in inside dlameter and 30 m in ]ength ‘coated the inner surface
- with 14 % cyanopropylpheny] 186 % d;methylsﬂ]con polymer for gas chromatography 1 pm in thickness.
| "“Column temperature: Inject at a cons_tant temperature of about 100 °C, raise at the ratio of 7.5 °C per
minute t0 220 °C, and main_tain ata cénstént t‘emperaturehof‘ about 220 °C. |
Injection port tempefémre"A constaﬁt température'éf about 220 °C.
Detector. temperature: A constant temperature of about 250 °C.
. Carrier gas: Helium -
Flow rate: About 38 cin per second. .
Spht ratio: | 20 _
' Tinie span of measurement About 3 times as §ong as the retention time of glycerm begmnmg after the
solvent peak '

System suitability-



System performance: Weigh 0.05 g of Diethylene glycol and Glycerin, and mix in EOO mL of methanol.
Wheh the procédures is run with 1pL of this solu;ion under the above opérating conditions, diethylene
glycol and glycetin are elu;e'd in this order with the resolution bétwe.'en these peaks beiné not less than
70 '

. Systeﬁl repeatabilitx: When the test is repeated 6 times with 1L of the standard soiution under the
above operating conditions, the refative standard Heviation of the peak area of dietflerﬁe' glycol is not

" more than 15 %.



Concentrated Glycerin
BRI

‘Change the i"urity (1) to Puritj; {12) and add the foi{bwi&zg next to Purity (10)
Pu ri_ty.' (11) Di_‘ethyi-ene glycol and. related substances-Weigh accurately ‘about 5 g of Concentrated

| Glycerin, mix in methanol, add methanol to make exactiy 100 ﬁtL and 'use this solution as the sample h

solution. Separately, welgh accurately about 0.1 g.of Dlethylene g]ycol mix in methanol, anci add’
‘methanol to.make exactly 100 mL Pipet 5 mL of this: solutson add methanoE to make exactly IOOmL and
use th;s solution as the standard’ solution. Perform the test with 1 pL each of the sample soluhon and

standard solutlon as dn‘ected under Gas Chromatography<2 02> aecordmg to the following eondltlons

Determme each peak area of the sample solution and standard 50 utlon by the automatic mtegratlon

method, and delermme the peak areas, AT and As, of diethylene glycol in each solution. Calculate the -
amount of diethylene giyeol by the following’ equatmn not more than 0.1-%. Ca]cu}ate the amount of ther_.
reEated subsiances n the sample solution by the area pe:’centage ‘method: each amount of the related
substanccs other than g]ycerm and dlethylene glycol is not more than 0. 1 % and the totai amount of peaks
other than alycerm is not more than 1.0 %. ‘
Amount(%) of d;ethylene glyco]— (WS/ WT)X(AT/AS)XS
Ws: Amount(g) of diethylene g]ycol

Wy Amount(g) of concentrated glycerin ‘

Operating conditions-
‘Detector: A hydrogeh ﬂame—ionization detector.
Column: A fused-silica column 0.32 mrm in 1ns1de diameter and 30 m in length, coated the inner surface :
with 14 % cyanoprepylphenyl /86 % dlmethylsﬂicon poiymer for gas chromatography 1 pm in thickness.
Column temperature: Inject at a constant temperature of about 100 °C, raise at the ratm of 7.5 °C per
' mmute to 220 °C, and maintain at a constasit temperature of about 220 °C.
- Inj ectlon port. temperamre A constant temperature of about 220 °C
Detector temperature: A constant temperature of about 250°C.
Ceﬁier gas: Helium | o
Flow rete: Abouf 3-8 cm per second.
Split ratio: 1 20
Time span of measurement: Abb;}t 3 times alis long as the retention ti!ﬁe of giy_eeriﬁ, beginning after the
- solvent peak, ' | R o 7
System suitability-
" System performance Wexgh 9 05 g of Diethylene giycol and Glyeerm and mix in 100 mL of methanol

When the procedures is run with, luL of this solution under the above operating conditions, diethylene



. glyéol,énd glycerin are eluted in tﬁis.order'. with the resolution between these peaks being not less than
70 | | B |

System repeatability: When the test is repeated 6 times with IplL of the standard solution uhder the
ébovg o'peratinglconditions, the relative standard deviation of tiqe' pégk.‘area of diethylene glycol is not

more than 15.%.
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