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Benzoic Acid and Sodium Benzoate
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1. RBEOME

B OREBEFR L L EEET MY U AL, KEKABEC L 0 g U1, ®’iks
0~ N7 7 4 —ICLVEERRE LTERT S V. LEXRHIVUL, D TEIERLTLES
e N U LAOEE L TROD. BETIZIE, RROLZEFEP I L TWDIEELHD. L
2o T, RIEFIZZNOORMEFM E L TERT AL, ERMEIIFEMBROREE
fELimEsnizbo L OEFETH D 2.

LREWRE FFET DUENH H5E121E, BRICSE L L ORTHRBRIEZ WS Z LN T
5.

2. RBik ik~ 777 0—)
(1) HRROLRER & 3kt
— B E 2 HET 5.
(2) BEHEOM
PEHE AT ULV D5 LT, EOR 5gd A% FEIC& Y, 500~1,000mL DO ALK T Z A
T AND. ZAUTK 100mL, AR (15—100) 10mL, kT RV oA 60 g 2Nz,

500 10mL OB HIHE CARRZ R 21T 9 BB 480~490mL (272~ 7= & E 7K 200,
KZIZ CTIEMEZ 500mL & U, Z O ZERERRE 35 5.



(3) M AR D PR

22 0.100g Z IEFEIZRD, A X ) —Z N2 THED> L CEMIZ 100mL &35, Z 0k
ImL Z1EfEICEY, KEMAZ CTIEMZ 100mL & U, fE#KRE 325 (20 1mL 1322 858
10 g Z5Te). BEMER 1 mL 2 EREICEYD, KEMZ CIEMIZ 100mL & L, F7o, 0K 1,
2, 5mL &N 10mL ZZEEHEMRICEY, TREIUIKEIN A TIEMEIZ 10mL & LU, HEi
AR &9 5. (IO ImL 1Y, ZEEE0.1, 1, 2, 5 KN 10ug #5&5Te).

(4) ek

O WESEMs
INBRIUR NSRRI 7 v~ N7 7 %, IROKMFZL > THIET 5 0.
HTEFETAHND . A7 2T Uik 17w
BT LESY . N 4.6mm, £ 50~250mm
717 KNEE - 40°C
BEfH 9 A% —) + K+ 0.2 mol/L U > EekkEi#R(pH4.0) (36 :59 : 5)
Jie : 1.0mL/%y
HERE : 230nm
@ mHmER
st A YRR DOFTEUZ N K R O AR R e 2 20 L O & IEfRICE D, K
Ko ma~ N7 7ICFEAL, =7 @S I — 7 R DR ER A ER T 5.
® TEWO
AEHE 20w L 2 EREICE Y, {RkiK7 o~ N7 T 7ICEAL, b —7 &I ie—7
H LA Lo TRBHR P OZ BEMRIRE (1 g/ml) Z3KD, RAUZ X > TR 0% L
Hhza g (gke) ZiHET5.

cv
1,000 x W
C : #BHE P O BAMRRE (1 g/mL)
W : B OREE (g)
V: ikBHEO®E (mL)
ZRERT M) U LAERE (gke) = ZEAMGE (gkg) X1.180

LZRAERG R (gkg) =

S i
1. WARS - [k
2. AKX —)v: [@diEiks v~ 77 7 H]



3. U R [Fk]

4. UV BE—N1 U 7 L (k]

5. 0.2 mol/L V &% E{R(pH4.0) : U fg—H VU 7L 27.0g &V LR 0.2g (ZKEMAZ THA
7> T 1,000mL &4 5.

(]

D YAEVEE T NaffiRk T 4% o2 BEHT AT VS [F— O/ C ot a]
RETHD. 72120, NTAXFREEFHT AT NVEE, KIZTOOEME LIZ W2, 1
BERVETHD.

2) RIRHKOLZBEBIRHEINDRML, 77—, NTRORE, FEEEO
AR SE (ARB®EBS 0 B AFE, 17, 542010 ,
http://www.nihs.go.jp/dfa/food-db/food-index.html) T 5. FEEEFLELS TIIBEDIC
KD BIRBED R L0 ZEFBIPERSND. —JF, Mgt v ) A LM S
INERIN SVED T B T, BB LR Y A ANSR L CREERE L Thitish 5
BAENH 5.

3) EEBOBENRA 705 E1E, SEHRIEZ L T L. BEERE 50g 054
1%, AKBED 720D T, K% 100~200mL & L, fafnk7es X otk NY 7 A% 60
~80g ICEHT 5. SHIZ, B, BIETHD 2 L 2RI 5. 1221, My /37,
BN DA TIE, ABHRIUENZ & TR REEPF LR &N DD, ~—TH
U AZB W CEEHREES 50g & 5g DA DR/ S F — 2 27K 1-1 IR T

4) FEHEEEZ 5g LT 554, U LT WEEEDO - HEMARE, U a— g
NEOWIMILEEZ2\ N, > U a— IR 2RI 2558120, BRI 7 L— RO b0
EHAL, RAFEHE ST RAIS I L.

5) BRIROWE Y I AT LOBEFEEY DJRKR E 725, 53810 7 LOREDT=D, BFIRIC
B PBIEEIN2WGETYH, HIRE KRR T NI 7vdaoTF LAy 7507
4 VH— (045um) 2EEZRHWTABEIT) ZENEE L. ZOHE, SEHKIIRK
WD AR 5mL & 5 CIZITERIL 7= AR E T 5.

6) WML, —BlERLTIZB DT, AND BT Ao T, sk OVEAN RS 2 5%
T5. F£7o, KW EDOBBEEDTDIZ T TV Mo T> TH L.

7 HROFETAITLE LT, V—oP A o AR EHE Inertsil ODS-3V, 1k
LWV AN eSS, L-column ODS, Waters #E8 Atlantis dC 18, 774 7 A7
184 Cosmosil 5C-18-AR-1I, # ¥ — A =41:4E TSK GEL-ODS 80TS %M T& 5.

8) Wt 4.6mm LSO T ZEEMATLZ ENTE D, ZOHAIL, KROFFELLES
BTN OV EARZZEF T 5. P 3.0mm OO H 7 22T 58561F, 5
TIEEE 0.43mL/min, HEAR 85uL 72573, Jid 0.4mL/min, A& 10uL &
LTH L.


http://www.nihs.go.jp/dfa/food-db/food-index.html�

i (mL/min) = 1.0 X (B7A2EONE(mm)) 2/ 4.62
HEARE (pl) = 20 X (7 2FONE(mm) 2/ 4.62
KA 8um BLFOH 7 AR TAREEHT 28561%, KBS 50 ~ 150mm D7
TLAEEFAL, WA AR LG ONSHED 1.5~2 52T 5.
9) O, FTROBIMEENS T Vx MNABESEMEFATE 5,
72 R=hUL K 0.2mol/L U &R (pH4.0) (28 : 67 : 5)
c AH )= T b=V 5mmoll 7 = U EEEEK(pH4.0) (1:2:7)
«6.1 mmol/L BALEF N AF LT =7 AEH 26 mmol/LL U Ve~ KFEF LU 7 A
Wi« A% )= TEF=FUL (45:18:42)
« AZ =)L+ K02 mol/L V VEEEER(PH4.0) (2:17:1) &EAKX/—/L K-
0.2 mol/L V ViR (pH4.0) (14 :5:1) (2K D7 TV Mak
c AZ =) 7' b= FY /L - 5mmol/L 7 = U BEER(pH4.0) (1:2:7) &A%
J—b+ T h=FU/5mmol/L 7 = EEiEfEi#HEH4.0) (5:4:11) (X572
Z v MREE
(7 b=h U MT@EERAE 7 o~ N7 7REERTSZ L. £72, 5mmol/L 7
T UEREER (pH4.0)X, 7 = l—KF 7.0g KOV =R b U AT KFI
6.0g (2K Z M T2 LT 1,000mL & L, FAKKT 10 fHHm R L CRELTH 2 &)
VLB RO e R fEig & OSBRI 2K 1212, 77 Uy MNEBRC K D Vv
EUWE, Tk Rk OV T A% g BT AT VE & O S BEF A T 1-83 R OVE
1-4 (2R T,
100 REOEERER (FEHEEEZ > TERTH I EDOTE HHWOITWE Of/NRE) 1%
0.01glkg & 5. 723, T—HEFTTHEL, AIHTEZETH L.
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LRAER, YIVEUEE, Tt FulREER (% 5.0 1 g/ml)
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0 5 1|0 15

min

RIESATR =
%17 2 0 L-Column ODS (% 4.6mm , K& 250mm, Rk 5pm)
BBl : A % 7 —/L « 7K + 0.2 mol/L U » k&R (pH4.0) (36 : 59 : 5)
17 AR 40°C
FEE 2 1.0 mL/4y
fttigs - UV fettids (230nm)
FEASR : 20uL
VB VBN EIREOS S, Tk NaFERO L.

HX 12 ZEAEE, YALEVER, TE RafifEorsa~ 7T A
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R, YVE U, T b FalEER, T A U BERRT AT VEIEER (4 5.0pug/ml)

b N e
] @ @ T A EEERA T
20 ®® ® RTAXVRRERTT IV
] ® ©0 gg|© 7H¥ REAMS YT aEN
@ NTFXVRBEHT e

| +— J @‘\_/J M J’L NI X VLREERA Y T TV

GRIE G4
717 2 : L-Column ODS (W% 4.6mm, KX 250mm, 748 5pum)
717 B 40°C
BEE © A KO BIRIZ O T F ROV AR TR
Ag A% J—)v /K 0.2mol/L U ek (pH4.0) (2:17:1)
BigA % /7 —/v K+ 02molL V »EEEER(PH4.0) (14:5:1)

KEGy) | AR(%) | BiR(%)
0 50 50
10 50 50
20 0 100
25 0 100
25.1 50 50
30 50 50

Jieik ;1.0 mL/%y

FrER © UV RN i s
HIEF R : 230nm

AR 20uL

NG A X VR REM T AT VAR G TR R TR A EENER &2 P9 2 BRITIE 60% A
J—NVEFHTHZ L.

HX 183 77V MNABHEIZ XD EZEERE, YV U, T Rufifg, 74 %v
CEERTATNVED 7 a~ 7T 5



ZAFM, VACUEE, T N aEk, T 4% S RAFRT AT VB (4 10 1 g/m))

@
2w O &EER
230nm | || © @ YAEUR
® 7t FoE#
@ RIFXEREHRA T IV
© ® RTIF L EAERTTL
© RIAXVEEERA Y L
D RTFXREFHRT 0N
@ @ 60 IRT I X VRIAERA VT TN
260nm J‘ M 0 © RTAXEBEHRTFIL
0 10 20 30 min
GHIESAR

717 A : Cosmosil 5C-18-AR-II  (N£% 4.6mm, £ & 150mm, RifE5um)

717 HIREE - 40°C

BEIFE © A KO B RICHOUNT F R ORI AR TR
A A% /) —)+ 7 b=hrVU/b - 5mmol/L 7 = iz pH4.0 (1:2:7)
Bt A% /—)v+ 7+ b=k U/ -5mmol/L 7 = FiEEik pH4.0 (5:4:11)

KEEGY) | AR(%) | BiR(%)
0 100 0
10 100 0
15 0 100
27 0 100
30 100 0

itk 1.0 mL/%y

iR © 74 A A — K7 LA fathigs
HIEPR K : 230nm, 260nm

HAR 20 L

NG A X VR REMT AT VAR G TR R IR A EENER 2 P84 2 BRITIE 60% A ~
J—IVEMHTHZ L.

HX 1-4 77 vy NEBREC X D2 ZEFM, YVE Vi, T e Rafig, ~I74% %R
Flr AT VDT v~ ~ 77 LDOH)
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1. RBRIEOME

BMPORZEERIT, WK a~ NTT 7 - HE&) ﬁﬁ‘@@MS,M¢7D7b777
2T WEBESHTE (LCMS/MS) X A7 u~ w757 - BESHE (GC/MS) |

0 ERAZITH D

2. Bk
R B A (LC/MS XL LC/MS/MS (2 K % 55HT)

(1) BiEOEE & RO TR

—AEEHERIE A TE T 5.

(2) FEHE DR

1 ZEEB N OLZEEET b U LAIT 4 T 4F o LZEFBT AT )VEORRIED (2)
AEHR DR A Y35 2.

(3) HFAEER DR

1 ZEFRN O BEHRT N AT 4 RTAFVZEEHRT AT VEORBRED (3)
K B RS M OB 2 YET 4 5.

(4) MEE

© HESM

LC/MS & % ME LC/MSMS % IV, KOS k- THET 2 9.
NTLY: F 7 Z2TINT YUY B0 A 2.1mm, S 100mm
A7 MR 40C

BEH : A RO BIRICOWT, AB (7:3) 7205 AB (1:1) F COEMILEE AR TR

+% 5.

AR 0.05vol% XM EA 5vol% 7 k=K VUL
Bifl 0.05v0l% X EH 95vol% 7 & h=h UL

P ;0.2 ml/4y

AFAE— RO EST (—)



oA A (/29 -
1) LC/MS D4 121
2) LCMS/MSY D56 ) h—H— A4 121, Ta¥ 7 M Av 77
@ EMEY
R R O 2 n L9 %& &Y, LC/MS Xt LCMS/MS 2 EAL, Z7u~ 7T 4k
(R S 72 =2 ORRFFRFRERER & —8d 2 2 L 2l 4 5.

A B 5B (GCMS (2 L 5501

(1) MIROEREE B O FR L

—IEGEARHREEZ HEH 5.

(2) FEHE DR

1 ZEEMRL NZRBEHT Y U LAORBRIED (2) WEHROMRB T 4 RT4F L 8FEK
e 27 WVHORBIED (2) WEHROFE © Zofhofd OKERZARE) AL,
BONTRE S0 mL IZY VgE M CEE L, Ziucy=FLo—7 )L 50 mL # 2 TR
EOTDH. VTN —TI)VEE 1/10 BEOKTHE L, AT N U U ATHAR, A
TAHBL, AREBITEMET S, BifzE 7t b T LR E 32, HDWIE, T4 R
F X ZEEBT AT V] ORBRED (2) HEHROHRE O & o7 Bk 0w
Bin GEERhE) © a ORIHIE UL b DMK Z RN, REEZ 72 h TR L, URHK
LT5.

(3) HFAEER O

1 ZEFRN OLZEEET U v LAORERED (3) MEHRNEEROFMEZER TS, -
L, BT FoEHNWA.

(4) etk

O WESRM
715 10 NEL0.25mm, & 15m D7 22— A RV U BEONTICH A u~ N 757
A4 —H5%7 ==/ 95% AT NKRY vaxH L 2EX025um THELZLD
717 KR 1D 0 40°C(2 47)—(15°C/43)—230°C(5 43)
HEARIREE @ 250°C



HEAFK : A7V v hL R
Fy U Y—TA: ~NUTL
KNIV AT 7 =T (A v H—T =—Z)RE : 230°C
A A AbE—F (EHE) : EI (70eV)
HEAE:2uL

@ EM
#HBHE A GC/MS IZIEAL, 7 r~ h 7T A RIS Sz B — 7 ORI 2 = ik & —
HTHZ L R~ RART MV EOTFEE— 7 OFRELLAERER & —81 5 2 & 2R 5.

AR - Ak
1. 7B h=r U [EERE7 v~ N 77 7]
2. X2 [98% Fik]
3. 0.05vol% X R & 4T 5vol% 7 & b= b UL : ¥HE 0.5mLIZ7 & h= b UL 50mL & UVK%E
MAZTIL &F5.
4. 0.05vol%FEEEH 95vol% 7 & h=h U L : ¥ 0.56mL (27 % b=k UL 950mL & ®
KEMAZTIL &35,
5. MRS N U 7L e MU v A (BEK) TRRR
6. U B TRk

(V]
1) ARECXY, YLE U, T Rafiigk o0V 4% 2 BERT AT VN R
MR TE 5.
2) KEEmE, YNVEUVEBKOTE FEFHRIZOWTE, RT3 U ZERRT ATV
) ORBRED (2) REHEOFROE 2 v 37 5 R OEIE & S Gaithhitiie) %
HWDGEITIE, BA TR =0T DIRET D70, K I3z <, fittikz

AR
3) T OMOPESRMFIARERAE, BERIREROBEN R KRIC2 D L)1,
b O CORIEEEAT .

4) TIROFTTAHA T HE LT, (LFWEF7eHE SR L-column ODS, Waters #15
ACQUITY UPLC BEH C18 %M T 5.
5) IREEAELOSMEL, AT 20007 ALV EEEET 5.
6) LEEMmE YNVELUEE, Tt FafFfRk 0T 4% U ZEEFRT AT VEHDA AL
E— FROTERA A U B ERITRT.
7) LC/MS/MS D&% LLFIZRT .
LC/MS/MS 21451



41L& : Waters Acquity UPLC , Waters Quattro Premier XE
717 2 Waters fH8 ACQUITY UPLC BEH C18 (Nf% 2.1mm, & & 100 mm,
BI1FE 1.7um)
N7 LIREE : 40C
Bahi : A& O BIRICOW T FEOREAR THIKRT 5.
A& 0.05v0l%FM&E A 5vol% T & b=k UL
B 0.05vol%XHeEA  95vol% 7 h=kU v

KEEGY) | AR(%) | BiR(%)
0 70 30
5 50 50
5.5 50 50
5.51 70 30
7 70 30

Wi ¢ 0.3mL/%5
A A A= R ZEFEE ESI (—), Zofh ESI (+)
HEYE : MRM
T NR— g VIR 400°C
ZOMDGAF: - FFE
8) LC/MS & MW TEMMREIT 258, BMPOIMENDICL D~ MY v 7 2RI
KV e RAR D RN 8 5 728, BIE, *IGEEO BRI i i e 2 I L,
E— 7 PR S D Z L 2R T .
9) ~AANY MUK DHERDREE2GE, SIM E— RICK W RIEEITY, v A7
~ 7T A RITHRH Sz B — 7 BERAFEMR SRR ER & —809 2 2 L iR
5.
SIM #IRA F > 2 YILEVEE (m/z112, 97)
WREN (m/z122, 105)
7 & Nk (m/z168, 153)
RTFX VR RFBTT IV (m/z166, 138)
RIFXVREEFRT BNV KO, V7 r el (m/z180, 138)
RIFXVREEFRT TNV OA Y TF IV (m/z194, 138)
100 HlROH T L E LT, J&W F¥ 5 U —H 5 L DB-bms E3MEHTE 5.
11) FHROSEMEL, #BHT 2000 7 2LV EEAETET 5.



IR LBEEEE, YIVEUEE, Tt RuFHELOVUNT X U REBRT AT VEDA 4 LT

— RROCEAA 4
oS - LC/MS LC/MS/MS
Gy | SBR[ T FEss
A Ay A Fy A A
RN 122.12 — 121 121 77
VILE U 112.13 + 113 113 98, 67
Fv Nue i 168.15 + 169 169 85, 127
[ = = N L70)
NTAFRLEBER | 19499 + 195 195 139, 95
A TFI)
R
NTAFZEEER 19090 + 181 181 139, 95
A V7L
o = N P g‘% —La
NTAFVRBER | e61g + 167 167 139, 95
TF )
o = N P g‘% —La
NTARTEBER ] 19499 + 195 195 139, 95
7 F I
P
NTAFVEEER 15090 + 181 181 139, 95
7 ate)
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Sorbic Acid and Its Salts

VIV E R IIVEUEETI Y T A
Sorbic Acid Potassium Sorbate
o H 'ﬂ

HC\ HC\
\c/ “COOH \c/ “COOK
H H H H
CsHsO2 : 112.13 CeH7KO2 : 150.22

VILVE R IV T A
Calcium Sorbate

T
HAC
3 \|C40\C// “Scod | caz
T

C12H14CaOs4 : 262.32

1. By E

BRFPYNVE U, YVECEED Y ULARRY VE BT T AE, KEKEEIEC
LR R L%, WK o~ 777 4 —IZXV YA EVEEE LTERT D, LERN
L, HTFEEZECCIAEVEBRD ) LTI NVEUBRANL Y T LADEE L TERD
5.

VVE RO O A R ET D2 EN B DY 1 ZBEFBKR O EESET
b)7A@ﬁﬁ%@%ﬁ_£%&Lfm?ﬁ&%%ﬁ%?é:kﬁ°%5

2. Rk (k7 o~ 777 4—)

(1) BRIAROLRE & SO TR

(2) #BHE DO FHHR

(3) Hrlir HEEER OF R



(4) WERE D
ERE (1) ~ (4) 220 TiE, 1 REHFBEOZERBT MY U LAORERIEL T
L. 122l TREFR X Tyve v L35,

YVEVEES Y U AER (gkg) = YLEUVERGE (gkg) X1.340

VIVE VBRI AR (gkg) = YAV E VS E (gkg) X1.170

[¥E]

D YN ECBORINAIY 260nm T2 THD. ZEEM, T FafflFE L
230nm CTHIERHETH 523, WiFEE— 27 NERDIHHICIE, VL U BROWLIUE K
® 260nm I THRET D & L.

2) AKIZE D VIVE VBRIV T AOTRINEIGRER OfE R 2 11 2-1 [T

3) AREOEEMRA (BHEMZEZ L TERT DI EDOTE DWNITHE DR/ NRE)
13 0.01gkg & 95, 723, T—HERTT IR, A FEZBETL L.

HZR 2-1 Y VB VRN T AORFER LT ORINEIEE*

Rkt e () wniE(gikg) | [EUEE(%) TR YR 72 (%)
~—HU 5.0 0.5 91.8 3.0
SRRV 5.0 0.5 92.6 1.1
F—2 5.0 0.5 85.7 4.3
MEIEZ 5.0 0.5 90.0 0.6

A 5.0 0.5 92.8 0.6
Tv¥ay 5.0 0.5 89.1 0.8

I 5.0 0.5 94.4 0.9
LX o 5.0 0.5 95.8 0.9

FLovva—x2 5.0 0.5 95.5 2.2

A 5.0 0.2 97.0 0.7

* 5 AT OFE
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Sodium Dehydroacetate

HL_ _O_ _O
| - H,0
Z S COCH,
ONa

CsH7NaO4 - H20 : 208.14

1. B

‘T Fafiig) MU UL, KEKGEEIEC KD B L 72%, #iks e~ b
777 4=k T Falige LCEET S, NERHIE, HFERILZFELTCTE R
DR R U T ADREE L TRDS.

T b NuFiga e T 20 ERD HHAICE, 1 REFBEONZEEFRT N 7V AD
RBRIEORHKICEZE & U ORTRBRIEZERNT 22 L8 TE 5.

2. WBE (k7 e~ 777 40—)
(1) RO TRL & 0O i
(2) BBHEROFHR
(3) F S FARE HEIR O

(4) WEWE VD
FFE (1) ~ (4) 1220V TiE, 1 ZEFBEOLZERET MU U LORBRIEZHER T
5. 1P L, REFREE) 1T [T Fulifg &35,

Tt RufiEr ) vLaE®E (gke) = 7 FeFigE & (gkg) X1.238
(7]

1) EEEEKs o~ 77 T7Hh T 50%, ERERSAHE Lizh T L& FbiRne,
Tt RO — 7 N2 NWZ ERnH 5.



2) T b Fafieit, 230nm & 310nm {TIT IR K238 5 .

3) AKEICBITAHEERR (BEMEEZ L > TEETH I LD TE DWOITWE DR/
) 12 0.01gkg &35, 2B, T—HXE2F T HEIL, A TEEET L
L.



4 NRNIARVLEEBERT AT VR

p -Hydroxybenzoic Acid Esters

RIF XV REEFMA Y T T RIFXVREFEA Y TR L
Isobutyl p —Hydroxybenzoate Isopropyl p —Hydroxybenzoate
B4 NT e Rax U ZEE/RA Y 7T B4 T Rex U ZEERA Y e
CHD Chg C”> CHy
COCHZC\H COC\H
CHj CHs
OH OH
C11H1403 : 194.23 C10H1203 : 180.20
NI FHF R BEBT T NI FXZBERT TV
Ethyl p —Hydroxybenzoate Butyl p —Hydroxybenzoate
B T Rex U ZREBTT L B4 T8 ReXx U ZERERT TV
| Il
COCH,CH; COCH,CH,CH,CHj;
OH OH
CoH1003 : 166.17 C1:H1403 : 194.23

NI FXVEREFERT 2 BV
Propyl p —Hydroxybenzoate
B4 NT e ReXx U ZEER 7 7 e

i
COCH,CH,CHj

OH
C10H1203 : 180.20



1. AR

RS FRVERBFERT AT IVEIL, &2 237 B OEIEN &) b LI
X0, ZOMOREN DITKELRABABIEC LD B L%V, RT4F U ZEEFHRT A
TNDOERR Y T NENRK 7 a~ 777 4 =12 XV IER, D TEEEZELT,
NIFFRVEEEFRE L TERT D.

NRIFXVERBFBRTAT VEERFET DHERND H25E121E, 1 ZEFBRK VZERK
it U U AORBRIEOHRICSE L L ORTRRIEZERT 52N TE D,

2. WL B~ 777 0—)

(1) BIROEEL & FEO RS
— MR EUE A HEH T D .

(2) BOEHED A

O ‘& o7 BREEOEB S R HE)

a i

B UL D D5 LTk, 0/ bg A REEICEY, 95 vol% A% /—/L 20 mL &0
Z, TEVFAYP =2 AT 1~2 pMRET T AR LIZ1% 9, 3,000rpm, 10 43 Loy BEL,
FIEEAET D, FITERAEIZ 95 vol% A /—/L 15~20 mL Z Iz CRKEOE/EA I 9,
FEDAHIKEEE, 95 vol%AZ /— /)L TCARZYEFT HLEH1Z 50 mL IZERL, kT 5.

b AER

WHBL S =4 7 9T, a TELAVZHIMIK 5 mL (2 0.1 mol/L V% 20 mL Z/x TR
FILToEZ2 AL, WHRITIE TH. IRV TAERZK 20 mL THW, Wika 7 LIZEAL, it
R ITEE TS, ROT 50 vol% A% /—/L 10 mL Z7EAL, Jit KT T5 9. IRWT, A%/ —)1
10 mL ZEEIC S>> THEAT D, BONTIE IR A TRIE MR A A AR =0T 2 ) O M A
PEFEAF LRI = DT 2 ONEFIZERELTZH O DITEAL, YIOEEE 5 mL 245 CT-1%,
WHRZBRET 5. Z00E 2mL Z EfEIZEY, 50 vol%AX /— /L& IZ CTIEMEZ 10mL &L, 3
BHkE 3% 910

@ Zofiofdil OKEK[KEIE)

L X 9 A OERZOWTIE, 3B 5mL # EfMICER Y, oMo ONTIE, HE%
AEISUTT D D5 L7, £ 0O 5glD 22K IZ& Y, 500~1,000mL OHET T A =2|T
AD. ZHUT/K 100mL, AR (15—~100) 10mL, #EibF ~Y 7460 g i1,



5K 10mL OB HHE TKRRAEKE 21T 9. BBUEH 480~490mL (272 o7~ & X AKE 20
O, KEMZTEMIZ 500mL & L, ZORKZRENKRE T 5 813,

(3) MEM IR O

INTFXVEBHFRA VT TN, NTAXUREFRA Y T a by, RIFXUREER
T, NITFXVRRBERT TNV ORI A XU ZEEFRT 7 L% 0.020g % EHEC
Y, ZNEN60%A KX ) — )M L CIEMEIZ 100mL &35, 25O 5mL o%
EfEIZED, 60% A ¥ /) — /L& %2 CIEMEZ 100mL & U, IBSEHERE T2 (20O 1mL
IRTAXVRREERRA Y T TN, RNTFXVREEFRA Y TR, RITAFUREE
ferF )L, NRITIXVEEERT TNV R ONRTEIFVEZEEFER 70N 10ug & ETe).

IRAIEMERR 1 mL 2 EMECED, 60%A % / —/L&EIIZ CIEMIZ 200mL & L, F£7=, &
AR 1, 2, 5mL KO 10mL Z EfEIZEY, 60% A %/ —/L &Iz CIEMIZ 10mL &
L, MESIEERL TS (IS0 1mL 1, TNENNRT A XU ZEFRT AT VE
(RTFX T BRBERA Y TTFIN, RIFXVERBERA Y Ta N, RNILFXFVERE
BT v, NITAXVREEFRT TN KONRT A X ZEFHETF ) 0.05, 1, 2, bug
KO 10u g 2 ET0).

(4) HEE

@©  HE S

RONERR ISR EHRIA 7 v~ R 7T 7 & AV, RO L > THIET S 19,

T LFEHN D - A7 XTI ALY U L

BT LE 10 N 4.6mm, £ 50~250mm

717 LIREE : 40°C

BENMH 1D 0 A& J—)L /K 0.2 mol/L U EEAEMfEK (pH4.0) (12:7: 1)

Wi - 0.5 ~ 1.0mL/%y

HEWE : 260nm1®
© mER

PR AR AER OFRBUZ 2 60% A & ) — )V R OV NE N O i B AR HERR 20 1 L 19
FTORIEMICEY, HiEkro~ /I 7ICEAL, =7 @mE I — 27 miE) S HREfR
EVERLT 5.
® TE?20

REHE 20 u L 9% IEREICEDY, RIKZ o~ NI 7ICEAL, BohizE—r@mE X
B — 7 R & BER O DR O R T X VR EFBT AT VIEE (ugmL) %KD,
KA Lo TREIF ORI A X VRZEFBT— AT VER (gL XL glkg) ##HET5.



PR 12 20

" e cv
RIFXVEEEFBT AT VER (gkg) = O W
C: REHET DONRT A X ZEFRT AT VIEE (1 g/mL)
W Bl o EE ()
VR BHE O (mL)
KRR AR L
L X 9 i & OWE
NRIFAXVEEBHFRT AT VER (gL) = cv
1,000x W
Z DO
NI F XV EREFEHRTAT VER (gke) = _&vV
1,000x W,

C: REHKF DONRT A X VEEHFHEZ AT VIRE (1 g/mL)
Wi SO EE (mL)

We : B OREE (g)

Vi EHE o & (mL)

T, TENENONT A VEEEFBRT AT IVERNO/NRNT A VEREFRE BERD
THRL, BT 428 FmEE (gL XL gke) #itHT 5.
L k& 9 ML OEEDOS A

NI IRV EREFHRE R (g/l) =74V EREFHA Y 7T NG (g/L) X0.7111
NI FF I EBEREGE (gL) =T X LV LZEBHFEA Y 7 1 LG (g/L) X0.7665
NRIAXVEBEREGRE (g/L) = "T74F VLZEER-T ILVERE (g/l) X0.8311
NI FX VU EEBEREE (g/l) =T 4V ZEERT FLEE (g/L) X0.7111
NRIF X LBEFHRER (gl) =TV LERBR T ELER (g/l) X0.7665
FRRUSN OB DOLE

RTAX VLR RBEREE (gkg) =T XV LREERA Y 7TFNVEE (glkg) X0.7111
R F X UEBEME E(gkg) = /T A X VRZEEFRA V7 v L E E(gkg) X0.7665
RITIXVLEREREGE (gkg) = TAXVEZEEFHB-F ILVER (gkg) X0.8311
NRIFXVEREREGE (gkg) = XT7FXVZEER7 FILER (gkg) X0.7111
NRIFXVZEEFRG R (gkg) = 74X VREEHHET 1 L5 E (gkg) X0.7665



A - i

1.

A B S

6

[

WA (k]

U a—HiE - (ERA) [RE]

U B[R]

U BT IKED Y T A [k

0.2 mol/L V k&t (pH4.0) : U f— U w7 A 27.0g & U ER 0.2g (ZKZEN
ZCEHHHLT 1,000mL &3 5.

AR = [ERRIE s v~ 7T 7 [

]

1) &SI B OEIEH IO W T ARG E TIREIN R TH 5 7=
D, ZNHOBRMITAEEMEEEZ WD, REER, VLY VEE, T b Rofilg
b [Al— DB B D IR TOAEETH 5. 708, KERKERETIID FED
INSWWRT AR U RZRFBRT AT VL, BIEMENGENRD 5.

2) NAFIFY—, ULVITIHT VI A, KU b U ERERTES.

3) EESZEEET, IREHITRVIEMTLREHIOWTIE, 1~245MOFET T A
%, 10 3EOIE HITRZ D ENTE S,

4) REIICEVIERMTHEHAE, 2READOKRET T A X%, 10 5HOEE 512z
HZEWTEA.

5 HAARY 3 —%— ARS8 Oasis HLB (500mg) 720 TE 5. S =4h 7
AiE, HOPUOHAZ /—/L10mL X OK 10mL Ta 7 4 v a=r7 LTEL.

6) 50%A X/ —NEREERENL, J=87 L NHEELQCERTS.

7 REEIEVERE A AU =T 28 LT 7 U Bond Elut SAX (500mg),
SIS A A R = T L8 LTNY 7 % Bond Elut PSA (500mg) 72 &
DEATED. I=AT7201F, HELLHAX /—L10mL TarT4va=y7
LTH<.

8) WEHEROWVIIDM A7 LORFEZVDRIKE 2D, 9T LAOEED =D,
REHRICE Y DB S WA TH, REHRZ KRRV T M7 7 vt F L
WAL TT T4 H— (045um) REEZHNTABMEIT) ZENEE LV, &K
WO AR bmL # ¥ CTlotk, AREEIRL, 3EHKE T 5.

9) WHHAR I =H T LM bDEHIRICOWTEEKE n~ /I 7 40—k 5
STEERL, BEE—7BRONRWEGEEITE, TRIEEME R OG5 EMRE A 4
BRI =N TLNZED I V=0T v T HEETED.

10) EEOBENR RGN, =07 A0 0 OEHIREREHRE LTH L.

11) EEOENAR o 723580%, PUBHRIE A L T K. @ 50g D



AU, KPR 2D T, KE 100~200mL & L, fafné2n X5l R U A
Z 60~80g ICAHT 5. IHIT, BNk, METHL ZLamRT 5. 722L, &
BHRIUE N Z W E T REIEER G LN LR H 5.

12) BUEHRINEZ 5g &9 2454, Wb TWEEED MM ERE, v a—
R OEINILEE 2. U a— IR AR 258121, a2 L —
ROLOEMERL, RAFENE ST RAEIIER L.

13) T7urFa—TEFEH LA T T —TiE, WETDIHERDD. TO
BENE, NTAXVRBEBT AT IVENEE LR WEMOF 2 — T I DD,
BURIZ A ) —NVEMZ, B0%A K ) —RKET DL .

14) ARt —HlE R LSO T, HWNnbE T AL - T, EMOEARESES
TS D, £, KM E ONEEEDTDIC S TV M EIToTh L.

15) WO FEE L T L LT, Inertsil ODS-3V, L-column ODS, Atlantis dC 1s,
TSK GEL-ODS 80TS 72 K3l T& 5.

16) WfE 4.6mm LISON T LEEZEHT L2 ENTE L. ZO5EEIE, ROFHRENX
ESECHEL OEAREZEF T 5. NE3.0mm OOH I 7 L& ERT 28541,
FHEACIIE 0.43mL/min, AR 85uL L7252, Vil 0.4mL/min, AR
10pL ELTH IV,

i (mL/min) = 1.0 X (77 AFONZEmm)) 2/ 4.62
HEARE (pL) = 20 X (I7L2EONZE(mm) 2/ 4.62
BiARR0N 3um LD 7 AT CAKIZERT 2561%, £& 50 ~ 150mm O
BT LERHERL, Wz EEHEXNLEONAHED 1.5~2 (5127 5.
17) =0, FROBEMENS T oz MNABFSENMERATX 5.
« 7 R=FU K+ 0.2mol/L V »EREE# (pH4.0) (28 : 67 : 5)
c AH )= T =k 5mmoll 7 T EiEE R (PH4.0) (1:2:7)
« 6.1 mmol/L BALEFNAF AT o E= AEH 26 mmol/LL U Ll AkFEF Y
LK e AR )= T R= UL (45 118 : 42)
« AH =)L+ K-0.2mol/L U VEEFEMETR(pH4.0) (2:17:1) E AKX/ —/L K-
0.2 mol/L U »E&kEME R (pH4.0) (14:5:1) (kB 77 = A
c AH )= T b=FVU/5mmol/L 7 = FEfEE T (pH4.0) (1:2:7) & A
% ) =)+ TEr=hkVU/) -+ 5mmol/L 7 = FEiEmE R (pH4.0) (5:4:11) 1Tk
50T vx s MREE
(T b= bV midEERE 7 o~ N7 7 HEFEHTHZ L. £, Smmol/L 7
T AR ENR (pH4.0)1%, 7 = U KFi 7.0g X OV =B =G N U w AT KFN
¥ 6.0g IZ/KZMZ THEH LT 1,000mL & L, FAEAT 10 527K L CRR4 5
).
18) WESRMICR LIEBEMHAT TONRT A% R EERBRT A7 VO WK IX



260nm (1L CTH 5. ZEFEEE, YNVEVEEOTE Fofifgs [ U 230nm T4
EFRETH DA, 260nm D JF HNEE D F .

190 ZE&/EE, YAEURE, Tt NeigaRIECHET 2580, SBHRD A 2 7
—VIREREWE, REFRFE L O — 7 RIS E 5 2, EAERE OFREZA L
LDHENDHL. ZOBGUE, REFREO/NINWE—=ZICRDRT L, HEAENRE L
HEFELL LD, TOEEITE, BEERGFE UMRIZL, BIFRe— 27 BR1TE
bA LI, BABREFETS. 74V 7 TT 4 v 7 EHEEHVZNE 4.6mm
DEEEIE 7 o~ 2757 4 —7 T L2 E B0 O8A1E, TEAED 204 L T,
WTNOREHRIZB W TH EZRITA LNV, 7TV Nl E AW TRESE
iz, YVBEUEE, Tk RafgzFRCHET 2561, 10u L ETERRAS
no.

20) AREOEERA (BHEMEEZ > CTEET D L DO TE HHEONTWE O/ NRE)
1%, 0.005g/L XiX 0.005g/kg &3 %. 7ed3, T —H# &R T HEEITIL, BIET%
EBETDHZ L.

21) KO :

R D8 T A% 2 BEBT AT VR (ng/mL)
Clpg/ml) x V(mL) X =707 AEHKEEQ0mML)

AU I = 7 AR E(CmL) X R W 72 il iR (5 mL)

=CV

NIAFRVLEEEFERT AT VEREHE (gke)

g D8 T F % L2 BER T 2T VR E (ng/mL)xH HHiE 2(50mL) 1
= X
W GREIOHELE(2) 1,000%*
_ Ccv
20x W

*nglg 726 glkg ICER T 57212, 1,000 TERT .



5 a4 UM N DOYEFA

Propionic Acid and Its Salts

A=A =g TREd I T A
Propionic Acid Calcium Propionate
C2:H5COOH (CzH5CO0)2Caz* - nH20
CsHs02:74.08 CsH10CaO4 * nH20(n=1 X% 0)

(CeH10Ca04:186.22)

A== 3l U
Sodium Propionate
C2H5COONa
C3sH5Na02:96.06

1. Ao

BEFOT 0 A R OEOERIE, AKEKFERIEICL O Lok, BA 455
R=ATLETIIV—T L, R u~v NI 70—l et rge LTER
T5. LRERLNL, HTEIEEZELCENZTNO T oL VIEOREE LTRDD. &
L, RBROTa AV BASH L TWAEALHD. LEN-T, Bikdiczhnd
DREMEFERME L TERTL2HEI1E, EREEIFEMEROT o F BRSNS
DEDEFHETH 5.

Ta A Uk N OEREEREET ANENR D DA, BIRICRE L L ORTRER
HEERWDZ ERTES.

2. REBE (kK7 o~ 777 4—)

(1) fRIFOLREL & AR O TR

— xR E 2 Y5

(2) UBHE D FHE

@O KRR

B ST 0 DB L2, T 0K 30 g ZFEEICE D, 500~1,000mL OHALET T A



T AND. TAUTIK 200 mL, HEALF RY 7 A 80g, 10% Y VAV 10 mLY K MY =
—UBE 1T ZMAZS. H52 U 0.2 mol/L ~ U A —HEE#EE R (pH 8.5)220 mL % AfL
T R AER DO e 232 U, 53K 10mL OB I CKERXTER-E 21T . i) 280
~290 mL [Z72 72 & R 200, KEMAZ TIEMIZ 300 mL &7 5.

@ K

SRIEHLNERE A A LRI =H T L I, OTHLIZHIK 20 mL 27 EA L, WHIRITZET
%. WWTAK 10 mL 2 FEAL, MHIRITE TS, RO T swivsiiifb) ~ U 7 A&F 0.01
mol/L #il# 5mL Z#{E A L, IEHIRICKENZ CTaE% 10 mL 235, 2% 0.45 pm D A
VITTUT4NE—TABL, BEHKE T D Y.

(3) BEMAIELEROHRK

TavA Ul FY U A 90.130g ZIEMIZEY, KEMZTHH L CIEMIZ 100 mL &
L, BEH¥EFREKEET 2 (20 ImL X7 2 B4 1.00 mg 2 &1e). 2O 10 mL % 1Efi§
[ZED, KZMA TIEMIZ100mL & U, KL T2 (20K 1 mLIE7 v B4 2 0.100
mg & te). KR 2, 5, 10 mL R OMEHERIK 2, 5 mL # ZNZNEMICED, Zh?
MUK ZM A TIEMIZ 10 mL & U, BefEERE 95 (260 ImL T 7 e 4w
fiz 20, 50, 100, 200, 500 pg Z&Te) O,

(4) WEE

©  MESRHE
SRNERII R HHBHRIE 7 m~ R 75 7 &2V, RO X > THIET 5.
BT LTETAFRD . A7 ZFT I Uik U 7, kifk 5 pm
BT LE  NEE 4.6 mm, £ 150~250 mm
717 KR 40 C
B : K- 78 b= U LIRTKR94:6)% U VAT pH 2.5 ICTRHE L7-H 0.
PR : 0.8~1.2 mL/%y
HEPR K - 210 nm
@ mEmR
IR AEIR O RN oK M O B IIR MBI Z 24 10 L 3O &2 IEMEICE D,
Wik n~ s 75 7IZHEAL, E—ZEBENSBREREZIERT 5.
® TE9Y
AREHIE 10 L ZIEfEICE Y, Ik o~ NI 7ICEAL, Bohl-v—J miE s RE
M BREHE T O 7 v eA U BRIRE (ug/mL) 2R, KX 0 ko TREFFO T r A
VG (glkg) ERMETS.



3xC
TurAromahE (gke) =
20 xW
BRI O 7 e A R (ug/mL)
W iEloREE (9

Q

£ SN

1
3

3
4

5

. TER=NI VD [EEERE v~ 7T T ]
L Bwivoeifb T MU U AEA 0.01 mol/L HEEE : (kS FY U A Bg &V, 0.01 mol/L
R % N2 C 100mL &9 5.
VvV a—fE . GEEA)  [REE]
L NIR(ERBXF VAT IV)TIIAZ 127 X /-2 RaXx v AF)-13-7 a4 —
Ksid
. 0.2mol/L VA — %K (pH 8.5): NUA(ERBFL AT V) T/ AKX 24.2 g &Y, /K

500 mL (Z¥&fi#EL, 2 mol/L Hili5C pH 8.5 ([Zi##, /K& T 1,000 mL &9°5.

© ®» 9 &

Tavd ot N A ]

L AVT T T 4 H— s fL£R 0.45 nm, KR

UV LR

C10% Y UERTARE - Y R 11.8mL 28V, KEMZ T 100g &1 5.

R

1) pHiZ2~3 ¢745.

2) RMEEMERA AU = T ACAWT D & ERIROE AR T A
BoOWEZE R T 5,

3) FRIGHNEEA AR B =H T L L LT, Alltech 18 MAXI-CLEAN SAX 600
mg NEMATESL. I=DF78EFHLNEDAK /—/L 10 mL LUVK 10 mL T=
VT4 va=r 7 LTBL. DI =87 A EERATEAEH O UG
B T 5.

4) ZEEFmR, YNVEVBEHDHVIIT e NeFRENGET 25, ’iEk7 e~ b
T74—IZBWT, INOOBEHICERHZET LS. ZnbaRETHITE, BT
DEIEEIT S .

SR FLMERE A A A S = T A(MAXI-CLEAN SAX 600mg) (2 84k 20mL %
HEAL, MHEEITETS. RO TA 10 mL Z27EA L, HHKITE TS, shifgiriE
A AV RZEI =T DO TFICHRBE I =07 5 (HRY +— % — AR



Sep-pak VAC C18(1,000 mg)) Z#Hid 5. Ziuc 5%tE{kF MY 7 AEH 0.01
mol/L ¥ 5mL Z1EA LRI TS, Wtk - 78 b=k U (90:10)iR%
EIEAL, 8% 10mL & L2t 0xilkEHE s 7 5.
5) MIEDIRNEDNRHLHT2DFEAET L. s & U TR bk atR, o
T~ s TN RY y FRORENEATE 2.
6) HEHFOTr A VBREISLCT, @mREORERAEERIIAN S Th X
AR
7 HROB T LE LT, D—m A = AR Inertsil ODS-3, {bLFEWE
MRS L-column ODS MR TE 5. 77 LAONRERVOEZIZL- T,
T A T 5.
8) ARIEOEEMRA (BHEMZEZ L TERT DI EDTE DWNITHE O E/NRE)
X 0.1gkg L35, 7ok, T—XE2RFTIHEIL, AIRTFEEET L L.
9) AKEICKBHEKs v~ b7 T LO—FlEERK 51 1TRT.
10) KO -
CxakHK #(10mL)
iR o7 v 4 R E (pg/mL) =

FERUZ AW i E(20mL)
TuvtrmEaae (gke)
iR o7 a v 4 R FE (ug/mL)x & ik £(300mL) 1

W GUEtOF R (g) 1,000%
*nglg 6 glkg ICZEE T H7291Z, 1,000 TERT .



VAT Z

N

@) H AF F 27 1 v EEWET 100pg/e)

Z TN

GRIE 1)

717 I : Inertsil ODS-3 (£
4.6mm X 250mm)

717 MR 40 °C

BEM K- T8 M= UMRIK
(94:6)% U T pH 2.5 (T Fi%E

Vi ;1.0 mL/4y

HEWKE : 210 nm

AR : 10pL

5 10

FEHES)

5 10

{3500 (%)

20 25

TR A UMOWEKs v~ N7 T A



7' A R AR
1. ARBRyEOBEE
BT OT 0 A RO OEFEIL, KRKREEICL D L%k, A4 2383

ZATETOV=2T 7L, WA v~ b 7T 7 BN EHGC/MIIZ &V iR %17 5 V.

2. WEplE (A7~ 57 BRI

Wi

(1) BRIRDOLRIREFEL O TR
— PR IE - HER 3 5.
(2) AEHE DR

oA UEERRE (2) BREHEOMEK O KEKEBZENT 5. BA 4
=RT7 L, WK 10 mL Z2EA L, ROIOEHIR 5 mL 245 T2k, IR 2 spHK &
T5.

(3) HFUER DR
oA rigRBRiEO (3) MERMIEEROFRZERNT 5.
(4) WEE

O PESFRLY

GC/MS #HW, ROEMHIZE->TRIET 5.
HIAY:NE025mm, BEX30mD 72— AR Y BEONHEICH A a~ 7

T 4RV =F L7 ) a—LEEX0.25um THELEZLHOD.

77 MR 0 100°CT 2 pMRFFL, 353 10°CTHIR L, 230°CT 3 MRFFT 5.
HEAFREE : 250C
EAFR A7 v FL R
Fr UV —HTA Y TAh
NIRRT =T,y (v E—T=—R) JAE : 250C
EANE 1 pL
A o Akik : EI



FThA A (m/2) : 74, 45, 57

@ EMRHERR S

ABHE A GC/MS IZIEAL, 7~ T4 BICHRISIV-E — 27 OORFFRF AR MR & —
B0, HHNNE, vAARZML EOFEE — 7 OB ) R R R — BT 52
LEHERRT D,

AR BRI A
5 /m e AU ORI - IREERT 5.

[]

1) KRBT A U BOEERRRIETH Y, EESVTITERE L.

2) PFEAMEGA AR = T LE LT, VI~ TNV RY v F Uy RS
Discovery DSC-WCX, 1,000 mg 2MEHTE 5. =7 ALFTHLNTHK S
mL Tar T 4va=r7 1L TRL.

3) DM DR ESMAITA RN ERIRITIE, 7' 1 B4 U FRIEER ORISRk & 7
LHE9CH LN OKELETT).

4) TROHZ KL LT, TV bT 7 7 n U —t B DB-WAX SN TX 5.

5) KiElk W Ara~ N7 o7 4 —/EEHSIZELD =4V A A7 a~ b
7T AO— il ERITRT. < A ALY "UIC K DHERN N EE 2 854, SIM & —
NIZEVREZEZITWY, vA 7~ M7 J A RIS ce—r "7 et
FefR SRR & — T2 2 L AT 5.



AT 7

..........

E M)
HEASE: ATV v FLA
# 7 2 : DB-WAX (% 0.25mm X 30m, [5/E 0.25um)
Xy VY —HRA: Y7L
R HERIREE © 250°C
A7 HIREE 100 C(2 43)—10°C/43—230°C(3 43)
HEAORE : 250°C
HARE:1uL
A A Akik : EI
A% v VHEIFE . m/z60-250

(Fm A B 100pg/g W) OH A7 v~ k277 L (TIC)
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