2542 SPE-GC YR T LZRAV:-EHFEFCEICESEEFOERIEN
BRSO

O I, FHER, o x B iF—
MBAEHETAZAT A R

Short chain fatty acid analysis in feces using solid-phase
derivatization technique by online SPE-GC system

(OShoya Arakawa, Tomonori Asai, Ryoichi Sasano
AiSTI SCIENCE Co., Ltd.
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Injector temp.

LVI-S250 (AiSTI Science)
220°C(0.5 min)-100°C/min-290°C
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Split

Flow mode
Column

Oven temp.
Transferline temp.
Ion source temp.

Acquisition mode

7890B + 5977B (Agilent Technologies)

1:50

Constant flow, 1.0 mL/min
VF-5ms, 0.25 mm i.d. x 30 m, df=0.25 pm
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290°C
260°C
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Doap= RSD (%, n=6) RSD (%, n=6) RSD (%, n=6) RSD (%, n=6)
Acetic acid-TMS 15.9 14.0 14.0 43.5
Propionic acid-TMS 8.5 6.9 9.1 29.6
Isobutyric acid-TMS 9.1 5.9 16.3 43.9
Butyric acid-TMS 9.9 7.2 15.6 34.3
Isovaleric acid-TMS 10.4 7.5 18.6 50.5
Valeric acid-TMS 9.5 8.2 16.8 48.5
Hexanoic acid-TMS 12.8 8.3 15.0 46.2

3-2

A & EA

-
7]
-

B2 414 AT

SPL-M100

@

'

N A R
> 4
2 Ty o,
‘L \ 1 R
/ & ' =
2 L. 2 ,
b
.=‘ '1;‘ O

BIALIE D = v |

Flash-SPE

X1. A2 542 SPE-GC> A7 I
SPL-M100FE (77A AT YL >X)

x10 5
48
46
4.4
42

3.8+
3.6
3.4+
3.2

2.8
2.6
2.4
2.2

1.8+
1.6+
1.4+
1.2+

0.8+
0.6
0.4+
0.2+

+EI TIC A% +v> 4000ppb.d

SR EEN e

JULL@L

W N

28 3 32 34 36 38 4

42 44 46 48 5 52 54

56 58

DOV vs. BIFEFFRE (min)

8 82 84 86 88

B3, KRIERHCHITD b= A>oON M S LA U T7ILFEE 4 mg/L)

Acetic acid-d4-TMS (IS)
Acetic acid-TMS
Propanoic acid-TMS

4. TIsobutyric acid-TMS
5. Butyric acid-TMS

6. Crotonic acid-TMS (IS)

7. Isovaleric acid-TMS
8. Valeric acid-TMS
9. Tiglic acid-TMS (1IS)

10. Hexanoic acid-TMS
11. Hexenoic acid-TMS (IS)

=2, EEARIOEGTAIERR (NWEMEENE(CKDEME— DU EEIE. n=6)

A T7ILHRE (mg/L)

HATHBHIZ(CN T SNEMEENE TOMIEZ TV, EERICHIT 3 RFRDIrEE
£0.04~4 ppm (BFEEDF 0.2 ppm~) DIREEEF TR U,

4, FLHYIEE

A> =>4 > SPE- GC/XT[A%J:UE$E}$E%'EH%4Z':4B -BERHEZ
Eﬂﬁukﬂxﬁ%ﬂﬁ L7z, FARAYIRS

I 7IIVhig

KU CGHEEIMEAIE T

Ko, AF

A RAEE
> D0EITDTZHY MU T ADRANDRL

A T7ILHiRE (mg/L)

A T7ILHRRE (mg/L)

(4. AKENMNEHAHCH 1 DM E— JmIGIEDIREIR

RN E/NR E TR D TZOIRA TR H VT

SRIIEBREF

Sy ARVAR

(FIKL 12D EBNOND,

AiSTI SCIENCE

}-T-}-T-E

AY /\

ﬁﬂﬁ.ﬁ’a‘:,

AR Rk 73 72 IR ERES-AF (C I D Z & TRAR(CH1
WD TREEEIRDY MJUTX

A CopdDEWNRD,

HECHDEEZRBND,

% (RISESRIIE) A w1 w2 mE3 mE4  BEs  EEe | Ty | RoD
(Blank) (%)
Acetic acid-d4-TMS (IS) 1.000 1.000 1.000 1.000 1.000 1.000 1.000 — —
Acetic acid-TMS 0.172 1.649 1.614 1.666 1.629 1.616 1.670 1.641 1.5
Propionic acid-TMS 0.085 0.692 0.691 0.673 0.705 0.670 0.763 0.699 4.8
Isobutyric acid-TMS N.D. 0.190 0.198 0.174 0.181 0.188 0.197 0.188 5.0
Butyric acid-TMS N.D. 0.377 0.361 0.351 0.354 0.348 0.366 0.359 3.0
Crotonic acid-TMS (1IS) 1.000 1.000 1.000 1.000 1.000 1.000 1.000 — —
Isovaleric acid-TMS N.D. 0.199 0.204 0.191 0.192 0.196 0.193 0.196 2.6
Valeric acid-TMS N.D. 0.143 0.157 0.148 0.156 0.138 0.136 0.147 6.1
Tiglic acid-TMS (1IS) 1.000 1.000 1.000 1.000 1.000 1.000 1.000 — —
Hexanoic acid-TMS N.D. N.D. N.D. N.D. N.D. N.D. N.D. — —
Hexenoic acid-TMS (IS) 1.000 1.000 1.000 1.000 1.000 1.000 1.000 — —
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1 iy
< +7K 4 mL (20%MSTFA) T I
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7
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el 1 3 — SESMIEBFERICIHE LAY Y RIBEDKE
A 7 g 9 10
g Jd ‘ ‘ ‘ L , , i j\ , , :
RT--» 0200 0400 0800 0600 0700 0200 0900 1000 1100
X HEARLDOBRE ENIEARENRE—VOEBEOEEB LUERE (n=6)
# | D% 7K H{El B2 #=H{E3 =HEq =H{ES L (1) 15 RSD%
1 Isobutyric acid-TMS (C4) 17,970 | 3,503,129 3,291,538 3,421,584 3,401,998 3,053,050 3,284,376 3,325,946 4.7
2 Butyric Acid-TMS (C4) 24,134 4,408,520 4,278,964 4,364,995 4,420,271 4,105,806 4,342,242 4,320,133 2.7
3 2-Methylbutyric acid-TMS (C4) 1,225 4,155,934 4,091,677 4,257,590 4,171,624 4,035,839 4,107,760 4,136,737 1.8
4 Isovaleric acid-TMS (C5) 2,112 1,198,388 1,175,759 1,255,535 1,260,825 1,179,307 1,204,483 1,212,383 3.1
4-Methyl-1-pentanol-TMS 177 10,673 10,565 11,127 10,624 10,358 10,052 10,566 3.4
5 Valeric acid-TMS (C5) 755 1,478,703 1,438,164 1,500,447 1,542,081 1,536,758 1,473,282 1,494,906 2.7
1-Hexanol-TMS 71 1,843 1,805 1,959 1,834 2,060 1,947 1,908 5.1
6 | 4-Methylvaleric acid-TMS (C6) 300 3,926,848 3,843,768 4,008,691 4,024,032 4,131,461 3,987,064 3,986,977 2.4
Phenol-TMS 2,601 96,314 91,255 94,989 98,048 100,574 94,510 95,948 3.3
Hexanoic acid-TMS (C6) 397 220,931 211,427 225,320 230,131 233,736 215,642 222,864 3.8
Heptanoic acid-TMS (C7) 1,306 302,831 276,880 303,569 305,291 309,230 287,691 297,582 4.2
p-Cresol-TMS 115 1,062,692 981,380 1,018,460 1,072,148 1,092,068 1,004,368 1,038,519 4.2
10 @ Benzeneacetic acid-TMS 1,838 175,511 170,660 165,755 186,463 207,368 172,556 179,719 8.5
6
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HEARNCHITHHITRE

B

MEBREYIE (CXF T DA EHEME, N.D.: Not Detected (#&XHHIE{E<1000)

7K

P53 (Blank) =43 HE2 #5{#3 52{E4 HB5 #5{F6 13 RSD (%)
Acetic acid-d4-TMS (IS) 1.000 1.000 1.000 1.000 1.000 1.000 1.000 — —
Acetic acid-TMS 0.172 1.649 1.614 1.666 1.629 1.616 1.670 1.641 1.5
Propionic acid-TMS 0.085 0.692 0.691 0.673 0.705 0.670 0.763 0.699 4.8
Isobutyric acid-TMS N.D. 0.190 0.198 0.174 0.181 0.188 0.197 0.188 5.0
Butyric acid-TMS N.D. 0.377 0.361 0.351 0.354 0.348 0.366 0.359 3.0
Crotonic acid-TMS (IS) 1.000 1.000 1.000 1.000 1.000 1.000 1.000 — —
Isovaleric acid-TMS N.D. 0.199 0.204 0.191 0.192 0.196 0.193 0.196 2.6
Valeric acid-TMS N.D. 0.143 0.157 0.148 0.156 0.138 0.136 0.147 6.1
Tiglic acid-TMS (IS) 1.000 1.000 1.000 1.000 1.000 1.000 1.000 — —
Hexanoic acid-TMS N.D. N.D. N.D. N.D. N.D. N.D. N.D. - —
Hexenoic acid-TMS (IS) 1.000 1.000 1.000 1.000 1.000 1.000 1.000 — —
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1.4
y = 0.2799x + 0.1455 o |5 | ¥y=0.3006x+00872 @
R2=0.9945 .~ ' R2=0.9991 -~
e 1.0 '."
! 0.8
® 0.6 [
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.c .-'
™ 0.2 ..n
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0.0 2.0 4.0 0.0 2.0 4.0
Isovaleric acid-TMS Valeric acid-TMS
2.5
y = 0.7837x-0.0002 o y = 0.5947x - 0.003 o
Rz =0.9984 .~ 2.0 R2=0.9991 .~
_.‘. ’."
-_.-’ 1.5
3 1.0 .
0.5
: o
& 00 &
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Isobutyric acid-TMS

2.5
y = 0.553x + 0.0198 ¢

2.0 R2 = 0,9982 :
1.5 R
1.0 .
0.5
0.0 &

0.0 2.0 4.0

Hexanoic acid-TMS

5.0
y = 1.0511x - 0.0148
4.0 R2=0.9993 .-
3.0 o
2.0
..

1.0
00 &

0.0 2.0 4.0
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Butyric acid-TMS

y = 0.0643x + 0.0102 Py

#ELE)
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X E— I HEEE
G

R2=0.9978
-'..‘

2.0 4.0

»
»
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N1 7 )VHEE 0.04~4 ppmTERIEZHR (BFEEDFH 0.2 ppm~)

AiSTI SCIENCE

10



FEHKEE !

EEPIGHEEEDOBFDIMECH T DRETHRT DI,
A2 54 2SPE-GCS AT LU E
SUBRD DEEEE-FEMM LB E LRz R LTS,

o ABRRIERR D DDAV W RaR—X ([CRBE{EZI1TL.
fFfE (C2) MoNFT B (C6) FTORREHABMELZIC DT
RIFGBIREEERTEZRI AV Y FzBR U,

o SREEFERHRFY MNIXDIERERDNSODHIO—Z
T U, IRG CEMTFIELRAVY FMEEZ1TOTULL,

11
AiSTI SCIENCE



*

CiRlEH DM ESTETNXUE

IRRS—FHR (P-46) BITWEITDT
CEBEWEETEI LEENTT

12
AiSTI SCIENCE



	スライド 1: オンラインSPE-GCシステムを用いた固相誘導体化法による糞便中の短鎖脂肪酸分析
	スライド 1: オンラインSPE-GCシステムを用いた 固相誘導体化法による糞便中の短鎖脂肪酸分析
	スライド 2: 研究背景
	スライド 3: 本研究のアプローチ
	スライド 4: オンラインSPE-GCシステム
	スライド 5: 汎用分析フローでの初期検討
	スライド 6: 定性結果、再現性
	スライド 7: 短鎖脂肪酸用分析フロー
	スライド 8: 糞便中短鎖脂肪酸分析結果
	スライド 9: 糞便試料における併行精度
	スライド 10: 標準試料における直線性
	スライド 11: まとめ＆展望
	スライド 12

