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Method of Test for Preservatives in Cosmetics (4)
Lo * 2 0 Agsk ™ 2 * 3 i 4 &7 chlorhexidine ¥ 878 17 i 4 (
I8 LA - )2 Rk o
2. ¥k 2 LR ME X0 0 Ap kT8 BT @ R (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS)
2O SR IVE I
2.1, %%
2.1.1. Redp k45 ¢ TR R
2.1.1.1. &3k 7 K43 1 (electrospray ionization, ESI) -
2.1.12. K +5¢  ACQUITY BEH Shield RP18 » 1.7 um » p j£2.1
mm X 10cm > & F %5 e
2.1.2. &5 A& F % (Ultrasonicator) °
2.1.3. *g kiR & F(Vortex mixer)
22, RE L7 EREY R AR AT F # S (honeywell » & ) 5 2 MR
AR R AT S RO 25T T 18 MQ - cm
12 1) ; chlorhexidine % 878 % pg * {£-2& & o
23, Bo oz Hf
23.1. ZFE¥%:10mL% 50 mL -
232, Jg™ :34/20.22 um > Nylontt 5 o
24, #FA 2 DY
24.1. " g e G vv)ER
PP AR U3 (VIV) BR § e
242, FPAR
PR AR RAE R B ARB RBIL DL (VI BR T e
2.5. B App Rz AH
251, BEApBaRA:
Be? A8 mL > 4ed B3R i 21000 mL > Mg B 0 Bl
RETEHEARIBIRA -
252, #BE4pB B
PP p8 mL o 4 ¥ AR 1 2 (301, v/iv)ig ik o € 21000 mL -
MR 0 PR R IE S B AR B R B o
2.6. BB R
B~chlorhexidine ¥ 878 ¥ 8 * -2 5. & 410 mg » HrEfi< > » %
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UE B RS RF 210 mLo v s RERR - 4 FEE o TR
EREE LR RRR G R R R
o RREARZER FBACA - o

7. ¥ AW
271, - i E(A T AEE Y 283 B KA
Rt din 3 > 2905 g P MR T e~ F P3R40 mL
AR ARITI04 4 > B UEBA R TR 350 mL o SR
im0 BT o
272, vk E B2 % R (4 Frchlorhexidine = 4)
2.7.2.1. Frv -k
KR 3 > BN1.0g M 7]%“—{’ de x F PR 8 mL o
MR R ARFI0A M L ERRREE 210 mLo Kk
VR 0 TR o
2722, B % Ry
PRz 3R N0 g0 MR 0 e FPR RS
mL > A AR T304 48 0 B PR € F 110 mL o
FiR R 0 BT -
2.8, FEWHEHKE 7R E
#ffip‘ﬁ/zii*%jgf%fﬂél 1) IERPAR PE P ,Q#E@%%S%’E*P&
®RY P RTAEEREFTAF o /T}'-"Fﬁui’%}—?’}%—g/p AT g 2
FERFZ2 5EF Y i?d#ﬁ%%ﬁt:* 0 A ol SR G S
SRR A REAZL T E%):
ﬁ%ﬂéﬁﬁwizg9®=c x 10
cd R M REFRIRY 2P RRIZ R R (ug/mL)
VAR A (S L F 2 4 (mL)
M: Btk s etz £ E(g)
A K AT R B A AT iR 2O
R 47 + ACQUITY BEH Shield RP18 > 1.7 pm > p j22.1 mm
x 10 cm
EArg iR & 1 40C -
e ARG CAREBRMTAIEE AR AT
P& ¥ (min) A (%) B (%)
0.0 - 4.0 90 — 40 10 — 60




4.0—6.0
6.0 — 8.0
8.0 —-11.0
11.0 - 12.0
12.0 - 15.0
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40 — 40
40 — 10
10 — 10
10 — 90
90 — 90
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60 — 60
60 — 90
90 — 90
90 — 10
10— 10

#F#4p ik - 0.3 mL/min

it~ 1 1puL -

£ ¥ 7 & (Capillary voltage) : 3.00 kV -

# 5+ JhE & (Ion source temperature) : 150°C -
% 432478 & (Desolvation temperature) @ 500°C -

B HR4E § 18701 (Cone gas flow rate) @ 30 L/hr ©
A B AT i (Desolvation flow rate) @ 600 L/hr ©

WORpIHEsY ¢ 5 £ F R 8B (multiple reaction monitoring, MRM) e
B+ ¥~ 4k 48 T B (cone voltage) & b4 & £
(collision energy)4-*it % =
L A EAET A TALEET B LR T H % G
iz @ (7(<100%) > % F e FlAeT

10 44+ 58 & (%) % 7 4 B(%)
> 50 + 20
> 20~50 + 25
> 10~20 + 30
< 10 + 50
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100 3-‘\16 m/z 355> 120
41 "l Hexamidine diisethionate
S |
J!
03 I
T Ty Ty T T T T T T T T Ty T T T T ] Ty T e
3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
100 a7 m/z 505> 170
< ’ Chlorhexidine
0-- T I “““ T NS NARREREEE T T IR AR
3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
6.10
100+ ; m/z 385 > 186
1 [ | Ethyl lauroyl arginate
=] k
0+ T '"r}"“T“"l""l"“lj"“l'“4""#“"!“"|‘"l“'}“"1""]
3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
100+ 6.25 m/z 298 > 130
1 Lauryl isoquinolinium bromide /
B
0+ T T T T T T e T e "I"’ﬁ'ﬂdl“"l"'\'¥l"r'—r""
3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
6.41
100, | m/z 304 > 91
j Benzalkonium chloride
¥
Oq"‘l T I T 'I“I‘\"‘l‘ A NS B RSN U B
3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
100, 6-/8‘ m/z 412> 72
Benzethonium chloride
X
] /\
O T ‘-s""w'-"i""r-"‘|»'~w'~'\1—r>~1"”|"'w'»*w*“x*"ﬁ'
3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
100 8.08 m/z 284 > 60
Cetrimonium bromide \
i
0+ T L S B N B N B LA B ISR EERARNAEEE RS
3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
1
1ooﬂ1 813 m/z 304> 80
o Cetylpyridinium chloride |
o j \
1 J\
01‘ “““““ T T T T T R R S e e
3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

Bl ~ 12 LC-MS/MS 4" +5 chlorhexidine % 838 1+ /i #| & 1 5. 2. MRM ) 3§

5% 0 x7F
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E - s AR RRIZAIER FF
L AT e Jk K #° Fl(ug/mL)

Benzalkonium chloride 0.01~0.2
Benzethonium chloride 0.01~0.2
Cetylpyridinium chloride 0.01~0.2
Lauryl isoquinolinium bromide 0.01~0.2
Cetrimonium bromide 0.01~0.2
Ethyl lauroyl arginate 0.01~0.2

Hexamidine diisethionate 2~20

Chlorhexidine 2~20
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WA s AR R EITE TR LR R RIS Sk

B+ ¥ A AR
, ErET ]
A g g g RS (m/2)> TR OE RHEEE TEEU%)
i3

A P 33 (m/z) V) (eV)

Hexamidine 355 > 120%* 50
o EST* 40 — AR 0.02
diisethionate 355 > 338 18
A
505 > 170%* 36 /:% R 0.002
Chlothexidine  ESI* 32 WE TR
505 > 125 40
— AR 0.02
Ethyl lauroyl 385 > 186* 24 ,
. EST* 40 — AR 0.0001
arginate 385 > 70 42
Lauryl
. e 298 > 130* 26
isoquinolinium EST* 48 — AR g B 0.0001
bromide 298 > 57 26
Benzalkonium 304 > 91* 24 ,
. ESI 44 - A S 0.0001
chloride 304 > 58 28
Benzethonium 412 > 72% 24
) ESI* 42 — ARt A 0.0001
chloride 412 > 91 38
Cetrimonium 284 > 60* 24
. ESI* 50 — b A 0.0001
bromide 284 > 57 24
Cetylpyridinium 304 > 80* 28 )
. EST* 50 — AR 0.0001
chloride 304 > 57 26
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